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HPEJUCJIOBHUE

CoennHeHUsT TUKJIOMPONAHOBOIO psijia IMIMPOKO paclpocTpaHe-
HEI B Ipupojie. MOXKHO yIOMSHYTh, HAIIPUMED, U3BECTHBIC MHCEKTHU-
LUABI, COAEpIKAIINECS B TUPETPYMeE M MPEACTaBIAIONTE cO00H Au-
pbl TIUPETPUHOBON U XPU3aHTEMOBOM KHCJIOT. [lepBOHaYanbHO BHU-
MaHHe K MPOU3BOJHBIM IMKJIONpPOMNaHa ObUIO BBI3BAHO CTPOCHUEM
caMoro IUKJa ¥ O0YCIOBICHHBIMH UM cBOHcCTBamu. [IpakTudaeckuit
YK€ MHTEpEC BO3HUK MOCIe O0HApYKEHUSI Y HEKOTOPHIX MPEICTaBH-
Tenel MaHHOTO Kiacca COSAMHEHHMH BBICOKOW OMOJIOTMYECKOH ak-
TUBHOCTH. KpOMC I/IHCCKTHHI/IILHOﬁ AKTUBHOCTU YIOMSHYTBIX BBIIIC
MIPOM3BOAHBIX ITHUKJIOMPONAHKAPOOHOBBIX KHCJIOT, HEKOTOPHIE KETO-
HBI psijla TUKJIONpOINaHa OOHAPY>KWJIM BBICOKYIO MPOTHBOBOCIAIIH-
TCJIbHYIO aKTUBHOCTb.

BesycioBHBIN WHTEpeC MPEACTaBISIOT CHHTETHYECKHAE BO3MOXK-
HOCTH 3aMEIIEHHBIX ITUKIONPONAHOB, TaK KaK B TOCJEIHUE TOIBI
ObUTH OOHApY)KEHBI HEKOTOPhIE OCOOCHHOCTH MOBEACHUS (DYHKITHO-
HaJBHBIX TPYII, CBA3aHHBIX C ITUKJIONPONAHOBHIM KoibiloM. Kac-
KaJIHbIe TIPOIIECCHl Kap0o- 1 reTepOIMKIH3AINY, POTEKAIOIINE TTPH
Y4YacCTUU IUKJIONPONAHOBOTO KOJbLA, OTKPBUIA OJHOCTAJIUNHBINA
MyTh K CHHTE3y BBICOKO(QYHKIMOHAIN3UPOBAHHBIX IMPOU3BOIHBIX
MMpaHa, MAPUIWHA, TUPpoNa, QypaHa W JAPYTUX TETEPOIHKIOB, B
TOM YHMCJIC KOHJACHCUPOBAHHBIX.

[Ipennaraemast aBTOpamMH KHHTa MOXKET MPEACTaBIATH HMHTEPEC
JUTSL YYEHBIX, 3aHUMAIOIIUXCS XMUMUEH IHKIIONpPOIaHa. ABTOPHI JIO-
ITyCKAIOT, YTO KHHUTA B TIEPBOM HM3/IaHWU HE JIUIIEHA HEJIOCTaTKOB, U
6YILYT MMPU3HATCIIbHBI BCEM YUTATCIIAM, KOTOPBLIC BBICKAXKYT KPUTH-
YecKHEe 3aMeuaHus U TIOoXKeNaHWs Ha JJIeKTPOHHBIM ajpec
kaukovyakov@mail.ru.



BBEJIEHHE

OneKTpoHoAe(PUIMTHBIE LHUKJIONPONAHbl — TPOU3BOJHbIC LUKIIO-
MIPOTIaHa, 3aMEIlEHHbIE HECKOIBKUMH 3JIEKTPOHOAKIIETITOPHBIMU IPYTI-
[IaMH, BEChbMa PEAKIHOHHOCIIOCOOHBIE COEAMHEHHSI OCOOCHHO IO OT-
HOIICHUIO K HyKJICOQUIbHBIM peareHTaM. OHM MIMPOKO UCIIOIb3YOTCS
B OPraHUYeCKOM CHHTE3€ ISl MTOyYeHHUs pa3HOOOpa3HbBIX KIIaccoB Op-
TaHWYECKUX COCIMHEHUH, KapOOILMKIOB U TE€TEPOLMKIIOB, a TAKXKE SIB-
JSIIOTCS  KJIACCHUYECKMMH OOBEKTaMU IJIsI TEOPETHYECKHX HCCIIENOBa-
HUH. B cBs3M ¢ TeM, YTO OJHMM M3 HayYHBIX HampabieHHH Kadeapbl
OpraHrYecKod M (apMareBTHUeckod XuMun YyBalckoro rocyaapct-
BEeHHOro yHuBepcuTera umenu W.H.YibpsHOBa sBIsieTCs M3yyeHue pe-
AKIIMOHHOW CIOCOOHOCTH  AIIEKTPOHOJAC(DUIIMTHBIX LTUKIONPOIAHOB,
TEeMbl MHOTMX KYPCOBBIX W JMIUIOMHBIX PaboT, a Takke APYTHX CTY-
JEHYECKUX HAYYHO-HCCIIENOBATEILCKUX M KBAJIM(UKALMOHHBIX paboT
MIOCBSIIIEHBI 3TOMY HampasieHuto. Jlo cux nop OoibIIUM HEYZ0OCTBOM
B MPOBEACHUM HCCIIENOBAaHHN ObUTa pa30pOCaHHOCThH MpenapaTUBHBIX
METOZIOB TOJy4eHHSI YKa3aHHBIX COEAWHEHHH IO MEPHOJUYECKOM Ha-
YYHOH JIUTEepaType, B TOM YHCIIE MaJIOJOCTYITHOH 3apyOexHoil. B Ha-
CTOSILIIEM U3JIaHUU COOpaHO, 00OOIIEHO 1 MPOBEPEHO OOJIBIIIOE KOJHYC-
CTBO mpormceii u3 6ornee yeM 250 Hay4HBIX CTaTheH.

OCHOBHBIE CXEMbI CHHTE3a MOJIN3aMEIICHHBIX 3JIEKTPOHOAKIIETI-
TOPHBIMH TPYNIAaMH [UKIONPOIIaHOB B OOJBIIMHCTBE CBOEM HE OT-
JMUYAIOTCS OT KiaccuieckuxX. Hawmbonbliee MpUMeHEHUE HaXOJST
CJICAYIOIINE MTOAXOABI K CHHTE3Y:

A
Cxema 1
C C
RN AN C
C C —> C C —>
| I _ X+ | _Y‘ C—\C
X Y Y

B metone A mpekypcop (MCXOAHOE Ui TAHHOTO CHHTE3a COeH-
HEHHUE) UMEET COOTBETCTBYIOIIMM O0pa30M 3aMeIleHHOE TpeXyrJie-
POIIHOE 3BEHO C MOTEHIMAIBHO yXOAAmuMu TpynmnaMu X u Y, Ipu-
yeM X yXOJUT MOJ JEHCTBUEM MHULIMUPYIOIIETO HUKIU3ALMNI0 pea-
redra 0e3 3JIeKTPOHHOW Maphl, TO €CTh B BUJE PEATBHOTO Wi (op-
MaJIbHOTO KaTHOHA, MOCJIE YETo CIeAyeT BHYTPUMOIICKYIAPHOE HYK-
sneouiIbHOE 3aMelieHue TPpyIbl Y (Xopoiero Hykieodyra).
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b
Cxema 2
C C C C
c/\cl’c/\?_’c/\??c/\
Y
HcxonHoe coenuHenue B Metofe B mMeeT COOTBETCTBYIOIIHMM
00pa3oM 3aMEIICHHOE TPEXYIJIEPOHOE 3BEHO, MOTEHIMAIBLHO yXO-
JSIIasi TPyIIa BBOJUTCS B Xoje mpolecca. HykimeodunsHoe 3ame-
IeHne, MPUBOJAIIEe K IUKIONPONaHy, Aajiee MPOUCXOIUT CIIOHTaH-
HO WJIH TIPH IEHCTBHUH TOTIOTHUTEIIBHOT'O PearcHTa.

C

B
Cxema 3
C C
C—C + C—=Y — ¢/ ¢ —> £
v
r
Cxema 4
c—cC /C\
| + C —> C C —>» /C\
Y C—~C

Y
B metogax B u I' Tpexyrneponublii pparMeHT KOHCTPYHPYETCsI
W3 JABYX- U OJHOYTJEPOJHBIX, & MOTEHUHMAIbHO yXOJsulas Irpymnna
MOJKET OBITh KaK y JBYX-, TaK U OAHOYTJIEPOJHOrO (pparmeHra.

i\

Cxema 5
C

J/ C
cC+C + C—Y —> C \C—>C/\C

Y

B rpynne metonos /I TpexyriepoaHbIi HHTEPMEAUAT CTPOUTCS
W3 OJIHOYTJIEPOAHBIX (pParMEeHTOB, NPUYEM XOTS Obl OJIUH W3 HHUX
MOJKET COAEPKaTh U MOTEHIIHAIBFHO YXOIAIYIO TPYIILY.

Bo3MOXHBI U Apyrue cTpaTernyd CHHTE3a, HO OHU UCIOIb3YIOTCS
3HAYUTEIIBHO PEXeE.

OnexTpoHoakuenTopHsle rpynmel (DAI) — 310 3amectuTenu c
BBIPQ)KEHHBIM OTPULATEIbHBIM ME30MEPHBIM M HHIYKTUBHBIM 3(]-
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¢dextamu. TakuMu 3aMECTHTENSMHU SIBJIAIOTCS HUTPO- U HHUTPO30-
TpyNIB], KapOOKCHIIbHAS TPYIIA U €€ MPOU3BOAHbIE (CI0XKHOIDUP-
Hasi, HUTPWIbHAs, aMHIHAasl), albJETHHAs W KETOHHAs TPYIIIHI,
TPYIMIBI, COJEpXKAIUe BOMHBIC CBS3HM Cepa—KUCIOpon, (ochop—
KUCIOpoa U T.1. DAL MOKET OBITh YaCThIO TeTEPOIIMKIMISCKON CHC-
tembl. K cunmbabiM DAL MBI OTHOCHM Takke TpHU(TOPMETHIIEHYIO
rpymnmny, 00JaJarolly0 TOJIbKO HHAYKTHBHBIM 3 dexkTtoM, HO OO0Ib-
LIMM IO BeJTUYUHE.

OAT oka3bpIBalOT HEMHEHHOE BIUSHHAC HA TPEXWICHHBIN ITHKIL.
W3BecTHO, YTO IMKIONPOMAHOBOE KOJBIO UyBCTBUTEIHHO K pac-
KPBITHIO TOJI JIeHCTBUEM CBOOOTHOPAIUKAIBHBIX U AJIEKTPOQPHIb-
HBIX peareHToB. DAl MOHMXaET HNEKTPOHHYIO IUNIOTHOCTh B KOJIbIIE
W TEM CaMbIM CHHXKaeT CIOCOOHOCTh TPEXWICHHOIO IMKIAa K pac-
KPBITHIO, TO €CTh IMOBBIAET YCTOHYUBOCTH MPOHM3BOIHBIX ILUKIO-
IpomnaHa K 3eKTPOQUIbHBIM U PaguKajIbHBIM peareHtaMm. Hampu-
Mep, HeHUNTETPaLNaHOLMKIIONPONaH O4eHb YCTOWYMB K ACHCTBHIO
KHUIISIIEH KOHIIEHTPUPOBAHHOM CEPHOM KUCIOTHL. B TO ke BpeMs 3a
cueT 00eAHEHHs EKTPOHHOM IUIOTHOCTH TPEXWICHHOIO IMKJIA T10-
BBIIIAETCS €r0 YyBCTBUTEIBHOCTh K HYKJICO(QHIBHBIM pearcHTam,
YTO B UTOT€ MOKET MPHUBOAUTH K PACKPBITHIO LIUKIJIA II0 MEXaHU3MY
HykneodunpHOro 3amenieHusi. Kpome Ttoro, DAL, Biusist aApyr Ha
Jpyra, HOBBIIAIOT PEAKIHOHHYIO CHOCOOHOCTH MO OTHOLIEHHIO K
HYKJICOQUIBHBIM peareHTaM M caMH MOTYT ObIThb OOBEKTaMH HYK-
neo¢pwuibHOU ataku. [Ipu Hammuun Tpex u 6onee DAI cyrecTBEHHO
MOBBIILIACTCS KUCJIOTHOCTH aTOMOB BOJopoa npu nukie. llpu neid-
CTBHM OCHOBaHMH MOKET T'€HEPUPOBATHCS LUKIONPONMIBHBINA Kap-
0aHUOH, A1 KOTOPOTO BO3MOYKHO PACKPBITHE IO IEKTPOLUKIHYE-
CKOMYy MexaHu3My. TakuMm oOpa3oM, Jisi MPOU3BOTHBIX IHUKIIOMPO-
MaHa MOJM3aMEIIEHHBIX 3JIEKTPOHOAKLIECNITOPHBIMA TPYNIIaMU Xa-
paKTepHBI peakiuu mpeBpamenns camux DAL moj neficTBueM HYyK-
Neo(UIIOB M peakiii HYKJICOPHIHHOTO MU 3EKTPOLUKIHIECKOTO
PacKpBITUS LIKKJIA.

DAL oKa3bpIBalOT CYLIECTBEHHOE BIMSHHE M Ha JOCTYIMHOCTD
cuare3a. OHM CTaOMIM3UPYIOT COCEAHWH KapOAaHWOHHBIN LEHTP U
TEM CaMbIM CIIOCOOCTBYIOT 00pa30BaHHIO MHTEPMEAMATA, IpeTepIie-
BAaIOLIET0 BHYTPHUMOJIEKYJSIpHOE 3amemienne. B meromax B u I
TPEXYTIEPOIHBIA (parMeHT vaiie Bcero odpasyercsi B pe3yibTare
peakunu Muxasnsg, npu 3tomM DAI akTuBUpYIOT 00a peareHTa: U
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aJIKeH, 1 METUJICHOBBIA KoMmnaHeHT. B merone /| 00pI9HO OCyIIecTB-
JSIIOT PEaKkIHI0 HYKJICO(QMIBHOIO NPUCOEAWHEHHS METUIEHOBOTO
KOMIIOHEHTa K KapOOHWJIBHOW rpymiie, U B 3ToM ciydae DAL cmo-
COOCTBYIOT MPOTEKAHUIO PEaKLUWH, TaK KaK MOBBILAIOT PEaKHOH-
HYIO CLIOCOOHOCTh METHJICHOBOI'O KOMIIOHEHTA.

DAI cymecTBeHHO OTIIMYAIOTCS IPYT OT ApyTa IO CBOMM Xapak-
TepucTukaM. Tak, cloxHO3(UpHAs TpyIna OTIWYaeTCsl HU3KOH pe-
aKIIMOHHOM cIOCOOHOCThI0. OHA MEHee aKTHBHA K JEWCTBUIO HYK-
neo¢pmioB. [103TOMy nepBBIME CHUHTE3UMPOBAHHBIMH ITPOU3BOIHBIMHU
LUKJIONpOMNaHa ¢ 4eThIpbMs 1 O6osee DAL OblIIM UMEHHO LUKJIIONPO-
MaHTeTpakapOOKCHUIAThl. YHHKaJbHA 1O CBOUM XapaKTEPHCTHKaM
HUTpWIbHas rpynma. OHa o0jafaeT O4YeHb CHIIBHBIM OTPHLIATENb-
HBIM ME30MEPHBIM 3PQEKTOM, YCTYMAIOUIMM TOJIBKO HUTPOTPYIIIIE,
IpHU 3TOM, Oyaromaps CBOEH IMIMHAPUYECKOH (popme, OKa3bIBaeT
HEOOJIBIIIOE CTEepHUECKOe JeiicTBre. BeposTHO mosToMy OoIbIIas
4acTh U3BECTHBIX LIUKIIONPOIIAHOB, 3aMEIEHHBIX HECKOIBKUMU DAT
— MOJUIMaHOIMKIoNponaHnsl. [loaToMy, X0TS U3 paccMaTpUBaeMBbIX
COCAMHEHUH HCTOPUYECKH NMEPBBIMU OBLIM CHHTE3WPOBAHBI LIUKIIO-
MIPONAaHTETPaKapOOKCUIAThI, Pa3OupaTh METOAbI CHHTE3a HAYHEM C
TUKJIOTPONIaHTETPaKapOOHUTPHUIIOB.

1. TerpannaHoUMKJIONPONAHBI

N3BectHO He MeHee 106 coenubenuit ¢ o0miei hopmyioit
NC
R! CN

R? CN
NC ,rie R' u R?, kak npasuio, He DAT, a yrieomo-
pOIHBIE pamuKaibl. s MX CHHTE3a HCIOJB30BAINCH Pa3NUYHbIE
MTOIXOJIBI.

CuHHTE3 TeTpalMaHOLMKIIONPONAHOB B3aUMOJICHCTBHEM MOHO-
OpOMMAJIOHOAMHUTPHUIIA C KapOOHWIHHBIMH COEIUHEHUSMHU B TPH-
CYTCTBHUHM MOJHJIA KaIus BriepBble ObUT omyOnukoBaH B 1937 roxy C.
Bunexsucrom (Wideqvist) [1]. BrnocnenctBum peakuust mosyduia
€ro UM M cTaja HamOoJsiee PacIpOCTPaHEHHBIM CIIOCOOOM CHHTE3a
TETPALMAaHOIMKIIONPONaHOB. JleTalbHO MEXaHU3M ITOM peakuuu He
WCCIIEIOBAJICS, IPEATIONIAraeTcsl, YTO Ha IEPBOM €€ CTaJuu MPOUCXO-
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AT TPUCOSINHEHHE MOHOOPOMMAIIOHOJUHHUTPHIIA TIO0 KapOOHMIIb-
HoW rpymre (cxeMa 6). Jlanee B MprCyTCTBUM HOAMIA KaJIHs TPOUC-
XOJUT OTIIEIUICHHE OpOMUIa HOoJia M BOJBI ¢ 00pa30BaHUEM JUIUA-
HOQJIKCHA, 10 aKTUBUPOBAHHOW JBOWHOM CBSI3U KOTOPOIO IPHCOE-
JVHSCTCSI aHUOH MOHOOPOMMAJIOHOJIMHUTPHIIA. 3aKaHYMBAETCS pe-
aKIUsl BHYTPUMOJICKYJISIPHBIM HYKIICO(WILHBIM 3aMeIIeHUEeM, TPH-
BOJISIIIIAM K TeTpaIlMaHO3aMEIICHHBIM ITUKIIOMPOIaHaM.

Cxema 6
NC OH
NC H Rl Rl KI NC Rl
NC © NC - IBr : ‘ 2
R2 NC R
Br -H,0

NC H NC
R! CN
NC Br
**CN “HBr I
CN

BBIXOIIBI CHHTE3UPYEMBIX 3THM METOAOM LUKJIOMPOIaHOB 3aBH-
CSIT OT CKOPOCTH KOHACHCAITUN KapOOHIMIBHBIX COSTUHEHHH C OpOM-
MajoHOHUTPIIIOM. CriocOOHOCTh METHIIKETOHOB BCTYINAaTh B PEaK-
uuio Bupeksucra 3aBUCHT OT MPUPOJIBI BTOPOTO ANKHMIIA KapOOHMIIb-
HBIX COCJMHEHWH W yMeHbIIaeTcss B TociexoBareinbHocTH: CHjs-
>C,Hs->1-C3H7->i-C3H7->t-C4Ho-. B koHmeHcaImo ¢ 6poMManoHo-
HUTPUJIOM HE BCTYNAOT TNWHAKOJHMH, JIH-H-aMUJIKETOH, DSTHII-H-
OYTHJIKETOH, JTUH30IPONMIKETOH, JUIUKIONPOIMIKETOHBI U OEH30-
(enonpl. Kak mpaBwmiio, KETOHBI pearupyroT HAMHOTO MeIJIEHHEe,
YeM aJbACTU/IbI.

JIOCTOMHCTBAMH ITOTO METOJIa SBISIOTCS JOCTYITHOCTh pearcH-
TOB, TIPOCTOTA UCTIOJTHEHU peakiuu. K HemocTaTkaM cienyer oTHe-
CTH OOJBIION pacxo] OpoMa W MOAMIIA Kallns, pacCTBOPHUTENEH U 00-
paszoBaHue OpoMHIa HOJA.

BMecTo MOHOOpOMMATOHHTPHIIA MOKHO B 3TOW PEaKIUU HC-
MOJIb30BaTh TUOPOMMAaJIOHOHUTPUIL. B3anMoneiicTBre ¢ kapOOHUIb-
HBIMH COCJTUHEHUSIMH TPOBOJMIM B MPUCYTCTBUH METAJUIMYECKOTO
WHISL 1 MOTU A JTUTHSE (CXeMa 7), XOTs TT03/1Hee ObLIO YCTaHOBJICHO,
YTO HMCIIOJNB30BAHNE MHAMS HE 00s3aTelIbHO, a PEaKUUH UIYT C BbI-
COKHMMH BBIXOJAaMHU MPU HCIIOJIB30BAaHUU SKBUMOJISIPHBIX KOJIHYECTB
noaua nutus [2].



Cxema 7

NC
NC. Br R! i R! CN
n > o Lil, In
NC" Br R? R2 CN
NC

Oco0BIX MPEUMYIIECTB AJISl CHHTE3a TeTPalHaHOIHUKIONPOIIaHOB
10 CPAaBHEHUIO C peakuuel BuaekBucra 3TOT METONI HE JIa€T.

Hekotopsle U3 HENOCTATKOB OTHANAIOT IPU HUCIOIB30BAaHUU pe-
aKIUM TpUCOeAMHEHH 1o Muxasmo OpOMMalOHOHMUTpWIIA K TH-
MUAaHOMCTUJIICHOBOMY INPOHU3BOAHOMY Kap6OHI/IIII)HOFO COCIMHCHUA
(cxema 8). B aTom momxoze peanusyercs crparerus B.

Cxema 8
. NC
R CN H CN R! CN
>_< * >< HBr
- T
R2 CN Br" CN R? CN
NC

DTOT METOJ TaK)Ke YacTO HMCIIOJIB30BAIN IS CHHTE3a TeTpa-
[MAHOIMKJIONPONAHOB, C €ro MOMOIIbIO OBLIN CHHTE3HPOBAHbBI
[UKJIOTIPOTIaHbl, 3aMEUICHHbIE JBYMS OOBEMHBIMH AJKHJIbHBIMH
3aMECTHUTEISIMH, HEJOCTYNHBIE MpPH HCIOJB30BAHUH PEaKIUU
BunekBucra. Bpixonbsl OT yMEpEeHHBIX J0 BBICOKHX. BeliectBa
OOBIYHO TOJIYYATCS JOCTATOYHO YHMCTHIMH JUIS JaJIbHEUIIETOo
UCIOJIb30BAHMS B CHHTE3€ 0€3 JOMOJHUTENbHON ouncTKu. K He-
JI0CTAaTKaM CIIeAYyeT OTHECTH HEOOXOJMMOCTh CHHTE3a JUIHUAHO-
METHJICHOBOTO TPOM3BOJHOIO, KOTOPHIH OJHAKO B OOBIYHBIX
Clly4asiX He BBI3bIBACT 3aTPYIHCHHM.

Pa3BuTHEM 3THUX METONOB SIBISETCS NMPUMEHEHHE TaK Ha3bl-
BaeMoil ONe port TeXHOJOTHH, KOT/Ia pEareHThl MOCIe10BaATEIbHO
N00aBJISIOTCS B PEAKIIMOHHYIO CMECh 0€3 BBIJICIICHUS POMEKY-
TOYHBIX MPOAYKTOB. Tak, pazpaboTaHbl METOAMKH, OCHOBAHHBIC
Ha MOCJIE0BATEIbHBIX PEAKIUAX KapOOHHIBHOTO COCIUHEHHUS C
MaJOHOHUTPUJIOM B MPHCYTCTBUM OCHOBaHUS W Opoma, B pe-
3yJIbTaTe KOTOPOTo oOpasyeTcs Hukionponan (cxema 9) [3].



Cxema 9

. NC
R H CN R! CN
Y=o + X+ B, —
R2 H CN R2 CN
NC

[pennoxen meron one port cunresa (cxema 10) ¢ ucmonb3oBa-
HHEM B KauyeCTBE PEarcHTOB IUIIMAHOMETHJICHOBOTO MPOHM3BOIHOIO
KapOOHUIIBHOTO COCMHEHHS, MaJOHOHUTPUIIA M CyOCTaHIMH C aK-
TUBHBIM TAJIOTCHOM B IPUCYTCBUH OCHOBaHus [4].

Cxema 10
1 NC
R CN 1 CN
>_< . H><CN XHal R
—>
R2 CN H CN R? CN
NC

B 00onx CIIy4asiX JOCTUTalOTCs BBIXOZbI LEJIEBBIX COCIUHEHUIN HE
XYK€, YEM B IIOCTAIUIHBIX IIPOLIECCAX.

Bornpime mepcrieKTHBBI UMEIOT AIEKTPOXUMHIECKHE METOIBI CHH-
TE€3a TETPAIlMaHOLMKIIONPOIIaHOB. B OCHOBE 3IEKTPOXUMHUYECKHX Me-
TOJIOB JIEKAT T€ XK€ IPOLECCHL, YTO U B PACCMOTPEHHBIX BBILIE PEAKIIUN
Bupeksucra n ee aHanorax. BaxkHeliee oT/IMuie 3aKIII09aeTCs B TOM,
Y10 OpOM WIIM APYTOM TaJIoreH MCHOJNIB3YEeTCsl HE B MOJIEKYJISIPHOM BH-
I€, a TEHEPUPYETCsl U3 TaJIOTEHUI-HOHA IO/ JEUCTBUEM IIEKTPUYECKO-
ro Toka. beum pCajin30BaHbl PAa3IMYHBIC CXEMbI, UCIIOJIL3YIOUIHUE 3TOT
MOIXO/.

IlepBbIil 13 HUX — COBMECTHBIN 3JIEKTPOIN3 MAJOHOHUTPWIA, AU-
LMaHOMETUJIEHOBOIO IIPOU3BOJHOIO KapOOHWIBHOIO COEAMHEHUSA U
raJloreHu/1a enovHoro Metasuia (cxema 11).

Cxema 11
| NC
R CN 1 CN
) _ < N H><CN AIIEKTPOIIH3 R
R? CN H CN R? CN
NC

Bropoii pacnpocTpaHeHHbI BapHaHT CHHTE3a 3aKJIIOYaeTCsl B
HNEKTPOIN3E MAIIOHOHUTPHUIA M KapOOHMIBHOTO COEIMHEHUsS C Tra-
JIOT€HH/IOM IIEeJI0YHOro MeTaiia (cxema 12).
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Cxema 12
NC

R! _< H CN 3JIEKTPOJIN3 RY CN
H CN R2 CN
NC

BaxnelmmM nperMyIiecTBOM TaKUX IPOLECCOB SIBISIETCS OT-
CYTCTBHE HEOOXOAMMOCTH HCIOJB30BAaTh MOJEKYJSIPHBIH OpoMm, a
raJOreHBOIOPOHBIC COJM UCIOIB3YIOTCS B KaTATUTUYCCKUX KOJIH-
gyecTBax. HemocTatkoM Merona sIBIsieTCs HEOOXOIMMOCTh B CIICIH-
aBHOM DIIEKTPOXUMHYECKOM 000pYyJIOBaHMU. BBIXOIBI II€TEBBIX
IUKJIOMPOTIAaHOB BBICOKHE.

PaccMoTpeHHBIe BbIIIE METObI OBLIM YCIICIIHO HCIIOIb30BAHBI
IUISL CHHTe3a OOJBIIOro YMClia aKWII-, THATKWI-, apiil- U aJKuia-
PHITETPAMaHOIMKIIONPOIIAHOB, OJHAKO OHHM HE MO3BOJSIOT MOIY-
YaTh HEKOTOPbIC KJIACChl MPOM3BOJIHBIX, HANpPUMEpP AUApUII3ZAME-
IIEHHbIC IMKJIONPONanbl. [l MX CHHTE3a YHOOHBIM SIBISETCS Me-
TOJ, OCHOBAaHHBII Ha B3aMMOJICHCTBUY TETPAIlMAHOATHIICHA C JNa30-
npousBoaHbIME (cxema 13). DTOT crmocoO Mo3BOJISIET MOJyYaTh CO-
CIUHEHHS C Pa3IMYHBIMH KOMOWHAIMSMH YTIICBOJAOPOIHBIX 3aMec-
THTEJICH, B TOM YHCIIE AUAPUITPON3BOIHEIE.

Cxema 13
NC
CeHs NC CN C¢Hs CN
_ ALICTOHUTPHII
)'=N2 + >—< N >
CeHs NC CN 2 CeHs CN
NC

Yame Bcero B3aMMOJEHCTBHUE JMA30MPOM3BOIHBIX C TETpalua-
HO3TWJICHOM HJIET Yepe3 MpOMeKyTOuHOe 00pa3oBaHHE MPOU3BOJI-
HBIX TTHPA30JIMHA, KOTOPBIC TIPY CTOSHUM WM HATPEBAaHUH B TOJISP-
HBIX PAaCTBOPHUTENSIX IYyTEM JKCTPY3UU TEPSIOT MOJEKYJIY a30Ta H
MPEBPAIIAOTCS. B COOTBETCTBYIOLIKE LHUKIOMPOIAHOBBIE COEIUHE-
Hud. [Iupa3oauHOBBIA UHTEPMEIUAT MOKHO BO MHOTHX CITy4asiX Bbl-
AOCINTh, @ MHOTrJa p€akKuh MOI'YT HATH IO KOHKYPHUPYIOIIUM Ha-
MMpaBJICHUAM, YTO CHHXKACT BBIXOA HHUKJIOIMPOITAHOB. B cly4dac aua-
PWIBHBIX IPOU3BOIHBIX BBIXOJIBI BBICOKKE, KaK MpaBuUiio, Boie 90%.
JunazocoennHEeHUs TaKke MOTYT OBITh KapOEHOWIaMH, TO €CTh CO-
eMHEHUSMH, KOTOpPbIE BEIyT ce0sl B peaklusax Kak KapOeH Wid re-
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HepHupyroT KapOeH B xozae mporecca. KapOeH B3anMonIeHCTByeT ¢
TETPAIMAHATHICHOM C 00pa30BaHUEM TETPAIIUAHOIUKIIONPOHILHO-
ro mpousBogHoro. Hampumep, npeBpaliieHue TeTpaazanpou3BOAHOTO
(cxema 14) npu HarpeBaHUM B IPUCYTCTBUU TETPAI[IAHOITHIICHA.

Cxema 14
NC CN CN
S>= t S. | + X S CN
N, N Y| ~nd N
P G
25 CN
C,H; C,H;

Hekotopele TeTpanaHOLMKIONPONAaHbl ObUIM CHHTE3WPOBAHbI
B3aMMOZCHCTBAEM TETPalMaHOITHIEHA C HANPSKCHHBIMH MOJIEKY-
namu. Tak, mpu B3aWMOJEHCTBUM TETPALMAHOITHIICHA C TOMOOCH-
3BajicHOM (cxema 15) obpasyeTcs B 4ucie MPOYUX MPOJAYKTOB ITHK-
JIOTEKCUANEHUITETPALIMAHOLMKIIONPOIIaH.

Cxema 15
R NC CN R
R NC CN NC CN
©/ e ST R >
g CN
NC CN NC CN CN
NC CN CN

AHAJIOTHYHO BCTYIAET B peakiuio i Tpuiukio[4.1.0.0% Jrentan
(cxema 16).
Cxema 16

NC
NC CN CN
O~ —0O<
NC CN CN
NC
BI/IHI/IJ‘IBHLI@ HpOI/I3BO,£[HLIe 6LIJ'II/I HOJ‘Iy‘IeHLI HpH HpOBe,HeHI/II/I

peakuu TI[D ¢ nuknonponenamu (cxema 17).
Cxema 17

H;C R
H,C_ CH, NC  CON /NS o
+ >=< e
H;C
R NC CN CN
NC
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Bsanmogpeiicteue Ourmkinonpommmaera ¢ THD maer cioxHyio
cMech TMPOAYKTOB (cxema 18), U3 KOTOpO BBIIEISIOT TaKKE U TET-
PalMaHOUUKIONPOIMIBHOE COSANHEHHE.

Cxema 18

NC CN CISN e CI(\;IN
| -+ >_<_ - cN Tt +
NC CN CN CN CN
CN CN

Peakmus TID ¢ [1.1.1]mponenanom ¢ Beixogom Oonee 50% maet
LUKJIONIPOTIaH, CIMPOCOWICHECHHBI C HUKIOOYTHIBHBIM KOJBI[OM
(cxema 19). OTIMYHUTETBHOW OCOOEHHOCTHIO ITOTO THIIA PEAKIIUit
SIBIISIETCS TO, YTO OHH, BEPOSTHO, MPOTEKAIOT Yepe3 OUparKaibHbIC
nHTEepMeauaTsl. FIcXonHbIE peareHTsl, Kak IIpaBuio, TPYIHOAOCTYII-
HbIC ¥ OYCHb BBICOKOPEAKITMOHHOCIIOCOOHBIE CyOCTpaThl, YTO TPeOy-
€T MPUMEHEHHS CIEINUATBHOT0 000pYOBaHUS M TEXHUKHU TPOBEIC-

HHUS CHHTE3A.
Cxema 19

NC
NC CN CN
" >_< :
NC CN CN
NC

OO0pazyroTcss cMecH NPOAYKTOB KOHKYPHUPYIOIIUX PEaKIuil u
BBIXO/IbI [IUKJIONPOTMIBLHBIX POU3BOIHBIX HU3KUE UM YMEPEHHbIC.
Heckonbko MpOW3BOMHBIX TETPAIMAHOIMKIONPOIaHa, COie-
HEHHOT'O C a3eMUHOBBIM IMKJIOM (cxema 20), ObLIH TOMYYEHBI B pe-
3ynbTare (HOTOM3a COOTBETCTBYIOIIETO apUTpUa3vHa C TeTpalya-
HODTHJICHOM.
Cxema 20
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OTH peakIiy TaKKe He OTIIMYAIOTCS CEJICKTHBHOCTBIO, HEOOXO-
MO TPYAOEMKOE OTJEIICHHE EJIEBBIX MPOJAYKTOB OT COMYTCTBYIO-
IIMX COCTUHEHHUH, a BHIXO/IBbI, KaK MPaBHJIO, HU3KHE.

W3BecTHBI 1 Apyrue CrocoObl CUHTE3a TETPAIlHaHOIUKIONPOIa-
HOB.

Tak, nwmkmonpomas-1,1,2,2-rerpakapOOHUTPHI — IPOCTEHIIHI
MPEACTaBUTENh TETPAMAHOIIMKIONPOIIAHOB — MOXKET OBITh MOJyUYCH
u3 IUOPOMITPOIIaHa TI0 AeHCTBMEM Hoanaa Kaaus (cxema 21).

Cxema 21
CN CN H H NG
NBS  Br Br k1 H CN
NC CN >
AN NC” & Ne CN H CN
NC

B stoM Meronme nemoncTpupyercs crpaTteruss A. XOTS BBIXOA
LUKJIONIPOTIaHa TOCTaTOYHO BBICOKUH, a caM MpPOLECC CUHTE3a CpaB-
HUTENBHO IIPOCTOM, 3TOT METOJ, HE UMEET MPAKTUIECKOTO 3HAUEHUS,
TaKk KakK IMKJIOMPOMAaH MOXKHO CHUHTE3UPOBaTh MPOIIE, HUCIOIB3Ys
PacCMOTPEHHBIE BBIIIE METOBI.

AHaNOTHYHO, HEKOTOPHIE AJKWITETPALIMaHOLMKIONPOIIaHbl ObI-
JIM CHHTE3MPOBAHBI 110 CXEME C BBIICJICHHEM MporaHa (cxema 22).

CxeMa 22

0
R { + 2CHy(CN),  NC CN _+Br,
T mo T2HBr

H

B nmanHOM ciydae Ha BTOpO#l cTraguu mporiecca peanmyeTCH
crparerus b.

Huxmnonpomnan-1,1,2,2-reTpakapOOHUTPUII OBbUT BBIICIEH U3 pe-
AKIMOHHON cMecH AMOPOMMAIOHOHUTPHUJIA C JUMETUIAHWIUHOM
(cxema 23) ¢ HEBBICOKHUM BBIXOJIOM.

Cxema 23

3 NC
Br. CN H CN
D S
Br" CN H CN
NC
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WuTepecHo, 4To B JAHHOW PEakIUH TUMETHIAHWIUH SBISICTCS
MCTOYHHUKOM OJIHOYTJIepoaHOro (hparmenta [5].

Hakowneri, mpu ucclieZIoBaHUU B3aUMOJICHCTBHS WIIHMIIOB CEPBI C
AKTUBUPOBAaHHBIMU aJIKEHaMH, B TOM uuciie u ¢ TLD, cpeau mpoumnx
MPOIYKTOB ObLT BBIICICH M IUMETHITETPAIIMAHOIIMKIIONPOaH [6].

Hwxe npuBeneHbI CTPYKTYPBI, XapaKTEPUCTHKH U METOJIUKH I10-

JIYUYCHU TCTPALIMAaHOILIUKIIOIIPOIIaHOB.
NC

H J:CN
H CN
NC 1,1,2,2-llnknonponanterpakapoonurpui (1). UK
(KBr), v, em *: 3115, 3026, 2267, 1214, 1104, 1426, 1014, 732. 'H
SAMP (IMCO-dg), 8, m.x.: 3,55 c. °C SIMP (IMCO-dg), 8, m.1.:
17,71 c; 28,83 1; 110,91 ¢ [8].

OT0 coenuHEeHHe OBUIO CHHTE3UPOBAHO HECKOJIBKHUMH CIOCO0a-
MH, KaXIbIli U3 KOTOPBIX MMEET CBOM JOCTOMHCTBA M HEIOCTATKH.
BriepBble cuHTE3 3TOro BemiecTBa (UeTHIpE HE3aBHCHUMBIX CIIOco0a
motydenus) Obut omybnukoBan Ckpaitbrepom (Scribner) [9]. Tlep-
BBIi CIIOCOO OCHOBaH Ha OPOMHPOBAHHMH M MOCICAYIIEM JeOpOMHU-
poBaHHMHU TeTparanonpomnana (cxema 21).

Memoouxa. K pacreopy 10,0 r (0,07 wmoas) 1,1,3,3-
TeTpannaHonpomnada B 140 My anieTOHUTpUIIA TIPH TepeMEIINBAHUN
B arMocgepe azora npuOaBIsLHM HeOOIbIIMMH mopuusiMu 24,8 T
(0,14 monb) N-6pomcykipHUMHUIA B TedeHHe 15 muH. OpaHKeBblii
pacTBOp NepeMelInBaii B TCUCHHE HOYM NPU KOMHATHOW TemIiepa-
Type | 3aTeM YAaJsUId PaCTBOPUTEINh IPU TOHIKEHHOM JIaBJICHHUH, U
TOJTYYMIT TBEPJBIH ocTaTok Oenoro nsera. Ero oOpabareiBanu He-
OOJIBIIMM KOJIMYECTBOM BOJBI M CYIIMIU B BakyyMme. Beixon an0-
pommpomnana 19,1 v (91%), 1. . 124-129 °C. dubpommpornaH uc-
TOJIb30BAIM B CHHTe3e IMKionpornana (1) 0e3 JOMOIHUTENbHON’
OYHCTKU.

Pacteop 14,2 r (0,086 moib) nonuaa xanus B 35 MiI BOJBI JI0-
0aBysUIM IpH nepeMemnBanuu K pactBopy 3 r (0,01mons) qudpom-
npomnasa B 15 mul anerona. PeakiiMoHHy10 cMech BBIAEpKUBaNIH 15
MUH, 3aTeM 00pa3oBaBIIMICA 0Ca0K OTGUILTPOBBIBAIN, POMBIBA-
T BOJO# M BeIcymuBanu. Bexox 1,11 (78%), T. it 223 °C. Anano-
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TMYHO TIPU KCIOJIb30BAaHMHM BMECTO MOIUAA Kajlusl LUAHWIA Kajus
mukIonporna (1) obpasyercs ¢ Boixogom 28% u T. . 224 °C.

Bropoii cnoco6 ocHoBaH Ha B3aumozetricTBuu TLD ¢ anazome-
TaHOM (cxema 24).

Cxema 24
NC
NC CN Tr® H CN
>=< + CH2N2 —_—
NC CN H CN
NC

Memoouxa. PactBop 2,8 T (0,067 monp) nuazomerana B 200 mi
a¢upa H00aBISLTH MOPUUSAMU B TeUeHHE 15 MUH mpH mepeMenivBa-
HuU K pactBopy 8,5 T (0,067 mons) TLD B 100 M1 cyxoro Terparua-
podypana. Ilocne BeIAeneHs Ta3a )KENTHINA PacTBOP BBIIEPKUBAIH 2
JIHSI TIP KOMHATHOW TEMIIEpaType, B UTOTE LIBET PACTBOPa CMEHSJICS
Ha SIPKO KpacHBIH M 0OpazoBbIBasics Oenmblid ocamok. Ocagok OT-
(OUIBTPOBBIBAIM W TIEPEKPHUCTAIUTN3OBBIBAIN W3 CMECH OEH30II-
stanon. [lomydamu 3,6 T (38%) OenbiXx KpUCTALIOB, T. M. 223-
225°C.

Tperuii cioco6 (cxema 25) ocHOBaH Ha peaknuu BujekBucra.

Cxema 25

NC
NC. H H H CN
>< + >:O + KI —_—
NC"  Br H CN
NC

Memoouxa. K pactBopy 5,2 r (0,04 mMosb) GpPOMMaJIOHOHHUT-
puna B 20 mu TeTparunpodypana, pazdaBieHHOro 1 Mi1 BOJHI, J10-
6assau 1,6 r (0,02 monb) dhopmanbaeruaa (Mcmnonb3osanu 37%-u
pactBop popmanuua) u gajiee 6,6 r (0,04 Mosib) noaKuaa Kajaus B 8
Ma Bogbl. Ilocrme OKOHYaHHMS PK30TEPMHUECKON peakIUu CMeCh
pa30aBisM HEOOMBIIUM KOJWYECTBOM BOJBI M OT(HIBTPOBBIBA-
nu. [TomydeHHBI TakuM 00pa3oM OCaJOK OTMBIBANIH pa30aBieH-
HBIM PacTBOPOM HOAMAA Kaius U 3aTeM Bojoi. llepexkpucrannu-
3oBbIBasM U3 Metanoia (0,7 r/35 mi). Beixox 68%.
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UYerBepThiii criocob (cxema 26) mpezacraBisieT ONe POrt cuHTes,
OCHOBaHHBIN Ha B3aWMOJAEHCTBUH MaJIOHOHHTpWIA, (hopmaibaeruia
u Opoma B MPUCYTCTBUU [3-aJlaHHUHA.

Cxema 26
NC
NC, H H H CN
[B-amanuH
+ 0o + Br, /—m>
NC H H H CN
NC

Memoouxa. Pacteop 13,2 1 (0,2 Mmons) MasiononuTpuia B 100 mi
Boab! iepemermBany ¢ 8,1 T (0,1 monp) dpopmanbaeruaa (HCIOIB30-
Banu 37%-i1 pacTBop popManrHa) B ABYropsoi kojbe, CHaO)KEHHOI
MEIIAJIKON M KareabHoW BOpoHKoi. JloOasisnu 50 Mr -ajiaHuHa u
3areM, B TedeHue 5 muH, pactBop 5,15 mu (0,1 moms) OGpoma B 500
M1 Bozpl. [lanee OecrBeTHBIN pacTBOp HarpeBanu 1o 45 °C u mepe-
MeluBaiu B TedeHue 1 4, mocie yero oxmaxaanu JbaoM. OOpaso-
BaBIIUIiCS Oenblii 0caok OTHUIHTPOBBIBAIHN U BhICYITHBaIHU. [loy-
vaiu 12,0 1 (85%) nouru yuctoro mukmonponana (1) [9].

Meroa, OCHOBaHHBIM Ha PEAKLUUU [Ua3aMETaHa C TeTpalUaHo-
STHJICHOM, UCIIOJIb30BAIIM U B JPYrHX paborax. XbIOCTEH C COTpPY/I-
HUKaM{ CHHTE3UpOBaj mukiomnponad (1) pasnoxeHneM BoiIensieMo-
r0 MHTEpMeanara — TeTpalanonuppasoinnaa (cxema 27). Ipu mpo-
BEJICHUM PEaKIMU B 00JIee MATKHX YCIOBUSAX 00pa3yeTcsl MPOU3BO/I-
HOE€ MHPA30JIMHA, KOTOPOE HECTAOUIIHLHO U SJIMMHHHUPYET a30T B Cpe-
JIe TIOJIAPHBIX PACTBOPHUTENEH, PEBPAIAsACh MPU STOM B IIHKJIOIPO-
MaHoOBOE MPOU3BOIHOE. HarpeBaHue ycKopsieT IpoIecc OTIIEIUICHHUS
asorta. Beixoael muksonponana (1) mpu 3ToM gocturarTcs Oosee
BbIcOKHE (10 87%).

Cxema 27
N NC
NC CN =N H CN
Trd
>=< + CHN, —> CN % >¢
-2 H CN
NC CN CN
NC (N NC

Memoouxa. K cycnensun TLD B abconmrorHoM TI'® noGassimu
MIpY MIEPEMEITUBAHUK U OXJIAXIeHUHU /10 -78 °C SKBHUBAJIGHTHOE KO-
JTYECTBO Aua3zoMmeTana (pactBop B TI'®), pacTBop mpu 3TOM MPHOO-
peTan xentyro okpacky. [locie nmpubasnenus 4 00beMOB MEHTaHA U
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HEeOOJBIIOTO KOJNWYECTBAa YKCYCHOW KHCIIOTHI KOPHUYHEBO-KEITHIN
MHUPPA30IMH BBACISUICS OCAJKOM M3 IPO3PAvyHOTO pacTBOpa MpPH
KOMHAaTHOH TemIiepaTtype ¢ BbixogoM 63%, 1. mi 125-127 °C
(pasn.). Ilpu pactBopenun nwuppazonuna B JMCO pacteop cran
TEMHO-KPUYHEBOTO IBETa M MEJICHHO HAUYWHAJT BBIIEIATHCS a30T.
UYepes 72 4, o ganusiM ‘H SIMP UIOCHTA(DUIUPYETCS TONBKO IHK-
nonpomnan (1). Beigenenne u ounctka ero cyonumanuend mpu 130-
140°C/0,1 MM pT. CT. IPUBOIUT K 87% CBETIIO-KEITOrO IUKIONPO-
mana (1), 1. . 212-213 °C (paszn.) [10].

Tor e pe3yabTar npuBeacH B pabore [7]. ObpasoBanue coeau-
Henus (1) B peakun TLD ¢ nnazoMeTaHoM YHOMHHAETCSI TaKXKE B
pabore [11].

[epBeiii Bapuant CkpaiiOHepa B MOAH(DUIMPOBAHHOM BHJE
npeanoxun Tanuryuu (Taniguchi) ¢ corpynaukamu. Bmecto NBS
NPE/IOKEHO HCIIONb30BaTh OPOM B NMPHCYTCTBUH HM30BITKA OCHOBA-
HUs — TpuarHa (cxema 22). OTIHYaeTcst TakxKe Croco0 BhIICICHHUS
W OYHCTKHU IIeNIeBOro coepnHeHus. CleayeT OTMETHTh, YTO MIPU HUC-
MIOJI30BaHUH 3TOTO METO/a U30BITOK OpoMa MPHUBOAMUT K 0Opa3oBa-
HHUIO COOTBETCTBYIOIIETO TETPAlMaHONPONEHHUIa IUPUANHHS, KOTO-
PBIii MOXET OBITH OCHOBHBIM ITPOAYKTOM, €CITH B35ITh 2 SKBUBaJICHTA
Opoma.

Memoouxa. Pacteop 10 r 1,1,3,3-TeTpanuanornpormnaHsa (B OpUTH-
Hane 1,1,2,2) u 12,5 r 6poma B 100 M1 arleTOHUTPHUIIA TTEPEMEIITUBA-
mu ripu 0 °C u 3aTem pobasmsum 11,3 T nmupuanHa B Teuenue 15 MuH.
[Tpn nepemermBaHuy B Te4eHHe 1 4 peakIMOHHAs CMeCh MOTepsiia
CBOH KpPacHO-OPaH)XEBbIH IBET. 3aTeM PEaKHOHHYIO CMECh BBbLIH-
BaJu B cMech 30 MJT KOHLIEHTPUPOBAHHOW COJISTHOM KHCIOTHI U 60 T
npaa. Yepes 1 1 Oenblif ocalloKk OTAEISUIM OT PacTBOpa, MPOIYKT
MPOMBIBAJIM CMECHIO BOJIA-3TAHOJ, METPOJICHHBIM 3(PHUPOM U BBHICY-
MBaJIu B BakyyMe. [lepekpuctaiin3oBeiBany U3 stwianerara 7,5 r
(76%), Genbie kprcTasisl, T. t. 220-224 °C [12].

DJIMHCOH ¢ COTPYAHMKAMH NPEAIOKHII MOJU(PHUKALNIO PEAKIINH,
CYThb KOTOPOH COCTOHT B 3JIEKTPOXMMHUYECKOM T'€HEPUPOBAHUHU OpO-
Ma, YTO TIO3BOJISIET KCIIONB30BATh BMECTO OpOMa KaTalIUTHUECKHUE
KOJIMYECTBA COJIEH TaJlOreHBOAOPOAHBIX KHCIOT. Peakuuio (cxema
28) npoBoIAT B (hOpME COBMECTHOTO JIEKTPOJIM3a CMECH (popMalib-
JIeTH/1a, MaJIOHOHUTPHIIA U MeJraTopa — OpoMuIa HaTpHsL.
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Cxema 28
NC
NC. H H H CN
>< N >=O DJIEKTPOIIH3
NC H H H CN
NC
Oowas memoouxa 1
PactBop manononutpmia (20 MMOJIB), KAPOOHUIIBHOTO COCIUHE-
Hus (20 Mmmons) 1 6pomuaa HaTpus (8 MMoITb) B 20 MIT CITHpTA DIICK-
TPONMU3UPOBAIM B Oe3auadparMeHHON sueiike, cHaOxeHHoW Pt-
aHojioM U Fe-katogoM, nipu 0 °C mpu HMOCTOSIHHOM IJIOTHOCTH TOKa
100 MA/cM?, Toka ONpPENIETICHHOE KOJUYECTBO JJIEKTPUYECTBA HE
OBLIO TpoMyIIeHo. PacTBOpUTENb yIaSIIN, OCTATOK SKCTParupoBaln
ATUJIAIETATOM, IPOMBIBaIM BOJOW M BhicymuBaiin Na,SO, Dtui-
areTar BBIAPWUBAIH, OCTATOK KPUCTAJIN30BAIHA U3 CMECH ITHJAIle-
tat-rexcad. g muxnonponana (1) npomyckamm 1,8 F/mons smex-
TpUuecTBa, BeIxoa 60%, T. 1. 230-232 °C (paszn.) [8].
I'omonoru Terpanuanonukionponana (1) ObUTH U3BECTHBI paHb-
11e, HEKOTOPbhIe M3 HUX OBLTH CHHTE3WPOBAHEI elle BunekBrcToMm.

NC
H,C CN

H CN
NC 3-MeTwiuknonponan-1,1,2,2-rerpakapoo-
HuTpua (2). 'H SIMP (IMCO-dg), 8, m.x1.: 1,49 xi; 3,66 k8. °C SIMP
(IMCO-dg), 8, m..: 11,62 kB; 22,81 ¢; 35,93 m; 109,52 ¢; 11091 ¢
[8].

s cuHTe3a coenuHeHUs (2) MPUMEHSIUCH Pa3InYHbIC MOXO0-
1. OJIMH U3 IPOCTHIX CIIOCOOOB OCHOBAH Ha IMKIIM3AlMU STUIIOUC-
MaJIOHOHUTpPHUIIA MO JiekicTBreM Opoma (cxema 22). BrcMalOHOHUT-
pui oOpa3yeTcs IpH B3aUMOACHCTBUN MaJOHOHUTPHIIA C alleTaIb/Ie-
THJIOM B NPUCYTCTBHM MMHIIEPUIMHA B Ka4eCTBE OCHOBaHUs. Meton
YHHUBEPCAIBHBIN W MOAXOAUT JJIs CHHTE3a MPOU3BOJHBIX TETpalua-
HOIIMKJIOTPOTIaHa U3 AMH()aTUICKCHX allbJeTUIOB.

Obwas memoouka 2

AnknanaeHoucMaJToHOHUTPIWI. K oXJaXIeHHOMY pacTBOpYy
6,6 T MajloHOHHTpWIA U 4,5 T alleTanbaeruia J00aBIsUIH KAl Ka-
Tanu3aropa (munepunuH + quokcad 1:3). CMech OCTaBISLIA HA HOYb

19



mpu 5 °C. Kpucrammmsanuio MOXHO YCKOPHUTBH, MOTHPAs CTEHKH
konObl. Yepe3 12 9 peakimoHHAs CMECh COACPKHUT KPHUCTAJUIHUC-
CKYI0 MacCy M HEKOTOpPOE€ KOJIMYECTBO pacTBOpa. AleTalbAeTH]
MOKET OBITh y/ajJeH BHIIapHBaHUEM NPU KOMHATHOH TeMIlepaType
0e3 HarpeBanusa. Kpucramuiel OTQUIBTPOBBIBAIM, NPOMBIBAIN He-
OONBIIMMU HNOPLMAMHU AUITUIOBOTO 3(pUpa U BHICYLIIMBAIN Ha BO3-
nyxe. Ilepexpucramnmmzanusi u3 3TaHONa JaeT YHUCThle Oenble Kpu-
ctamwtsl. JJst sTunoucmanononurpuna T. mwi. 92-93 °C u Beixon 70%.

3-Aaxua-1,1,2 2-rerpanuanonukiaonponad. K pacteopy 2 T
ankunuaeHOucManoHoHuTpmwia B 10 M1 3TaHONa MeIeHHO N00aB-
JsUT OpOM 10 TIpEKpaleHus o0ecBeUnBaHMsl (PEaKIUsi O4eHb 3K30-
TepMuuHa). L{ukinonponunbHoe NPOU3BOIHOE Cpa3y KPUCTAIIU3YET-
csi. PacTBop oxnakganu, KpucTaibl OTQHUIBTPOBBIBATIM U TEPEKPH-
CTaJTM30BBIBAIIM M3 3TaHoja. Beixoa nukonponana (2) 60%, T. mi.
192 °C [13].

Kitaccnueckuii MeTos1 MOy4yeHUs], OCHOBaHHBIN Ha peakuuu Bu-
nekBucTa (cxema 6), ObUI TaKkKe MCIOJIBb30BAaH ISl CHHTE3a IMKJIO-
mpomnada (2). MlcXoqHpIMU COETMHEHUSIMHU SABIISIOTCS MOHOOpOMMA-
JIOHUAMHUTPHWI, COOTBETCTBYIOLIEE KapOOHWIIBHOE COEAWHEHHE U
nomua Kanusi. B xauecTBe pacTBOpHUTEINST OOBIYHO UCIIONB3YIO CIUPT
U BOAY.

Oowan memoouka 3

PactBop 7 r moamaa xanus B 20 M1 BOABI PUOABISUTH IIPH KOM-
HaTHO# Temmepatype K 0,02 MoJIb KapOOHWIBHOTO COCTUHCHUS U
0,04 Mop OPOMMAIOHOHUTPHUIIA B 5 MII 3TAHOJA, TEPEMEIIUBATH
30 muH, obpasyrouuiicss ocamoKk OTGUIBTPOBBIBAIN U IEPEKPH-
crayuin3oBbiBasin [14]. CoenuHenue (2) 3TUM METOJOM BIEPBbBIC
ObUTO cHHTE3npOBaHoO Bumexksuctom [15].

Tpernit MeTox nonyyenus (2) OCHOBaH Ha COBMECTHOM 3JIEKTPO-
TM3¢ MAIOHOHHUTPWIIA, COOTBETCTBYIOMIETO KapOOHHIBHOTO COE/IH-
HeHHs 1 OpoMujia HaTpusi B Oe3auadparMeHHON sUelike mpu mocTo-
SIHHOM TOKe (cxema 12).

Cwm. o6my1o metoauky 1. [lyis nukionponana (2) nporycKaiu
1,2 F/monb sexTpudecTtBa, BeIxoa 65%, 1. . 189-191°C [8].

3anaTeHTOBaH METOJ MOTYYEHHUS UKIONPOIIAHOBOTO MPOU3BO/I-
HOTro (2), OCHOBaHHBIN Ha pPeaKkIMy MaJOHOHHUTpHUIA C 2,3-AUXII0p-2-
MaHOOYTaHHUTPUIIOM (cxeMa 29) B MPHUCYTCTBHH aleTaTa HaTpuUs B
CrmpTe.
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Cxema 29

NC
Cl
cl NC. H H,C CN
> | CN 4+ >< AcONa, crmmpT
HC N NC  H H CN
NC

Memoouxa. K pactBopy 2,3-muxiiop-2-unano0yTaHHUTpHIIA
16,3 r (0,1 moup) u MmanoHouutpmia 6,6 r (0,1 Monb) B 45 Mt mMe-
TaHOJIa TOOABIISIA TIPH TepeMENTUBaHUN pacTBop 24,6 T KpuCTam-
JMYECKOTO aneTaTa HaTpus B 65 MII BOABI, HOAJCPKHBAs TeMIepa-
Typy 35 °C. Cmech nepememnBaiv B TeueHue 5 munyt npu 20°C.
OcaxxIeHHBIN MPOAYKT OTHUIHTPOBBIBAIH, TpoMmbiBau S0 mi 60%-
ro METaHOJA U CymmiId. [lepeKkprucTamin30BbIBaIM U3 3TaHONA. BEI-
xox 14,51 (93 %), 1. . 191 °C [16].

NC

H;C CN

H CN
NC 3-ITtunnukaonponan-1,1,2,2-rerpakap-
dountpua (3) 'H SIMP (IMCO-dg), 8, m.a.: 1,14 1; 1,70-1,82 m;
3,81 1[3].

B nuteparype ecTh 4eThIpe UCTOYHMKA, B KOTOPHIX OMHCAHO I10-
JydeHue muKionpomnana (3).

1. Cwm. oburyro Metoguky 2. Berxon mponumiOncMaIOHOHHT-
puma 80%, T. wi. 65 °C. Beixox mmkionpomnana (3) 90%, T. .
197 °C [13].

2. Cm. o6myro metoauky 3. Beixon nukinonpornana (3) 72,4%,
T. wi. 186-187 °C (aranon) [14].

3. Meron nony4eHus (cxema 7) OCHOBaH Ha peakiuy AUOPOM-
MAJIOHUTPUJIA ¢ KAPOOHWIBHBIM COSMHCHUEM U WOIMJOM JIUTHS B
NpUCYTCTBUM MeTaiuinueckoro uaaus u JIM®A B kauecTBe pacTBo-
pUTEIIS.

Oowas memoouxa 4

Kap6onunbnoe coenunenue (0,25 mMmonb), AHOPOMMAIOHOHUT-
pun (0,5 MMoinp), opomok Metammmdeckoro uuaaus (0,5 Mmons) u
noauna mutust (1 MMonp) nepememmBany B 1 mur JIM®DA B Teuenne
1 4 ipu 0 °C. Beixon nuknomnpomnana (3) 87% [2].
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4. Merton nonydenus (cxema 9) oCHOBaH Ha B3aMMOJICHCTBUU
KapOOHMIIBHOTO COEAMHEHHUSI ¢ MAJIOHOHHUTPHUIIOM U OpOMOM B TIpH-
CYTCTBUHU OCHOBAHUSI.

Oowas memoouxka 5

K pactBopy xapbonmnsHoro coequaenus (10 MMoIp) u MamoHO-
auTpmia (20 mmons) B 10 M crimpta mobasisumn 0,82 T (12 MMOIIh)
aTokcua HaTpus B 10 mut criupra B TeueHue 1 muH. 3ateM 100aBs-
mr 10 mmons (0,51 M) 6poMa B TeueHue 1 MHH O€3 BHEITHETO OX-
JAKJIEHUs,, CMECh MepeMEeNINBAIA Ha MarHUTHOW MeIIallke 3 9 TpHU
KOMHATHOW Temrieparype. TBepablii 0caliok OT(UIBTPOBBIBAIIH,
MPOMBIBAIIM TEIJIONH BOAOW M CymIHiIu B 3kcukarope Haa P;0s. Jlns
nukIonpomnana (3) momydnin Oelblii MOpOIIoK, Bbxon 65%, T. mi.
194-196 °C [3].

H,C NC
CN

H CN
NC 3-u-Ilponuanukaonponan-1,1,2 2-ret-
pakapGonutpua (4). 'H SIMP (JIMCO-dg), 8, m.x.: 0,95 T; 1,58 M;
1,72 M; 3,86 1. °C SIMP (IMCO-d), 8, m.a.: 13,21 xB; 19,33 T;
28,62 1; 22,11 ¢; 39,23 x1; 109,41 c; 110,73 ¢ [8].

Cunres nukionponada (4) onucad B IMIECTH UCTOYHHUKAX.

1. Cwm. obmyro Metoauky 2. Brixoa OyTHIOMCMAIOHOHUTPHIIA
80%, T. . 75 °C. Beixoa nukionponana (4) 80%, t. . 131 °C
[13].

2. Cwm. o0y meroauky 3. Beixon muknonpomnana (4) 75,9%,
T. wi. 130-131 °C (aranon) [14].

3. Cwm. obmyro meroauky 1. Ilpomyckamu 1,4 F/mone snex-
TpUueCTBa, BEIX01 76%, T. ur. 136-138 °C. [8].

4. Cwm. oomymo meronuky 5. benbrit mopomok, Berxon 73%,
T. . 136-138 °C [3].

5. Meron monmy4eHus: OCHOBaHHBIA Ha ONE POrt peakuuu AULU-
AQHMETHJIEHOBOTO TPOM3BOJHOTO € MAJIOHOHUTPHIOM H OpOMOM
(cxema 10).

Obwan memoouxa 6

K cMmecn munuaHOMETHIICHOBOTO MPOU3BOIHOIO KapOOHMIEHOTO
coequnenust (10 mmonb) u 0,66 r (10 MMOIIE) MaTOHOHUTpWIIA B
20 mJ cniupTa B IABYropiioi konbde smectumoctbio 100 M1 gobaBis-
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au 50 ma 0,2 M BoaHOro pactsopa Opoma IO KarlIiM B TCUEHHUE
3 muH. CMech IepeMelInBaIi Ha MaruuTHoH Merianke npu 40 °C B
teuenue | 4. TBepuplii ocamok OTQUIBTPOBBIBAIH, TPOMBbIBAIK 5%-
M pactBopoM Na,SOs, Teriol Bogod W CyIIMIM B SKCUKATOPE HAJ
P,Os. st coenuuenust (4) Beixon 93% [4].

6. One port cuHTe3 HA OCHOBE PEaKIMK WINJACHMAIOHOHUTPH-
JIOB, MaJOHOHUTPHJIA, OCHOBAaHHS M TaJOTCHUPYIOIIEro pearcHTa
(cxema 10). B aTo#t paboTe m3ydeHO BIUSHUE OCHOBAHUS U €T0 KO-
JIUYECTBA, a TAKXKE TAIOTCHIPOU3BOIHOTO HAa BBIXOJBI B PEAKIIHH.
Jlydmme pe3ynbTaThl IPU MCIOIB30BaHUM 1,2 SKBUBAJIEHTA 3THIIATA
HATpHUs B KauecTBE OCHOBAaHHUS U OpoMa B KadeCTBE TaJOreHUpYIO-
IIEeT0 pearcHTa.

Obwas memoouxa 7

K 10 M1 cnupToBoro pacrsopa IUIIMAHOMETHJIEHOBOTO MPOU3-
BOAHOTO KapOoHmIEHOTO coequHerus (10 MMOIb) 1 MaJIOHOHUTpUIIA
(10 mmomp) B ipobupke Ha 50 M mobaBisu 12 MMOJIH OCHOBaHHUS B
10 mn ciupra B Tedenue 1 muH. 3atem 10 mmonbs OGpoma niau NBS
nobapnsn 0e3 oxnaxaeHus. CMech epeMeNMBaId Ha MAarHUTHOM
MeEIIAJKe NpU KOMHATHOU Temneparype 3 4. 3aTeM TBEpIAbIA 0CagoK
OT(UIBTPOBBIBANHY, TPOMBIBAIIM TEIUIOW BOJON U CYIIWJIN B DKCHKA-
Tope Hamx okcumoMm Qocdopa. s coemmuenus (4) Beixox 84%,
T. . 136-138 °C [17].

H;C NC
CN
H;C
H CN
NC 3-U3onmponuwimukaonponan-1,1,2,2-rer-
paxkapOonutpua (5).

[Nony4enue coequuenus (5) omucaHo TOJIBKO B OJHOH MyOJMKa-
uud. [Tomyuanu ero peakuueit Bunexsucra.

Cm. oomas meroguka 3. Brixox 73,2%, 1. mi. 172-173 °C
(atanomn) [14].

NC
CN

H CN
NC 3-Huxnonponminukiaonponan-1,1,2 2-rer-
paxkapoonuTpu (6).
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[Monyuenune coenurenus (6) omucaHo TOJBKO B OJHOM mMyOJIHKa-
. [lomydanu ero peakuueii Bugeksucra (cxema 6).
Cwm. oomas meroauka 3. Beixon coenunenus (6) 93,4%, T. .
234-235 °C (aranomn) [14].
CH; NC
H;C CN

H,C CN

CH; NC 2',2',3",3"-TerpamMeTHIO U (LM KJIOTIPO-
nan)-2,2,3,3-rerpakapéonntpui (7). 'H SIMP (aueron-dg), T, M.1.:
6,47 1(J9,2Tn); 9,52 1 (J 9,2 T'm); 8,75 ¢; 8,68 c.

[Monyuanu ero peakiueii Buneksucra (cxema 6).
CMm. oomast meroauka 3. Berxon 46%, 1. 1. 166-168 °C (Mmerta-

HoM) [18].
CN NC
NC CN
H CN
H NC

Bu(uuxnonponan)-2,2,2',2",3,3-rekca-
KkapooHuTpu (8).

[Moyuanu ero peakumeil Buneksucra (cxema 6) Ha OCHOBE ak-
poJienHa aHAJIOTWYHO nukionpomnany (7). B myomukanuu [18] ske-
MEPUMEHTANBHBIX TTOAPOOHOCTEH CHHTE3a, BBIJCIICHHS U XapaKTepH-
CTHK BELIECTBA HE TIPHUBOIUTCS.

CN NC
NC CN

NC CN
CN NC Bu(uukinonponan)-2,2,2' 2',3,3,3',3'-
oxtakapGonntpmi (9). "H SIMP (aueron-ds), T, m.z1.: 5.46 ¢ [18].
Coenunenue (9) mosyyanu peaxiueid TIIMOKCAs ¢ MaJIOHOHHUT-
puitom u 6pomom (cxema 30).

Cxema 30
CN NC CN  NC
© Hy oo~ NC CN g, NC CN
I + >< e — I
o2~y H CN NC CN NC CN
CN NC CN  NC
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Memoouxa. K pactBopy 13,2 1 (0,2 MONb) MaTIOHOJUHUTPUIIA B
100 mu1 Boabl mpubasisin 30%-ii Boausiit pacteop 9,7 r (0,05 MoJib)
rnuokcanst. K moaydeHHON cMecH U epeMEITHBAHUHN TPHOABIISITH
cmech 5,15 mi (0,1 monb) 6poma B 500 M1 BOJIBI B TCUCHUE 5 MUH.
Peakimonnyro Maccy nepemenmmBaiu 1 u npu temmnepatype 40 °C.
BeienuBnimiicss ocaqok OTGUILTPOBBIBAIN, IEPEKPHUCTAIUIN30BHIBA-
Ju U3 sTanona. Beixon 9,2 r (65 %), T. . (pasin.) 230 °C [18].

NC
CN

H CN

NC 3-(Oukaorekca-2,4-nHeHUI ) IUKJIONPO-
man-1,1,2,2-rerpakapGonntpua (10). UK (KBr), v, cm = 3042,
2935, 2877, 2260. Macc (70 3B), M/z (lom, %): 220 (24) [M?], 155
(29), 92 (37), 91 (47), 79 (74), 78 (100), 77 (55), 52 (25), 51 (34), 39
(30). 'H amMmP (anmeton-dg), 6, m.a.: 2,44 nran (J 11,0; 8,5; 4,4; 1,5
I'n); 2,64 nonn (3 17,5; 4,5; 1,7; 2,0 T'w); 3,80 x; 5,98 arr (J 9,5; 0,8
I'n); 6,02 oor (J 9,5; 0,8 I'm); 6,09 M; 6,25 mmmx (J 5,2 T). 3¢ amp
(aeron-dg), 8, m.m.: 22,05; 22,16; 26,56; 33,73; 42,76; 109,43;
109,70; 110,81; 122,59; 125,09; 126,09; 128,60 [19]. Crpykrypa
(10) moxaszana PCA [20].

HuknonponanoBoe npousoanoe (10) monydeHo peakiueit ro-
MoOeH3BalieHa ¢ TeTpanraHodTuiieHoM (cxema 15) (R=H).

Memoouxa. B atmocdepe azora npu 20 °C B teuenne 10 9 me-
pememmBanu 1,39 r (10,9 mmons) cBexxecyonumuposantoro THD u
1,00 r (10,9 mmonp) Gen3BanieHa B 40 MII JUXJIOpMETaHa, PEaKI[OH-
Has Macca IOCTETIeHHO NpeoOperana TeMHO-KpacHbIN 1BeT. llepe-
memmuBaane npu 20 °C npoxomkanu 10 4 10 TOTHOTO HYE3HOBEHHS
B peaknuoHnHo# macce TIID. Jlamee pacTBOpUTENb OTTOHSIIN Ha PO-
TOPHOM HCIIApUTEIe, OCTATOK TEMHOT'O IIBETa JIBa pa3a dKCTParupo-
Bany 170 M1 4ETBIPEXXJIOPUCTOTO YIiiepoaa. DKCTPAKTH HE CMEIIH-
BaJiM, K mepBoMy npubaBuiu 16 M M30MPOMUIOBOTO CIUpTa, 00a
octaBysui Ha 15 4 ipu 0 °C, 1ipu 3TOM BBIJIEISIICSA 0Ca0K, KOTOPBIH
or¢unbTpoBbIBaN. [lanee MaTOUYHBIM PacTBOP yHapHBajIH Ha IOJIO-
BUHY, J00aBISUIM H3ONPOIWIOBBIA CHHMPT 0 Hayajia BbIICICHUS
ocajKka U CHOBa ocTaBiisiik Ha 15 4 nipu 0 °C. Beigenusmiuiics oca-
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IIOK CHOBa OTGUILTPOBEIBaIHN. OIepaliiuio MOBTOPHIIM emie pa3. Bee
BBIJICIIEHHOE KOJHMYECTBO OCaJKa MEPEKPHCTAIUIN30BBIBAINA M3 H30-
MponuaoBoro crupta. Beixox 143 mr (6%), 1. mi. (pasm.) 195 °C
(cranoBstcs kopuuyHeBbiME), 300 °C OKOHYATENBHOE Pa3lIOKEHUES
[20]. Cuntes coemuuenus (10) (1. wr. 195 °C (mpoman-2-oi)) omu-
caH 0e3 dKCIEPUMEHTAILHON MeTOAWKH B padote [19] m B pabore
[21] o aToit ke peakuuu ¢ Beixogom 13%.

NC
CN

H; €y CN
NC 3-(6-MeTuanukaorexkca-2,4-1ueHun)
nukJjonponan-1,1,2 2-rerpakapéonurpui (11). 'H amp (ameToH-
dg), 0, m.i.: 1,13 1 (3 7,2 T); 3,74 a1 (J 11,0 T'm); 5,89 muxs (J 9,4;
5,5; 0,8 I'y); 5,96 num (J 9,5; 5,5 I'n); 6,05 mar (J 9,5; 5,1; 0,8 I'n);
6,27 nnt (J 9,4; 5,2; 0,8 ') [20].

HuxnonponanoBoe mpou3Bognoe (11) momydeHo peaknueid me-
THJATOMOOCH3BaIeHa ¢ TeTpanuanosTwieHoM (cxema 15) (R=CHj) B
cmecu (1:10) ¢ aHmu-g-MeTI/IJ'ITpI/ILII/IKJ'IO[3.3.1.02’8]H0H-6-6H-3,3,4,4-
TETPaKapOOHUTPHUIIOM.

Memoouxa. B xonOy c pactBopom 1,22 r (9,53 mmozns) TLD B 10
MJI a0COJFOTHOTO alleTOHUTPIIIA, OXJIaKIeHHYIO 10 -15 °C, mpu mo-
HWKEHHOM JaBiieHuu oTrosuty 1,01 (9,53 MMounb) MeTHIrOoMOOEH-
3pasieHa. CMech nepemernuBainy mnpu -15 °C B Teuenue 2 4, 3atem 2
mus ipu 20 °C. Jlanee pacTBOPUTEINb BBITAPUBAIIH IIPH MTOHIKEHHOM
JABJICHUU M OCTATOK DKCTPAardpoBalid Tpu pasa ¢ 80 M1 TeTpaxiop-
MeTaHa. YnapuBanue pactsoputens aano 1,10 v (49%) cmecu (11) ¢
anmu-9-metuntpurukio[3.3.1 .OZ’S]HOH-G-QH-3,3,4,4,-TeTpaKapGO-
HUTpWIOM, T. L. 140-142 °C [20].

NC
CN

H CN

NC 3-(IlnkJorexc-2-eHua)uukjaonponad-1,1,
2,2-rerpakapéonntpua (12). UK (KBr), v, cm : 3039, 3021, 2940,
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2870, 2840, 2265. Macc (70 3B), m/z (1o, %): 222 (39), 79 (100), 77
(33), 66 (30), 53 (25), 41 (73), 39 (59). *H SIMP (CDCls), 5, m.x.:
1,61-1,88 m; 2,07-2,18 m; 2,32 m; 2,66 1 (J 11,4 T'm); 5,61 nxs (J
10,0; 2,3 I'm); 6,11 atx (J 3,8; 2,0 I'm). °C SIMP (CDCly), 8, m.x.:
20,43; 25,14; 26,70; 21,90; 21,99; 38,87; 44,15; 109,32; 109,51;
110,71; 123,81; 133,23 [19].

Cunres coequnenus (12) onmcaH B IByX HCTOYHHKax. B obenx
pabotax ero mody4danu B3aumojeincTBuem TL[D ¢  Tpumk-
110[4.1.0.0%"JrenrranoM (cxema 16).

Memoouxa. Tlpu Temmneparype 20°C mepememuBaiu B TEUCHUE
30 muH cmech 1,20 r (9,37 mmonp) TLD B 5 M abconroTHOTO are-
toautpmia 1 1,00 r (10,6 mmons) TpHuHKn0[4.1.0.02'7]renTaHa B 5
MJI aOCOJIOTHOTO aleTOHUTpHia. Bo Bpems peakumuu HaOIr0AaT0CH
MOTEMHEHUe pacTBopa. [lamee pacTBOpUTENh OTTOHSIIM IMPH MOHU-
YKEHHOM JIaBJICHWH, BBIJISIUBIITUICS 0CaOK OT(HUIHTPOBBIBAIH, Pac-
TBOpsIH B 250 M 3dupa, GUIBTpOBaAIH OT IpUMeceit, 3(pUp OTroHS-
JIA, OCTAaTOK MEePEeKPUCTAIIN30BhIBAN U3 3TaHona. Beixom 800 mr
(38%), 1. 1. 176 °C (pasin.) [19-20].

HNe

/

H-.C
3 CN

NC 3-(2-MeTuanpon-1-eHna)HKJIONPO-

nan-1,1,2 2-rerpakapéonuntpun (13). UK, v, cm = 1674, 3000,
3068, 1391, 1450, 2270, 2279. *H SIMP, §, m.x.: 5,17 1 (J 8 T'); 3,49
c; 1,93 ¢ [22].

Bunminuknonpornan (13) momydanu 3aumoneiictueM TLD ¢
3,3-mumeTrinukionponeHom (cxema 17) (R=H).

Memoouxa. Cmech 1,0 T (14 MmMoJb) 3,3-TUMETHIIIAKIONPOIICHA
u 0,55 r (4 MMOJIB) TETpaIMaHOATHIIEHA B 5 MJT aOCOFOTHOTO aIleTo-
HUTpHUIIA B atMocdepe aprona HarpeBaiu B amiyie 5 4 nipu 50 °C.
[Tocne ynanenusi paCTBOPHUTENS B BaKyyMe W M30BITKA MPOTIEHA T10-
nydeno 0,74 (88%) uuknonpomnana. [lepekpucTaiiM30BBIBAIN M3
xyiopodopma, T. rwi. 153-155 °C [22].
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CH,
_ CN

NC 3-(3-MeTuiadyr-2-eH-2- 1) HUKJI0-
nponan-1,1,2 2-rerpakapéountpun (14). UK, v, cm *: 2990, 3008,
1662, 1390, 1460, 2270, 2282. 'H SIMP, 3, m.1.: 3,42 ¢; 1,94 ¢; 1,84
c [22].

Bunnnmuxnonponan (14) momyuanmu 3ammopeiicteuem TLD ¢
1,3,3-rpumermnimkionporneroM (cxema 17) (R=CH,).

Memoouxa. Tlony4anu ananoruuso (13) uz 0,25 r (3 MmoIb)
1,3,3-tpumernnmukinonponena u 0,43 v (3,3 mmons) THD B 5 M
abcomoTHoTrO aneronTpuia. Bermenmnmu 0,682 t (100%) noytu yuc-
toro (14), mocne nepekpucTaUIM3aiK U3 cnupTa, T. 1. 180-181 °C
[22].

NC
_— CN
H;CO H CN
NC (2)-Metua 3-(2,2,3,3-TeTpanuano-
nukjgonponuwi)akpunar (15). UK, v, cm 699, 725, 1203, 1258,
1646, 1717, 2264. *H SIMP (aueron-dg), 8, m.1.: 3,87 ¢; 4,59 ax; 6,20
u; 6,58 o [23].

Coenunenue (15) momywanu B3ammomeiicteuem TID ¢ mpowus-

BoaHbIM (ypana (R=CHjz) (cxema 31).

Cxema 31
NC
/ NC CN _— CN
ROU i >_< -
© NC  ON RO, CN
NC

Memoouxka. K pactBopy 256 Mr (2 MMOJIb) TETpaIriaHOITHUIICHA B
4 M3 qUXJIOpMETaHa B TeUYeHUe 15 MUH Ipu KOMHATHOM TEMIEpaTy-
pe Ipu NepeMeIBaHuy JOOABISUTH 10 KarisiM 216 mr (2 MMots) 2-
MeToKcudypana (cBexxenepernantoro). Yepes 30 MUH pacTBOPHUTEH
YAAJISUTH, CBETIIO-KENITHIA OCTATOK MEPEKPUCTAUIN30BBIBAIIN U3 3Ta-
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Hona. Beixon 305 mr (67%), 6ecuBeTHbIEe TPU3MEI, T. TL. 159-161 °C
¢ pasin. (merran->¢up) [23].
H;C

@) H CN
O NC (Z2)-napa-Tomun 3-
(2,2,3,3-Terpanmanonukyionponuia)akpuwiar (16). UK, v, oM
695, 726, 1166, 1175, 1646, 1738, 2270. 'H SIMP (aueron-dg), §,
M.a.: 2,35 ¢; 4,84 nm; 6,58 on; 6,91 mm; 7,1-7,3 M [23].

Bununmknonponas (16) noxydanu B3aumozeiicteuem TLD ¢ 2-
(4-metundenoxcn)dypanom (cxema 31) (R=CH3CgsHy).

Memoouxa. Tlonyuanu ananoruaso (15) u3z 383 mr (2,2 Mmmosnb)
2-(4-metundenokcn)dypana u 256 (2 mmons) THD B 5 M abco-
JMOTHOTO aneTroHTpwia. Beimemumu 560 mr (93%), OecuBeTHbIE
npu3Mebl, T. 1. 190-192 °C ¢ pasn. (aueron) [22].

(H;C);Si

\\NC CN

H CN

NC 3-((TpuMeTHICHINIT)I THI ) ITUKII0-
nponaH-1,1,2 2-rerpakapoonntpui (17).
[Moyden B ycinoBusix peakiuu Bumeksucra (cxema 32).
Cxema 32

(H;0)5Si
T CHz(CN)z CHBr(CN) \¢

SI(CH3)3 SI(CH3)3

OKCrepUMeHTaIbHbIE TOJPOOHOCTH, BBIXO/, T.IUI. M CIIEKTPAIb-
HbIC JAHHbBIC B CTAThe HE MPHUBOIATCS [24].
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NC
(H;C),Si CN

H CN

NC 3-(TpuMeTHICHINI) IUKJIONPONAH-
1,1,2,2-terpakapoonutpui (18).
Onwucan cunre3 (cxema 33) Ha ocHoBe peakuuu TID ¢ Tpume-
THJICHITIIIPOU3BOIHBIM THA30METaHa.

Cxema 33
NC
N (H5C),Si CN
NC CN 3-)31
(H3C)381——C + SEL —
q NC N H CN
NC

Beixon 97% B rekcane, ApYrux SKCHEPUMEHTAIbHBIX JaHHBIX B
cTaThe HeT [25].

NC
CN

H CN
NC 3-®ennanukiaonponan-1,1,2 2-rerpakap-
dountpua (19). 'H SIMP (JIMCO-dg), &, m.a.: 5,10 ¢; 7,48-7,80 M.
BC SIMP (IMCO-dg), 8, m.1.: 23,02 ¢; 41,93 m; 109,32 ¢; 110,91 c;
126,81 nx; 128,93 n; 129,52 n; 130,01 c.

1. CuHTe3, OCHOBAaHHBIN Ha PEeAKIMUA KapOOHUIHLHOTO COCIMHE-
HUS C MAJIOHOHUTPHIIOM M OPOMOM B TIPUCYTCTBUU 3TUIIATA HATPUSI.

CMm. o0y MeToaMKy 5. benblif KpUCTauIMYeCKUi MOPOLIOK,
BeIxox 83%, 1. . 229-230 °C [3].

2. One port cuHTEe3 HA OCHOBE PEaKIK WINJICHMATIOHOHUTPH-
JIOB, MAJIOHOHWUTpPWJIA, OCHOBaHWS W TaJOTCHHUPYIOIIETO peareHTa
(cxema 10).

CM. oburyro meroauky 7. J{ns coemunenus (19) Beixon 93%, T.
wr. 229-230 °C [17].

3. CwuHTe3 ¢ uCmob30BaHUeM peakiuu Buaeksucra (cxema 6).

CMm. 00uryro meromuky 3. Beixox 82%, 1. mun. 229-230 °C [15].
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4. Cwm. obuyo Meroauky 1. DiexTponn3 pacTBOpa MaJOHO-
HuTpHiIa ¢ 6ensanpaerunoM. Beixon 70 %, 1. mr. 229-231 °C [8].

5. BszaumopeiicTBue anKWIHACH(APUIMICH)MAJTOHOHUTPUIIA C
OpPOMMAIOHOHUTPHIIOM (cxema 8).

Obwas memoouka 8

K oranomsHOMY pactBopy (okxomo 0,5-1 ™momp/m) ankwiu-
JeH(apHITHACH) MaJIOHOHUTPHIIA TOOABIISIIA SKBUMOJIBHOE KOJTHYECT-
BO WJIM HEOOIBIIOW M30BITOK ATAaHOJBLHOTO pacTBOpa OPOMMAJIOHO-
HuTpria. OOBIYHO Yepe3 HECKOJIbKO MHHYT (DOMHpPOBANICS OCAJOK.
CMech nanee BBIACPKUBAIN HECKOJIBKO YacOB, 3aTeEM OT(QHIBTPOBLI-
BaJIM IPOJYKT W MEPEKPUCTAIITN3OBBIBAIIN U3 ATAHOJIA.

Jlnst coenmuenust (19) Boixox 92%, 1. . 227-230 °C [26].

6. Cm. odmyr meronuky 6. Beixon mukionponana (19) 96%
[4].

H;C

NC
CN

H CN

NC 3-(4-Tomun)uukaonponan-1,1,2 2-
Terpakap6ounTpua (20). Beneli kpucTamTHUecKuii mopourok. "H
SMP (IMCO-dg), 6, m.11.: 2,33 ¢; 5,23 ¢; 7,30 1 (J 7,8 T'm); 7,68 1 (J
7,8 T'm).

1. Cwm. odomyw metoauky 7. Beixon 84%, T. . 226-227 °C
[17].

2. Cwm. oouryro meroguxy 8. Beixox 91%, T. . 227-230 °C
[26].

3. Cwm. oburyro metoguky 5. Bexox 72%, T. . 226-229 °C
[3].

4. Cwm. oommyio metoauky 6. Borxox 95% [4].

NC
CN

NC 3-(2-MeToxcupeHnT) HUKIONPONaH-
1,1,2,2-rerpakapéonntpuia (21). JKentblii KpHCTaJUIMUECKHH T10-
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POIIIOK. 'H amPp (IMCO-dg), 6, m.1.: 3,89 ¢; 5,04 ¢; 7,051 (J 7,6
I'm); 7,19 1 (J 8,6 Tw); 7,48 T (J 7,6 Tw); 7,76 1 (J 7,3 ') [3]. *°C
SMP (AMCO-dg), 8, m.ao.: 23,6; 38,9; 56,5; 110,1; 111,4; 112,31,
115,2; 121,1; 130,5; 132,2; 157,9. Macc (70 3B), m/z (1o, %): 248
(100) [M™], 233 (58), 221 (57), 206 (36), 194 (17), 178 (26), 156
(28), 114 (57), 91 (67), 77 (43). UK (KBr), v, cm : 2262, 1604,
1436, 1253, 764 [17]. MosnekyJsipHasi CTpyKTypa U3ydeHa METOI0M
PCA. U3y4eHO COBMECTHOE BIHSHHUE DIICKTPOHOAKIICNTOPHBIX M
AJIEKTPOHHOIOHOPHOTO 3aMECTUTENICH Ha CTPYKTYpHBIC MMapaMeTph
muka [27].

1. Cm. obmym meroauky 5. Beixox 63%, T. . 240-241 °C
[3].

2. CwMm. oduryro meToauky 7. bemsie kpucramisl, Berxon 89%, T.
1. 240-241 °C (aueron-rexcan) [17].

3. Cm. o6myo metoauky 6. Beixon 95% [4].

NC
H;CO CN

H CN
NC 3-(3-MeToxkcupeHnT) HHKJIOMPO-

nan-1,1,2,2-terpakapooantpud (22). 'H AMP (IMCO-dg), 8, m.1.:
3,76 ¢; 5,28 ¢; 6,90-7,70 m. *C SAMP (IMCO-dg), 8, m.1.: 23,12 ¢;
41,72 n; 55,53 kB; 109,41 c; 110,92 c; 115,13 c; 115,82 n; 121,41 n;
128,13 x; 130,11 x; 149,43 ¢ [8].

1. Cwm. oburyro meroauky 7. Berxox 92%, T. . 227-229 °C
[17].

2. Cwm. oduryro meroauky 1. Ilpomyckanu 1,2 F/mons anex-
TpHuuecTBa, BeIxox 90%, 1. . 227-229 °C (pasn.) [8].

3. Cwm. obmyro Metoauky 6. Beixon 96% [4].
H,CO

NC
CN

H CN

NC 3-(4-MeToxcupeHnT) IUKIONPONaH-
1,1,2,2-rerpakapéonntpuia (23). Benblii kprcTauIMuecKuid MOPO-
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mok. "H SIMP (IMCO-de), 8, m.1.: 3,77 ¢; 5,12 ¢; 7,02 1 (J 8,9 I'ny);
7,71 1 (38,9 I') [17].

1. Cwm. oburyw metoauky 7. Bexon 75%, T. mn. 208-210 °C
(ameTon-rekcan) [17].

2. Cwm. oduywo meroauky 8. Beixon 75%, T. mn. 209-210 °C
[26].

3. Cwm. obmyrw meronuky 5. XKentoiid ocanok, Beixoa 77%, T.
1. 208-210 °C [3].

4. Cm. o6mymo metoauky 4. Beixon nukinonpomnana (23) 47%.
(kpome TOTO, OBLT BBIZICICH 4-METOKCHOCH3MINACHMAIOHOHUTPHIT C
BbIxozioM 43%) [2].

5. Cm. oomym meronuky 6. Beixon mukionponana (23) 98%

[4].

NC
CN

Cl g CN
NC 3-(2-Xnoppenna)uukaonponan-1,1,2 2-

TerpakapGonntpua (24). 'H SIMP (JIMCO-dg), &, m.u.: 522 c;
7,50-8,15 m. *C SIMP (IMCO-dg), 8, m.x.: 23,52 ¢; 40,41 1; 109,24
¢; 110,51 ¢; 125,02 x; 127,81 n; 130,13 x; 131,23 x; 132,11 ¢; 134,13
c[8].

1. Cwm. odmyro meroauky 7. Benwiii ocanok. Beixox 79%, T.
. 245-247 °C (aneron-rekcan) [17].

2. Cwm. odmyro metoauky 8. Berxog 98%, T. . 246-248 °C
[26].

3. Cwm. obmyro meroauky 1. Ilpomyckamu 1,8 F/monp snex-
TpUYECTBA, BBIX01 95%, T. tur. 246-247 °C (pasin.) [8].

4. Cwm. odmymo meroauky 5. benbiii mopomok. Beixon 71%, T.
ot 245-247 °C [3].

NC
Cl CN

H CN
NC 3-(3-Xuoppenun)uukaonponan-1,1,
2,2-terpakap6ounTpua (25). ‘H SIMP (IMCO-dg), 8, M.x.:
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5,35¢; 7,51-7,59 m; 7,77-7,85 m; 8,08 ¢ [3].

1. Cwm. oburyro meroauky 5. benwiii mopomiok. Beixon 65%, T.
1. 187-189 °C [3].

2. Cwm. ooy meroauky 8. Beixon 82%, T. mn. 183-185 °C
[26].

3. Cm. obdurywo meroauky 7. Beixon 72%, T. mi. 187-189 °C
[17].

4. Cwm. odmyro metoauky 6. Beixon 90% [4].

Cl

NC
CN

H CN
NC 3-(4-Xnoppenna)uukiaonponan-1,1,

2,2-TeTpakapooHuTpuJ (26). 'H SIMP (IMCO-dg), 8, m.1.: 5,28 c;
7,59 1(J8,5T); 7,88 1 (J 8,5 T'm) [3].

1. Cwm. oOumyro meroauky 7. bensiii mopomrok. Bexon 87%, T.
1. 250-251 °C (aneron-rekcan) [17].

2. Tlomyvanu mo peakiu Buneksucra (cxema 6).

Cwm. odmyro metoauky 3. Beixon 84%, T. mi. 240-241 °C (3Ta-
won) [14].

3. CwMm. odmyr meronuky 8. Beixog 86%, T. i 248-250 °C
[26].

4. Cwm. oburyro meroauky 5. Beixon 82%, t.mn. 250-251 °C
[3].

5. Cwm. o6mymo metoauky 6. Beixon 91% [4].

NC
CN

Br y CN
NC 3-(2-Bpompennm)uuksionponan-1,1,2,2-
Terpakap6onntpua (27). 'H SIMP (JIMCO-dg), 8, m.a.: 548 c;
7,40-8,10 m. *C SIMP (IMCO-dg), 8, m.zx.: 23,51 ¢; 40,42 r; 109,21
¢; 110,52 ¢; 125,03 n; 127,82 1; 130,11 15 131,22 1; 132,13 ¢; 134,01
c [8].
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1. Cwm. obmyo meroauky 1. IIpomyckamm 1,7 F/mons amek-
TpU4eCTBa, BbIX0a 76%, T. 1. 248-249 °C [8].

2. Cwm. odmyrw meronuky 8. Berxog 88%, . . 249-252 °C
[26].

NC
Br CN

H CN
NC 3-(3-bpomdenui)uurionponan-1,1,

2,2-terpakap6ounTpui (28). bensie kpucramnel. "H SIMP (JIMCO-
dg), 8, m.1.: 5,31 ¢; 7,44 1 (J 8,5 T); 7,68 n (J 8,5T'); 7,87 1 (J 8,5
I'u); 8,22 c. *C SIMP (AIMCO-de), 8, m.x.: 23,4; 40,6; 109,5; 110,9;
121,9; 128,8; 129,5; 131,1; 132,6; 132,9. Macc (70 3B), mM/z (I, %):
298 (12) [M™], 296 (11) [M'], 234 (6), 232 (6), 217 (99), 190 (100),
153 (56), 126 (87), 100 (39), 89 (60). MK (KBr), v, cm *: 2268, 1568,
1484, 780, 692.

1. Cwm. oburyro metoauky 7. Berxox 68%, T. . 186-187 °C
(aueron-rexcan) [17].

2. CwMm. o0myto meroauky 5. benbrit mopomok. Bexon 61%, T.
1. 186-187 °C [3].

3. Cm. o6mymo metoauky 6. Beixon 96% [4].

F

NC
CN

H CN

NC 3-(4-Dropdennmm)uukionponan-1,1,2,2-
Terpakap6onnTpua (29). Benbie xpuctamisr. 'H SIMP (JIMCO-dg),
8, M.1.: 523 ¢; 7,34 T (J 8,5 T'); 7,89 nx (J 8,5; 5,4 'w). °C SIMP
(AMCO-dg), 0, m.u.: 23,8; 41,5; 109,9; 111,4; 116,5 n, (J 21,8 I'n);
123,7 1 (Jcr 3,0 Tw); 132,6 1 (J 8,6 T'm); 163,3 1 (J 246,3 I'n). “°F
SIMP (IMCO-dg), 8, m.a.: -(111,5-111,6) m. Macc (70 3B), m/z (1o,
%): 236 (24) [M™], 209 (66), 182 (16), 172 (34), 159 (19), 145 (46),
121 (49), 108 (100). UK (KBr), v, cM: 2264,1604, 1512, 1220, 848.
1. Cwm. oburyro meroauky 5. benwiii mopomok. Beixon 75%, T.

wr. 216-217 °C [3].
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2. Cwm. oduyw meroauky 7. Beixon 81%, T. . 216-217 °C
(ameTon-rekcan) [17].

3. Cwm. o6myro metoauky 6. Beixon 94% [4].

I

NC
CN

H CN
NC 3-(4-Aoapennn)uukaonponan-1,1,2,2-
Terpakap6onntpui (30). 'H SIMP (JIMCO-dg), 8, m.x1.: 5,28 ¢; 7,65
x; 7,89 1. °C SIMP (IMCO-dg), 8, m.x.: 23,11 ¢; 41,32 x; 97,53 c;
109,41 c; 110,82 ¢; 126,73 n; 131,72 n; 137,71 c.
Cwm. oomyw meronuky 1. [Ipomyckanu 1,2 F/mMonb 3iekTpude-

CTBa, BBIX0 96%, T. 1. 227-229 °C (pas.) [8].
NC

NC
CN

H CN
NC 3-(4-Iuanodenna)uukaonponan-1,1,
2,2-rerpakapéonutpua (31). 'H SIMP, t, m.i.: 4,77 T (3 0,6 I'm);
1,74 x; 1,88 1 (J 9,0 T'm).
Cwm. 06myio MmeToauky 8. Berxox 97%, T. mr. 263-264 °C [26].

NC
CN

NC 3-(2-Hurpodenuna)uukiaonponan-1,1,2,2-
TeTpakapoonuTpu (32). H SIMP, t, m.1.: 4,51 ¢; 1,32-2,08 m.
Cwm. 06myio MmeToauky 8. Berxox 96%, T. mr. 211-213 °C [26].
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NC
O,N CN

H CN
NC 3-(3-HuTtpodeHus1) IMKI0NPONaH-

1,1,2,2-terpakapéonutpui (33). *H IMP (IMCO-dq), 8, m.1.: 5,46
c; 7,821 (J 8,0Tm); 8,28-8,41 m; 9,01 c.

1. Cwm. oburyro meroauky 5. benwiii mopomok. Beixon 78%, T.
1. 244-245 °C [3].

2. Cwm. o0y meroauky 8. Beixon 74%, T. mn. 246-248 °C
[26].

3. Tlo peakuu Buneksucra (cxema 6).

CMm. oburyro meroquky 3. Beixom 77,2%, 1. mm. 245-246 °C
(aTanomn) [14].

O,N

NC
CN

H CN
NC 3-(4-Hutpodenuna)uukaonponan-1,1,

2,2-terpakapGountpui (34). 'H SIMP (JIMCO-dg), 8, m.x1.: 5,52 c;
8,20 1 (J 8,8 I'm); 8,35 x (J 8,8 I'm).

1. Cwm. oburyro metoauky 5. benwiii mopomok. Beixon 62%, T.
. 232-234 °C [3].

2. Cwm. odmyro metoauky 8. Berxog 94%, T. . 232-235 °C
[26].

3. CMm. o0myw Meroauky /. Benblii nmopomok, Beixoa 71%, T.
1. 232-234 °C (aueron-rexcan) [17].

4. Cwm. oburyro metoauky 6. Beixox 94% [4].
O

( NC

0 CN

H CN
NC 3-(benso[d][1,3]anokca-5-un)uuKiI0-

nponan-1,12 2-rerpakapooautpusn  (3-IlunepaHuauuMkKIoONnpo-
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man-1,1,2,2-rerpakap6onntpua) (35). 'H SIMP, 1, M. 523 1 (J
0,9 T'); 3,95 c; 3,20-2,55 m.

Cwm. 001ry10o meToauky 8. M3-3a mioxoii pacTBOPUMOCTH 001ast
MeTouka Obuta m3MeHeHa. Pacteop 1 r (5 MMoIb) apuiidaeHIpons3-
BoxHOTO MasioHoHHMTpHia 1 1,09 r (7,5 MMoas) OpOMMaTOHOHUTPH-
ma B 300 mut 3TaHONA BBIIEP)KUBAJM MIPH KOMHATHOW TEMITEpaType B
TeueHHne 24 4acoB. 3aTeM K pEaKIMOHHON cMecH jqobarisun 100 mi
BOJIBI, BBIJICIUBIIUICS 0CaZOK OT(GUIBTPOBBIBAIH H IIEPEKPUCTAIIIHN-

30BBIBAJIM U3 3TaHoJa. Beixon 68%, T. . 222-223 °C [26].
Cl

NC
CN

Cl H CN

NC 3-(2,4-Auxa0pdeH ) IIHKIONPONAH-
1,1,2,2-terpakapoonntpuia (36). benprii kpucTayummdeckuii mopo-
wok. "H SIMP (IMCO-dg), 8, m.a.: 5,48 ¢; 7,66 ax (J 8,5; 2,0 T'n):;
7,93 1(J2,0T'm); 8,10 m (J 8,5 I'm).

1. CMm. o0myw Metoauky 8. M3-3a mioxoi pacTBOPUMO-
CTH 00Iasi METOAMKA MOJydeHus Oblia u3MeHeHa. PactBop 1 r
(4,48 wmmoip) 2,4-muxaopheHUIMETHIHICHMATIOHOHUTPUIIA U
0,95t (6 MMoib) OpoMManoHOHUTpUIAa B 80 MJI CMECH 3TaHOJI-
teTparuapodypaH BbACPKUBAIM TPH KOMHATHOW TemIiepatype 9
NHeW. PacTBopuTeNnb OTrOHSIIH, & OCTATOK MEPEKPUCTAIITHN30BBIBAIIH
u3 sranona. Beixox 93%, T. tr. 225-228 °C (auneton-rexcan) [26].

2. Cwm. ooy meroauky 7. Beixox 65%, T. . 226-228 °C
[17].

3. CMm. odmyro metoauky 5. Berxog 63%, T. . 226-228 °C
[3].

Cl
NC
CN
Cl H CN
NC 3-(2,6-Iuxnopdennn)uukaonponan-1,1,

2,2-terpakapoonurpu (37). H SIMP, t, m.11.: 4,94 ¢; 2,26 c.
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CM. o0uryro meroauky 8. Beixom 92 %, T. rur. 227-230 °C [26].

<

H CN

NC 3-(Ha¢r-1-un)uukaonponan-1,1,2 2-
terpakapGonntpuia (38). 'H SIMP (IMCO-dg), 8, m.a.: 585 c;
7,59-7,72 m; 7,77-7,92 m; 8,06-8,16 m.

1. Cwm. oburyro meroauky 5. benwiii mopomok. Beixon 76%, T.
1. 257-259 °C [3].

2. Cwm. ooy meroauky 8. Beixon 99%, T. mn. 249-252 °C
[26].

Ser

<

H CN

NC 3-(Ha¢dr-2-ua)unkiionpona--
1,1, 2,2-terpakap6onutpu (39). H SMP, t,m.a.: 4,84 n1(J 1,1 T')
1,5¢;1,87-2,19 m; 2,19-2,47 m.

Cwm. 06myio MmeToauky 8. Berxomx 99%, T. . 236-240 °C [26].
7 / NC
o CN

A

CN

H CN

NC 3-(®Pyp-2-ua)uuxionponan-1,1,2 2-rerpa-
kapooHutTpua (40). H SMP, 1, m.a.: 4,60 ¢; 2,22 o (J 1,9; 0,7 T');
3,10 nn (J 3,4; 0,7 Ty); 3,41 ma (J 3,4; 1,9 T'm).

1. Bunepssie nonyueH Bungexsucrom [15].
Cwm. 06myio Mmetoauky 8. Berxox 49%, T. . 203-208 °C [26].
2. Cwm. o6mymo metoauky 4. Beixon 62% [2].
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NC
H;C CN

H;C CN

NC 3,3-IumeTmimukiaonponad-1,1,2 2-rerpa-
kap6ountpua (41). 'H SIMP (IMCO-dg), 8, m.i.: 1,57 ¢. ©°C sIMP
(ameton-dg), 6, M.1.:19,82 kB; 27,91 ¢; 41,52 ¢; 110,63 ¢ [8].

1. Tlomyden BMecTe ¢ IPYIHMH MPOTYKTAMH PH B3aUMOAEHCT-
BUU WIIM/A CEPbl C TeTPalMaHOITHIEHOM C BbixoJoM 40% u T. 1.
209,5-210 °C [6, 28].

2. Tlomyden B3anmMoneicTBHeM 2-muazanpomnana ¢ T13.

Memoouxa. PactBop 206 mr (1,61 mmoms) TI[D B abcomroTHOM
TI'® (15 ma) mpu 0 °C obOpabarbiBajyM MO KarjisiM pacTBOpOM 2-
aHasanponana B 3pupe, 10 TeX Mop, MOKa CBETIIO-KENTHIN IBET HE
cMeHmICS Ha OecriBeTHbIH (BbiaenseTcs: Ny). PactBopuTens ynansim,
OCTaTOK TNEPEKPUCTAIUIN30BBIBAIN M3 XJIOpodopma, BeIxox 172 mr
(63%), 6ecrBeTHBIe UTIHL, T. 1. 207-208 °C (pasin.) [28].

3. Tlomywanu snektponuzom (cxema 34) cMecH MaJOHOHHUTPH-
Ja, KeTOHA ¥ OpOMHIA HATPUs B CIIUPTE.

Cxema 34
NC
R R! CN
>< P 0 SJIEKTPOIIH3
/

0 CN NaBr, C,HsOH

R? CN
NC

Cwm. oomyrw meroauky 1. [Ipornycrunu 1,2 F/mMonb aiekTpude-
cTBa BbIXO 66% [8, 29].

4. Tlonyuen BwumekBUCTOM, B3aMMOJCHCTBHEM OpPOMMAJIOHO-
HHUTPUIJIA C Al[ETOHOM B BOJIHO-CIIUPTOBOM Cpejie B MPHCYTCTBUU HO-
nuna kanus [1]. B aToi paboTe MpUBOAUTCS CHHTE3 IUKIOMPONAaHa
(41), HO eMy OmMOOYHO TpHITUCAaHA CTPYKTypa mpomana. M Tot xe
METOJ MoIydYeHus u3yue B pabore [30].

5. Cwm. oduyw meroauky 8. Beixon 86%, T. . 206-208 °C
[31].

6. Cwm. ooy meroauky 5. Beixon 43%, T. . 208-210 °C
[3].

R
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7. llpm B3aUMOIEHCTBUH HMHA30Ja C TETPAMMAHOATHICHOM
IIpY KOMHATHOH TeMmIepaTrype B Cpele aueToHa oOpasyeTcs cMech
BEILIECTB, U3 KOTOPOIl Cpeiu MpoYnX BBIACICH U IUKJIonponaH (41)
[32].

8. Cm. o6myro metoauky 6. Beixon 63% [4].

9. TIlomy4anmn >IEKTPONN30M CMECH MAJIOHOHUTPHIIA, QK-
JICHMaJIOHOHHUTpUIIAa U OpoMuia HaTpust B ciupte (cxema 11).

Obwas memoouka 9

PactBop mamoHonuTpmia (20 MMOJIE), ATKHITHICHMATOHOHUTPH-
na (20 mmonb) u Opomuna Hatpus (8 MMomb) B 20 MJI cIpTa dJeK-
TPONMM3UPOBAIKM B Oe3nauadparMeHHOH sueiike, cHaOkeHHOH Pt-
aHoqoM u Fe-xkatomom mipu 20 °C mpu MOCTOSHHOHN IIIOTHOCTH TOKA
200 MA/cM® Toka He ObLIO nponyiieHo 1,2 F/Moib ayiekTpudecTna.
PacTBopuTeNns yAamsuiM, OCTATOK BKCTPArupoOBalMl STHIIALETATOM,
mpoMbIBas Bosoi, cymmnn Na,SO,4. DTuianerat ygansim, U ocTa-
TOK KPHCTAJUTM30BAId U3 CMECH aneToH-rekcan. Beixox (41) 72 %
(71 % o Toky) [8].

NC

C,H; CN

H,C CN

NC 3-Metua-3-3Tunnukiaonponan-1,1,2 2-rer-
pakapGonutpua (42). UK, v, cm *: 2265, 982. *H SIMP (JIMCO-dg),
8, ma: 1,33 1 (J 7,4 Tm); 1,75 ¢; 2,16 x8 (J 7,4 Tw). °C SIMP
(AMCO-dg), 6, m..: 8,91 kB; 15,93 kB; 26,42 T; 27,43 c; 44,51 c;
110,12 c.

1. Tlomyuen mo Bunexsucty [15].

CM. 0011y10 MeTOAUKY 3.

2. TlomydeHn B3auMoOACHCTBHEM OYTHIIMICHMAJIOHOHUTPUIIA C
OpOMMAIOHOHUTPHIIOM.

CMm. o0uryro metomuky 8. Boixox 91%, 1. . 202-206 °C [31].

3. Cwm. oburyro meroauky 1. Ilpomyckanu 1,2 F/monb anex-
TPUYECTBA, MOMYYHIN OENBbI KPUCTAUTMUYECKUH MOPOIIOK C BBIXO-
oM 91% (76% mo toky) u T. ut. 208-209 °C [8, 29].

4. Cwm. oomymo meronuky 5. Beixox 33%, 1. . 207-208 °C
[3].

5. Cm. o6myro metoauky 6. Berxon 60% [4].
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NC
CN

H,C CN

NC 3-MeTui-3-H-NIPONUIUKIIONPONAH-
1,1,2,2-terpakapéonntpua (43). UK, v, cm ' 2280, 983. 'H SIMP
(IMCO-dg), 8, m.a.: 0,95 T; 1,60 c; 1,60-1,90 m. *C SIMP (aneron-
de), 8, m.m.: 14,01 xs; 17,13 k8; 19,11 1; 27,83 c; 39,91 T1; 44,52 c;
110,31 c.

1. Tlonmyuanu peakiueii Buneksucra.

Cwm. o0uyro meroauky 3. IlepememuBanu 12 4. Beixox 39%, T.
mwr. 167,5-168 °C (sTanomn) [14].

2. Tlonydanu peakuuei anKuiIuIeHMaJIOHOHUTpHIA ¢ OpoMMa-
JIOHOHUTPHUIIOM.

CMm. o0myrw Mmeroauky 8. IlepexkpucramnuzoBanu U3 COUPTA,
BbIX0[ 97,5%, T. 1. 164-166 °C [31].

3. Cwm. oburyo meroauky 1. Ilpomyckamu 1,2 F/mons snex-
TPUYECTBA, MOTYYWIH O€bIil KPUCTAIMYECKHH IMOPOLIOK C BBIXO-
nom 75% (63% 1o toky) u T. . 170-171 °C [8, 29].

H;C NC
CN
H,C

H,C CN

NC 3-MeTii-3-u30nponWwiNHuKJIONPONaH-

1,1, 2,2-trerpakapoonutpuia (44). UK, v, em b 2260, 983. *H IMP
(IMCO-dg), T, m.1.: 8,82 11; 8,49 ¢; 8,32 m.

1. Tlomyuen no peakunu BugexBucra.

Cwm. odmyro metoauky 3. IlepememmuBanu 12 4. Beixox 18,3%,
T. . 187-188 °C (aranon) [14].

2. Tlomydanu peakiueil amKwinIEHMAIIOHOHUTPUIA ¢ OpoMMa-
JIOHOHUTPHUIIOM.

Cwm. obmyro metonuky 8. Beixon 97,4%, 1. mn. 201-202,5 °C
[31].
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NC

NC 3-MeTui-3-H-0y THINHMKIONPONAH-
1,1,2,2-terpakapéonuntpui (45). 'H SIMP (aueron-dg), 8, m.a.: 0,95
T; 1,45 m; 1,65 M; 1,81 ¢; 2,15 1. **C SIMP (aueron-dg), 8, m.1.: 13,92
kB; 17,21 xB; 23,13 T; 27,72 1; 28,01 c; 33,94 1; 44,71 ¢; 110,43 c.

Cwm. o0y meroauky 1. [Iponyckamu 1,2 F/mMone snexTpude-
CTBA, TMOYIHIIH OBl KPUCTAITHIECKHA MTOPOIIOK ¢ BBIXO0M 71%
(69% 1o Toky) u T. . 130-132 °C [8].

H,C NC
CN

H;C CN
NC 3-MeTui-3-H-NeH TWIIIMKJI0NPO-

nan-1,1,2,2-rerpakapGonntpun (46). MK, v, cm ' 2280, 982. 'H
SAMP (IMCO-dg), T, m.1a.: 9,08 1; 8,73 m; 8,41 c; 8,27 m.

[Momyyanu peakmueil aJKWINICHMAIOHOHUTPHIA C OpOMMAIIo-
HOHHUTPUIIOM.

CM. o0uryro metoauky 8. [lepekpucTauiM30BRIBAIA U3 CITUPTA,
BbIx011 97,5%, 1. 1. 103-105 °C [31].

NC
H;C CN

H;C CN
NC 3-MeTui-3-H-TeKCHITIUKIIO-

nponan-1,1,2 2-rerpakap6ouutpun (47). ‘H SIMP (aneron-dg), 3,
m.: 0,90 T 1,40-1,65 m:; 1,75 ¢; 2,11 1. *C SIMP (arteTon-dg), 0,
m.a.: 13,61 kB; 17,43 xB; 21,72 1; 24,04 T, 27,32 ¢; 28,31 1; 30,72 T;
32,71 1; 43,72 ¢; 109,72 c; 109,81 c.

Briepsrie monmydyen Bugeksuctom, T. mi1. 80-80,5 °C [15].

Cwm. o0y meroauky 1. Ilpomyckamu 1,2 F/mMone snexTpude-
CTBa, NOJIYYMIN OEJIBIN KPUCTAJUIMYECKUH MTOPOLLIOK € BBIXOAOM 78%
(65% 1o Toky) u T. 1. 78-80 °C [8, 29].
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NC
CN

H,C CN

NC 3-MeThj-3- M KJIONPONMIIHKIONPONAH-
1,1,2,2-Terpakapoonntpui (48).
ITonywanu o peakuuu Buneksucra.
CMm. o0myrw meroauky 3. CMech nepememuBanu 12 4. Beixon
14%, T. . 194-195 °C (stmnanerar) [14].
NC

H,C CN

H;C CN

NC 3,3-AmrTnanukiaonponan-1,1,2 2-ret-
pakapGonutpua (49). 'H SIMP (JIMCO-dg), 8, m.x.: 1,29 T (J 7,4
I'm); 2,05 ke (J 7,4 T'n).

[Tonyuen no peakuuu Buneksucra.

1. Cm. odmyw meronuky 3. IlepememmBamm 12 4. Bwixopg
21,2%, 1. 1. 167-168 °C (sTanon) [14].

[Monyuanu peakiueidl aJKWINACHMAIOHOHUTPHIA C OpOMMAIIO-
HOHUTPHUIIOM.

2. Cwm. ooy meroauky 8. Boixon 88%, T. min. 163-165 °C
[31].

3. Cm. odmyro meroauky 5. Berxog 15%, T. . 165-166 °C
[3].

4. Cwm. Oomyw meroauky 4. Beixox 9% [2].

5. Cm. O6myo meroauky 6. Berxon 55% [4].

H,;C NC

CN

H,C CN

NC 3-9TIi-3-0y THILMKJIONPONAH-
1,1, 2,2-rerpakapGonntpui (50). UK, v, cm : 2275, 998. 'H SIMP
(AMCO-dg), 1, m.1.: 9,10-8,00 m.
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[omyuanu peaxiueil anKUIWACHMAIOHOHUTPHIA C OpoMMalo-
HOHHUTPHIIOM.

Cwm. 06myro meroauky 8. Beixonx 94,5%, 1. mn. 119-121°C [31].
NC
CN

CN

NC
3,3-BHIMKJI0NPONMIITUKJIOTPOTIAH-

1,1,2,2-terpakap6onntpua (51). UK, v, cm = 2262, 1040. 'H SIMP
(IMCO-dg), T, m.1.: 9,09 M; 8,76 M.
[Nonywanu peakuueil anKWiIMICHMaJIOHOHUTpHIA ¢ OpomMmaino-
HOHUTPHUIIOM.
CwM. 06uryro meroauky 8. Boixon 62%, T. . 185-187 °C [31].
H;C NC
CN

CN

H,C NC 3,3-Iunponuiamukaonponan-1,1,2 2-

TerpakapGonntpua (52). 'H SIMP (aueron-dg), 5, m.x.: 095 T
1,50-1,85 M. **C SIMP (aueron-dg), 8, m.1.: 13,91 xB; 19,03 T; 27,61
c; 32,83 1; 47,52 ¢; 110,41 c.

Cwm. oomyw metonuky 1. [Iponyckanu 1,2 F/mMonb 3iekTpude-
CTBa, TIOJIYYMIIH OETIBIH KPUCTAJUIMYECKUH TTOPOIIOK € BBIXOA0M 75%
(63% mo Toky) u T. 1. 122-123 °C [8].

NC

CN

H,C CN

NC 3-Ben3uii-3-MeTHIIITUKIOPOTIAH-
1,1,2,2-rerpakapoonutpu (53).
[Moyuen Bunexsucrom T. r. 178-178,5 °C [15].
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NC
H;C CN

H,C CN

NC 3-Metni-3-(3-0KCco0y THI)IHK-
Jgonponan-1,1,2 2-rerpakap6onutpu (54).

[Tonyyen no peakuuu Buneksucra.

CM. o0uryo MeToauKy 3. PeakmoHHYI0 Maccy BBIICPKUBAIH
cytku. Beixox 1,15 r, mepexkpucTauiv30BbIBAIM W3 COUPTA, T. IUIL.
165-166 °C [33].

O

HzCM NC
0 CN

H
H;C CN
NC

(2,2,3,3-Terpauuano-1-MeTHJI- HAKJIOMPONUI)METHII  AKPH-
aar (55). UK (KBr), v, em ' 1724, 1632. *H SIMP (CDCly), 8, m.x.:
1,83 ¢; 4,56 ¢; 6,11 T; 6,25 T; 6,60 1. *C SIMP (ameron-dg), 8, M.1.:
15,8 (CHs), 26,4 (CMe mwmkmonpomnan), 41,5; 62,9; 109,3; 109,6;
126,9; 129,5; 164,5.

[Monyuen 1o peakuuu Bugeksucra (cxema 35) (R=H).

Cxema 35
B i }//(
O + 2
Hzc)\[( \)J\CH3 - TKBr
- IBr

CM. 00myro meroauky 3. PeakimoHHyr0 Maccy nepeMemHBa—
JY 5 4 MpU KOMHATHOH TeMmIepaType, NepeKpUCTaIN30BaId U3
xnopodopma. Beixox 4,68 r (65%), 1. mi1. 133-134 °C (pasn.)
[34].
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O

HzCM NC
o CN

H;C
H;C CN
NC (2,2,3,3-Terpanmnano-1-MmeTu-

IHKJIONPONII)MeTH MeTakpuaat (56). UK (KBr), v, cm ' 2252,
1713, 1632. '*H AMP (CDCls), 8, m.a.: 1,80 c; 2,02 m; 4,54 ¢;
5,79 M; 6,27 M. **C IMP (auneron-dg), 8, m.x.: 15,9; 18,8; 26,4;
41,6; 62,9; 109,4; 109,6; 127,8; 134,6; 165,7.

[Tonyden mo peakuun Buneksucra (cxema 35) (R=CHj).

CMm. o0mymo mMeroauky 3. PeaklIMOHHYIO MaccCy IMepeMellu-

Ballk 6 4, IEPEKPUCTATUIN30BAIH U3 XJopodopma. Beixon 4,45 r
(70%), 1. 1. 155-156 °C (paszn.) [34].

NC
CN

H,C CN

NC 3-Metui-3-penuamuriaonponan-1,1,2 2-
TerpakapGonutpua (57). 'H SIMP (aueron-dg), 5, m.x.: 1,91 c;
7,40-7,80 M. °C SAMP (JIMCO-dg), 8, m.u.: 23,41 kB; 27,93 c;
47,62 c; 109,93 c; 110,21 c; 128,92 nx; 129,31 n; 129,83 nx;
132,51 c.

[Monyuen Bunexksuctom [15].

1. Cwm. o6omyw metoauky 8. Brixon 86,6%, 1. mi. 249-252
°C [31].

2. Cwm. oomyro metoauky 1. Ilponyckanu 1,2 F/mMons 371ek-
TPUYECTBA, MOJTYYHIU OCNbI KPUCTATUITMYECKUN MOPOIIOK C BbI-
xomoM 62% (52% 1o Toky) u T. 1. 254-255 °C [8].

3. Cm. odmyio meroauky 4. Beixox 5% [2].
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NC
CN

H;C CN

NC 3-O1un-3-pennnuukiaonponan-1,1,2 2-
terpakapGonntpuia (58). UK (KBr), v, em ' 2275, 990. 'H SIMP
(IMCO-dg), T, m.1.: 8,89 T; 7,68 B; 2,21 M.

TMonyyanu peaknueil anKWIMICHMAIOHOHHTPHIA ¢ OpOMMAo-
HOHUTPHIIOM.

CM. o0myro meroauky 8. Ilepekpucranin3oBaiy U3 CMECH 3Ta-
HoJ-aneToH. Beixon 17,8%, 1. . 225-227 °C [31].

H5C

NC
CN

H,C CN
NC 3-Metuna-3-(4-Toaua) M KJI0NPonaH-

1,1,2,2-terpakapéountpua (59). UK (KBr), v, cm ' 2262, 985. 'H
SMP (JIMCO-dg), T, m.a.: 7,98 ¢; 7,62 ¢; 2,65 n1; 2,18 1.

[Monyyanu peaknueil anKWiIMICHMAIOHOHUTPHUIA ¢ OpoMMao-
HOHUTPHUIIOM.

CM. 00myro meroauky 8. [lepexkprcramin3oBaid U3 CMECH 3Ta-
HOJI-aneToH, Beixof 81,2 %, T. mi. 222-224 °C [31].

H,c~©

NC
CN

H;C CN
NC 3-Metni-3-(4-MeToKkcH (e HIT) ITHK-
aonponan-1,1,2 2-rerpakapGorntpun (60). UK (KBr), v, cvm "
2300, 990. 'H IMP (ameton-dg), T, m.a.: 7,98 ¢; 6,15 c; 2,93 x;
2,14 n.
[Monywyanu peaknueil ankKuIuJIeHMaJIOHOHUTpHIA ¢ OpomMMalo-
HOHUTPHIIOM.
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CM. o6mryro metoauky 8. IlepexkpucTammms3oBaim U3 CMECH dTa-
Hos-aneToH. Beixon 51,2 %, T. . 215-217 °C [31].

NC
Cl CN

H;C CN
NC 3-Metna-3-(3-x10p peHuT) U KI0NPO-
nan-1,1,2, 2-terpakapéonntpua (61). UK (KBr), v, cm ™ 2266,
988. 'H IMP (aneton-dg), T, Mm.1.: 7,93 ¢; 2,42 m; 2,05 m; 1,75 m.
[Nonywanu peakuueil anKWiIMICHMaJIOHOHUTpHIA ¢ OpomMmaino-
HOHUTPHIIOM.

CMm. o0myrw Mmeroauky 8. IlepexkpucTamiuzoBaiu U3 COUPTA.
Brixon 68,1 %, T. 1. 206-208 °C [31].

Ly

H;C CN
NC 3-Metui-3-(HadT-2-n1)HuKJI0mpo-
nan-1,1,2,2-rerpakapGonntpua (62). MK, v, cm ' 2280, 985. 'H
SIMP (anerton-dg), T, Mm.a.: 7,84 ¢; 2,37 m; 2,02 m; 1,43 m.
[Nonywyanu peaknueil ankKWiInIeHMaIOHOHUTpHIA ¢ OpomMmano-
HOHHUTPUIIOM.

CmM. o0myro meroauky 8. IlepexpucTamin3oBeIBaIN U3 CMECH
arietoH-criupt. Beixox 54,8 %, T. m. 255-260 °C [31].

CN

//NC
S CN

H,C CN

NC 3-MeTuii-3-(THeH-2-1JI) KON PONaH-
1,1, 2,2-TerpakapGonntpui (63). UK, v, cm : 2275, 985. 'H SIMP
(aueron-ds), T, m.1.: 8,16 ¢; 2,87 m; 2,25 m.
[Monyuanu peakiuer ajlKWIMACHMAJIOHOHUTPHIA ¢ OpomMMmalio-
HOHHUTPHIIOM.
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CM. o0myro metoauky 8. IlepexprcTamin3oBaiy U3 CMECH arle-
ToH-cupT. Beixon 54,8 %, T. . 255-260 °C [31].
NC

CN

CN

NC Cnupo|2.3]rexcan-1,1,2,2-TerpakapooHuT-
pua (64).
ITonyuen peakuueit Buneksucra.
CwM. obmyro meronuky 3. Beixon 60,4%, 1. mn. 221-221,5 °C
(ameTon-Boma) [14].
NC
CN

CN

NC Cnupo|2.4]rentan-1,1,2,2-rerpakapoonnT-
pua (65). UK, v, emt: 2270, 968. *H SIMP (metanon-dy), 8, M.1.:
1,10 m; 1,72 M. °C SIMP (arieton-dg), 8, M.x.: 27,12 T; 27,91 ¢; 33,23
T; 51,11 ¢; 110.50 ¢ [8].

1. Tlomyuen mo peakunu BugexBucra.

Cm. oburyro meromuky 3. Brixon 76,3%, 1. i 239-240 °C
(aranomn) [14].

2. Tlonydvanu peakuueil anKuIuIeHMAIOHOHUTPHIA ¢ OpoMMa-
JIOHOHUTPHUIIOM.

CMm. o0myw meroauky 8. IlepexpucTauin3oBaiM U3 aIleTOHA.
Beixox 52,6 %, T. tur. 240-243 °C [31].

3. Tony4anu >MEKTPOTU3OM CMECH MAIOHHUTPWIIA M IUKIOAN-
KWIHNJACHMAJIOHOHUTPWIA B IPUCYTCTBUM OpOMHUIIA HATPUS B CIIUPTE
(cxema 36).

Cxema 36

NC
N H CN CN
— + >< — >
CN H CN CN
NC
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Cwm. oomyro meroauky 9. Jlns nukionponana (65) npomyckainu
3 F/mous anextpuuectsa, Boixox 65%, 1. mr. 250-251°C [35].

4. Cm. ooy meronuky 1. [{uxinonenranona B3sutn 1,5 mi,
nponyctuwin 1,2 F/mMonp snexTpudecTBa, NOIy4YWiIn OeIoe KpucTa-
JUYECKOe BelecTBo, BhIxon 86% (72% mo Toky), T. mi. 250-251 °C
[8, 29].

5. Cwm. oduywo meroauky 5. Beixon 52%, T. mn. 250-251 °C
[3].

6. Cwm. odmyro metonuky 4. Beixon 39% [2].

7. Cwm. o6myro metoauky 6. Beixon 93% [4].

NC
CN

CN

NC Cnupo|2.5]okran-1,1,2,2-TeTrpakap0oHuT-

pua (66). UK, v, em ' 2260, 983. 'H SAMP (JIMCO-dg), 8, m.1.:
1,46-1,56 m; 1,61-1,73 m; 1,80-1,90 m.

1. Cm. oburyro MeToauky 7. Benblii KpUCTaNTMUECKUIA TTOPO-
IOK, BbIxoa 75%, 1. 1. 178-180 °C (aueron-rekcan) [17].

IMonyuen Bunexsucrom [15].

2. Cm. oomyw Mmeronuky 8. Ilepexpucrauin3oBBIBAIM U3
cMecu aretoH-crupT. Bexonx 97,5 %, 1. ur. 177-179 °C [31].

3. Cwm. oomywo meroauky 9. Ipornyckanu 3 F/mons anexTpu-
4ecTBa, BbIXoJ 82%, T. 1. 178-180 °C [35].

4. Cwm. oomymo meronuky 5. Beixox 52%, 1. . 178-180 °C
[3].

3anaTeHTOBaH METOJ IMOJYYCHHMS, OCHOBAHHBIH Ha PEaKIUH Ma-
JOHOHHUTpWIA C  2-XJIOP-2-(1-XJIOPIUKIOTeKCHIT) MATIOHOHUTPHIIOM
(cxema 37) B IPUCYTCTBUH alleTaTa HaTPUs B CITUPTE.

Cxema 37
Cl Cl NC
CN
CN N H><CN AcONa, cnupt
CN H CN CN

NC
Memoouka. K pactBopy manononurpuia 3,3 r (0,05 moin) u 2-
xmop-2-(1-xmopuukiaorekcun)manmonorurpmwia 10,8 r (0,05 mois) B
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35 Mi MeraHoiia MOOABISLIN TIPH TepeMemrBannu 12,3 T arerara
Hatpus B 35 mur Boxsl. Ilociie mepememmBaHus cMecH B TedeHue 10
MUH, 0CaJIOK OT(UIBTPOBBIBAIN, IIPOMBIBAIH BOJIOHM U cyrmmu. [le-
PEKPUCTAUTH30BBIBANIN M3 MeTaHona. Beixox 9,7 r (92,4 %), 1. .
178-179 °C [16].

5. Cwm. o6myro meronuky 4. Beixon 57% [2].

6. Cwm. 06myro meroauky 6. Beixon 95% [4].

NC
CN
(O~
NC Cnupo|2.6]nonan-1,1,2,2-Trerpakap0oHuT-
pu (67). *H SIMP (CDCl,), 8, m.x.: 1,70-1,79 m; 1,80-1,92 m; 2,08-
2,16 m [3]. ©°C SIMP (IMCO-dg), 8, m.a.: 22,71 1, 27,43 T; 28,11 c;
32,23 ;47,42 ¢; 119,91 ¢ [8].

1. Cm. oomyro meroauky 1. llukmorenTanoHa B3sud 5 M,
nponyckanu 1,2 F/Monb 3JeKTpUUeCcTBa, TONMydnIn Oejoe KpucTa-
JIMYECKOe BelecTBO, BhIxoa 60% (50% mo Toky), T. 1. 170-171 °C
[8, 29].

2. Cm. obouryrw meroauky 9. Ipomyckanu 3 F/Moib amexTpu-
4ecTBa, BEIX0 87%, T. . 169-170 °C [35].

3. Tlomydanu mo peaknuu Buneksucra.

CMm. obmyro metoauky 3. Beixon 25%, T. 1. 168-169 °C (3Ta-
won) [14].

4. Cwm. oduryro metonuky 6. Beixon 91% [4].

5. Cm. odmryro metoauky 5. Berxox 63%, T. . 169-170 °C
[3].

NC
CN

CN
NC Cnupo|2.7]nexan-1,1,2,2-terpakap6o-
HUTPUI (68).
[Tomyuanu o peaknuun Buneksucra.

Cwm. o0mryro metoauky 3. Beixon 4%, T. it 172,5-173 °C (3Ta-
mon) [14].

52



NC
CN

CN

NC Cnupo|2.8]ynnekan-1,1,2,2-TreTpa-
kapOoonuTpniI (69).
[Tonyyanu no peakuuu Buaeksucra.
CMm. o6y meroauky 3. Bexox 7%, T. . 205-206 °C (3ra-
Hou) [14].

NC
CN
CN
NC Cnupo|2.9]nonexan-1,1,2,2-Tet-

pakap6onntpua (70). VK, v, cm : 2280, 978. *H SIMP (JIMCO-ds),
T, M.I.: 8,43 M; 8,03 m.

[Nonywanu peakuueil anKWiIMICHMaJIOHOHUTpHIA ¢ OpomMmano-
HOHUTPHUIIOM.

CM. o0myro metoauky 8. IlepexprcTaimn3oBany U3 CMECH arle-
ToH-criupT. Beixoxa 34,8 %, 1. 1. 214-216 °C [31].

NC
CN

CN

NC
Cnupo[2.11]TeTpanexkaH-

1,1,2,2-rerpakapoountpua (71). UK, v, cm " 2265, 971. 'H SIMP
(IMCO-dg), 7, M. 8,53 M; 8,09 m [31]. 'H SAMP (IMCO-dg), 3,
m.1.: 1,26-1,46 m; 1,55-1,69 m; 1,80-1,92 m [3].

1. Tlomywyanu peaxiuei aJKWIHICHMAIOHOHUTPHIA ¢ OpoMMa-
JIOHOHUTPHIIOM.

CM. o0myro metoauky 8. IlepexprcTalin3oBaiy U3 CMECH arle-
ToH-cupT. Beixoa 94 %, 1. . 197-200 °C [31].

2. Cm. odurywo meroauky 9. [Ipomyckamu 3 F/monb anextpu-
4ecTBa, BBIX0X 69%, T. 1. 200-202 °C [35] (B opuruHane onevarka,
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B Ha3BaHWHM COCIWHCHWS TpuBoAMTCS crupo[2.10]rerpanekan-
1,1,2,2-reTpakapOOHUTPHI).

3. Cwm. obmyr meroauky 5. benblii mopomok. Beixon 0,73 T
(25%), 1. 1. 198-200 °C [3] (B opuruHajnge oneyarka, B HA3BaHUH

COCIUHCHHS IIPUBOIUTCS caupo[2.10]rerpanekan-1,1,2,2-
TeTpaKapOOHHUTPHIN).
NC
CN
CN
NC

Cnupo|2.14]rekcagexan-
1,1, 2,2-terpakap6ountpui (72). UK, v, cm *: 2280, 973. 'H SIMP
(IMCO-dg), T, m.1.: 8,64 M; 8,30 m [31].
[Nonywanu peakuueil anKWiIHICHMaJIOHOHUTpHIA ¢ OpoMMaio-
HOHHUTPHUIIOM.
CM. o0myro meroauky 8. IlepekpucTamnn3oBhIBAIM U3 CIIUPTA.
Beixom 36 %, 1. r. 111-112 °C [31].

CH; CN
CN

CN

NC 4-Metuincnupo|2.5]okran-1,1,2,2-TeT-
pakap6onntpua (73) UK, v, em ' 2275, 984 cm™. 'H SIMP (are-
tou-0g), T, M.11.: 8,43 1; 8,22 M; 7,93 M; 7,36 m [31].

[Monywyanu peaknueil anKWiIHICHMAJIOHOHUTpHUIA ¢ OpomMMano-
HOHUTPHUIIOM.

Cwm. oburyro metoauky 8. OTduisTpoBbIBaNIM Uepe3 4 CyT, Ie-
peKpUcCTaIn30BbIBANIN U3 cniupTa. Beixon 39,3 %, 1. . 165-166 °C
[31]. B aroii e craThe OmMHMCaHO MOJyYeHHE peakiieil Buaeksucra
C MEHBIIIUM BBIXOJIOM.
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NC
CN
H,C
CN

NC 6-Metuiacnupo|2.5]okran-1,1,
2,2-terpakaponutpui (74). ‘H SIMP (IMCO-dg), 8, m.x.: 0,98 1
(J 7 Tw); 1,25 m; 2,23 m. °C AMP (JIMCO-dg), 8, m.1.: 20,7; 25,6;
27,8; 29,9; 30,8; 45,5; 109,5; 109,6.

1. Cwm. odomyro meromauky 9. Ipomyckamu 3 F/mMoib smekTpH-
4ecTBa, BEIX0 63%, T. . 166-167 °C [35].
2. Cm. odmyro meroauky 5. Berxog 63%, 1. . 165-166 °C
[3].
NC

CN

CN

NC 6-Dennacnupo[2.5]ok-
tan-1,1,2,2-rerpakapoonurpui (75). 'H SgMP (CDCly), 8, m.x.:
1,75-1,85 m; 2,07-2,19 m; 2,35-2,47 m; 2,76-2,94 m; 7,25-7,52 m. *°C
SMP (IMCO-dg), 8, m.i1.: 26,2; 28,1; 29,4; 30,1; 41,6; 44,9; 109,9;
110,0; 126,3; 127,0; 128,3; 145,1.

1. Cm. oomyw meroamuky 9. Ipomyckamu 3 F/monb amnexTpu-
4ecTBa, BBIX0 61%, T. . 171-173 °C [35]. B a710ii e crarthe Omnu-
CaHo MoJIyYeHue peakuued BuaekBucra ¢ MEHbIIIMM BbIXOJIOM.

2. Cwm. o6myto metoauky 5. Bexon 70%, T. ur. 170-171 °C
[3].

NC
H;C CN
H;C
H,C CN
NC 6-mpem-Byruncnupo|2.5]

oxtan-1,1,2,2-rerpakapéountpua (76). 'H SIMP (JIMCO-dq), 8,
m.1.: 0,88 ¢; 1,08-1,30 m; 1,56-1,66 m; 1,90-2,00 w; 2,15-2,30 m. °C
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SMP (AMCO-dg), d, m.a.: 24,2; 25,9; 27,3; 28,1; 29,5; 32,1; 457,
109,7; 109,9.

1. Cwm. obomyro meroauky 9. ITpomyckanu 3 F/mMoib smekTpu-
4ecTBa, BeIX0 88%, T. . 177-179 °C [35]. B ar1o0ii e cTarthe omu-
CaHO MOJIyYCHHUE MO peakiuy BujiekBuCTa ¢ MEHBILINM BBIXOIOM.

2. Cwm. oduryw meroauky 5. Beixon 76%, T. . 176-178 °C
[3].

HsC NC

CN

CN

NC 5-Metuiacnupo|2.5]okran-1,1,2,2-
TerpakapGonntpui (77) *H IMP (IMCO-d), 8, m.x.: 1,10 1 (J 5.6
I'm); 1,48-1,62 u; 1,70-1,86 »; 1,78-1,90 m; 2,12-2,28 m. °C SIMP
(AMCO-dg), 8, m.a.: 21,6; 23,6; 24,5; 25,9; 29,6; 31,4; 32,6; 37,4,
46,1; 107,5; 107,9. Macc (70 3B), M/Z (1o, %): 224 (2) [M™], 209
(3), 196 (4), 96 (52), 95 (54), 81(93), 67 (79), 55 (77), 41 (95), 39
(100). MIK (KBr), v, cM " 2956, 2932, 2904, 2856, 2264, 2256, 1452,
1376, 1284, 1132.

CM. o0uryro metomuky 5. Beixon 61%, 1. mt. 165-166 °C [3].
NC

CN

CN

NC Mucnupo|2.0.2.2]okTan-1,1,2 2-TeTpakap-
oountpua (78). B HHIMBHIyaIbHOM COCTOSTHHU BEIIECTBO HE MOJIY-
4yeHo. Bwimensnu u usyyanum B cMmecu ¢ 6,6,7,7-Terparuano-4-
MeTHineHcnupo-[2.4|rentanom  wm  7,7,8,8-TerpanmaHoaucnupo
[2.0.2.2]oktarom (cxema 18) UK (KBr), v, em: 3020, 2260,1428,
1110, 1070, 1050, 1030. *H SIMP (CDCly), 6, m.1.: 0,85 m; 1,20 m.
'H amp (CDCly), 6, m.a.: 0,67 m; 1,41 M; 2,39 M; 2,64 m.

[Momyganu B3ammogelicTBueM OuUIUKIoNpommHaeHa ¢ TID
(cxema 18).
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Memoouxa. a) Pacteop 100 mr (1,25 MMOJIIb) OUIIMKIIOIPOIIIIIH-
neHa u 150 mr (1,25 Mmmons) cBesxxecydomumupoBanHoro TLD B 5 mn
abcomoTHOTO OEH30I1a TIATEIHHO IETa3upPOBAIN C IOMOILBIO IIECTH
LUKJIOB TOCJIEAOBAaTENIFHOCTH JISHCTBUI  OXJIaXKICHHE—OTKauKa—
marpesanne (freeze-pump-thaw) u mepeHocHIN IMOX aproHOM B
TOHKOCTCHHYIO CTCKJITHHYIO TpyOKy. 3aTeM cMech HarpeBalld IpHU
60 °C 1 muH. [Tocne oxnakaeHus 10 KOMHATHOW TEMIIEPaTypbl, pac-
TBOPUTENH YAAISUIM HA POTOPHOM HCIAPUTENIC M OCTATOK XPOMATO-
rpadupoBanu Ha 15 r cumukarens, amoupys CH,Cl,. Tlonyuanu nse
(bpaxiym, niepBast — CMECH 1:1 7,7,8,8-
tetparanoucnupo[2.0.2.2Jokrana u (78), 91,5 mr, (35%), T. .
140-145 °C. Bropas ¢paxmus 45% (116,5 mr) gucteiii 6,6,7,7-
TeTpanuano-4-MeTuineHcnupo-[2.4]renran, 1. . 192-193 °C. U3o-
MEpBI HE pa3aeysuIy.

6) Pacteop 100 mr (1,25 mmosb) 1 u 150 mr (1,25 mmose) TID
B 1 M CD;CN momemanu B siaeiiky mist SIMP 1 ocTaBisiimm CTOSTH
MpU KOMHATHOM TeMIiepaType B aTMocdepe aprona. Pazsutue peax-
K HaGmoamu ¢ nomousio SIMP 'H crexrpockormu. Koraa Bech
OMIMKIIONpONIINACH mpopearupoBai (12 mHei), cMech MPOTYKTOB
xpoMaTtorpadupoBain Ha 15 © cunukaremns, 3IIOUPOBATH CMECHIO
CH,Cl,/n-nentan (5:1). Iepsas ¢dpakius 37 mr (15%) cmecs 1:1
6,6,7,7-reTpannano-4-mermieHcnupo-[2.4]renrana u (78). Cre-
nyomas Qpakuust — 4ucThi - 8-(Tpmaeitepomerunin)-9,9,10,10-
TeTparano- 7 -azaauciupo[2.0.2.4]nek-7-en, 1. mwr. 92-93 °C [36].
Te e pe3ynbTaThl IPUBEICHBI B KpaTKOM coobmienun [37].

NC

CN
H,C
CN
NC 5-Metuiiencnuporexkcan-1,1,2,2-
TerpakapGonntpua (79). 'H SIMP (aeron-dg), 8, m.x.: 5,15 k8 (J
2,56 T'w); 3,35 1 (J 2,56 T'w). **C SIMP (aueron-dg), 8, m.i.: 136,4;
111,4;110,4, 44,8; 37,0; 27,3.
IMonyvanu B3aumoseiicteuem npornenana ¢ TID (cxema 19).

Memoouka. B peakunonnyto Tpyoky BBoauau 40 mr TLD, 3 M
OcH307a 1 HeOOJBITYI0 MATHUTHYIO MeEIajiKy. PactBop 3amopaxu-
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BanM M BakyymupoBanu. 3atem BBomwm 20 mr [1.1.1]mpomenana B
TpyOKy € MoMOIIpI0 BakyyMa. B konre mobapmsumm 1 mi GeHszomna
noBepx [1.1.1]mponenana. PactBop mepeMemmBany npyu KOMHATHOM
Temneparype 36 4, B TeUCHHE 3TOTO BPEMEHHU IIBET MEHSUICS Ha JKeJl-
T ¥ (opMHpOBajics KOpUUHEBBIH ocanok. Ocagok OTAEUIN
(dbunpTpanyen W Cynmnuid moj BakyyMmoM, moyawin 32 wmr (53%),
KOPUYHEBOI'0 IIOPOILKA, KOTOPBIX 10 AaHHbIM AMP 'H nocraTouno
yrcThIi muktonpomnad (79). OcraBimiics XKeITHI pacTBOpP BHIIAPH-
BaJIM B BaKyyMe€ U ITOJYYMJIU JIMIKUI IOPOIIOK, COCTOSIIUI U3 IIUK-
nonponana (79) ¥ HeMACHTHHUIIMPYEMOTO COSMHEHUS, T. TUI. 248-
250 °C (pa3sn.) [38]. Panee ati pe3yapTaThl OBUTH OMyOJHKOBAHBI B

KPaTKOM COOOIIeH!H 0e3 3KCIIepUMEHTABHBIX moapobHocTedt [39].
H,C

CH, NC 6-(4-Toamacyando-
HHT)X0J1ecT-4-eH-33-cnupo-1°-Terpanmanonuxiaonponan  (80).
UK, v, em 1 2250, 1600, 1300, 1140. *H SIMP, 8, m.x.: 3.79 M, 5.20
1H. [o] +29.5(CHCI; 1,224 moms/m).

[Monyyanu B3aumopaeiicteueM TLD ¢ nuazonpous3BOIHBIM, KOTO-
poe rerepupoBaiy in Situ u3 mpousBoaHOrO To3MIa3KHaa (cxema 38).

Cxema 38
TID
— _—
NC Ts
N, Ts NC
CN
N NC
‘N —Ts
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Memoouxa. Tosunazanng (2,22 r) pacTBOpSIH B OeH30IIE€ U JIO-
Gapsum TID (0,51 r). PactBOp BBIIEpKHMBAIM TPpU KOMHATHOM
temneparype 10 4, HaOmogany BBICTEHUE a30Ta. 3aTeM PacTBOPH-
TEJb BBIMAPUBAIMA, OCTATOK XpOMaTorpadupoBad HA CHIIUKArele,
WCTONB3Yysl B KayecTBE OJJIOCHTA CMECh IMKJIOTeKCaH-ITHIIAIeTaT
(7:3). Homyunnu coenunenue (80), Boixon 1,82 r (73%), 1. 1. 240-
242 °C [40].

NC
CN

CN
NC 4,5-Benzocnupo|2.4|renran-1,1,2 2-TeTpa-
kapGonutpua (81). 'H IMP (JIMCO-de), 8, m.i.: 2,65 1 (J 7 I'n);
3,20 T (J 7 I'n); 7,35-7,60 m. *C SIMP (JIMCO-dg), &, m.x1.: 27,5(C),
29,1(CHy), 31,9; 52,1; 109,4; 110,0; 122,8; 125,4; 125,6; 130,7;
131,6; 148,2.
Cm. oomyrw Meroguky 9. CooTHOIICHHE HUKIOATKUIHICHMA-

JOHOHHUTPWIT:MaTOHOHUTpWI 1:2, mpomyckanu 4 F/mMonb snekTpude-
cTBa, BEIX0A 57%, T. mi1. 198-200 °C [35].

NC
CN

CN
NC 4,5-ben3ocnupo|2.5]okran-1,1,2,2-TeTpa-
kapGonutpua (82). UK, v, cm ' 2265, 968. 'H SIMP (CDCls), 8,
M. 2,15 v 2,42 m; 3,03 ; 7,20-7,60 w; 7,85 m. °C SIMP (CDCls),
o, m.a.: 18,7, 27,6; 28,5; 30,2; 45,5; 109,9; 110,0; 124,8; 125,9;
126,9; 129,5; 129,9; 141,1.

1. Cwm. obouryro metonuky 9. CoOTHOIICHHUE MKIIOATKIITUICH-
MaJIOHOHUTPHWI:MAIOHOHUTpWI 1:2, mpormyckanu 4 F/Moib snexTpu-
4ecTBa, BbIXoJ 51%, T. . 173-175 °C [35].

2. Tlonydvanu peakuuei anKuiIuIeHMaJIOHOHUTPHIA ¢ OpoMMa-
JIOHOHUTPHUIIOM.

Cwm. o0myo Metoauky 8. OTGHUIBTPOBBIBAIN B HECKOJIBKO 3Ta-
OB — CHadaja 4depe3 12 4, 3areM erie pa3 depe3 HECKOJIbKO YacoB.

59



[lepexpucrammuzosanyu u3 cnupta. Beixon 54,2 %, 1. ur. 167-170 °C
[31].

Qi

NCCN

NC CN 3,3-Iudenunuukaonponan-1,1,2, 2-rer-
pakap6onntpua (83). 'H SIMP (CD,CN), 8, m.1.2 7,4 m; 7,8 m [41].
UK (KBr), v, em': 2250, 1598, 1563, 1495, 1030, 708, 747, 694,
165,778, 724 [7].

1. Ilonyyanu B3ammMopelicTBueM aupenmnanazamerana ¢ TLD,
METOJIMKH Pa3IMYatoTs yCIOBHEM MPOBEICHHUS peakiyu (cxema 13).

Memoouxa. a) K 1,92 r (15,0 mmons) cyonumupoBansoro T B
50 mi abcomrotHOTO aneToHuTpria pu 0 °C mpu HHTEHCUBHOM Tie-
pememmBaHuu nopuusaMu npubasmsuy 2,91 r (15,0 mMon) aude-
HWIMa3aMeTana. B Xoe peakunu BeIIEISUICS a30T U BHIKPUCTAILIU-
30BBIBAJICS OECIIBETHBIN KPHUCTAJUIMYECKUil ocafok. PactBopurens
yIapuBaid, OcagoK OT(UIbTPOBBIBAIH. llepekpucTaain3oBbIBAIN
u3 ciimpta. Beixox 4,40 r (100%), 1. 1. 265-266 °C (pasin.).

6) Cmech 167 mr (0,86 mmonb) mudennianazamerana U 110 mr
(0,86 mmonb) TLID nepemermBanu B 10 M xsopodopma mipu 40 °C.
IMocne ncue3HOBEHHs KPacHOW OKPACKH PACTBOPUTENh OTTOHSUIH,
OCTaTOK TMEePEeKPUCTATUIM30BBIBAIIN M3 3TaHoNa. Beixom 210 mr (83%)
[7]. Mo ananoru4Hoit cxeme B3auMoeicTBre qrdEHUIANA30METaHA
C TeTpalMaHOATHIEHOM npu TemmepaTtype 25 °C nmpusBogut k 1,1-
mudenun-2,2,3,3-TeTpairaHonUKIIONPONIaHy Yepe3 MPOMEKYTOUHOE
oOpa3oBaHKe MPOM3BOIHOTO MUpazonuHa [42].

6) K nepememBaemomy pacteopy 1,3 r TID B 20 mi1 6eH30a 1
5 MJT aleTOHUTPHUIIA MPU OXJIKICHUU B JICASTHOW OaHe MpUOaBIISITH
o karisM pactBop 2 T (0,01 momns) nudennnanazomerana B 50 mu
a¢upa. [lypnypHslil 1BeT TUa30cOeIMHEHUS] HEMEUIEHHO HCYe3al B
xoze npubaBieHns: M HAOJIIOAaI0Ch BblIeNeHHe a30Ta. B koHIe Ha-
yaji 00pa30BbIBaThCS Oejblii ocazok. CMech OCTaBIsUIM Ha HOYb,
0CaZoK OT(UIBTPOBBIBAIM M TNpoMbIBanK 3¢upoM. Beixon 2,9 r
(100%), T. mn. 274-276 °C (pazn) [41]. [To 370t ke METOJKE C BBIXO-
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noM 93% mociie mepeKpUCTaUTU3aNUH U3 CITUPTA IUKIIonpornaH (83)
¢ T. wi. 271-272 °C nonyuanu B padote [43, 44]. B a1oii paboTte u3y-
Yaich COJIbBATHBIC KOMIUIEKCHI MAJIBIX LIUKJIOB.

2) Obwas memoouxa 10

B 6enszone (10 mur) pactBopstmu auaszocoenunenne (200 mr) u
NO0ABIISUIM MPH KOMHATHOM TeMIIEpaType SKBUMOJIBHOE KOIHYESCTBO
TL3. Cmech BeTpsixuBaiu A0 nojHoro pactsopenus TLD u ocras-
nsui. Bekope HaOrojamy BeIIEIEHUE a30Ta ¢ OJTHOBPEMEHHBIM 00-
pazoBanmeM ocanka. Ocagok OTAesUH (DHIETPOBAHHUEM, IEPEKPH-
CTaJUIM30BbIBaIM M3 OeH3ona. s coegunenus (83) ocamok oOT-
¢bubTpoBbIBaTH Yepe3 1 u, Bbxoa 97%, T. . 276-278 °C [45].

H;CO CH;

OAQ

NC CN 3-(4-Metoxcudenui)-3-napa-
TomuKIonponan-1,1,2 2-rerpakapoonurpui (84).
Cwm. 06myro meroauky 10. Beixoq 96%, 1. . 212-213 °C [45].
H,CO

Ca (D

NC—/\__CN

NC CN  3-(4-Meroxcudenn)-3-hpeHUIIHK-
Jonponan-1,1,2,2-rerpakapoonntpua (85).
Cwm. oomyro meroguky 10. Beixong 89%, 1. . 206-207,5 °C
[45].

H,C CH,
NC—/\_CN
NC CN 3,3-n1u(napa-Toana) HuKI0mpPo-

nan-1,1,2,2-terpakapoonurpui (86).
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CwM. o6y meroauky 10. Beixon 97%, 1. . 263-265 °C [45].
O\O
NC—/\_—CN

NC CN 3-(4-Denoxcudenmin)-3-penn-
nuKJgonponan-1,1,2 2-rerpakap6onnrpui (87).
Cwm. oomyw meroguky 10. Bexonx 96%, T. mn. 231,5-233,5 °C
[45].

CH,
NC A CN
NC CN 3-(4-Toymn)-3- heHUITIUKIONPONAH-

1,1,2,2-rerpakapéountpui (88).
CwM. o6y meroauky 10. Beixon 98%, 1. . 243-245 °C [45].

()
Co 0

NC—/\__CN

NC CN 3-(4-Buden-2-na)-3-
¢ennauukionpo-nau-1,1,2, 2-rerpakapoonurpu (89).
Cwm. oomyw meroauky 10. Beixox 93%, T. mn. 249,5-251,5 °C
[45].
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L

NCCN

NC CN 3-(3-Tomn)-3- heHUITIUKIOIMPO-
nan-1,1,2,2-rerpakapoonurpua (90).
CwM. o6uryro meroauky 10. Beixon 91%, 1. . 247-248 °C [45].
F

QD

NCCN

NC CN 3-(4-Ddropdenun)-3-peHUIUHKIONPO-
nan-1,1,2,2-terpakapoonurpua (91).
Cm. oduryro meromuky 10. Ilepen ¢uiubTpoBaHHUEM pPacTBOP
KOHIIGHTPUPOBAJIM BbIIapuBaHueM pacTBopureis. Brixoxg 91%, T.
1. 233-234,5 °C [45].

Q0

NCCN

NC CN 3-(4-Noadenn)-3-peHUIIHKIONPO-
nan-1,1,2,2-terpakapoonntpui (92).

Cwm. o6myro meroauky 10. A30T BBIAETSUICS ¢ YMEPEHHOH CKO-
POCTBIO M Takke 00pa3oBbIBANCS 0cafioK. PacTBOp KOHIEHTPHPOBa-
JM BBIApHBaHHEM pacTBOpuTeis. Ocalok OTHHILTPOBBIBAIHN CITYC-
Ts 6 4. Beixog 95%, T. mi. 244-245 °C [45].

I
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Cl

Q)

NCCN

NC CN 3-(4-Xnopdenun)-3-peHHIIUKIIO-
nponan-1,1,2 2-rerpakapoonutpui (93).

Cwm. o6myro meroauky 10. A30T BBIZICTISUICS ¢ YMEPEHHOH CKO-
POCTBIO U TaKKe 00pa30BBIBAJICS OCAMOK. PacTBOpP KOHIIEHTPUPOBa-
JI¥ BBITAPUBAHUEM PACTBOPHUTEIIS, OCAIO0K OTQHIBTPOBBIBAIH CITYCTS
6 4. Beixoa 94%, T. 1. 236-238 °C [45].

=y

NCCN

NC CN 3-(4-bpomdeHu)-3-peHUIMMKI0-
nponan-1,1,2, 2-rerpakapoonurpu (94).

Cwm. o6myro meroauky 10. A30T BBIIETSUICS ¢ YMEPEHHOH CKO-
POCTBIO U TaKKe 00Pa30BBIBAIICS OCAIOK. PacTBOpP KOHIIEHTPUPOBa-
7 BhINApHBaHKEM pacTBopuTeis. Ocalok OTHHILTPOBBIBAIHN CITyC-
Ts 6 1. Berxom 92%, . mi. 249-250 °C [45].

Cl Cl

QLD

NCCN

NC CN 3,3-buc(4-xJ0ppheHUI) HUKIONPO-
nan-1,1,2,2-rerpakapoonurpuia (95).

CM. oburyro Metoauky 10. A30T BeIACIICS MeajieHHO. Peak-

[MUOHHYIO CMECh OCTABISUIM Ha HOYb, MOCJIE Yero pacTBOp KOHIICH-
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TPUPOBAIM BBIIIAPUBAHUEM PAaCTBOPHUTENS, OCAIOK OT(HUIBTPOBBIBA-
mu. Beixon 93%, T. . 278-280 °C [45].

QS

NCCN

NC CN 3-(3-Xunopdenun)-3-heHHIMIUKIIO-
nponan-1,1,2, 2-rerpakapoonurpu (96).
CM. obmyro Metonuky 10. A30T BeIACISICS MeajicHHO. Peak-
[IHOHHYI0 CMECh OCTABJSUTH HA HOYb, ITOCIE YEro PacTBOpP KOHIICH-

TPUPOBAIK BHIMTAPUBAHUEM PACTBOPHUTENS, 0CAI0K OT(HHUIBTPOBHIBA-
g, Beixoq 94%, 1. . 240,5-242,5 °C [45].

L)
NC—/\_-CN

NC CN Cnupo[uuxionponan-1,9'-gayopen|-
2,2, 3,3-rerpakapoonutpui (97). UK (KBr), v, cm 1 3100, 2260.
[onyuanun B3aumoxeiicteuem THD c¢ 9-mmazoduyopeHom
(cxema 39).

Cxema 39
QD o S
; >=< .
N
2 NC CN

Memoouxa. K nepememmmBaemomy pactsopy 1,3 v TLD B 20 M
OeH30sla U 5 MJI alleTOHUTPWIIA MIPU OXJIAXKIECHUH Ha JICASHON OaHe
npubasssun 1o karsim pacteop 2 1 (0,01 moss) 9-nmuasoduryopeHa B
50 mu aupa. [lypnypHbIi HBET AMA30COCTUHEHHS HEMEIJICHHO HC-
ye3ajn B XoJie MpuOaBieHUs, U HaOJMIOJaIoCh BhIAETIeHHE a3oTa. B
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KOHIIe Hadall 00pa30BBIBATHCS Oeiblii ocamok. CMech OCTaBIISIIH
Ha HOYb, 0CaA0K OTOUIBTPOBBIBAIN U MPOMBIBAIH 3dupoM. bec-
LIBETHBIE KPUCTAJLIBI, BEIXoa 78%, T. mi. 245-248 °C (MetaHo)

NC CN Cnupo[uukaonponan-1,5'-qudenszofa.d]
uukiorentan]-2,2,3,3-rerpakapoountpun  (98). 'H  amp
(CDsCN), 8, m.x.: 8,05-7,35 m.

[Monyuanu peakimeii TLD ¢ nuasonpounsBoausiM (cxema 40).

Cxema 40
sSalsgioSe
_ hv
M N
NC CN 2 NC A CN
N, NC CN

Memoouxa. Cmecs 5-muazonubensofa.d]mukmorenrana (0,2 1) u
TLD (0,12 r) B atmanerare (20 M) oomyuanu npu 20 °C, ucnoib-
3ys PTYTHYIO Jamiy, ocHamieHHyo ¢uibtpoMm (pactBop NaNO,)
s BelAeneHust obnactu ¢ 436 uM. [locnme ymameHuss sxBuBa-
JIEGHTHOTO KOJWYEeCTBa a30Ta OTACNSIM M OYHUIIATH TMPOIYKT
xpomatorpaduueckn Ha cuiaukarene, noiayuwin 0,33 r (60%)
CIUPOLMKIIONPONIAHOBOTO MPOU3BOAHOTO, T. 1. 230-231 °C [46].

N\
NC CN

N

NC CN 2°,2°,3°,3’-Terpauuanocnupo(4-

azaduryopen-9,1°-mukaonponan) (99). MK (KBr), v, cm ' 2250.
[Monyyanu peakuueit TLD ¢ auazanpou3BoaHbIM (cxema 41).
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Cxema 41

_N
NC  CN \
DGR W,
NC CN NC CN
N2 NC CN

Memoouxa. Pacteop 0,7 T (5,14 mmons) azadayopena u 0,7 T
(5,14 mmomne) TIID B 25 M1 abCOMOTHOTO TeTparuapodypana BbI-
nepxkuBanu 7 puedt npu 20 °C. Ocrartok (1,2 r) mociae OTTOHKH TeT-
paruapodypana xpomarorpadupoBann Ha cuiaukarene (h=50 cw,
d=1 cm), smoupyst cMechio remraH-3tuiaaneTart, 10:1. Buayane BbI-
nemsuin 0,2 © TLD, a 3atem 0,8 T (75%) npoaykTa peakiuu. JKenTeie
KpucTasuibl, T. L. 217-219 °C (pa3n.) (renrtan) [47].

XN
C <
o
Huknonponan-1-cnupo-13'-(2,5-nurna

S CN
[6.1]meTaen3odan)-2,2,3,3-Terpakapbonntpua (100). 'H SIMP
(ameron-dg), 6, m.n.: 8,24 ¢; 7,89-7,95 m; 7,36-7,51 m; 3,80 ¢; 2,29 c.

[Monyuanu peakipeit TLD ¢ quasanpon3BoaHbIM (cxema 42).
Cxema 42

NC>_<CN
)

Memoouxa. Cmech 208 mr (0,66 MMoIIb) AHa3aPOU3BOIHOTO H
86 mr (0,66 MMoB) TeTparmaHodTHICHA B 25 M1 0€3BOAHOTO TEeTpa-
ruapodypaHa TepeMenInBald NPy KOMHATHOW Temmeparype. Ha-
OJros1any BBIICNICHHE Ta3a M N3MEHEHHE OKPAcKU PeaKIMOHHOHN Mac-
CBI OT TEMHO-KPACHOT0 JI0 XKeNToro. Jlanee pacTBOPUTETHh OTTOHSIIH,
OCTaTOK NEPEKPHUCTAJUIN30BBIBAIM M3 CMECH TOJIyOJ-alleTOHUTPHUIL
(1:1). Boixon 250 mr (74%), . tut. >270 °C (pa3sn.) [48].
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6,8-TumeTni-9-(9-dayopenun)-
1,1,2,2-terpanuano-4-ciinpo[2,6|nona-4,6,8-rpuen (101). *H SIMP
(CDCly), 0, m.1.: 1,02 c; 2,28 c; 4,96 c; 6,79 yui.c; 7,1-7,8 m; 8,21 1
(J 1,8 T'm). Macc (70 3B), m/z (1o, %): 411, 347, 346, 282.

[Tonyyanu B3aumonelicteuem TL[D ¢ HUTpPEHOM, Fr€eHEPUPYEMBIM
in situ u3 mpousBoHOTO TpHazuHa (cxema 20).

Memoouxa. PactBop 20 mr (64 mxmonb) azuaa u 26 mr (200
MkMoiib) TID B 160 M ameroHuTpHIIa OBUT MOABEPTHYT (DOTOIU3Y
(254 um). PactBop mocie ¢oTonrsa BRITAPUBAIIN, OCTATOK IKCTpa-
TUPOBaIM HEOONBIIMM KOJMYECTBOM XJopodopma. DKCTPAKT OT-
(GUIBTPOBBIBAIN Yepe3 TPYyOKy, 3alOIHEHHYIO XJIONKOM. DuibTpar
BBICYIIMBAJIM CyJIb(paToM Maraus U ymapusaiu. OCTaTOK XpoMaTo-
rpadupoBay, UCIOJB3Ys JUXJIOPMETaH B KauecTBE 3JIIOCHTA. BbI-
xon mmkiomnpomnana 24% B ciydae ap-poromepa u 11% — sp-
poromepa. Beixon onpenenen no SIMP cnekrpy. becuserHsle rpa-
Hyuel, T. 1. 205 °C (pasi.) [49].

9-(9-dayopenna)-4-cnupo[2,6]Ho-
Ha-4,6,8-tpuen-1,1,2,2-terpakapoonurpua  (102). O6pasyercs
mipu oTonuze 1-azarpurinmena B npucyrctBud T3, omqHako oH He
ObUI BIJICNICH B MHAMBHIyaIbHOM COCTOSIHUH, TaK KaK HE MOJAeTCs
OYHCTKE BCIeACTBHE HecTabmisHOoCTH [50].
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CH3CN
4-A3a-1,1,2,2-Terpanuano-5,7,9-

TpuMeTHiIcnupo[2.6]uona-4,6,8-rpuen (103). *H SIMP (CDCly), 3,
M. 2,22 ¢; 2,30 ¢; 2,36 ¢; 6,48 ¢; 6,74 ¢. SIMP **C SIMP (CDCly), 6,
m.a.: 18,9; 24,7; 24,8; 29,7; 66,1; 106,7; 107,8; 108,7; 108,8; 126,7;
130,7; 134,1; 149,7; 175,2. UK (NaCl), v, cm *: 2080, 1480, 1270,
850.

[Tonyyanu B3aumonelicteueMm TL[D ¢ HUTpPEHOM, Fr€eHEPUPYEMBIM
in situ u3 mpousBoaHOTO TpHasuHa (cxema 43).

Cxema 43
N, CN CN HyC
NC
HC CHs N CN NC CN =N CN
+ >=< Vo HiC N CH, |
NC CN
P e N N
CHj CH3CN
CH,

Memoouxa. K pacropy 910 wmr (0,73 wmmomp) 2,4,6-
tpuMeTrnanuinHa B TI'® (12 mi) Obuta gobaBieHa cMeCh KOHIICH-
TPUPOBAHHON XJIOPOBOIOPOAHOM KHCIOTH (3 M) U BOABI (24 mu).
PeaknmonHyto cmech nepememmBany B TedeHue 15 mun npu 0 °C u
3aTeM K Hed Mo0aBisuv 1Mo KarwisiM pactBop 925 mr (13,4 mmors)
NaNO, B 10 mMa Bojabl, MOJIEPKUBAs TEMIIEPaTypy PEaKIIUOHHON
cMmecu Menblie 5 °C. PeakiimoHHyI0 cMech mepeMeriBany 15 MuH
npu 0 °C u ynansny a30TUCTYIO KHCIOTY A00OaBICHHEM MOYEBUHBI.
K oxiaxmeHHON peakIMOHHOW cMecH JOOaBIsUIM MO KaluisiM pac-
tBOp 1,09 r (16,7 Mmmons) NaN; B 11 mur Bogsl. Ilocie mobasieHus
PEaKIMOHHYIO CMECh MepeMeInBain | 4 Mpu KOMHAaTHOW TemIepa-
Type. OpraHnyeckoe BELIECTBO SKCTPArupOBaIN 3(PUPOM, SKCTPAKT
OTMBIBJIM pa3z0aBiIeHHOHN XiopoBogopogHoi kucmotod (0,1 M) u
cymmun Na,SO,4. PactBoputens ymansuin npu NOHMKEHHOM JAaBiie-
HUM, OCTaTOK XpoMaTorpadupoBaiyd Ha KOJOHKE C CHIIMKarejieM,
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UCIIONb3Ysl TeKCaH B KadecTBe amoeHTa. [lomyunnu 748 mr (69%)
ME3UTHIIa3H/1a, CBETIIO-KENTAst KUAKOCTb.

PactBop 32 wmr (0,20 mmonb) mesutiiasuna u 51 mr (0,40 Mmoib)
TILD B 20 M1 aneTOHUTPUIIA TOMEIATN B MPOOUPKY U3 CTeKia Pyrex,
npomxyBami N, B Tedenne 10 muH u obmydamu 8 4 ¢ momomsto 300 BT
PTYTHOH JaMIbI BEICOKOTO JIAaBJIEHHS IPH KOMHATHOH TeMmeparype.
[locne BbIMapuBaHWA PacTBOPUTENS MpPU IMOHMKEHHOM JIABICHUH
ocraTtok pasgensmd ¢ momompio  GPC  (Gel  Permeation
Chromatography remp mnponukatomass xpomartorpadus) ¢ XJIopo-
(hopMOM B KadecTBE DIMIOCHTA U MOJy4Yalld [Ba alJyKTa: [IBUTEPUOH
u nukonponad (103). Huknonponanosoe npousBoanoe (103) xen-
ThIC IpaHyJbl, T. L. 155 °C (pasn.) [51].

N CN
4 N CN

-
CN

CN

9-®enna-4-azacnupo|2.6]nona-4,6,8-
Tpuen-1,1,2 2-rerpakapéonurpua (104). Crpykrypa (90) ycra-
HoByieHa PCA.
[omyuanu B3anmoaeiicteueM TLD ¢ HUTpeHOM, T€HEPUPYEMBIM
in situ u3 oudennnasuna Goroauzom (cxema 44).
Cxema 44
/ N CN

N
CN
N, O NG CN — O
+ —( v, cN t

Memoouxa. PactBop OndeHmnaznaa B aeTOHUTPHUIIE MTOJIBEpra-
i Gortonuzy B npucytctBun THD npu 254 HM, IHKIONPONaHOBOE
npousBoaHoe (104) uzonupoBanu ¢ BeixoaoM 35%. CBETIIO-KEThIC
uribl, T. Wi 175 °C (pasn.) (auxiopatan-rekcan) [52].
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NC
N CN
Y. ON
3 3-Mernia-3H-cnupo[6enso[d] Tua-

3041-2,1"-mukonponan]-2',2',3",3'-rerpakap6ouurpuia (105).

[Moy4ganu B3aMMO/ICHCTBUEM TLHO c owuc-(N-
METHI0ECH30THA30JUHIIHICH-2)oM (cxeMa 45).
Cxema 45
H3C\ NC
S N NC  CN S CN
> — < N ) _ (
N\ S NC  CN N CN
CH; cH, N
Memoouxa. K pacTBopy 2,2 r ouc-(N-

METHJIOCH30THA30IMHWINICH-2) B 30 MJ MOHOIJIMMa NPUOABIISIH
1,9 r TUD B 20 mi MoHOrIMMa. PeakliMoOHHYIO Maccy KUISTHIN C
0OpaTHBIM XOJIOJWJIBHUKOM JI0 00pa30oBaHUs TEMHO-3€JIEHOTO KpH-
CTAIUIHYECKOro ocaaka. OcaZok OTPMIETPOBHIBAINA TOPSYUM, IPO-
MbIBan 6en3zooM. Beixox 3,1 1 (73%), 1. ur. 156 °C [53].

NC
Ois CN
N CN
o CON
2075 3-9tna-3H-cnupo[oenzo[d]THazon-
2,1'-nuknonponan]-2',2' 3" 3"-rerpakapoonntpua  (106). UK
(KBr), v, cm ' 2190.

[omyuanu B3ammopeiictBuem TLD ¢ xapOeHOM, TeHEpHPYEMBIM
in situ u3 2-(asmmoamuHo)-3-31TH-2,3-auruapodenso[d]rnasona Ha-
rpeBanueM (cxema 14).

Memoouxa. K cycnienzun 20 Mmoub 2-(a3u10aMuHO)-3-3Tri-2,3-
auruapodenso[d]tuazona B 180 M TT'®, oxnaxaenHoit 10 -40 °C,
M0 KalUISIM NpU TepeMelMBaHuK NpubaBisuim pactBop 2,56 T (20
mMmonb) TID cexecybnumupoannoro B TI'®. I[locne oxoHuaHUs

peaKUUU PAacTBOPUTEINIb yHApUBaIM HAa POTOPHOM HCIHApUTENE MpPU
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30 °C, ocTaTok — 4epHO-KOPHUYHEBYIO MAacCy — OT()HUIBTPOBBIBAIIH,
npoBeiBauI 80 MJI KHUIAIIMM OCH30JI0M W IIETPOJICHHBIM 3(DHpPOM
(100-140 °C), mpu 3TOM 0CaIOK CTAHOBUTCS 3€JICHOBATO-)KEITOTO
usera. Beixon 0,76 r (13%), 1. 1. 168-171 °C (aueron) [54].

2. llukJjonponaHbl, 3aMellieHHbIE TPEeMsI IMAHO- M OXHOI
CJIOKHOIUPHOI rpynnamMu

W3BecTHO ABEeHaALATh COCOIUHEHUI MPON3BOIHBIX LUKIIOMPOIA-
HAa, 3aMEIICHHBIX TPEMS IIMAHOTPYINaMH U OJHOH CIOXHO3(PHUPHOI
rpynmnoi. Jlns coequHeHWH ¢ TakuM HaOOpOM 3aMecTHTeNed BO3-
MOJKHBI KaK MO3UIMOHHAS, TaK M NMPOCTpaHCTBEHHas nzomepus. U3
MO3UIIMOHHBIX HM30MEPOB HM3BECTHHI TOJBKO Mpou3BoAHbIe 1,2,2-
TPHULMAHOIMKIIONPONAaHKapOOHOBOW  KUCIOTHL.  [lnactepeomepust
CYILIECTBYET B TE€X BEILECTBAX, II€ YIJIEBOJOPOJHbBIE 3aMECTHTEIN
pasnuyarorcs. L{uc-u3oMep — BELIECTBO, Y KOTOPOIO CIOXHOIPUP-
Has TpyIIa HaXxOJUTCS C TOW e CTOPOHBI IMKIA, YTO U OOJBIIUI
YIJIEBOAOPOAHBIN 3aMeCTUTENb. 1panc-u30Mep COOTBETCTBEHHO Ha-
o0opor. B Tex caywasx, Korga BO3MOXHA JAHACTEpPEOMEpHs,
00BIYHO 00pa3yroTcs cMecH 000MX BEHIECTB W HMX, KaK MPaBHIIO,
HE pa3Jemsiu.

W3 nBeHammatu ommMcaHHBIX B JuTepatype 3¢upos 1,2,2-
TPHUIMAHOIMKIIONPONAHKAPOOHOBOW KHCIOTHl TOJIBKO OJMH — CO-
enunenne (118) meTnioBsIit A¢up, a OcTalIbHBIE — 3TUIIOBBIE Y(UPHI.

CuHTE3 OCYLIECTBIISUIM, UCIOJIB3YSl TPU METOJa, BCE OCHOBAHBI
Ha ctparerud B umu I

ITepBrIii METOZ OCHOBAH Ha B3aUMOICMCTBUM WIMACHIIMAHAIIETa-
Ta ¢ MOHOOPOMMAJIOHOHUTPHIIOM (TIyTh A) (cxema 46) wiu B3auMo-
NEeHCTBUEM AMLUAHOMETHICHOBOTO MPOHM3BOAHOTO KapOOHMUIBHOTO
COEIMHEHHSI C MOHOOPOMYKCYCHBIM 3pupom (myTh B).

Cxema 46
R! CN
— + CHB(CN),

A
AN R! CN
R? CO,C,H;
1
R N J R? CN
>—<— + CHBI(CN)CO,C,H; —2

R? CN
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Brerxonsl mpu HCIIONB30BaHUM B KadecTBE HYyKJIeo(HiIa MOHO-
OpOMMAJTIOHUTpPHIIA BHIIIE, YeM IPU HUCHOJIB30BAaHIMH MOHOOpOMITHA-
HYKCYCHOTO 3(hupa, U B IIEJIOM YMEPCHHEIE.

Bropoii MeTron cOCTOMT B NMPUMEHEHUU IUOPOMIIPOU3BOHOTO
MaJOHOHHUTPIJIA B PEAKINY C WIHACHIIMaHaeTaToM (cxema 47, myTh
A) nin Ha000pOT, IUAHYKCYCHOTO 3(hHpa B PEAKIIUK C HIHICHMAIIO-
Hutpwiamu (cxema 47, myth B). Peaknum ocymiecTBIstOT B IPUCYT-
CTBUH HOJW[A JINTHUS U MOPOIITKA METAJTUTHYECKOTO WHIIFISL.

Cxema 47
R! CN

A NC
e + CBr,(CN), j& R! CN
R? CO,C,H;
R! CN \/ R2 CN
>—<— +  CBry(CN)CO,C,Hy —2 CH50,C

R? CN

B ocHoBe TpeTbero meroja JeXUT cTparerus B, kotopas peanu-
3yeTcs MyTeM B3auMOAEUCTBUS 1,2-IUranoreHnpou3BOAHOTO — 3TUI
2,3-muxiop-2-1pano-3-(5-HuTpodyp-2-1in)IpornroHaTa — ¢ MajJOHO-
HUTpUIIOM. BeposiTHO, peakius HauWHAETCsl C HyKICOPHIBLHOTO 3a-
MEIIEHUs] XJI0pa HAa MaJIOHOHUTPWIBbHBIA (pparmMeHTt, B pe3ynbraTe
YEero CTPOUTCSA CTPYKTypa — HpOINaH, 3aMELICHHBIH TpeMs LUaHoO-
TpyNIaMH, OJHOW CIOXXHOY(DUPHOW M OJHOW XOPOWIO YXOSIIEH
TPYNIONH — aTOMOM XJIOpa, BCJIEICTBUE YEro CIIOHTAHHO MAET peax-
LS HUKIA3alul ¢ 00pa3oBaHMEM LUKJIONPOIIaHOBOTO MPOU3BOIAHO-
ro (cxema 48).

Cxema 48
CO,C,H;
H CN
CO,CoH5 ] X / \ oN
/ \ CN g N ON
2
O,N — o) Cl —
o 1 -HCl H “HCI
H ¢ CN
NC NC H
H CO,C,H;
—_—
O CN



Hwmxe mpuBonmsaTcs M3BECTHBIE B HACTOSAIIEE BPEMS TPEICTaBH-
Teau 3(UPOB TPUITMAHOIUKIONPONTAHKAPOOHOBOW KHUCIOTHI, X Xa-
PAKTEPUCTUKHU U CIIOCOOBI TIOTYUYCHHSI.

C,H50,C
H,C CN
H5C CN
NC Orua  3,3-auMeTmi-1,2,2-TpHIHAHOIUKIIO0-

nponankap6okcuaar (107). K (Nujol), v, em 1 2270, 1747, 1280,
1248, 980. 'H SIMP (aueron-dg), T, Mm.x.: 5,62 kB (J 7,2 I'r); 8,62 T (J
7,2 Tw); 8,23 c; 8,32 ¢ [55]. Crpoenne ycraHoBiaeHo MeTogoM PCA.
Uzyuanoch BIUSHHE 3IIEKTPOHOAKUENTOPHBIX TPYMIT HA CTPYKTYp-
HBIE TTapaMeTphl MOJIEKYIBI [56].

1. Tlomyuyanu B3amMOAEWCTBHEM WIHJCHIIMAHAIETaTa C OPOM-
ManoHOHHTpHIOM (cxema 46, R'=R’*=CH;), myTs A.

Memoouka. a) Dtun uzonponunuaeniuanoanerat 0,5 r (3,26
MMoOIb) U 6pommanornoruTpuia 1,0 r (6,90 MMons) pacTBOpsIIH B
85%-m BomHOM stanone (12 mu). Uepes 1 4 mpu KOMHATHOM
TeMIeparype Hadal o0pa3oBbIBaThbCS OcaJokK. Uepe3 HeCKOIbKO
4acoOB 0CaJ0K OTQUIBTPOBBIBAIM M NEPEKPUCTAIIIN30BBIBATIN U3
aranoisa. Beixon 0,52 v (74%), T. . 141-143 °C [55].

6) Dtun u3onponuanaeHnanamnerar (4,58 r) u 6pommaro-
HoHutpun (4,35 1) pactBopsuim B dranone 20 mu, goOaBismu
pacTBOp ruapokcuaa Hatpus 12,6 mu (2,34 monw/n). Becuser-
HBII ocanok oTGuIbTpoBEIBaNM 4Yepe3 4 4 u npombiBainu 50%-Mm
staHoioM. [lepexkpucrannuzoBeiBanu U3 coupra. Beixox 3,3 1, T.
. 135 °C [33].

2. Ilonyyanu B3aMMOJACHCTBHEM WIHMICHMAIOHOHUTPHUIA C
sytun6poMuuanamneratom (cxema 46, R'=R?’=CHjs), myTs b.

Memoouxa. VN3onponunuaenmanonorutpuia 2 r (18,9 mmoins) u
atun Opomimanoarietatr 3,84 r (20 mmons) pactBopsin B 50%-M
BoAHOM 3TaHone (25 mur). Kpucramisl mpomykra oOpa3oBBIBAJINICH
yepe3 5 4 mpu KOMHATHOM TeMmmepaTtype. Uepes 24 4 mpoayKT
OTQUIBTPOBBIBAIIM U NEPEKPUCTAIUIN30BBIBATN U3 3TaHoJa. Bri-
xox 1,17 T (29%) [55].

74



CN

NC ITHI 3-mernia-3-3tuia-1,2,2-
TPULUAHO-UUKJIONPONAHKAPOOKCHIAT (CMeChb yuc M mMpauc)
(108) UK (Nujol), v, em: 2260, 1745, 1275, 978. *H SIMP (areron-
de), T, m.a.: 5,64 k8 (J 7,0 T); 8,65 T (J 7,0 T'x); 7,94 xB (J 7,5 T'm);
8,87 1 (J 7,5T); 8,26 c; 8,39 ¢ [55].

[lomyuanu B3amMoJIeHiCTBHEM WITHACHIIMAHOAIIETaTa ¢ OpoMMa-
JIOHOHUTPHUIIOM (cxema 46, R1=CH3, R2=C2H5), myTh A.

Memoouxa. a) Dtun 2-6ytunuaeniimanoanetar 1 r (5,98 MMois)
u opommanononutpui 1,01 r (7 mmonb) pactBopsuin B 80%-M BoA-
HOM 3TaHoe (12 M) U BBIIEPKUBAIH P KOMHATHOM TeMIieparype
20 4, 3areM J00aBJISIIM 2 MJI BOJABI M HarpeBaju JI0 KHUIICHUS He-
cKonbKO 4acoB. [locne oxnakaeHus Ha JeAsHOW OaHe BBIIEISIICS
0CaJI0K, KOTOPBI OT(HIBTPOBHIBATIHA M NEPEKPUCTAIUIN30BBIBAIN H3
stanona. [lomyunnu 6ensie kpuctawisl 0,88 r (64%), T. . 87-89 °C
[55].

0) Dtun 2-0yrunuaenianoarerar (5,0 r) 1 GpOMMaTOHOHUTPHIT
(4,35 r) pactBopsiin B atanosie (20 M), 100ABIISIIA PacTBOP THAPO-
keuma Hatpust 12,6 mut (2,34 monb/i). BecuBeTHBINH 0cagoK OTHUITBT-
poBbsIBaiH uepe3 4 4 u npoMbiBanu 50%-M 3tanonom. Ouuriany me-
pexpucTaum3anuii u3 cnupta. Berxon 4,5 T, 1. tun. 89 °C [33].

C,H50,C
H;C N

H,C CN

NC Otua  3-merwia-3-#-nponmia-1,2,2-
TPUIHAHOUMKIONPOoNaHKapookenaaT (cMech yuc u mpanc) (109)
UK (Nujol), v, em ' 2260, 1747, 1269, 979. 'H SIMP (aueron-dg), T,
M. 5,62 kB (J 7,2 Tm); 8,64 T (J 7,2 T'm); 8,25 ¢; 8,38 ¢; 8,98 ymrT,
(J 7 I'); 8,03 m [55].

IMonyyanu B3auMMOJACHCTBHEM HIMACHIMAHOAIIETaTa C OpoMMa-
JIOHOHUTPHUIIOM (cxema 46, R!'=CHs,, R2:C3H7), myTh A.
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Memoouka. dtun 2-neAtunuaeHIManoanerar 1 r (5,52 MMon)
n 6pommanononutpun 1,02 t (7,04 mmons) HarpeBamn B 50%-M
BOJHOM 3TaHoue (15 M) Ha KumsIeil BoIssHOM OaHe HECKOJIBLKO MU-
HYT, 3aT€M TEMHO-KOPHYHEBYIO PEAKIMOHHYIO CMECh BBIICPIKUBAIH
mpu KomMHaTHOM Temmepatype 1 mec. Ilocme atoro pactBopuTenb
YAaNsIM Ha POTOPHOM Hcmapurene, nodasmsim 10 Mt BOOsI U 0X-
JXIal JIbA0M. BeiaenuBmiuiicss ocalok OTQUIHTPOBBHIBAIU H
MEePeKPUCTAIIIN30BEIBAIM U3 dTaHoda. llomydmnu Oensie Kpu-
cramist 0,50 T (37%), T. mn. 63-65 °C [55].

CH;  co,c,H,s

HC CN

H,C CN

NC Ot 3-metua-3-uzonponuia-1,2,2-
TpHIHAHOUHKKIoNponanKkap6oxenaar (110). MK (Nujol), v, cm ™
2275, 1745, 1256, 1017. *H SIMP (areron-dg), T, M.11.: 5,62 kB (J 7,2
I'm); 8,651 (J 7,0 T'w); 7,76 m (J 6,8 T); 8,79 1 (J 6,8 T'm); 8,99 11 (J
6,8 I'm); 8,35 ¢ [55].

[Nonywanu B3amMonAEHCTBHEM HIIMACHIMaHOALETaTa ¢ OpomMma-
JIOHOHUTPHUIIOM (cxema 46, R!'=CHs,, R2=i—C3H7), nyTh A.

Memoouka. dtun 3-metwin-2-OyrununeHnuanoanerar 2,18 r (12
MMoJTb) B OpommarionoruTpui 2,18 r (15 mmons) kumsitimm B 80%-M
BoiHOM 3TaHose (20 Mi1) ¢ OOpaTHBIM XOJOAMIBHUKOM 5 U, 3aTeM
BBIJICPXKHMBATIM MPH KOMHATHON TemmepaType 2 Henenu. Beiaenus-
HIAKCS 0CaZ0K OT(QUIBTPOBBIBAIM W IMEPEKPUCTALIM30BBIBAIH U3
sta"ona. [lomyuwmu 0,19 t (7%), T. . 131-134 °C [55].

C,H;0,C
H,C CN

H;C CN
NC Tna 3,3-mmaTia-1,2,2-rpunuano-
uukronponankapéokemnar (111). MK (Nujol), v, cm™: 2255,
1741, 1275, 975. 'H sIMP (aueron-dg), T, m.a.: 5,62 kB (J 7,2 T'm);
8,631 (J7,2Tm); 7,998 (J 7,5T); 8801 (J7,2Tm);8931(J 7.2
I'w) [55].
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[omyuanu B3amMoJIeliCTBHEM WIIHACHIIMAHOAIIETaTa ¢ OpoMMa-
JIOHOHUTPHUIIOM (cxema 46, R1=R2=C2H5), MyTh A.

Memooduxa. Dtun 3-nentununenuunanoanerar 2 r (11 Mmons)
u OpommanioHOHHTpUI 2,2 T (15 MMOIB) pacTBOPSIN B 3TaHOJE
(30 mur) 1 BBIEPKUBATIN ITPU KOMHATHOM TemmepaTtype 2 aHs. 3a-
TEM CMeCh KHIIATWIM C OOpaTHBIM XOJIOAWIBHHKOM HECKOJIBKO
yacoB. [locne oxmaxneHus BBIICTUBIIUICS 0CaZOK OTHUIBTPOBBI-
BAJIM ¥ NIEPEKPUCTAIUIN30BBIBAIN U3 3Tanoma. [lomyunim Genble Kpu-
ctamsl 0,95 1 (35%), T. . 93-95 °C [55].

C,H50,C
CN

CN

NC Itua 1,2,2-rpuuuanocnupo|2.4|renrtan-1-
kap6okenaar (112). MK (Nujol), v, cm ' 2260, 1743, 1282, 970. 'H
SIMP (IMCO-dg), T, m.a.: 5,72 k8 (J 7,2 I'n); 8,66 T (J 7,2 T'y); 7,70-
8,40 m [55].

[lomyuanu B3amMoJIeliCTBHEM WITHACHIIMAHOAIIETaTa ¢ OpoMMa-
noxoruTpHIOM (cXeMa 47, RM+R*=C,Hg), myTs A.

Memoouxa. Itun 1ukIoneHTuwnuAeHanoamnerar 1,8 r (10
MMoITb) u OpommanioHoHUTpmI 1,9 r (13 MMoIB) pacTBOpsUTH B 3Ta-
Hoje (5 MJI) M BBIOCPKMBAIM NPH KOMHATHOM TeMmIepaType He-
CKOJIBKO YacoB. 3aTeM K CMeCH JI00aBIISIIH BOAY, TIPH 3TOM BBIIEIH-
JIOCh KOPUYHEBOE MAaCJIO, KOTOPOE CITYCTS 2 IHS 3aKPUCTAJUIN30BBI-
Banochk. OcaloK OTGUIBTPOBHIBAIM M MEPEKPUCTAIIIM30BBIBATIN W3
atanona. [lomyaunu 0,35 r (15%), 1. 1. 136-139 °C [55].

C,H50,C
CN

CN

NC AT 1,2,2-Tpunnanocnupo|2.4]ok-
Tan-1-kap6okenaar (113). MK (Nujol), v, em': 2275, 1745, 1274,
981 cm™. 'H SIMP (ameron-dg), T, m.a.: 5,61 xB (J 7,2 I'); 8,64 T (J
7,2T); 7,78-8,08 m; 8,08-8,50 m [55]. CTtpykTypa M3yd4eHa METOIOM
PCA [56].
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1. Tlomywanmn B3aWMOAEWCTBHEM WIIHMACHIIMAHOAIlETaTa C
6pOMMAIIOHOHHTPIIOM (cxeMa 46, R'+R*=CsH,y), nyTh A.

Memoouxa. Dtun uukimorekcuiuaeHuanoamnerar 0,5 r (2,59
MMOJIb) U OpomMmanoHonutpun 0,75 r (5 MMONb) BCTpSXUBald B
80%-m stanoie (10 M) g0 pacTBopenus pearcHToB. Uepes 1 4 npu
KOMHATHOH TeMIepaType Hadal BBIAEIATHCSA ocanok. Yepes 4 1 oca-
JOK OT(GHUIBTPOBBIBAIIN U MEPEKPUCTAILIM30BBIBAIN U3 TaHoma. [lo-
mygunu 0,65 T (98%) [55].

2. Tlonmyvanu B3aMMOJCHCTBHEM WINJACHMAIOHOHUTPUIA C
ATHIIOpOMIIHaHoarieTaToM (cxema 46, R1+R2:C5H10), nyTh b.

Memoouxa. uknorekcuanaeHManoHoHUTpua 1 T (6,85 MMoib)
u T Opomimanoarnerar 1,54 r (8 mmonp) kursitunu B 50%-M BoJ-
HOM 3TaHoJIe HOYb. 3aTeM MpHU BbIIEPKUBAHUU MTPU KOMHATHON TEM-
nepaType BBLACISUICS 0CaZoK, KOTOPBIH OTQUIBTPOBHIBAIN U IEpe-
KpUCTAIM30BbIBaNM U3 3TaHoia. [lomyunmu 0,42 1 (24%), T. mi.
129-131 °C [55].

NC
CN

H CN

C,H50,C Otua  3-dgeHuin-1,2,2-TpuHaAHOIMKIIO-
nponankapookcuiaar (cMech quacrepeomepon) (114). K (Nujol),
v, cM 1 2260, 1734, 1288, 1233, 1015, 740. 'H SIMP (CDCly), §,
ma: 1,21t (J7,2Tm); 1,47 v (J 7,2 Tn); 3,98 ¢; 4,04 ¢; 4,25 B (J
7,2 Tn); 4,52 x8 (J 7,2 T'n); 7,29-7,46 ™; 7,50 ¢ [57].

1. Tlomyyanun B3auMOAEWCTBHEM WIIHMJAEHIIMAHOAIlETaTa C
6pommanoHoHuTprIoM (cxema 46, R'=H, R>=CgHs), nyTs A.

Memoouxa. tun 6emsununennuanoanetar 1,0 r (4,98 Mmmons) u
opommasiononutpui 0,74 r (5,1 Mmonb) kunatiuiad B 50%-M BogHOM
sta"ose (20 M) ¢ 0OpaTHBIM XOJOAMJILHUKOM HECKOJIBKO 4YacoB, B
TEUCHHE KOTOPHIX HAOIIOJAIOCh BHIICICHHE OCaKa. 3aTeM peaKIlH-
OHHYIO CMECh OXJIQXKJAJIH, OCAJOK OT(PHILTPOBHIBAIA U TIEPEKPH-
cTajuu30BbIBaIHN U3 3tanona. [omywmwmu 1,00 r (77%) [55].

2. [Tlomydanu B3aMMOAEWCTBHEM WJIMJICHMAJIOHOHUTPUIA C
ATUIOpOMIIHAaHAIETaTOM (cxema 46, R'=H, R2=C5H5), nyts b.
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Memoouxa. bem3sumuaeamanonoruTpmwt 1,0 T (65 MMonb) u
atun 6pomnuanoanerat 1,25 r (6,8 mmons) B 60%-M BogHOM 3Ta-
Hoye (27 MII) KUNATUIU ¢ OOpaTHBIM XOJOJWILHHKOM 3 4. Mac-
JISHBIA CJIOM OTHENSIM U KPUCTAJUIM30BAJIM, BBIICPKUBAs B XOJIO-
JMITBHUKE HECKOJIBKO YacoB, MOCIE MEPEKPUCTANTH3AIUH TOTYYHITH
0,51 (29%), T. . 124,5-126 °C [55].

3. lTlonmywanu B3auMojaeicTBUEM OCH3UIUACHMATIOHOHUTPH-
na ¢ au6poMUMaHYKCYCHBIM sdupom (cxema 47, R'=H,
R2=C6H5), nyth B.

Memoouxa. K cmecu muOpomatwnnuanoanerata 77 mr (0,50
MMoJIb) U uoauaa autus 67 mr (0,50 mmons) B JIMDA (1 miu) mo-
OaBismn  OemsmmaeaManoHoruTpra (0,60 MMONB) M cMech Tepe-
MEIIIUBANU NPU KOMHATHON TemriepaType 1 4. [IpoaykT skcTparupo-
Bau 3(QUPOM, 3KCTPAKT MPOMBIBATH BOAOH M CYIIMIH CYJIb(HaToM
HaTpusl. PacTBOpUTENb yHANSIN MPH MOHMXCHHOM JTABICHHUH U OC-
TaTOK XpoMaTorpadupoBaiy Ha CHIHKarene (JIOEHT CMECh TeKCcaH-
stunanetar 2:1, 3atem stwianerar). [onyuwim 124 mr (94%) 6eno-
ro BemiecTBa (COOTHOIICHHE yuc- u mparc-uzomepoB 51:49). Ipu
aHaJIOTMYHOM TMPOBEJCHUH pEeakiuu B 3(Upe BpeMs peakiuu 3 d,

BbIX0JT 78%, cooTHoIIeHHe n3oMepoB (92:8) [57, 58].
H,CO

NC
CN

H CN

CH50,C Ituia 3-(4-meroxcudenni)-1,2,2-

TpHIHaHONHUKIoNponankap6okeuaar (115). UK (Nujol), v, ecm
2275, 1743, 1267, 1180, 990 cm. ‘H SAMP (IMCO-dg), T, m.1.: 5,58
kB J (7,2 Tw); 8,63 T (J 7,2 I'm); 5,79 c; 6,19 ¢; 2,40 1 (J 9 I'y); 3,00
n(J 9 Tm) [55].

1. Tlomyyanmum B3aMMOJEHCTBHEM WIMACHIHMAHOALETaTa C
6pommasnoHoHuTpIIoM (cxema 46, R'=H, R?=4-CH;0CgH,), myTs A.

Memoouxka. DT n-anm3mwmaeHnuanoanetar 1,16 T (5 Mmmons) u
opommaniononutpuia 1,5 r (10,3 mmone) BerpsixuBanu B taHode (10
MIJI) JI0 pacTBopeHusi peareHTOB. CMeCh OCTaBIsUTM Ha HOYb IPH
KOMHATHOHW Temrneparype. Boinenusimiicss ocajjok oTGUILTPOBBIBA-
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JU U TIepeKpPUCTAIUTN30BbIBaNN 13 dTanona. [lomyuanmu 0,53 1 (36%)
[55].

2. Tlonywanu B3aMMOJACHCTBHEM HIHICHMAIOHOHUTPHUIA C
stunopomiuananeratom (cxema 46, Rl:H, R2=4-CH3OC5H4),
nyts b.

Memoouka. n-AnmsumuaeamManonoHuTpun 0,92 t (5 mMMoib),
st 6pomuuanoanerat 2,00 r (10 mmoins) u cimpt (30 M) BCTps-
XUBAJIM 10 TIOJTHOTO PAacTBOPEHUS KOMIIOHEHTOB. Uepes 2 mHS mpH
KOMHATHOH TeMIlepaType Hadalld 0Opa3OBBIBATHCS KPHCTALIBL. Ye-
pe3 1 Hememro MPOIYKT OT(PHIBTPOBBIBAIA U MEPEKPUCTAILTU30BBI-
Banu u3 crupta, noxyqdwi 0,89 r (60%), T. mi. 95-97 °C [55].

C,H;0,C

H,C CN

H CN

NC Orua  1,2,2-Tpunuano-3-3TUINHKIO-
nponankap6okcuaar (116). *H SIMP (CDCly), 8, m.x.: 1,151 (3 7,3
I'm); 1,25 v (3 7,3 Tw); 1,38-1,45 m; 1,87-2,04 m; 2,70 T (3 7,5 Tw);
2,79 1 (J 7,5 T'u); 4,36-4,49 m.

1. Tlonmyuyanu B3aUMOJCHCTBMEM HWJIMJICHI[MAHOAIETATA C JHO-
pommanosornTprioM (cxema 47, R'=H, R*=C,Hs), myTs A.

Memoouxa. Dtun 2-umaHoneHt-2-enoat (1,5 Mmonw), nud-
pommanonouutpuia (0,5 MMOJB), MOPOMIOK METATINYECKOTO HMH-
s v uogupd yutus (1 MMOJb) TepeMelnBail MpH KOMHATHOM
temneparype B IM®PA (1 mi) B Teuenue daca. OGpa3yeTcs TONb-
KO mpanc-uzomep ¢ BeixogoM 100% B mepecuere Ha nTuOpomMMma-
JIOHOHUTPUII [2].

2. llomydanm B3aMMOAEWCTBHEM WIIMICHMAIOHOHUTPUIA C
STUIAUOpOMIIMaHOAeTaTOM (cxema 47, R1=H, R2:C2H5), nyth b.

Memoouxka. K cmecu muOpomadTmimuanoanerata 77 mr (0,50
MMoItb) U noauna autus 67 mr (0,50 mmons) B JIM®DA (1 mi) mo-
Garsum npornmraeHManonoHuTpma (0,60 MMONIB) B cMech Tiepe-
MEILIMBaJIM [IPU KOMHATHOM TeMiiepaTtype 5 4. IIpoaykT skcTparupo-
BaM 3(QHUPOM, SKCTPAKT MPOMBIBATHA BOJOW M CYLIMIH CyIb(paTom
HaTpusl. PacTBopuTeNns ynansiau npu MOHMKEHHOM JIABJIEHHHM U OC-
TaTOK XpomaTorpadupoBaiy Ha CHIIMKarene (II0eHT CMECh TeKCaH-
stunanerar 2:1, 3arem stunarerar). [lomyuunu Genoe BemiecTBo ¢
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BbIX010M 48% (cooTHOMmIEHHE Yuc- 1 mparc-u3omMepoB 50:50), T. .
(uer mannbIx) [57, 58].

O,N / / NC
0O CN

H CN

C,H50,C Omua  1,1,3-Tpunmano-2-(5-uur-
podyp-2-un)-unkionponan-3-kapoéokenaar  (117). 'H  SIMP
(IMCO-dg), 8, m.i.: 7,77 ; 7,12 1i; 4,60 c; 4,32 k8; 1,31 1. *C SIMP
(AMCO-dg), 8, m.a.: 159,8; 151,3; 146,2; 115,5; 113,5; 111,4; 110,1;
109,5; 64,7; 13,7.

ITonyyanu B3aUMOAEHCTBUEM MAJTOHOHUTPWIA C I3THI 2,3-
IUXJI0p-2-1nano-3-(5-uutTpodyp-2-ui)nponuoHarom (cxema 48).

Memoouxa. [1pu nepemMenInBaHuM K pacTBOPY (hypaHOBOTO MPO-
m3BogHoro 0,614 r (2 mmonp) u 2,1 MMOIP MaJOHOHHUTPHJIA B alle-
toruTpuie (8 mi) mobamsn komuauH 0,52 mi (4 MMOJb) B atle-
ToHUTpHIIEe (4 MJI) IpU KOMHaTHOW Temmeparype. [lepemennBanue
npojomkanu 1 4, 3atem mobasmsmu 15 M 3%-#1 XJII0pOBOIOPOAHOM
KHCJIOTBI M CMECh SKCTparupoBaiu xiopodopmom (3 paza mo 10 mi).
OObeMHEHHBIC OpPraHUYeCKHe CJIOW MpoMbiBaid Bogoi (10 mu),
cymrm (Na,SO,), XxmopoopM OTrOHSUIM U OCTATOK 00padaThIBaIIN
ciupToM (5 mi). OOpazoBaBIIMecs KPUCTAILIBI OT(QHILTPOBHIBAIIY,
MPOMBIBAIIM BOJIOM M CIIUPTOM M TEPEKPUCTAIUIN3OBBIBAIIN U3 CMECH
cioupt ateToHuTpui. [lomyunnu 0,300 r (50%), T. . 138-144 °C.
(cmech anacTepuoMepoB).

Paznenenre n3oMepoB MPOBOAMIM XpOMaTorpadUpOBaHHUEM Ha
cuwiukareye (3JII0CHT XJIOpo(opM), MOJYYHIA YHCTHIE H30MEPBHI.
Tpanc-uzomep 0,05 r, T. 1. 144-146 °C u yuc-n3omep 0,05 r, T. m.
162-163 °C [59].

H;CO,C
H;C CN
H CN
NC Metuna 1,2,2-Tpunmano-3-Me THIIIUKJIO-

nponankapookcuaar (118).
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3anmaTeHTOBaHO JBa Criocoba mojydeHus ukionpomnana (118).
IlepBoiii  cmoco®  ocHOBaH  Ha  peakmum  2-xmop-2-(1-
XJIOPITHI)MAJTOHOHUTPUIIA € METHI  [HAHYKCYCHBIM  3()HPOM
(cxema 49).

Cxema 49
H,CO,C
cl Cl H,C CN
>—'—CN + CH,(CN)CO,CH; ——»
H,C N H CN
NC

Memoouxa. 2-Xnop-2-(1-xmopatun)manononutpua 10,8 r (0,05
MOJIb) U MeTHIIHaHykcycHbId 3¢up 3,3 T (0,05 Moip) pacTBOpsUIIH B
53 mn meranona. K aToMy pactBopy n00aBisuid MpU MepeMenInBa-
HUU pacTBOp 24,6 T KPUCTALIIMYECKOTO aleTara HaTpus B 65 MII BO-
11, Iojiep kuBast Temmepatypy 30-35 °C. Cmech nepememmrBaii B
teueHue 15 muH. OcaJok OTQUIBTPOBHIBAIN, MPOMBIBATH BOJOH,
CYIIMIN M TEPEeKPUCTAIUIN30BBIBAIM U3 dTaHona. Beixoxm 12,3 1
(74 %).

Bropoii crmoco6 ocHOBaH Ha aHAJOTHMYHOW PEAKIMH C MaJOHO-
autpuioM (cxema 50).

Cxema 50
H;CO,C
cl Cl H,C CN
CN + CH,(CN), ——>
HC  Co,CH, H CN
NC

Memoouxa. Metun 2,3-muxiop-2-umanodyrupar 9,8 v (0,05
Mouib) ¥ MajoHouuTpua 3,3 1 (0,05 Monp) pacTBopsiiM B 25 M Me-
TaHOJIa U Jlajiee K HEMY NP MEepEMENIMBaHNN TPUOABIISIN PAaCTBOP
12,3 r KpUCTaJUIMYECKOro aneTraTta HAaTpUs B 35 MJ BOJBI, MOJAEP-
xuBas temneparypy 30-35 °C. Ilepememmanu 10 MuH, ocagok OT-
(bMIBTPOBBIBAIH, TEPEKPUCTAIIM3OBBIBATIN M3 JTaHONA. BhIxon
MPaKTUYECKU KOJUYECTBEHHBIH, T. 1. 144-145 °C [16].
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3. 9¢pHpbI HUKJIONPONAHTETPAKAPOOHOBBIX KHCJIOT

CrnoxHos(pupHas rpymmna BapuadelbHa B TOM IUIaHE, YTO yT-
JICBOJOPOAHBIN (DparMeHT MOXKET OBITH JIFOOBIM, OJHAKO CpEeIu
COeJMHEeHHNH, CHHTE3 KOTOPHIX OMHCAaH B JHUTEparype, Qpurypu-
PYIOT TOJNIBKO METHJIOBBIM W 3THIOBBIA 3Quphl. Bce m3BecTHBIE
M0 JINTEPATyPHBIM UCTOYHUKAM TETPa’(HpHI, 32 OJHUM HCKIIO-
geaueM [80], ABIAIOTCS MPOU3BOIHBIMU OIHOTO CIHpPTa — JHOO
MeTaHoJa, MO0 3TaHoNa. M3 BO3MOXXHBIX U30MEPOB 1O B3aMM-
HOMY PAacIOJ0KCHUIO CIIOKHOA(DUPHBIX TPYIN ONMUCAHBI Mpe-
WMYIIECTBEHHO 3¢uphl nukionponan-1,1,2,2-rerpakapboHoBoii
KUCTOTHL. M3BecTHBI Takxke »¢upbl 1uKIonponan-1,1,2,3-
TeTpakapOOHOBOH KHUCIOTHI, JJIsl KOTOPOH BO3MOXHA TaKXe CTe-
peousomMepus.

HukmonponaHTeTpakapOOKCHIATH OB TTEPBBIMHU U3 CHHTE-
3UPOBAHHBIX AIEKTPOASPUIUTHBIX IUKIONPOnanoB. CaMbiM
NMEPBBIM U3 HUX ObIn CUHTCE3UPOBAH TCTPAdITUJI HHUKJIOIIPOIIAH-
1,1,2,2-terpakap6okcuiar B 1886 ronay Ilepkunbim [76]. IlepBrie
METONBl CHMHTEe3a OBLIM OCHOBAHBI HA HWCIIONB30BAaHUHU PEAKIIHA
KOHJIEHCAILIMU THUIIa peakiuu Biopua ¢ MCHOJIb30BaHUEM HaTpHUE-
BeiX cojieit CH KucioT ¥ rajoreHONmpOW3BOAHBIX. DTOMY CIO-
COOCTBYeT TO, YTO HCXOJHBIE COEJWHEHHS, COJAEpKaIlHe He-
CKOJIBKO 3JIEKTPOHOAKLENTOPBIX CIOXHOIPUPHBIX TPYII, CpPaB-
HUTENBHO JIETKO 00pa3yloT HATPUEBBIE COJM, MPUYEM CYIIECT-
BEHHOE 3HAUEHHE HMMEEeT CpPaBHUTENbHAs WHEPTHOCTH CIOXKHO-
aupHO# Tpynnel MertamnueckoMy HaTputo. CoBpeMeHHbBIE Me-
TOJBl OCHOBAaHBI Ha TEX K€ MOJAX0J/aX, YTO HCIOJB3YIOTCS JIs
CHHTE3a TeTPalMaHOUKIONPOMaHOB. MHOTO NHKJIONPOTaHTET-
pakapOOKCHIIATOB OBLIHM MOJIYYEHBI C HCIIOJIB30BAaHUEM DJIEKTPO-
XUMHUYECKHUX METOLOB.

K HacrosmieMy BpeMeHHM B JIMTEpaType ONHcaH CHUHTE3 29
MPOU3BOJIHBIX IUKIJIONPOIIaHa, 3aMEIIECHHBIX YETBIPhMS CJIIOKHO-
supHbIMU Tpynmnamu. Huke NMpuBOASITCS M3BECTHBIE B HACTOS-
1ee BpeMsl MPeACTaBUTENH d(PUPOB MUKIOMPOIAHTETPaKapOOHO-
BOW KHCJIOTHI, UX XaPaKTEPUCTUKU U CTIOCOOBI MMOTyYCHUS.
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H,CO,C

H CO,CHj
H CO,CHj
H,CO,C

Terpamerni-1,1,2,2-nukJIonponanTeT-
pakap6okcmaar (119). UK (KBr), v, ecm : 1754, 1730, 881. 'H
SAMP (CDCl), 8, m.a.: 2,15 ¢; 3,71 c. *C SIMP (CDCly), 8, m.x.:
23,9; 41,1; 53,2; 166,2.

CuHTEe3 JaHHOTO BEIeCTBa ONMUCaH B 13 HCTOYHMKAX.

1. OpHuM U3 MEPBBIX CIIOCOOOB MOJIYYCHHE TETPAMETUIIOBOTO
sdupa SIBIAETCS 3aMbIKAHHE TPEXWICHHOTO MHUKJA MOCIEI0BATEIh-
HOM 00paboTkoii TeTpamerun mpomaHn-1,1,3,3-rerpakapOokcunaTa
(ero HETPYOHO TONYYUTH KOHJAEHcanueil QopManbieruia ¢ METHI
MAJIOHOBBIM 3(HPOM) B METAHOJIE JBYMS SKBUBAJICHTAMU METHJIATA
HATpHA U 3aTeM OJHHUM DKBUBAIEHTOM Opoma (cxema 51).

[NepekprcTamnu30BbIBaIN U3 cMeCH OEH30JI-TUTPONH, OTYYHIN
00JIbINIKE PU3MBI, BBIXOJ HE YKa3aH, T. 1. 71,5-72 °C [60].

Cxema 51
H CO,CH, Na_ CO,CH; H,CO,C
CO,CH,4 CO,CH; CO,CH,
+ 2CH;ONa__ _¥Bn
- 2NaBr
CO,CH; CO,CH;,4 CO,CH;
H (CO,CH, Nd CO,CH; H;CO,C

2. Tlomyuanu o06paboTkol TeTpameTwsi 1,3-auOpomMmponaH-
1,1,3,3-reTpakapOoKcuiiaTa HaTpUeM B ToIyole (cxema 52).

Cxema 52
Br CO2CH3
H;CO,C
CO,CH
2~ CO,CH,
+ 2Na —>» + 2 NaBr
CO,CH,4 CO,CH;
BY CO,CH, H;CO,C

[lepexpucrannn3oBsiBany U3 IUrpouHa, T. mwi. 71 °C [60].
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3. Tomyuamn B3aUMOJICHCTBHEM TeTpaMeTuI 1,3-
muopommpornan-1,1,3,3-rerpakapbokcuiaTa ¢ Terpamerwa  1,3-
muHarpuiinponan-1,1,3,3-rerpakapookcunatoM (cxema 53).

Cxema 53
Br.  CO,CHj; Na  CO,CH,4 H,CO,C
CO,CH, CO,CH,4 CO,CH;
+ —_— q: + 2 NaBr
CO,CH,4 CO,CH, CO,CH;
B CO,CH, Na© CO,CH; He0C
Memoouxa. YucTeit TETPaMEeTHI nponan-1,1,3,3-

teTpakapbokcuiar (10 r) cmemuBanu ¢ pactBopoM Hatpust (1,75 1) B
abcomoTHOM MeTaHoe (50 mit) U 3aTeM 00pabaThIBalId OJJHOKPATHO
teTpametun 1,3-mubpommpomnan-1,1,3,3-rerpakapookcmnatom (15,75
T'), BBIISITUBIIHMICS OPOMUI HATPUS OTICISUTH, K PeaKIMOHHOM Macce
M00aBIISITA BOMY, BBIACISUIOCH MAciio, KOTOPOE OBICTPO 3aKpHCTAI-
nmu3oBbIBasiock. Yepe3 1 4 ocagok OTQHUILTPOBHIBAIH, MPOMBIBAIN
BoJoi. OuMianu mnepeKpucTalid3alel U3 JErkoro Merpojieyma.
Brrxogs! He mpuBeneHsl, T. 1. 70,5-71 °C [65].

4. Terpaapup (119) oOpasyercs Bmecte c¢ 9ran-1,1,2,2-
TETPaKapOOKCHIATOM IIPH B3aUMOJACHCTBUH JUHATPUEBOH COJIU TET-
PaMETOKCHKapOOHWJINPOIaHa C  XJIOPMETHUIMAJIOHOBBIM  3(HPOM
(cxema 54).

Cxema 54
Na COZCH3
COCH; g co,CH,
+ 2
CO,CH; Cl CO,CH;
H3C02C Na C02CH3

CO,CH;  H;CO,C._ _CO,CH;
— + + 2NaCl

CO,CH;  H,;CO,C CO,CH,
H;CO,C
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[NepekprcTalIH30BBIBATIA U3 JIMTPOUHA, KPYITHBIC MPHU3MBbI, BbI-
XOJI He yKa3aH, T. L. 73 °C [61].

5. Tlomydanu B3aMMOJACHCTBHEM TETPAMETHI STHIICHTETpaKap-
OokcuiaTa ¢ Tua3oMeTaHoM (cxema 55).

Cxema 55
H,CO,C_ _CO,CH FO2CHs RO
3 2 3 CO,CH
| & CHN, // CO,CH; ):[MCO 7
H;CO,C CO,CHj, CO,CH; CO,CH;
CO,CH; H;CO,C

Peaknms TerpameTHmi 3THIIEHTETpakapOOKCHIaTa C Jra3oMeTa-
HOM B 3¢upe npu 20 °C npuBOIUT K 00pa30BaHUIO OECIIBETHOTO ITH-
Pa30JIMHOBOI'O TMPHU3BOJHOr0, ¢ BBIXOAOM 79%, T. 1. 86-88 °C.
[MuppazonuHOBOE Mpow3BOHOE BRIENseT a3oT npu 140 °C B 6pom-
oenzoine ¢ ty; = 39 mun, 00pasys nukinonponax (119) B cmecu ¢ apy-
rUMH BelecTBaMu U BbIxogoM 60 %. B 0,09M tpudropykcycHoit
kucinore B 1,1,2,2-terpaxiopatane npu 25 °C a30T BbLAECISIETCS C
ty, = 31,3 u. Ilocne ynaneHus: KUCIOTHI U PACTBOPUTENS IIHKIOTPO-
maH Obul TomydeH ¢ BbIXoAoM 95%. Ero mepermamu 100-110
°C/0,001 MM pT. CT. M NEPEKPUCTAILIM3OBBIBATN U3 CMech 3(hup-
meHTaH, T. mwi. 69,5-70,5°C [10].

Bonee moapoOHO 3KcIIepUMEHTaIbHAS YacTh MOJTYYEHHsI IUKJIO-
npomnana (119) pasyioxeHneM MUPa30JIMHOBOTO MPOM3BOIHOIO OIH-
cana B pabore [7].

Memoouka. K pactBopy 107,8 mr (0,357 MMomnb) TeTpameTHiI
3H-mmpazon-3,3,4,4(5H)-rerpakapbokcunara 8 0,5 mn CDCl; mo-
OaBisM 2 Karm TPpU(TOPYKCYCHOM KHCJIOTBI, TPH 3TOM Hayall
SHEPTUYHO BBIIEHATHCSA a30T. KonnuecTBeHHBIN 'H-SIMP-anamus c
ucnojib3oBanueM 1,1,2,2-teTpaxjiopaTaHa Kak CTaHiapTa IoKa3al
BBIJIETICHHE T[EJIEBOTO IIUKJIOTPOIIaHa ¢ BBIXOJ0M 94%.

[IpoayKT MOKHO BBIIEIHUTH B YHCTOM BHJIE MTyTEM BaKyyMHOM
neperonku npu tremneparype 100-115 °C u pasnenun 0,001 atm. C
BBIXOZIOM 95% mieperoHseTcss Macio, KOTOPOE KPUCTALIITN30BATIH U3
cMmecH 3up-nieHTaH, T. 1. 69,5-70,5°C.

Memoouxa. Terpamernn 3H-nupazon-3,3,4,4(5H)-
terpakapookcmiar 297 mr (0,98 mMonp) B 5 M OpomOeH301a Ha-
rpeBasin Ha MacisiHoH Oane mpu 140 °C mpu nepemelIMBaHUM Ha
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MarHuTHOM Mernaike. Ilocie BbleNeHUs] a30Ta MPOIYKT BBIACISIIN
Kak B MpeablayiiemM meroze [7].

6. Ilomywanu s1eKTPOIH30M (IJIEKTPOOKUCICHUEM) TeTpame-
Tun nponas-1,1,3,3-terpakapbokcuiara (cxema 56, R=H).

Cxema 56
H;CO,C H;CO,C
C02CH3 R COZCHj,
R QJICKTPOJIN3
KI, CH;0H
CO,CH, H CO,CH;,
H,CO,C H,CO,C

Obwas memoouka 11

[IpenapaTiBHOE 3IIEKTPOOKUCIICHHE IPOBOANIN B BHICOKOM CTa-
KaHe BMeCTUMOCThIO 50 MJI, CHA0)KEHHOM KEPaMU4E€CKUM KaTOIHBIM
MPOCTPAHCTBOM, IMJIMHIPUYECKUM IUIATHHOBBIM CETYATHIM aHOJIO0M
(mnametp 33 MM, BbicoTa 40 MM) U HUKEJIEBBIM KaTOJOM B BUJE Ka-
Tymka. OKHCIeHne MPoBOAWIN Tpu mocTossHHOM Toke (0,3A), mpu
MepeMeIIMBaHNd MarHUTHOW MENIAJIKOW, MOJJIEpKUBas TeMIepary-
py 15 °C. PactBop Terpasdupa (5 mmonb), ramorenuga xamus (3
MMOITb) B MeTaHoue (40 M) 3JeKTPOOKHCISUIA KaK OMHCAHO BBIIIE.
O0paboTka peakIMOHHON CMeCH: TIOCHe yIaJIeHHUsS METaHOJIa Ha Po-
TOPHOM HCIIApHUTEsIe, 0CTaTOK 0OpabarbiBanu Boaoi (100 mi) u op-
TaHW4ecKui cioi skctparuposaiu 3pupom (3 mo 50 mi). O0benu-
HEHHbIE OPraHUYECKHE BBITSDKKU NMPOMBIBaIKM pactBopoM NapS,0;
(20%, 50 M), u cymmau (Na,SO4). OcTaTok, NMOJYYCHHBIN MOCIEe
yIAJIEHUs] PACTBOPHUTENS, ObII OUYMINEH TUCTWUISIHEH B BaKyyme
WITH TIepeKpUCTaLTH3alueit u3 mertanoia [62].

Jnst pkstonpornana (119) koaMyecTBO MPOMYIICHHOTO JIEKTPH-
gectBa 2,8 F/monb, Beixox 75%, T. mi. 69-70 °C [62].

Oowasn memoouka 12

B Oesnunadparmenyro sUeiiKy ¢ BHELIHMM OXJIaXXAE€HHEM, CHaO-
JKeHHyro Fe-karomom, Pt-anomom (paccTosiHue MEXIY JISKTPOdaMHu
5 MM), MarHUTHOH MEIIAIKOH, TEPMOMETPOM MU OOpaTHBIM XOJIO-
JUJIBHUKOM, MOMemanu 8 Mmonel 3¢upa, 4 MMoIeil aseKTponuTa
(MenuaTopa), 20 MI pacTBOpUTENST M TPOBOJMIM 3JIEKTPOJIN3 B pe-
KM€ TIOCTOSTHHOTO TOKa (TUIOTHOCTH Toka 220 MA/CMZ), MpomycKas
yKa3aHHOE KOJHMYECTBO 3JIEKTPHUYECTBA. PeakIMOHHYIO cMeCh yra-
puBaiu, mpoMeiBanu 20 MII BOIBI U dKCTparupoBaiu S0 My XJI0po-
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¢dopma. OpraHmdecKkuil CIIOM OTHEINSUIH, BBICYIIHBAIN CYJIb(haToM
HaTpHsA, YIIAPUBAIU U IEPETOHKON B BaKyyMe BbLAEIsH dGupsI [63].
B myOnvkanuy HeT TaHHBIX O BBIXOJIE | T. I

7. Coenunenue (119) momyueHo c¢ BeixogoM 90% 3meKTpoXH-
MHYECKHM  OKHCIICHHMEeM  TeTpameTwinoBoro ddwmpa 1,1,3,3-
MPOTMAHTETPAKAPOOHOBOM KHCIIOTHI B METAHOJIE WJIH AllCTOHUTPUIIC B
OpUCYTCTBUK OpoMuaa Hatpus. llepexprucTayin3oBbIBAIM U3 CMECH
oenzon-rekcas, T. mwi. 70-71 °C [66].

8. Coemunenue (119) ¢ HebombM BbIXOJOM (25%) monmydva-
eTcs TPH DIIEKTPONIU3e TeTpaMeTi dTan-1,1,2,2-TerpakapbokcunaTa
B MIPUCYTCTBUU MeTHIIeHOpoMHua (cxema 57) [67].

Cxema 57
H,CO,C
H;CO,C._ _CO,CH, CO,CH,
+ CH,Br, SJIEKTPOIIH3
H,CO,C~ ~CO,CH, CO,CH;
H,CO,C

9. Tlony4anu 3MEKTPOIH30M CMECH METHIMAIOHOBOTO (upa B
MeTaHoJIe B MPUCYTCTBHH XJIOpUAA JTUTHA (cXema 58).

Cxema 58
H,CO,C
H CO,CH; CO,CH,
CH.OH + 2 >< 3JIEKTPOJIN3
3 LiCl
H CO,CH; CO,CH,
H;CO,C

Memoouxa. B 6e3nnadparMeHHBIA AIIEKTPOIU3EP, CHAOKEHHBIN
TUIATHHOBBIM HJIM YTOJBHBIM aHOJOM M JKEJIE3HBIM KaToJOM, Mar-
HUTHOW MEIIAJIKOW, TEPMOMETPOM W OOPaTHBIM XOJOJHIEHHKOM,
nomMeniai pactsop 20 MMOJIb JUMETHIMAIOHATA, 8§ MMOJTb XJIOpHIA
yutus u 20 M MeTaHoJia U nponyckanu 2,4 F/Moib anexkTpuiecTsa
npu mioTHOCTH ToKa 220 MA/cM? u Temmeparype 50 °C. PeakiuoH-
HYIO CMECh YIapUBaIlM, MPOMBIBAIIM BOJOW M IKCTPArupOBAIU XJIO-
podopmom (50 mi). OpraHuueckuil cioil BBICYIIMBAIH CYJIb(aTOM
HaTpusd M ynapuBaiu pactBoputens. Brixon 50%, 1. min. 70-71 °C

[68].
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10. Cunre3 Terpaddupa (119) MOKHO OCYHIECTBISITH UCXOS U3
nukionpomnad-1,1,2,2-rerpakapO0OHOBOM KUCIOTHI B3aUMOICHCTBHEM
ee ¢ quazomeraHoM (cxema 59).

Cxema 59
HO,C H;CO,C
CO,H COZCH3
+ CHNy, —> N,
CO,H C02CH3
HO,C H,CO,C

Otum MetonoM Tetpasdpup (119) nomyyen ¢ Beixomom 20% u T.
1. 69 °C B pabore [64].

11. Terpametunossiit 3¢up (119) cuaTE3MpOBaH B CMECH C JIPy-
TMMHU BEIIECTBAMH C HEBBICOKHM BBIXOJOM TIPU TOCIICAOBATEIBHOM
o0Opabotke TerpasTun mnpomnan-1,1,3,3-TerpakapOokcuiiata TUAPO-
KCHJIOM KaJlisl B METaHOJIC U Aua3oMeTaHoM [69].

C,H;0,C

CO,C,Hj

C0,C,H;

CoH50,C TerpasTun nukJjgonponan-1,1,2 2-
Terpakapookcuaar (120). 'H aMmP (ameton-dg), 8, m.a.: 2,0 c;
1,27 1;4,13 k8 (J 7,1 T'y) [79].

1. Tlomyuanm B3aUMOJICHCTBUEM TETPa’TUI 1,3-
muHarpuitnponan-1,1,3,3-rerpakapbokcunata ¢ terpastun  1,3-
nuopomrpornan-1,1,3,3-rerpakapbokcuiiaToM (cxema 60).

Cxema 60
Br_ CO,C,Hs Na_ CO,C,Hs C,H;0,C

CO,C,H; CO,C,H; CO,C,H;
¢ + 2 NaBr
CO,C,Hs CO,C,Hs CO,CoH;s
Bf  CO,C,Hs; Na  CO,C,Hs CH0,C
Memoouxa. YucTed TETPadTHII nponan-1,1,3,3-

terpakapbokcunar (14 r) cmemmuBanu ¢ pactBopoMm HaTtpus (2 T) B
30 r abCoNMOTHOTO COMPTA U 3aTeM 00pabaThIBaId OAHOKPATHO TET-
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pametun 1,3-aubpommponan-1,1,3,3-tetpakapookcuiaarom (20 1),
temneparypy 30 °C mojyiepKMBaii BHEITHUM OXJIQKIACHUEM BOJIOH.
Bpomun HaTpusl KOJIMYECTBEHHO OTIENSIIN, CMECh HAarpeBalu Ha BO-
nsHoit O6ane B TeueHue 10 muH. K peakunonHo# mMacce m00aBisuIn
BOAY, BBIIETSUIOCH MAacjio, KOTOpO€ OBICTPO 3aKpHCTAJUTM30BHIBA-
mock. Uepesz 1 94 ocamok OTGMIBTPOBEIBAIH, TTPOMBIBATIH BOJIOH, TIe-
PEKPHUCTAIUIN30BBIBANIN U3 JIETKOT0 neTpojieyMma. Mrisl ¢ 1. . 46 °C
[70]. B opurmHampHOM paboTe MPOAYKTY PEaKIHHA OMIMOOYHO TPH-
UcaIu CTPYKTYpy  OKTadTHI nukiorexkcan-1,1,2,2,4,4,5,5-
okTakapOokcunata [74].

2. Tlonmyvanu KoOHAEHCAaUWeH TeTpa’Tun 1,2-TuHATpUKAdTaH-
1,1,2,2-rerpakapOokcunaTa ¢ AMOPOMAITaHOM (cxema 61).

Cxema 61
CO,C,Hs
C,H;0,C CO,CoH;  CH0,C Na CoH50,C
CO,C,H;
FINa_ +CH,Bry
CH;0,¢7 CO,CoH; COLCH, CO,C,Hs
CO,C,H, C,H0,C

Memoouxa. Harpuit 9,2 T (0,4 monb) pactBopsuid B 150 mu ab-
CONIFOTHOTO 3TaHoja, mobamsuma 63,6 T (0,2 wmomp) 1,1,2,2-
TETPaKapOOITOKCHUITAHA U TIOTyJaIl TUHATPUEBOE COSIMHEHUE. 3a-
TeM npubanisuin MetuwieHOpomua 34,8 r (0,2 MOJIb) M CMECh KHIIS-
T 20 4, HEHTPaIM30BbIBAIN HEOOJBIINM KOJIMUYECTBOM JICASTHON
YKCYCHOM KHUCIIOTBI, 3TaHOJ OTorHaimu. [loOaBisiii Bogy W TOMY-
TBEPJYI0 Maccy SKCTparupoBayid 3Qupom, 3QUPHBIN pacTBOp BBICY-
IIMBAJIM O0€3BOJHBIM CyJb(aTomM MarHus, 3¢up orrousuin. [leperou-
KOW ocTaTka moxydanu ¢ BeixogoM 48,5 T (71%) neneBoe coenvHe-
HUE, KOTOpOEe BCKOpPE 3aKpUCTAIUTM30BaioCh. [lepekpucTamim3oBol-
BaJl U3 cMecH dUp-TieTposieinblii a¢up, T. mi. 41-43 °C. Anano-
TUYHO ObILJIa MPOBENIeHA peakius U BBIACIECHHE C METHICHHUOIUIOM.
Beixon 72% [71].

3. Tlonmydanu KoHIEHCAMEW TETPasdTHN 1,2-AMHATPUHUITAH-
1,1,2,2-rerpakapOoKcuiiaTa ¢ JUHMOAITAHOM, BBIXOJ HE YKa3aH, T. ILI.
43 °C[72, 73].

4. Tlomywanu UWKIU3anuedl TeTpasTun 1,2-IUHATpUHANIPOMAH-
1,1,3,3-rerpakapbokcuiiaTa aeiicteuem Opoma [75, 76]. B pabore
[76], BeposiTHO, BriepBhIe yriomuHaeTcs coenunenue (120).
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5. Tonyvanu nuknu3anuedt Terpastun 1,2-aubpom-1,1,3,3-
TeTpakapOOKCHIIaTa 1o IeWCTBHEM HaTpueBbIX cojieii CH-kucior
(cxema 62) [77].

Cxema 62
B\ CO.C:H; C,H0,C
CO,C,H; RNa CO,CoHs
+ R—R + 2NaBr
CO,CyHs CO,C,H;
C,H;0,C

B  COCoHs
6. Tlonmyvanu nmknu3anued TerpadTHa 1,2-mUHATpUHATpONAH-
1,1,3,3-rerpakapOokcunaTta jaelictBueM OpomaTmianerata. OOpasy-
€TCsl CMECh TIPOAYKTOB, B ToM unciie u Terpaddup (120). Berxoas! n
T. TUL. HE yKa3aHsl [61].
7. llomydanm KOHAEHCAIMEW HATPUEBOW COJM MAaJOHOBOTO
adupa ¢ guroaMeraHoM (cxema 63).

Cxema 63
C,H;50,C
H CO,C,H; Na CO,C,H CO,C,H
>< Na >< 2%24H15 CH212 22245
— — L
H CO,C,H; H  CO,C,H; CO,C,H;
C,H;0,C

Memoouxa. CpexeneperHaHHelii MasoHOBBIH >¢up 64 r (0,4
MOJTb) JJOOABIISUTM TIOPLHUSMH NIPU TIEPEMELIMBAHUH B CYXYIO KOJOY,
conepskaryio 9,2 (0,4 mons) HaTpus, pactBoperHoro B 300 M ab-
COJIOTHOro crnupra. K mosxydeHHOMY NpoO3padyHOMY pacTBOPY IO-
Oasistmn 54 1 (0,2 MOITB) METHIIEHHOIUA TIOPITUSMH U 3aTeM KHIIS-
TUJIH C OOPAaTHBIM XOJOAMIBHUKOM 2 4. CIMpT yAaIsiIM MEeperoH-
KOH, N00aBIsuIM BOAY AJISl PACTBOPEHHUS] HEOPTaHMUYECKHX COJEH U
OpTraHUYEeCKUi cloi pa3zdaBisu 3¢pupoM. DPHUPHBIN CIIOH TPOMBI-
BaiH 5%-M pacTBOpOM OHCYNb(pHUTa HATPUS U CYNIHIN CYIbPaToM
Hatpusl. [locne ynanenus cnupta u 3dupa ocrapieecs Macyo nepe-
TOHSUIM B Bakyyme, NOJydaid OecLBETHYIO >KMIKOCTb — METHJICH-
oucmanonoBbiit 23¢up. PactBop 11,46 1 (0,0345 monb) MeTHneHOuC-
MajoHOBOro 3¢upa B 50 mi 6eH30ma 100aBISIIHM MIPH IIEpEeMenTuBa-
Huu K cycnensuu 3,5 r (0,078 monw) 52,8% ruapuaa HaTpus B MU-
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HepaimsHOM Macie B 250 mir OeH30i1a, BRICYIIEHHOTO THAPUAOM Ha-
Tpus. 3aTeM mo0aBisu OpoM mpu oxnaxaeHuu 10 0 °C, moka 6pom
He mepecTan odecuBeunBaThes (2,1 M), M 3aTeM PacTBOP KUTSTHIH
¢ 0OpaTHBIM XOJIOAMIBHUKOM 4 4. Ilocie oxnaxaeHus peakiunOHHON
CMECH K Hell MeIJIeHHO A00aBISITH BOXY M OCH3OJBHBIN CIOH mpo-
MbIBaM 5%-M OucynbpuToM Harpus. JKuOKocTe mocie ynaleHHs
OeH3oua moJ BakyymMoM neperossuta npu 150-166 °C (1 mm pt. ct.).
K muctnnnsaty mo0aBisuin mo KamisM Opu nepememmBaHud 1,2 T
52,8% runmpua HaTpHsl B MUHEpATbHOM Macie B 350 mu OeH3ona u
KHISITHIN C OOpaTHBIM XonoAwiabHukoM 3 mHs. [locne atoro peax-
IUOHHYIO cMech 00pabaThIBaliv, KaK yKa3aHO BBIIIE, U MEPETOHSUIN.
Opaknuto 135-150 °C (1 MM pT. CT.) KPUCTAIUIM30BAIH B CMECH
neHTan-3¢up u momyuwin 3,9 r (35%) terpasdupa, T. mi. 43 °C
[64].

8. Ilomydanm mociemoBaTenbHOW KOHJEHCANMEH MajoOHOBOTO
a¢upa ¢ 6poMMaTIOHOBBIM YPHPOM U AUHOAMETAHOM (cxema 64).

Cxema 64
C,H;0,C
<c02C2H5 X Br CO,C,H; 1. K,COIMCO CO,CoH;
2. CH,l,
CO,C,H; CO,CoHs CO,C,H;
C,H;0,C

Memoouxa. K cmecn 103,5 T cBexxenpokaleHHOT0 KapOoHaTa
kanus ¥ 0,15 monp gustunmanonata B 200 ma IMCO npu uHTEH-
CHUBHOM II€peMEIIMBaHUK NpUOaBIs 25,6 T OpPOMMAaIOHOBOTO
adupa TaK, YTOOBI TEMIepaTypa peakOHHON cMecH He TpeBbIIIaia
25 °C, mepeMmenmBalu NpH 3TOH TemmepaType eme 4 4, a 3aTeM
temreparypy nosbimanu 10 70 °C u npubasmnsim 13,3 M noaucto-
ro METHJIEHA U MepeMeUInBaIy emle 4 4 mpu ykazaHHON TeMIepary-
pe. K oxmaxnennoit 1o 20 °C peakinuonHoi cMecu nobasisum 300
MJI BOJBI M 3KCTPATHPOBAIM AUATUIOBBIM 3(QUPOM. DKCTPaKT Mpo-
MBIBAJIM BOJOH, CYIIMIN CylTh(aToM MarHus, OCTaTOK IOCJ€E BBITIa-
pUBaHUS PACTBOPUTENS MEPEKPHUCTAIITU3OBBIBATIN U3 TekcaHa. BvI-
xo1 85%, T. 1. 43-44 °C [78].

9. Tlomywanm  nwmkmusanueit  terpadtun  mponas-1,1,3,3-
TeTpakapOOKcHiIaTa Mmocie0BaTelIbHOH 00paboTKoi OpoMOM H arie-
TaTOM Kauus (cxema 65).
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Cxema 65

CO,CoHs Br CO,C,Hs C,H;0,C
CO,CyH; CO,C,H
Br 22255 4 COK CO,C,H;
— 2 —_—
CO,C,Hs CO,C,H; CO,C,Hs
CO,C,H; B! CO,CoHs C,H50,C

Memoouka. K pactopy 0,05 mons metnnenbucmanonara B 50
M xyopodopma nobasmsiin no kamsiM 0,1 mMoms Opoma. 3atem
CMECh KUIATWIN § 4, OXJIaxaanu, 100asmsu 50 mi xmnopodopma u
0,5 r ruapocynbhuTa HATPHS, MPOMBIBAIN BOJOH, CYIIWIN XJIOPH-
JIOM KaJIBIMSA M YIAapHBAM, OCTATOK IEPEKPHUCTAUIM30BBIBAIN W3
cnupta. [lonydyeHHOE TUOPOMIPOU3BOAHOE CMEIIUBAIU C alleTaATOM
Kalusi B CyXoM crupre, kansatwin 30 4, yrmapuBalii, OCTaTOK Ipo-
MBIBAJI HACHIIIEHHBIM PAaCTBOPOM IHIIEBOH COJBI, SKCTParupOBaIN
3GUpoM, CyIIWIN Ccylb(haToM MarHus, yrmapuBaiH, Xpomarorpadu-
poBaiiu (CUJIMKArelb, 3QUp), U3 AMK0aTa yIapuBaiu 3pup U Mojyda-
JIU TIpaKTU9ecKu YucThIil nmukmnonpomnad (120), Berxox 80%, T. . 44-
46 °C [69].

10. Ilomyuanu B3aUMOJCHCTBHEM STHJI ATKWIMIACHMAIOHATA C
MarHMHOPraHWYeCKHUM HPOU3BOJIHBIM, ITOJYYeHHBIM W3 AUOpOMMa-
JIOHOBOTO 3(upa (cxema 66).

Cxema 66
C,H0,C
— + e
R CO,C,H CO,CH
Br C,H;0,C

Oowan memoouka 13

a) MaruufopraHu4ecKkoe MPOU3BOAHOE MO0ABIISIIM TIPH KOM-
HaTHOU Temmeparype K 0,05 Monp AMATHI anKWIWACHMAJOHaTa.
CwMmech nepeMermBaiy B TedeHue 200 MuH, 3aTeM 100aBISUIH BOAY
CO JIbJIOM M HECKOJIbKO Kalejb COJIIHOW KHUCIIOThI. BbienuBiiniics
0CaJI0K OTGUILTPOBBIBAIIH.

6) MarHuiopraHuuecKkoe MPOU3BOAHOC U JUITHI AJTKUIIUICH-
MaJIOHAT KUIATWIA B TEYCHHE 8,5 U, Jajiee OCTABISLIN MPU KOMHAT-
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HOH TemmepaType Ha HO4Yb. [lociie 3Toro 100aBisIi BOLY CO JIHJOM
M HECKOJBKO Kameiab COJISTHOM KHCIOTHI. BuigenmBimiicss ocamok
OT(OHIBTPOBBIBAIIH.

Hns terpasdupa (120) Beixon 30 %, T. xkum. 130-133 °C (0,05
MM PT. CT.), T. T01. 36 °C [79].

H,CO,C

H,C CO,CH,

H CO,CH,
H,CO,C

Terpamerna 3-MeTHIIHKIONPONAH-
1,1,2,2-terpakap6okcuaar (121). *H IMP (CDCly), 5, m.a.: 1,39 ;
2,46 x8; 3,71 ¢; 3,72 ¢. °C SIMP (CDCly), 8, m.x.: 8,3; 31,4; 43,9;
52,7, 53,1; 165,0; 167,0 [63].

1. Cwm. odmyr meronuky 12. IIponymieno 2 F anekrpudectsa
Ha Moib 3¢upa, B Ka4yecTBE MeIuaTropa HCIOIb30BAIM HOIUA Ha-
Tpus, BeIXox 95% (95% mo Toky), T. kum. 126-128 °C (0,04 MM pr.
cT.), T. L. 51-53 °C [63].

2. Tlonydanu COBMECTHBIM BIIEKTPOJIU30M aJKHIMACHMAIOHA-
Ta, MAJIOHOBOT'O 3(hpa U MeANaTOpa — raJIOreHUAa HaTPHS.

Memoouxka. Cmecb MeTun sTunuaeHManonara (14 mmons), Me-
Tuiamanonara (14 mmons) u 6pomuaa Hatpus (7 Mmoib) B 20 Mt Me-
TaHOJIa MOABEpraiu MeKTponusy: Fe-xarox, C-aHOHA, TMOCTOSHHBIHA
ToK mIoTHOCTEIO 100 MA/cM?, 30 °C. Iporyckamu 2,5 F/mMomb anek-
TpHUUeCcTBa, BeIX0A 95 % (76% mo Toky) [84].

C,H,0,C

H,C CO,C,H;
H CO,CH;,
H,CO,C

1,1-Im3THI-2,2-TUMEeTHII-3-MEeTHJI-
nuKJgonponan-1,1,2 2-rerpakapookcunar (122).

[omyuanu koHAEHCAIMEH AUATHI STHWIHISHMAIIOHATA C METHII-
XJIOPMAJIOHOBBIM d(prpom (cxema 67).
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Cxema 67

H,C CO,C,H CoHs0.C
3 T2 OH . COCH; H;C CO,C,H;
= + —_—
H CO,C,Hs C1”  CO,CH; CHOH g CO,CH;
H
e ,CO,C
+ -
1 ‘7N—AlkOH
\
Alk

Memoouxa. K monmumepy IRA 900 (4,0 T), mpuUroToBIeHHOMY B
MeraHoie (50 wut), 100aBJSIIM B OJHY TMOPLMIO JUATHI 2-
srunuaeHManonat (10 MMOJb) M XJIOPMETHIMAJIOHAT, PAacTBOPEH-
Helii B MetaHoine (10 mi). Uepes 1 4 monmumep oTpUIBTPOBBIBAIH,
pacTBOpUTENh YAANsUId NP TOHWKEHHOM JaBJICHHH M OCTAaTOK
ountiany Quenr-xpomarorpadueii (rukiorekcan:stunanerat 70:30 B
KadecTBe 31r03HTa) [80].

C,Hs0,C

H,C CO,C,H;

H CO,C,H;
C,Hs0,C

TerpadTa  3-MeTHJILUKJIONPONAH-
1,1,2,2-terpakap6okcmaar (123). °C SIMP (CCly), 8, m.1.: 2,31 kB
(J 6,6 Tm); 1,26 T (J 6,6 T'y); 4,09 xB (J 7,0 T'm); 4,12 k8 (J 7,0 T'm);
1,33 1(37,0Tw) [79].

1. Bmepssie momyuen Kornem (Ko6tz). Huknmmszanmto TeTpasTn
2-meTunmponan-1,1,3,3-reTpakapOokcuiaTa MPOBOAMIIN TOCIEI0BA-
TeJIbHOU 00pabOTKOM 3THUIIATOM HaTpus U OpomoM (cxema 68) [73].

2. BemecTBO OBUIO CHHTE3MPOBAHO YCOBEPIIECHCTBOBAHHBIM U
MouduurpoBaHabiM MetonoM Kotua un Cranmana.

Cxema 68
H Na
CO,CoH; CO,C,H; C,H50,C
H;C CO,C,H
H;C CO,C,H; C,H,0Na H3C CO,CHs Br, > s
CO,C,H CO,C,H
H 2425 H 2%-2Hs H CO,C,H;
CO,C,H.
g 0Ll N »CoHs C,H;0,C

Memoouxa. PacTBop 3THnaTa HaTpuUsl, HPUTOTOBIEHHOIO U3 15 1
HaTpust U 220 My abcoyoTHOTO crupra, BiauBank B 500 mi aGco-
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moTHOTO 3upa n mepemeruBaiu ¢ 100 T 3THIT STHIHICHIUMATIOHA-
TOM, pacTBopeHHBIM B 300 M1 abcomoTHOTO 3¢upa. CMech MEXaHH-
YEeCKH MepeMentnBaiy u nodaensum S0 T cyxoro OpoMa B TeueHUe 3
4, [lepemenmBanue MPOAOIKAIM €I Yac W PacTBOP MPOMBIBAIIH
pa30aBICHHBIM THIPOCYIBGUTOM HATpHsl, BojoH u cymmu. [locrne
BEIMIapuBaHus 3(hurpa nmonydmn TeTpadTmioBsiid 3¢gup 80 r (80 %)
[81].

3. Cwm. oomyo meroguky 13. Crocob a, pacTBOpUTENH Me-
THIab, BeIxoa 72% wnu 3¢up, Beixon 70%, 1. xum. 132-135 °C
(0,05 MM pr. cT.) [79]. To *xe, ToMbKO O€3 OMUCAHUSA SIKCIIEPUMEH-
Ta ONy0JIMKOBaHO B paboTe [82].

H,CO,C

H.C CO,CH,

H CO,CH,
H,CO,C

TerpaMeTni-3-3THIINKJIONPOTIAH-
1,1,2,2-rerpakapoountpua (124). UK (KBr), v, em b 1759, 1736,
1439, 1245, 1225. *H IMP (CDCly), 5, m.a.: 1,03 T (J 8 I'my); 1,81 kB
(3 8Tm); 2,34 t (J 7 I'm); 3,75 c. *C SIMP (CDCls), &, m.x1.: 13,07;
16,98; 38,40; 42,02; 52,82; 53,18; 165,16; 167,12. Macc (70 aB), m/z
(lom, %): 302 (2) [M*], 243 (62), 211 (59), 179 (100), 151(35), 59
(37) [62].

1. Cwm. oOuryro metoauky 11. [Iponymeno 2,5 F snekrpuuecTt-
Ba Ha MOJIb 3¢upa, Bexos 78%, T. . 59-60 °C [62].

2. Tlony4anu COBMECTHBIM BIIEKTPOJIM30M METHI aJKWIUICH-
MaJIOHATa ¢ METHJIMAJOHOBBIM 3(QHUPOM MO METOJIUKE, B3SATOH U3
[84].

Memoouxka. Cmecy metun nponuinaeHManonarta (14 mmodns),
MeTtmimMaioHata (14 mmonb) u Opomuna Hatpus (7 Mmois) B 20 mi
METaHOJIa MOJBEpraiu AneKkTponusy: Fe-karox, C-aHOJ, MOCTOSH-
HBIiT TOK roTHOCTEI0 100 MA/eM?, 30 °C, T. . 58-59 °C [83].

H,CO,C

HsC CO,CH,

H CO,CH,
H,CO,C

TerpamMeTniI-3-H-IPONMUIIHKIIO-
nponan-1,1,2 2-rerpakapéountpun (125). ‘H SIMP (CDCls), 3,
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ma: 093 1 1,44 m; 1,78 xB; 2,38 1, 3,74 ¢; 3,75 c. °C SMP
(CDCly), 8, m.m.: 13,3; 21,9; 24,9; 36,7; 43,7; 52,6; 53,0; 165,0;
167,0 [63].

1. Cwm. odmyro meroauky 12. B kauecTBe MeanaTopa MCIOJb-
30BaJIM MOJWJ HATpHs, Mpomyckanu 2 F snmekTpuvecTBa Ha MOJb
adupa, Bexoa 80%, (88% 1o Toky), T. kurm. 130-132 °C (0,06 mm pr.
CT.), T. 1. 66-68 °C [63].

2. Tlony4anu COBMECTHBIM BIIEKTPOIU30M AaJKHIIUJICHMAIOHA-
Ta, MAJTOHOBOTO d(Hpa U MeHaTOpa — FAIOTCHUIA HATPHSL.

Memoouxa. Cmecy meTun Oytunuaeamanonara (14 mmons), Me-
tunManonara (14 Mmonb) u 6pomuaa Hatpust (7 MMoiib) B 20 M1 Me-
TaHOJa TIOJIBEpraiu eKkTponusy: Fe-katox, C-aHOM, TOCTOSHHBIH
ToK miotHocTh0 100 MA/eM?, 30 °C. TTpomyckanu 3,0 F/Moib amek-
TpuyecTBa, BeIxon 94 % (63% mo Toky) [84].

H,CO,C
__ CO,CH,4
H CO,CH,

H,CO,C

(E)-TerpameTni 3-CTHPHIIINK-
Jonponan-1,1,2 2-rerpakapéoxcuaar (126). UK (CHCL), v, em ™
1730. 'H SIMP, &, m.x.: 7,42-7,21 m; 6,83 1 (J 16 I'ny); 6,35 ax (J 16,
10 I'm); 3,80 ¢; 3,26 a1 (J 10 I'm). °C sAIMP: 165,8; 164,1; 136,1;
128,1; 127,5; 126,1,; 119,3; 53,2; 52,9; 45,0; 39,2.

[Nonmywanu B3auMoJieiicTBUEM alleTalsi KOPUYHOTO anbJerujia C
TeTpaMeT 3Tan-1,1,2,2-rerpakapOokcunaTom (cxema 69).

Cxema 69
Ph
Ph H
H,CO,C CO,CH;4
D 5 H,COC OAc
H
H CO,CH, CO,CH
AcO OAc COZCH3 H3C02C COZCHi 3
pp,  HiCOC
_— CO,CH,
—_—
H CO,CH,
H,;CO,C
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Memoouka. B nuokcaHne HarpeBajad SKBUMOJIBHYIO CMECh alleTa-
st 1 quManionara g0 70-85 °C B mpucyrctBuu (dppe),Pd (5 mosb-
HBIX %) B KauyecTBe KaTajlM3aTopa, TeHeprpoBaHHOrO iN Situ. Lluk-
JIONPOTIaH MOJIy4YeH C BbIXomoM 65%, T. . 118 °C (a¢up) [85].

C,H;0,C

H,C CO,C,H;

H CO,C,H;
C,H;0,C

TeTpadTui-3-3 THINHKIONPONAH-
1,1,2,2-terpakap6onntpua (127). 'H SIMP (CCl,), 5, m.x.: 2,24 1 (J
7,5Tm); 1,34 7 (J 7,0 T'm); 4,25 x8 (J 7,0 T'); 4,27 x8 (J 7,0 T'm); 1,84
k(J7,2Tm); 1,081 (J7,2T) [79].

Cm. odmyw meroguky 13. Cnocob a, pactBoputens 3dup,
(M=Mg), Bbixoa 69%. Crioco6 6, pactBopurens 3¢up (M=MQ), BbI-
xo1 52%, T. xum. 135 °C (0,05 MM prt. ct.) [79]. To xe, Tonpko 0e3
JKCIIEPUMEHTA, B paboTe [82].

e, CaHsOC
CO,C,H;
H CO,CH,
C,H;0,C

TeTpa’dTui-3-+-NpoONUIIUKIIO-
nponan-1,1,2 2-rerpakapéountpua (128). 'H SIMP (CCl,), 5, m.1.:
2287(J7,4Tuw); 1,321 (J7,0T); 424 x8 (J 7,0 T'); 4,26 k8 (J 7,0
I'm); 1,4 M 1,00 T (J 7,2 Tr) [79].

Cm. o6myrwo meroguky 13. Cnocob a, pactBopuress 3¢up
(M=Mg), Bbixoa 71%. Crioco6 6, pactBopurens 3¢up (M=MQ), BbI-
xon 60%, 1. xum. 143-145 °C (0,05 mM pr. ct.) [79]. To xe, TOIBKO
0e3 akcriepuMenTa, B padore [82].

CH; co,CH,
H,C CO,CH,
H CO,CH,
H,CO,C

TerpameTi-3-u30MpPONMUINHKIO-
nponan-1,1,2 2-rerpakapéouutpui (129). 'H SIMP (6erzon-ds), 3,
M. 1,19 1; 2,50 M; 2,55 ax; 3,49 ¢; 3,52 c. °C SIMP (Gensoun-dg), 8,
m.a.: 21,7; 23,4; 43,9; 44,2; 52,7; 53,1; 165,1; 167,0 [63].
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1. Cwm. oburyrw metoauky 11. I[Mponymeno 3,2 F snektpuyecTt-
Ba Ha MOJIb 3dupa, Beixoq /1%, T. kum. 164-166 °C (5 MM pT. CT.), T.
. 61-63 °C [62].

2. TlonydeH nukiIn3anueld TerpameTusioBoro 3¢upa 1-6pom-2
uzonponuanpomnad-1,1,3,3-reTpakapOOHOBON KHCIOTHI IOM JIEHCT-
BHEM MeTuiaTa Hatpus. Beigenen ¢ BerxogoM 88%, T. xum. 120 °C
(0,03 mm pr. ct.) [63].

CH;  co,C,H;
HC CO,C,H;

H CO,C,H;

C,H50,C TeTpa’sTui-3-u30nponuIuKIo-
nponan-1,1,2 2-rerpakapéountpui (130). ‘H SIMP (CCly), 8, m.x.:
19m;23m;1,31 1 (J7,1Tw); 1,32t (J 7,1 T); 4,23 k8 (J 5,5 T');
4,25 k8 (J 5,5 T'n); 1,09 1 (J 5,5 ') [79].

CMm. o0omyo meroauky 13 Cmoco0 a, pacTBOpHUTENs 3HUp
(M=Mg), Bbixoa 65%. Crioco6 6, pactBopurens 3¢up (M=MQ), BbI-
xo1 52%, 1. xun 129-130 °C (0,05 mMm pr. cT.), T.1u1. 49 °C [79]. To
e, TOJIbKO 0e3 dKCIIepuMeHTa, B paboTte [82].

H,CO,C

H;C CO,CH,

H;C g CO,CH,
H,CO,C

TerpameTuii-3-u300y THIUKIIO-
nponan-1,1,2 2-rerpakapéountpun (131). 'H SIMP (CDCls), 3,
M.: 0,87 x; 1,52-1,69 m; 2,32 T; 3.67 c. *C SIMP (CDCly), 8, m..:
21,9; 28,1, 31,2; 35,8; 43,6; 52,6; 53,1; 165,1; 167,1 [63].

Cwm. o0uryro metoguky 12. B kauectBe MenuaTopa UCIOIb30Ba-
T MOAM] HATpHs, Mporryckany 2 F anekTpudecTBa Ha MOJb 3dupa.
[IponyxT BeInensu ¢ BeixonoM 80% mocie AOMONMHUTENBHOTO MPo-
nyckaHusi 1F/mMonp snexkTpuyecTBa yepe3 peakUMOHHYIO CMECh, T.
kun. 131-132 °C (0,05 mm pr. ct.) [63].
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e CaHs0C
3 CO,C,H;

H:,C g CO,C,H;

C,H50,C Terpa3rtui-3-u300y THiIIUKJI0-
nponaH-1,1,2 2-terpakapoonutpui (132). 'H amPp (CCly), o, m.a.:
2301 (J7,3Tm); 1,307 (J7,0I'n); 4,23 ke (J 7,0'n); 4,24 x8 (J 7,0
I'm); 1,6 m; 1,85 m; 0,99 1 (3 5,5 ') [79].

Cm. oomyro meroguky 13. Cmocob 6, pactBoputens 3¢dup
(M=Mg), Berxox 60%, 1. kum. 140-143 °C (0,05 mm pt. ct.) [79]. To
e, TOJIbKO 0e3 dKCIIepuMeHTa, B paboTte [82].

H,CO,C
CO,CH,
H,C
H CO,CHj
H,CO,C

Terpamerni-3-u-
NeHTWIIUK-JonponaH-1,1,2 2-terpakapoonurpui (133).

[lomyganu COBMECTHBIM 3JIEKTPOJIM3OM ANKIIUACHMAIOHATA,
MaJIOHOBOTO 3(prpa u MearaTopa — rajJloreHnAa HaTpHsl.

Memoouxka. Cmech MeTHn rekcunuaeHMmainonara (14 mmons),
MeTtmnmMaioHata (14 mmonb) u Opomuaa Hatpus (7 Mmois) B 20 mi
METaHoJla TOJBEpraji AyeKkTponnsy: Fe-karox, C-aHojn, mocTOSH-
HbIiT TOK mioTHOCcTHI0 100 MA/cM%, 30 °C. Tpomyckanu 4,0 F/mois
3IEKTPUUECTBA, BBIXO 83 % [84].

C,H50,C
CO,C,H;
H,C
. H CO,C,H;
C,H;0,C

TerpasTni-3-H-rek-
cuanukiIonponan-1,1,2 2-rerpakap6onutpun  (134). 'H SIMP
(CCly), 0, m1.: 2271 (J 7,4 T); 1,32 7 (J 7,4 T'n); 423 k8 (J 7,0
I'm); 424 x8 (J 7,4 Tm); 1,6 M; 1,9 m; 0,92 7 (J 7,0 T'mn) [79].

Cm. odmyro meroguky 13. Cmocob 6, pactBopurens 3¢dup
(M=Mg), Beixox 49%, 1. kun 160-162 °C (0,05 mm pr. ct.) [79]. To
JKe, TOJBKO 6€3 dKCIIepuMenTa, B pabore [82].
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CO,CH,4
CO,CH,

H CO,CH,4

H;C0O,C TerpameTnii-3-peHUIUKIONPO-
nan-1,1,2,2-rerpakapoonurpua (135). 'H aMmP (CDCly), 8, m.x.:
3,66 c; 3,78 ¢; 7,20-7,35 m [86].

1. Cwm. oomyw meroauky 11. Beimenen c Beixomom 77%,
MOJIY4YEH MpH mpomyckanuu 3,6 F snekTpuyecTBa Ha MOJIb, T. IUIL.
83-85 °C [62].

2. Cwm. ob6myro metoauky 12. Beigenen ¢ Beixomom 90 % [63].

3. TlosnydeH 3MEKTPOOKHUCIUTEILHON IMKIIN3AUEH TETPaMETII
2-¢enmnmnpornan-1,1,3,3-rerpakapOokcunaTa (cxema 70).

Cxema 70
H CO,CH; CO,CH;
CO,CH; reKtpormms CO,CH;
- CO,CH, Nal " cosct,
g COLH; H;CO,C

Memoouxa. B 6e3auadparMeHHBIN 3JIEKTPOIU3EP C IUTATHHOBBIM
AHOZOM M KeJIe3HBIM KaTOZ0M, CHa0KEHHBIII MarHUTHOW MELIaJIKOH
W BHEIIHUM  OXJ&KACHWEM, [OMEmald 5  MMoub  2-
¢denunmponanrerpaspupa, 4 MMoIb woauaa HaTpus u 20 M MeTa-
HOJIa ¥ NIPOBOAMIIM BJIEKTPOJIU3 IIPU MTOCTOSIHHON IJIOTHOCTH TOKA
20 MA/cM?, iportyckas 3,2 F/mons snekTpuuectsa npu 45 °C. Io-
CJie 3aBEepIIEHUs AIEKTPOIM3a METAHOJ YIapuBajil, OCTaTOK JKC-
TparupoBanu 3UPOM, MPOMBIBATH HACHIIIEHHBIM PAaCTBOPOM THO-
cynbdara HaTpus, CyIIMIH Cynb(aToM MarHusg ¥ 3QUP yIATSIH.
OcTaTok MEepeKpUCTAININ30BBIBAA U3 CMECH dHp-TIeHTaH. Brixon
90%, T. 1. 85-86 °C (3¢up-nenran) [87].

4. Tlomywanu B3ammoneicTBUEM MOHOOpom3dupa W MeTui-
OeH3WIHIEHMalaHaTa, U Mocjeayoneil o0paboTKoW CHUPTOBBIM
pacTBOpoM arerata kaiaus. Beixon He ykazaH, T. . 87 °C [88]
(cxema 71).
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Cxema 71

CO,CH;
Br COZCH3 COZCH3
CO,CH; >< >
/C_ H COZCH3 H COZCH3
H CO,CH, H;CO,C

5. Ilomydanu COBMECTHBIM 3JIEKTPOJIM30M OCH3MINACHMAJIOHA-
Ta, MAJIOHOBOTO 3(Hpa ¥ MeauaTopa — raJloreHua HaTpHsL.

Memoouxa. Cmecy metun OenzunuaeHmaioHara (14 mmouns),
MeTtunmainonata (14 mmons) u 6pomuna Hatpus (7 MMoib) B 20 M
MeTaHOJa TOABEpraiu 3JeKTponnsy: Fe-karox, C-aHOn, MOCTOSH-
HBIi1 TOK moTHOCTRI0 100 MA/cM?, 30 °C. TIpomyckamu 4,0 F/moms
AIeKTpUUecTBa, BeIXoA 75 % [84]. Ilo 3Toit k€ METOIUKE ILUKIIO-
npomna# (135) ¢ T. 1. 85-86 °C, 6b11 cuHTE3UpOBaH B padore [86].

CO,C,H;

CO,C,H;

H CO,C,H;
C,H50,C

Terpa’rTni-3-peHNITIMKIONPONAH-
1,1,2,2-rerpakapoonntpui (136). 'H SIMP (CCly), 8, m.1.: 3,62 c;
1111 @71Tw); 1,291 (37,1 'n); 4,01 k8 (J 7,1 T'm); 4,19 kB (J 7,1
I'm); 7,3 M [79].

Cm. odmyw meroguky 13. Crnocob a, pactBopuTens 3dup,
(M=Mg), Beixox 74%, t. kumn. 165-170 °C (0,05 mm pr. c1.) [79].
[Tomyuenue onucano Taxxe B padore [73].

H,CO
CO,CH,4
CO,CH;
H CO,CH;
H,CO,C

TerpameTui-3-(4-MeToKCcH-
penmm)uukiaonponan-1,1,2,2-rerpakapoonurpua  (137). UK
(KBr), v, em % 1745, 1732, 1275, 1260, 1235. *H SIMP (CDCls), 3,
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m.a.: 3,68 ¢; 3,72¢; 3,77 ¢c; 3,82 ¢; 6,81l 1 (J 8Tm); 7,35 o (J 8 T'm).
3C SIMP (CDCls), 8, m.x.: 39,78; 45,00; 52,82; 53,47; 55,18; 113,45;
122,65; 130,96; 159,10; 164,72; 167,04. Macc (70 3B), m/z (1, %):
380 (13) [M™], 321 (47), 320 (41), 261 (100), 233(45), 151 (51) [62].

Cwm. 06myr meroauky 11. ITponymieno 3,6 F anekrpuuecta Ha
Mok 3¢upa, Berxox 72%, 1. . 103-106 °C [62].

cl
CO,CH,
CO,CH,
H CO,CHj
H,CO,C

TerpamerTui-3-(4-xyopdeHunsn) uK-
aonponan-1,1,2 2-rerpakapGountpun (138). UK (KBr), v, em "
1747, 1732, 1275, 1260, 1235. 'H SIMP (CDCls), &, m.1.: 3,68 c;
3,73 ¢; 3,82 ¢; 7,24 1 (J 9 Tw); 7,40 1 (J 9 T'wr). °C SIMP (CDCly), 3,
m.a.: 39,42; 44,87; 52,94; 53,59; 128,15; 129,45; 131,24; 133,65;
164,55; 166,75. Macc (70 3B), M/z (I, %): 384 (3) [M"], 327 (33),
325 (100), 265 (31), 237(45), 155 (32) [62].

Cwm. oomyrw meroquky 11. [Tponymieno 3,6 F anexkTpuuecTBa Ha
MoJIb 3upa, Beixox 77%, 1. 1. 92-94 °C [62].

0,N
CO,CHj
CO,CH;
H CO,CHj
H,CO,C

TerpameTui-3-(4-HuTpodenu)
mukJgonponan-1,1,2 2-rerpakapéonntpua (139). UK (KBr), v,
cM ' 1759, 1743, 1354, 1267, 1234. 'H IMP (CDCls), 8, m.1.: 3,70
¢;3,82¢;3,86¢; 7,66 (J9Tw); 8,16 1 (J 9 I'm). °C SIMP (CDCly), 5,
M. 39,21; 44,92; 53,18; 53,79; 123,10; 130,96; 138,53; 147,41;
164,43; 166,39. Macc (70 3B), M/z (1o, %): 395 (2) [M], 337 (17),
336 (100), 248 (29), 166 (23), 59 (19) [62].

Cwm. ooy meroauky 11. [Tponyiieno 3,6 F anexkrpuuecTa Ha
MoJ1b 3¢dupa, Berxox 76%, 1. . 133-135 °C [62].
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CO,CH
\ / »CH3
N CO,CH,4

H CO,CH;4
H;CO,C TerpameTnii-3-(MUpUA-2-HI) HKI0-
nponan-1,1,2,2-rerpakapGountpua (140). UK (KBr), v, cm
1760, 1735, 1437, 1260, 1245. *H SIMP (CDCl3), 8, m.1.: 3,70 ¢, 3,82
¢, 3,84 ¢; 7,1-7,3 m; 7,5-7,8 m; 8,4-8,5 m. °C SIMP (CDCly), 5, m.x.:
40,11; 44,30; 52,82; 53,51; 122,57, 125,87; 135,80; 148,67; 151,07;
164,67; 166,71. Macc (70 3B), m/z (1., %): 351 (3) [M"], 320(40)
292 (100), 260 (46), 233 (60), 202 (34) [62].

Cwm. oomyrw meroquky 11. [Tponymieno 3,6 F anexkTpuuecTBa Ha
Motk 3¢upa, Beixoq 66%, 1. mi. 104-106 °C [62].

7 ] COCHs
O COzCHs

H CO,CH,4

H;CO,C TerpameTnii-3-(¢yp-2-ui)HHKIONPO-
nan-1,1,2,2-rerpakapoonntpua (141). UK (KBr), v, em b 1759,
1739, 1337, 1261, 1217. *H SIMP (CDCly), 8, m.1.: 3,62 c; 3,73 c;
3,80 c; 6,3-6.5 m; 7,4 yur.c. °C SIMP (CDCly), 8, m.x1.: 32,62; 44,10;
53,06; 53,59; 110,56; 110,68; 142,40; 144,36; 163,94, 166,18. Macc
(70 3B), M/z (1o, %): 340 (31) [M?], 281 (100), 249 (90), 221 (56),
193 (37), 111 (65) [62].

Cwm. oomyrw meroauky 11. [Tponyiieno 3,2 F anexkrpuuecTBa Ha
Motk 3¢upa, Beixoa 67%, 1. 1. 84-86 °C [62].

H,C
CO,CH;
CO,CH,
H C0O,C,Hs
C,H;0,C

1,1-Tmytan  2,2-gumeTnan  3-n-
ToTMJIIMKIonponan-1,1,2 2-rerpakap6okcuiiar (142). 'H amp,
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o, mm.: 1,171 (J7Tm); 1,321 (J 7Tmw); 2,3 ¢; 3,67¢; 3,75¢; 3,83 ¢;
4,13k (J 7T), 4,28 (J 7 '), 7,07-7,33 (J 8 T'mm).

[Nomyuanu xoHIEHCAIMEH METHWJI OCH3WINIACHMAIOHATA C XJIOp-
MaJIOHOBBIM 3PHUPOM (cxema 72).

Cxema 72
H3C H,C
CO,CH,
CO,CH, +Cl COGH s 1rop k,cO, CO,CH;
= H CO,C,H; . oG,
H  CO,CH, CHO,0

Memoouka. 3 MMOITb TaJOTeHMAaJIOHATa M 3 MMOJIb alKeHa pac-
tBOpsin 5 M TI'®. 3arem nobGaBisin 6 MMOJIb TOHKO W3MENbYEH-
HOro K,COs3, peaknmoHHYIO0 Maccy MepeMeIInBali MPH YKa3aHHOW
temnepatype (Hmwke). [locie okoruanwus peakiun (koHTpois TCX) B
peakionnyo Maccy mo06asmsuma 15 ma CH,Cl, u ¢punsTpoBhIBaN
OT Inpumeceid. PacTBopuTenb OTIOHSIM, OCTAaTOK IMEPErOHSUIA IIPH
MOHM)KEHHOM JIaBJICHUH WM MEpeKpUCTaIIN30BbIBaIn. Beixon 88%
(xnopmasonar, 6 4 kunsuenue) u 50% (OpommalioHar, 2 4 KOMHAT-
Has Temmepatypa), T. kum. 170-180 °C (1 mm pT. cT.). Beixon 88%
(xmopmarnonar, 6 4 xunsiuenne) u 50% (OpommaioHar, 2 9 KOMHAT-
Has Temrieparypa), T. kum. 170-180 °C (1 mm pr. ct.) [89].

C,H50,C

CLLC CO,C,H;
H CO,C,H;
C,H;0,C

TeTpadTui-3-(TpUXJI0PMeTHII) HUKJIO-
nponan-1,1,2 2-rerpakapéountpu (143). 'H SIMP (CCly), 8, m.x.:
343¢;,1,321(J7,1Tw); 4,23 ks (37,1 ') [79].

1. Cwm. obomyrw meroauky 13. Crioco0 a, pacTBopHUTENb dPUp
(M=Mg), Beixoa 76%, 1. kum. 155-157 °C (0,05 mm pr. ct.) [79].

2. Coenunenue onurcaHo B pabore [93].

H,CO,C
H,C CO,CH,
H,C CO,CH,
H,CO,C

TerpameTni-3,3-IMMeTHINHKJIOMPO-
naH-1,1,2 2-terpakapoonutpui (144). 'H SIMP, 6, m.a.: 1,52¢,
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3,67 c. *C SIMP, 5, m.x1.: 19,06; 34,12; 46,08; 55,89; 165,84 [87].
1. TlomydyeH OSJCKTPOXVUMUYECKAM OKHCICHHEM TETPaMETHIT
2,2-mumetnn npoman-1,1,3,3-rerpakapOokcuiiata (cxema 73).

Cxema 73
H;CO,C H;CO,C
CO,CH CO,CH
H;C 275 snexrpoms o HC S
H.C Nal
3 CO,CH; H,;C CO,CH;
H;CO,C H;CO,C

Memoouka. B O6e3gnadparMeHHBIN JIEKTPOSNU3Ep C ILIATH-
HOBBIM aHOJOM M KCJIC3HBIM KaTOJAO0M, CHa6)KCHHbII>i MarHuTHOM
MeEIIaJKON U BHEITHUM OXJIAXKACHUECM, ITOMEIIAaIN 5 MMOJB npo-
marTeTpadbupa, 4 Mmmonbp nonuna Hatpus u 20 MJI METaHOJIA H
NPOBOAUIN 3JIEKTPOIU3 MPHU MOCTOSSHHOM MIOTHOCTH TOoKa 20
MA/cM?, mpomyckas 5,5 F/mons snexktpudectsa mpu 45 °C. Tlo-
cJle 3aBEPILICHHUS DJIEKTPOIN3a PEAKIUOHHYIO CMECh OXJIaXKIalH,
0CaJloK OTGWIBTPOBBIBAIIM M IMPOMBIBAIIM OXJIaKICHHBIM METa-
HonoM. Beixox 91%, (83% mo Toky), T. mi. 156-157 °C (merta-
Hom) [87].

2. llonywanu, MCHONB3ysl B Ka4eCTBE HMCXOJHOTO COEIHHE-
Hus  3,3-pumerwinukionponan-1,1,2,2-retpakapOOHOBYIO  KHU-
CIIOTY, AJIKIJINPYS €€ Aua3zoMeTaHnoM (cxema 74).

Cxema 74
HO,C H;CO,C
H;C COH H,C CO,CH;
+ CH,N, —>
H;C CO,H H;C CO,CH;
HO,C H;CO,C

Memoouxa. Iluxnonpoman-1,1,2,2-rerpakuciory 098 r (4
MMOJIb) METHIIMPOBAIM Jua3zoMeTaHoM, Beixox 0,96 r (80%), T. mi.
154,5-155 °C [90].
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C,H;0,C

H;C CO,C,H;
H5C CO,C,H;
CoHs0,C TerpasTni-3,3-AMMeTHIIHMKJIONPO-

nan-1,1,2,2-rerpakapoonurpua (145).
[omywamm  (cxema 75) uukimm3amued  terpastun  2,2-

nuMertuinnpomnad-1,1,3,3-rerpakapOokcniara MOCIIEA0BATENBHOM
00paboTKol OPOMOM, 3aTeM BOAHBIM PACTBOPOM aMMHAKa.
Cxema 75
HaC C02C5Hs CO,CoHs CO,C,H;
3 CO,C,Hs  Br, H;C CO,C,Hs; NH; H;C CO,C,H;
—> —
H,C CgOCz%sz -HBr - q,c BY CO,CoHs -NHBr py ¢ CO,C,H;
2-20s CO,CoH;s CO,C,H;

[Tociie OTTOHKHM PAaCTBOPUTENS HEPETOHSIM NPU MOHMKCHHOM
naBieHud, oTOupas gpakuuro ¢ 1. kun. 188-190 °C (10 mm prt. cT.)
[93].

H;CO,C
CO,CH;,4

CO,CH,4

H;CO,C TerpameTna cnupo|2.4|renran-
1,1,2,2-trerpaxapookcuiaar (146) 'H amp (CCly), o, m.1.: 6,45 ¢;
8,1-8,4 m.

IMonyyanu W3 COOTBETCTBYIOIIETO TETPAIMAHOIMKIONPOIIaHA
(cxema 76).

Cxema 76
H;CHNOC 2 H,CO,C
CO,CH,
N—CH; —>
: j:C02CH3
H;CO,C H,CO,C
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Memoouxa. Pacteop 1,47 1t (5 mmons) 6unukiaa B 13 Mo 10%
rugpokcuna Hatpus v 20 MJI METaHOJIA KUTSITHIM ¢ 0OpaTHBIM XO-
sonuibHUKOM 30 MHH, OXJIQXKJIAJIH, METAHOJ YIAJISIIM HA POTOPHOM
WCTIApUTEIIe, OCTATOK 3KCTPArupoBaiu 6 4 3pupoM Ha HEPEPHIBHOM
SKCTpakTope. BoJiHBIN pacTBOp MOAKUCIISUIM XJIOPOBOJAOPOJAHON KH-
CJIOTOHM W CHOBa dKCTparupoBaym 3¢upom 36 4. Beimapusamu a¢up,
OCTaTOK PAacTBOPSUIU B dTWIIAIIETATE M 00padaThiBaiu 3QUpHBIM pac-
TBOpOM JMa3zoMeTaHa. [1onydeHHBIH MPOAYKT MEePEKPHUCTAIITH30BbI-
BaM U3 MeTaHoia, monyymwtn 1,04 r (63,1%) Terpasdupa (146), T.
. 103-104 °C [91].

H;CO,C
CO,CH;

CO,CH;

H;CO,C TerpameTni crnupo|2.5]okran-
1,1,2,2-rerapkapéokcuiar (147).

[Monyuanu ananoruddo (146) U3 COOTBETCTBYIOIIETO TETpalna-
HOIMKJIOIPOMMILHOTO MPOU3BOAHOTO, T. 1. 114,5-117 °C (pasmn.)
[92].

H;CO,C CO,CH,

o CO,CH,
CO,CH

A »CH;
CO,CH,

N” S0 CO,CHj

|

CH,

Terpamernn 3-(2,2-6uc (me-
TOKCHKAPOOHWT)-5-MeTII-4-0kc0-2,3,4,5-Terparugpodypo|3,2-
C|xuHOMH-3-wn)uKJIonponan-1,1,2 2-rerpakapéoxcunar (148).
UK (KBr), v, cm ' 3460, 3007, 2954, 1752, 1666, 1638, 1433.
'H SIMP (CDCls), &, m.a.: 2,61 1 (J 11,0 T); 3,66 c; 3,73 c;
3,82¢; 3,87 ¢;3,95¢; 3,78 ¢; 5,15 1 (J 11,0 T'y); 7,28 m; 7,37 1t
(J8,5Tw); 7,631 (J7,5In), 7,88 n, (J 8,0 I'm).

[Monyyanu B3amMoJelCTBHEM MPOU3BOJHOTO (ypaHa C Jua-
30MaJIOHOBBIM J(QHPOM NpH KaTajiu3e pojauiianeraroM (cxema
77).
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Cxema 77
H;CO,C o0

kS
OCH; 0 O,CH;
CO,CH;3
N ha(OAc)4 A
2 CHZCIZ KOMHAaTHast CO,CH,
TemIieparypa COZCPf3

OCH; Voo
CH,

K pactopy 100 mr (0,50 mmoins) ¢pypoxunonuna u 5 mr (0,01
MMOJIb) AUPOJMS TeTpaalerara B 2,5 MJI TUXJIOpMETaHa B aTMoOcde-
pe asora mobasisn pactsop 293 mr (1,85 MMOIIB) TUMETHIT THA30-
majoHata B 0,5 MiI quXJiopMeTaHa B TEYEHHE 3 4 C MOCIEIYIOLIUM
nepeMenInBaHieM Mpu KOMHAaTHOHM TeMmmeparype B TedeHue 17 4
(xorTposb TCX). TexHuueckuil MPOAYKT OTHHIBTPOBBIBAIN Yepe3
CJION CHIMKAreys, MPOMBIBaNX dTwianeratoM (220 mur), cymmim
cynb(aToM Marausi 1 KOHIEHTPUPOBAIU B BakyyMme. OcaTok Xpoma-
torpadupoBanu ((rem-xpomarorpadus, sTunanerar-rekcan 1:1),
morydanu 180 Mr GecIIBETHOTO Maciia, SIBJISFOIIETOCS CMECHIO JIBYX
MPOJAYKTOB B cooTHomieHuH 1:3, rie IeJIeBOM IUKJIONpPONaH B
MeHbIIeHcTBe. Macio xpomarorpadupoBainu (Beicokod(QdexkTuBHas
KUAKOCTaHas xpomarorpadus ¢ oOpameHHOH (a30if, METaHOI:BOJa
7:3), moiy4asi Ka)kZ0e¢ BEIIECTBO B AQHATMTHYCCKH YHCTOM BHIE, T.
. 199 °C [94].

CO,CH;

H;CO,C

H,CO,C

CO,CH; Terpamerun umkiaonponan-1,1,2 3-
TeTpakapOokcuiaar (149).
1. Bmepssie 611 cuHTE3HpOBaH broxHepoM B 1895 1. B3ammo-
JeiCTBUEM HATPH MaJIOHOBOTO 3(Upa ¢ METHIIOBBEIM 3pUpOM AHO-
POMSIHTapHOH KHCIOTHI (cxeMma 78).

Cxema 78
B H CO,CH;
T C02C 3 COZCH3 H3CO2C
* NaBr
-NaBr
H
Bre "CO,CH; O €0 CO,CHj4
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Memoouka. [ITnOpOMMETIIIOBEIHN dhUpP SHTAPHOU KUCIOTHI (38 T)
m00aBIsLTA B pacTBOp MeTwiaManonara (33 r) u Hatpus (5,7 r) B ab-
coimroTHoM MetaHone (70 mu). Ilomaep:kuBanu TemmepaTrypy peak-
unoHHo# cMecu He Bbie 30 °C. Ouminanu MpoAyKT HNEPEeroHKOM,
oroupas ¢pakmuro 220-230 °C (40 mm pr. ct.). [lomyuanu macmo,
KOTOPOE 3aKPUCTAILTA30BATIOCH, T. 1. 85 °C [95]. AHamorn4HO OBLT
MOJYYeH C HCIOJIb30BaHUEM METHJIOBOTO 3(upa OpOMMaIenHOBOM
KHCIIOTBI.

2. bbul TonydeH B3aMMOJCHCTBHEM HATPUHMETHUIMAIOHATA,
MeTH TUOPOMCYKIIMHHATa U METHII OpomMarnenHaTta B pabote [96].
Tam >xe OBUIO YCTAHOBJICHO, YTO 00pazyeTcs mpanc-u3omep. To, 4To
oOpa3yercsi mpanc-n30Mep JOKa3all MpeBpalieHneM TeTpadpupa
(149) B COOTBECTBYIOIIYIO KUCIOTY M pa3Ie/iCHUEM €€ Ha SHAHTHO-
Mepbl (depe3 o0pa3oBaHHE COJICH C OPYIIHOM).

3. beu1 monyuen w3 mpanc-1,1,2,3-rerpadeHnmKIIoOnponana
(cxema 79).

Cxema 79
- Ph HOLC COH CO,CH;
% 03 2 ><], CH,N, H3C02C><r
— —_—
Ph “, HO,C “, H.CO,C Y,
“Ph ? //COZH T2 //C02CH3

BHauase terpadeHHIIMKIONPONaH MOJBEPraid OKHCIUTEILHO-
My 030HOJIM3Y B 95%-i1 yKCcycHOM KuCIOTe, a 3aTeM 0e3 BbIIEICHUS
[UKIIOTIPOTIAHTETPAKUCIIOTHI ATEPUPUIIIPOBAIN THA30METaHOM [97].

CO,C,H;

C,H;0,C

C,H;0,C

CO,C,Hs Terpastua uukiaonponan-1,1,23-
TeTpakapookcuaat (150).

Bnepsrie coenuaeHne omnrcano B pabote [98].

[omyyanu aHAIOTHYHO TETPAMETHIOBOMY A(UPY ITUKIONPOIIaH-
1,1,2,3-reTpakapOOHOBOI KHCIIOTHI B3aUMOJICHCTBHEM HATpUil Ma-
JIOHOBOTO 3(HUpa ¢ AUITHI JTUOPOMCYKIIMHATOM HJIM JUITHI OpPOM-
masnenHarom [99].

Memoouxa. K oxnaxneHHOMY JISASTHON BOJIOW U 3aIlUIIICHHOMY
OT TIPSIMOTO COJTHEYHOTO CBeTa pacTBopy S0 T 3THII0BOTO 3upa Ma-
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JIENHOBON KHCJIOTHI B YUCTOM CYXOM 3(dupe n00aBiIsIx MO Kal-
aaMm 46,5 r cyxoro 6poma. B koHIE peakmuu (CBETIO-KEITHIHA
LBET PEaKIMOHHOW cMecu) 3(UPHBIA PacTBOP MPOMBIBAIU Cep-
HOM KHCJIOTOH, 3aT€M pacTBOPOM KapOoHATa HATpHsl U B KOHIIE
BOJOH. D¢dup BeIIApUBAIN, OCTATOK MEPErOHSAIN IPU HOHUKEH-
HOM JaBIICHWH, MOTy4aidu dTUI 2,3-AUOPOMCYKIMHHAT — MAacyo
kunsimee 6e3 pasznoxenus npu 137-138 °C (11 MM pr. cT.).

Hatpuii (5 r) pactBopsutm B abcomorHOM criupte (80 M),
CMELIMBAJIM C MaJOHOBBIM 3(GUPOM INPU BHEIIHEM OXJIAKIECHUU
JeTHOM BOAOW U 3aTeM A00aBISIM MOPUHSIMH IUITHI THOPOM-
cykuuHHat (36 r), moanepxkuBas Temmneparypy He Beime 5 °C.
Cwmech BBIICPKUBAIH Yac, 3aTeM KHUITSITHIN Ha BoAssHOW Oane 30
MUH, PCAKIUOHHYIO CMECHh BBUIMBAJIWM B BOAY, BBIACIMBIICCCA
Macio JKCTparupoBainu 3¢upom, 3(up BEIMAPUBAIN, OCTATOK
(dpaknuonupoBanu pu 11 MM pr. cT., oTOUpanu Tpu ppaxuuw,
M3 KOTOPBIX TpeThs meperonsuiack B mHTepBane 180-200 °C, Gec-
BetTHoe Maciio — terpaddup (150), 1. kum. 187 °C npu 11 mm pr. cT.
[96].

4, TerpakapOOHOBbIE KHCJIOThI

HuknonponaHTeTpakapOOHOBBIE KHCIOTH — 3TO IPOHU3BOJI-
HbIE IUKIONPOINaHa, 3aMeIleHHbIe YEThIPbMS KapOOKCHIbHBIMU
IpyImnaMu ¥ APYTUMH 3aMecTUTENs MU He DAL — anKWIbHBIMH
WA apWIbHBIMU. {71 9TUX cOeTMHEHUH BO3MOXKHBI IBA TO3UIIU-
OHHBIX U3oMepa — ¢ 1,1,2,2- u 1,1,2,3-pacnionoxennemM kapOoOK-
CWIBHBIX Tpynn. 1,1,2,3-nuknonponankapOoHOBasi KUCIOTa MO-
KET CYINIECTBOBATh B BHJIE JBYX JHACTEPEOMEPOB — yuc W
mparc, TPUYEM MpaAHC-U30MEP XHPAICH W MOXET OBITH pasie-
JIeH Ha dHaTHOMephl. M3BeCTHBI JBEHAAUATh MPOU3BOJHBIX IHK-
JOTIPOIIaHa, 3aMelIeHHBIX YEeThIPhMsI KapOOKCHIBHBIMU TpyIIia-
MH, M3 KOTOPBIX TOJBKO OJHA mpaHc-uukiIonponan-1,1,2, 3-
TeTpakapOOHOBasI KUCIOTA.

OCHOBHOMl METOJ CHHTE3a LHKJIOMPOIMaHTETPaKapOOHOBBIX
KHCJIOT 3aKJII0YAaeTCsl B THAPOJIM3E COOTBETCTBYIOLIMX IMKJIIO-
nponanreTpakapookcunatoB (cxema 80), KOTOPBINA OCYIIECTBISA-
10T TIPY KaTaian3e Kak KUCIOTaAMH, TaK U MIeJIOYaMHu.
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Cxema 80

RO,C HO,C
1 1
R COR ;o R CO,H
—_—
, -ROH ,
R CO,R R CO,H
RO,C HO,C

N3BecTHBI Takke MPUMCEPLI MOJTYUCHUA HUKIOMPOIAHTCTPAKHC-
JIOT TUAPOJIN30OM TETpaUaHOIUKIOIIPOIIAHOB.
HO,C
H CO,H

H CO,H

HO,C Huxnonponan-1,1,2,2-TrerpakapooHoBasi
kuciaora (151). *H SIMP (D,0), 8, m.i.: 2,23 ¢. UK (KBr), v, em
3300-2500, 1725, 1420, 1275. ‘*H SIMP (ameton-dg), T, m.1.: -0,9 ¢;
7,87 c [64].

[omyganu ruAPOIN3OM IUKIIOMPOIIAHTETPAKAPOOKCHIIATOB.

1. Memoouxa. TeTpadTUnbHBIA 3pUP THAPOTUIOBATH KHIITYE-
HueM ¢ 10%-M 3TaHONBHBIM PACTBOPOM THAPOKCHUIA KATUsS. DTAHOI
BEITIAPWBAJIM HA BOJSHOW OaHe M K OCTAaTKy J00aBIsUTH pa3daBiicH-
HYIO XJIOPOBOJOPOJAHYIO KUCIIOTY. [IoiydeHHBI pacTBOp BhIIAPUBA-
JM JTocyXa Ha BOJSHOW 0aHe, OCTaTOK OBICTPO 3KCTParupoBaH KH-
IISAIIUM alleTOHOM. AIIETOHOBBIC BBHITSDKKH OOBEAMHSIN M KOHIICH-
TPUPOBAIIN 0 HEOOJBIIIOT0 00beMa U OCTABIISUIA KPUCTALTA30BATh-
cs. Ilomydganu moyTH 4UCTYIO TeTpakuciaoTy ¢ BeixogoM 81 %. Ilo-
CJie TIepeKpUCTAIUIH3AIMH U3 arieToHa T. Tt 205-210 °C (pa3n.) [71].

2. Oobwasn memoouka 14

K pacrBopy 0,01 mMosb TeTpasdupa B 5 Mi ciupra npuOaBIsIN
pactBop 0,08 mMonp kapOoHaTa Kanusi (IBOHHONH M30BITOK OT Teope-
THYeCKU paccunTaHHoro) B 10 mi Bogsl. CMech mepemeInvBaii B
teuenue 24 4 npu 70 °C. [anee, mociie OXJIaXICHUS PEaKIIHOHHYIO
Maccy 3KCTParupoBasid d3hUPOM, OPTaHUIECKUH CIIOM 0TOpachIBay,
BOJHBIM MOAKUCISUIA XOJIOJHOM XJIOPOBOJOPOAHON KUCIOTOH. Bomy
OTTOHSJIM Ha BaKyyMe, OCTaTOK JKCTParupoBaId dPHUPOM, CYIITHIN
cynbdarom Marausi, 3QUp OTTOHSIIN, B pE3yIbTAaTe YEro BHIKPUCTATI-
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TU30BBIBaeTCs TeTpakuciora. s rerpakucnotsl (151) Berxox 77%,
T. 1. 224 °C [79].

3. Memoouxa. PactBopsl 2,0 T (6,05 MONb) TETpasTUII LMKJIO-
nponan-1,1,2,2-terpakap6okcunara B 10 mn rmuma u 2,29 r (13,4
MOJIB) THApOoKcuAa Oapust B 280 MIiI BOABI CMEIIMBAIHA M KUTISTHIHA C
00paTHBIM XOJIOMWJILHUKOM 2 9 (IO TeX IOp, MOKa peaKIMOHHAs
cMech He cTaja ciabo OCHOBHOH). B TeueHue sToro BpemeHu obpa-
30BBIBAJICS OCAJOK HEPACTBOPHMOW OapMeBOMl COJNM TETPAaKUCIOTHI.
PactBop momkucnsim 0,25 M cepHoii kucmoroit mo pH oxomo 2.
Cynbdar OGapust oTnensinu QuIbTpoBaHHEM, a QUIBTPAT BBHIIApUBA-
T Jocyxa (Ha pOTOPHOM HMCHapUTENie) U OCTaTOK — Oenoe KpucTa-
JMYECKOE BEIIECTBO — PACTBOPSUIM B TOPSYEM METHIATHIIKETOHE.
KoHuenTpupoBanu, oxinakaaan u T00aBISIIH H-TE€KCaH, MOIYYHIIH
0,66 r (50%) TerpakucioTsl (151), T. m1. 190-200 °C, pa3noxeHue ¢
Buigenennem CO, [64].

4. Memoouka. Cmecs 0,150 r (0,5 MMONB) AUHU3OTIPONIITHICH
1,1,2,2-nukionponanrerpakapookcuaara u 2,5 MJI KOHIICHTPHPO-
BAHHOU XJIOPOBOJOPOAHON KUCIOTHI B 17,5 My Boabl HarpeBanu 19 u
Ha KHIIAIIeH BoAsHON OaHe. HeOompIioe KOMMYeCTBO HEPACTBOPEH-
HOTO OCTaTKa OTIENSIN (UIbTpalueH, GUIbTPaT KOHIIEHTPUPOBAIIH
B BaKyyMe J0 cyxoro ocratka. OCTaTok mepeMennBaid B 75 Mi
a¢upa, HEpaCTBOPUMBII 0CaIOK OTIEISUHN, PUIBTPAT KOHIEHTPUPO-
BaJIM JIO CyXOT'0 OCTaTKa, MOJMYYHIIN OeJioe KPUCTAITUYECKoe Belle-
ctBo 0,069 1 (63%), 1. 1. 180-187 °C (pazn.) [101]. B aroii cra-
ThE TaKXKe OINHUCaH INEJIOYHOH THIPOJIN3 JAHU30IPOIHINICH
1,1,2,2-uuknonponaHTeTpakapOoKcuiIaTa 10 TeTpakapOOHOBOA
kuciaotel (151).

5. Cunre3 (151) rumponus3om TeTpa’dpupoB omucaH B paborax
[60, 65,69,75,77]. B HUX TeTpakuCIOTa MOTy4eHA THIPOIH30M TET-
pasTuiioBoro 3¢upa Noj JAelCTBHEM KOHIIEHTPUPOBAHHON XJIOPOBO-
JOPOHO# KUCIOTHI, T. 1. 218-220 °C (pasn.) [77], T. . 205-
210 °C (pazmn) [75]; 1. mn. >200 °C (pazn.) [60]; T. mur. 215 °C (pasin.)
[65]; T. mm. 218-220 °C (pa3n.) [76]. B pabore [69] kucnora (151)
MOJTy4eHa B CMECH C JIDYTMMH BelIeCTBAMH W HE BBIJICISUIACH B WH-
JUBHUIYATbHOM COCTOSIHHUH.

6. OnuH U3 METOAOB MOJYYEHHUS — OKUCIICHHE TEeTPaMETHIICH-
JHOKCanninoBoii-1,3-kuciaorsl (cxema 81).
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Cxema 81

OH

HO OH HO,C
CO,H CO,H

o MO Ag,0 KMnO, 4:
COH CO,H
0 0 2
HO,C
OH

ABTOp B pab0Te yCTaHABIMBAET CTPOCHUE TETPAMETHIICHIUOK-
canuioBoi-1,3-kucaoTsl (MpoayKTa KOHASHCAUUU (opMalbIeruia ¢
MUPOBUHOTPATHON KUCIOTO), B TOM YHCJIE IIyTeM MpeBpaILEHHs ee
B IIMKJIONPOIIAHTETPAKAPOOHOBYIO KHCIIOTY, YK€ U3BECTHYIO K TOMY
Bpemenu [ 100].

HO,C

H,C CO,H

H CO,H
HO,C

3-Meruanukionponan-1,1,2 2-rerpaxap-
GonoBast kuciaora (152). *H SIMP (D,0), 8, m.x.: 2,50 B (J 6,6 I');
1,38 1 (J 6,6 T'm).

CwM. o0y meroauky 14. Beixon 99%, 1. . 236 °C (pasn.)
[79].

HO,C
HC CO,H
H CO,H

HO,C

3-9Tuwmuknonponan-1,1,2,2-
TeTpakap-6onoBas kuciaora (153). 'H IMP (D,0), 5, m.a.: 2,42 T
(J7,3T), 1,758 (J 7,3Tm), 1,02 1 (J 7,3 T'w).

1. Cm. oomyw meroamky 14. Beixox 81%, 1. i 168 °C
(pazmn.) [79].

2. Tlomy4anu TUAPOIH3OM  TETPAIHAHOIUKIOMPONUIBHOTO
MIPOU3BOHOTO.

Memoouxa. 10 v 3-atunumkionponan-1,1,2,2-retpakapOoOHUTpHUIIA
KUIATHIN ¢ OOPATHBIM XOJIOAUIHHUKOM B 50 MJI KOHIICHTPHPO-
BaHHOM XJOPOBOMOPOAHOW KucIOTH 8 4. Ilocme oxmaxkaeHwHs
HaJ Ipo3payHOl CMechbio OoOpa3oBajach OoJblllas Macca KpH-
ctaioB. Kpucramiasl mpoMbiBaniu HEOOJNBIIUM KOJUYECTBOM
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JIeSTHON BOIBI, TETPAKUCIOTY OTACISIA OT XJIOPUIAa aMMOHHS SKC-
Tpakiteld abCOMIOTHBIM CIUPTOM. [Ipu BhIApUBAHUK CITUPTA TIOTY-
YHJTH TIPOIYKT, KOTOPBIH MEPEKPUCTAIUTN30BBIBAIN U3 YKCYCHOM KH-
cinothl. Beixon 25%, 1. . 286 °C (pazin.) [13].

HO,C

H;C CO,H
H CO,H
HO,C

3-Iponwimukjionponan-1,1,2,2-ret-
pakap6onoBasi kuciaora (154). '*H IMP (D,0), 8, m.x.: 2,50 T (3 7,1
T'm); 2,4wm; 1,2m; 1,21 (37,1 Tn).

1. Cwm. odomyro meronuky 14. Beixon 95%, T. mi 162 °C
(pazmn.) [79].

2. Tlonydanu aHamormyHo TteTpakuciore (153) u3 mpomumi-
TETPaLMaHOLMKIIONPONaHa ¢ HEBBICOKUM BbIX0AOM, T. M. 271 °C
[13].

CH3 co,H
H,C CO,H
H CO,H
HO,C

3-Uzonponwiuknonponan-1,1,2,2-
TeTpakapGonoBas kuciora (155). 'H IMP (D,0), §, m..: 2 M; 2.5
M; 1.12 1 (J 7,0 T'm).

CMm. o0myr meroauky 14. Beixom 96%, 1. mn. 172 °C (pa3in.)
[79].

HO,C
H 2
3¢ CO,H
H;C g CO,H
HO,C

3-U3o0yTuimukinonponan-1,1,2,2-
TeT-pakapoonoBasi kucjaora (156). 'H amp (D0), 6, m.m.: 2,55 1
(J7,0Tm); 1,90 1 (J 6,0 T'm); 1,5 m; 1,2 m; 1,00 1 (J 6,0 T'm).

CMm. o0my mMeroauky 14. Bexom 99%, 1. . 161 °C (pa3in.)
[79].
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H,C HO,C
CO,H

H CO,H

HO,C 3-n-T' ekcHIUKIONPONAH-
1,1,2,2-terpakapoonoBasi kuciaora (157). 'H amp (D,0), 6, m.x.:
2461 (J7,0T); 1 m; 2,1 m; 0,881 (J7,0TI').

CM. o6myo meroauky 14. Beixon 95%, 1. un. 163 °C (pasn.)
[79].

CO,H

CO,H
H CO,H
HO,C

3-®ennanukiionponan-1,1,2 2-rerpa-
kapGonoBasi kucaora (158). ‘H SIMP (aueron-dg), 8, m.x.: 3,87 c,
6,84 c.

Cm. obuyro meroauky 14. Bexon 72%, 1. . 223 °C (pasi.)
[79].

HO,C
H,C CO,H
HO,C

3,3-AumeTninmukaonponan-1,1,2 2-rer-
paxapOoHoBas kucJjorta (159).

[Tomyyanu rufpoIN30M TUMETHITETPAIIMAHOIMKIONPOTIaHa.

Memoouxa. PactBop 1,34 r (5 MMOITB) TUMETHITETPAITAAHOIIK-
sonpomnana B 13 mi 10%-ro pactBopa ruapokcuna HaTpust ¥ 20 M
MeTaHOJa KUISATHIN C OOpaTHBIM XOJOMWIbHUKOM 30 MUH, 3aTeM
OXJI2XK]IAJIN, CITUPT YAASUTH BBITAPUBAHUEM IIPH TIOHIKEHHOM JIaB-
nernd. OcTaToOK SKCTparupoBaiu 3pupom 6 4 Ha HENPEPHIBHOM JKC-
TpakTope. DKCTPAKT OTAEISUIN, a BOAHBIA PaCTBOP HOAKHUCIISUIN XJIO-
POBOJIOPOTHON KHCIIOTOM M BHOBB JKCTParnpoBalid Ha HEMPEPHIB-
HOM 3KCTPaKTOpe B TeueHue 36 4. DPUPHBINA KCTPAKT CyHIniIM 0e3-
BOJIHBIM CyJib{aroMm HaTpus, pa3zdasmsuim 10 mu stumanerara. Oca-
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JOK OTHENSUIA M TEPEeKPUCTAILTM30BBIBAIM U3 CMECU 3THIIAIETAaT-
nerTad. [Homyummn 0,87 1 (70,7%), 1. Tu1. 166-169 °C [90].

HO,C
CO,H
CO,H
HO,C Cnupo|2.5]okran-1,1,2,2-TeTpakap0ooHo-
Bas kucjaorta (160).
[Nonyuanu THAPOTIN30M 1'-meTokcukapOoHMI-5'-

MeTuikapoamonin-2'.4'-nuokco-N-MeTun-cnupo(uuknorekcad-1.6'-
[3]azabumukio[3.1.0]rexcana) (ero B cBOKO o4Yepenp MOTydalld MHO-

TOCTaIUIHBIM CHHTE30M HCXOIs 3 3,3-
MeHTaMeTHICHTETpainaHoIKIonpomnana [91]).
Memoouxa.  PactBOp 11 r  1'-merokcukapOoHmi-5'-

MeTmikapoamonn-2'.4'-quokco-N-metmn-cnupo(uukinorekcan-1.6'"-
[3]azabumukino[3.1.0]rexcana) B 145 mir metanona u 95 mia 10 %-ro
pacTBOpa r'MApPOKCHUAa HATpUA KUIIATHUIIU C O6paTHI>IM XOJIOAUJIbHH-
KOM Ha BOAsHOH OaHe B TeueHue 30 MHH, 3aT€M METAHOJ OTTOHSIIN
Ha pOTOpHOM mcnaputerne. OCTaTOK MOAKHUCISUTA KOHICHTPUPOBAH-
HOMW COJITHOW KHCJIOTOH, 3KcTparupoBaiu 3pupoM 12 4 Ha anmapate
Kyuepa — Creyzmena (Kutscher — Steudel). Iocne orronku sdupa
KOHEUHOE COCUHEHHUE BBIJICNACTCS B BHJIC KEITOBATOr0 Macia, KO-
TOpoe He KpucTammsyeres [92].
HO,C
CO,H
H,C
CO,H
H,C HO,C
5,6-IlumeTniicnupo[2.5]oxTan-
1,1,2,2-rerpakapoonoBas kucjaora (161). Coenuenre omnucaHo B
pabote [102].
CO,H
HO,C

HO,C

COH Huxiaonponan-1,1,2,3-TerpakapooHoBas

kucjaora (162).
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U3zBecTeH TONBKO mpanc-uzomep TteTpakuciothl (162). IMomy4ua-
U ee THIAPOIU30M TETPAMETHIIOBOTO M TETPA3THIOBOTO 3(UpOB.
Brepseie onucana B padore [98], T. it 192 °C, a 3atem ObL1a mosy-
4eHa OoJiee yrcTas TeTpakuciora, T. mi. 196-198 °C [95, 96].

Memoouka. TeTpaddup KUIATHIH C COJSTHON KUCIIOTOM, TIPH OX-
JaXXIeHUN BBIKpUCTAUIM30BBIBasics auruapar (1. wi. 100 °C). Cy-
LIMIIH OCTOPOXKHBIM HarpeBaHuem 1o 110-115 °C B Teuenue 3 4, no-
JTYYHITH TeTpakuciory, T. wi. 198-200 °C (nekapOoKCHIHPOBaHHE).

Paznenenne nHa sHanTHOMEpHI. TerpakapOoHOBYIO0 KucmoTy (18
T') pacTBopsUIH B Topsdeid Boae (500 mi) u nepemernBaiu ¢ Opyu-
HOM (140 T), 3aTeM HarpeBaJid Ha BOZASHOMN OaHe, MOCJE Yero u30bl-
TOYHBII OPYIHH OTQHUIBTPOBBIBAIN, PACTBOP OXJaxKAaiu. bpyruHo-
BYIO COJIb, KOTOPAsi BBIIEIWIIACEH TIPU OXJIAXKICHHU, OT(UIBTPOBBIBA-
M ¥ nepekpucTamwin3oBeiBain U3 500 M BOABI, OTOMpas ocaiku
npu 68 °C u 45 °C, npombiBas UX TEIUIOW BOJOM. DTH COJU He-
CKOJIBKO Pa3 TEePEKPUCTAIUIN30BBIBAIA AHATOTUYHBIM CIIOCOOOM,
MOKa HE MOJYYWJIM MOCTOSHHYIO BEIWYHHY YIila BpalleHHs II0CKO
nonspusoBanHoro ceeta [a'’p] =43,01° (6,1% B x10podopme). Corb
OpyluHa pa3pymiaid aMMHAKOM, TOCJE BBIICICHHS aMMOHWHHON
coiu ee oOpadaThIBalld PACCUUTAHHBIM KOJIUYECTBOM COJITHOW KH-
CJIOTBI, CYIIWJIA JIOCYyXa, OCTaTOK 0OpadaThiBalil TIIATEIHHO BHICY-
NICHHBIM alETOHOM, JKCTPAKT JCpKadk B BaKyyMe HaJ OKCHIIOM
¢docdopa, 0CTaTOK NMEPEKPUCTAILIIM3OBBIBAIM M3 BOJBI, T. UL 195-
196 °C [a'®5] =1,40° (0,65% B BOzE).

Hpyroii Merox OCHOBaH Ha TuApoiauze TpudTWil 1,2,3-
TPHUIHAHONHKIIONponaH-1,2,3-rpukapookcunara, 1. mi. 200 °C (me-
kapOokcunupoBanue) [103], a 3aTeM TeMu e aBTOpamMH IpU TUAPO-
JM3e TETPadTHI 2,3-nuiuaHonukionponan-1,1,2,3-
terpakapOokcuiara, 190-200 °C [104].

5. HukjonponaHbl, 3aMellleHHbIE TPeMs CJI0KHO3(HUPHBIMHI
TPyNIaMM ¥ OHON HUAHOTPYNIOi

B nutepatype omnucaHbl CEMHaLATh MPOU3BOJHBIX ITUKJIONPO-
MaHa, 3aMeIEHHBIX TPEMS CIIOKHOI(PHUPHBIMUA U OJTHOW IUAHOTPYII-
TIO#, ¥ JiBa MPEACTABUTEINS [IMAHOIUKIIOTPOIIAHTPUKAPOOHOBBIX KH-
cJ0T. Bece npuBeneHHbIE METO/IbI CHHTE3a OCHOBAHbI Ha IPUMEHEHU U
cTparernd B, mpuyeM B KadecTBe JABYXYIJIEPOAHOIO (parMeHTa
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BBOJSIT aKTHUBUPOBAaHHBIA NByMsa DAl ankeH, v peaknus Ha IEPBOM
3Tane o CYLIECTBY SIBISIETCSI BAPUAHTOM IPUCOEIUHEHUS 110 Muxa-
smto. [{luanorpynmna B 3aBUCHMOCTH OT METOJIa MOXET BXOAUTH B CO-
CTaB KaK aJKeHa, TaK U METUJICHAKTUBHOTO COCIMHEHUS, HO BBIXObI
LIEJIEBbIX LHKIJIONPONAHOB CYIIECTBEHHO BBILIE, €CIM LHUAHOIpyIna
BXOJMT B COCTaB aJIK€Ha. Bcero npeayiokeHo ABa OCHOBHBIX MOAXO-
JIa K CHHTE3Y.

ITepBrIii COCTOMT B MPOBEACHUU 3JIEKTPOJIM3a CMECH aKTHUBUPO-
BAHHOI'O QJIKEHA C METWJICHAKTHBHBIM COCIWHECHUEM B CIUPTE B
MPUCYTCTBUM MEAUATOPa — raJIOTeHUIa IMEJI0OUYHOTO MeTasuia. Beixo-
AbI MUKJIOIIPOMNAaHOBBIX NPONU3BOAHBIX, MMOJTYUCHHBIX 3TUM CHOCOGOM,
BBICOKHE, K HEJOCTaTKaM CJeIyeT OTHECTH HEOOXOIUMOCTh B DIIEK-
TPOXUMHUYECKOM 000PYA0BAHUH.

Bropoii MeToa — METaJUTIOPraHM4EeCKUl CUHTE3, B PEAKIIUIO BBO-
ST AKTUBUPOBAHHBIA QJIKEH W LIMHKOPTraHUYECKOE IPOU3BOJHOE,
mostydeHHoe in Situ U3 1uHKa 1 AHOPOMMAIOHOBOTO 3dupa.

B 00oux MeTomax TEOPETHYECKH BO3MOXKHO OOpa3oBaHHE IHa-
CTEpEOMEPOB MO B3aMMHOMY TOJIOKEHUIO CIOXHOI(PUPHOW TPYIIIIHI
U QJKWIBHOTO 3aMECTUTENA, OJHAKO KaK YKa3bIBalOT aBTOPHI, Ipe-
HMMYIIECTBEHHO 00Pa3yIOTCsl mpaHCc-U30MEPhI, TO €CTh IUaHOTPYIINa
M aJIKUJIbHBIM 3aMECTHUTEITh HaxoaATCA 10 OAHY CTOPOHY.

Hwuxe nmpuBoaarcs CTpyKTYphl, XapaKTEpUCTUKU U METOMbI CUH-
T€3a W3BECTHBIX MPOM3BOJHBIX UAHOIMKIONPONAHTPUKApOOHOBOMH
KHCJIIOTHI.

NC
H CO,CH,4
H3C COzCH3
H;CO,C

Tpumernn 3-MeTHI-2-HHAHONUKJIONPO-
naun-1,1,2-tpukapooxcuaar (164). UK (KBr), v, em 2256, 1756,
1744, 1444, 1240. 'H SIMP (CDCls), 5, m.x.: 1,45 1 (J 6,7 T'); 2,67 kB
(J 6,7 I'm); 3,70 ¢; 3,79 c. *C SIMP (CDCly), 5, m.1.: 9,6; 31,0; 31,8;
47,0; 53,61; 53,8; 54,4; 112,6; 163,2; 164,4; 164,9. Macc (70 3B),
M/Z (lom, %): 255 (2) [M'], 224 (8), 196 (51), 164 (32), 137 (7), 92
(11), 59 (100). Ctpykrypa nokazana merogoM PCA MoHOKpHCTaIa.
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[Tosry4anu COBMECTHBIM JJIEKTPOIM30M METHJ STHINACHIHAH-
areraTa ¢ METHJI MaJOHOBBIM 3()UPOM B CHHpPTE B IPHCYTCTBUU Me-
12—
auatopa — Opomuia Hatpus (cxema 82, R'=R°=CHj).

Cxema 82

NC

R! CN H CO,R? R! CO,R?
> < N >< AJIEKTPOJIN3
—_—
2

H C02R2 H C02R2 NaBr, R“OH H COZRZ

R?0,C

Oowas memoouxa 15
PactBop anxmmmpnennmanoanerata (10 mmons), maionarta (10
MMOITb) 1 Opomuna HaTpus (7 MOIIb) B METaHOJE WM ATAHOJIE TOI-
BEpraju 3JeKTpon3y B Oe3nuadparMeHHON UIHHIPUICCKON sTuek-
Ke, CHa0)KEHHOH rpaUTOBBIM aHOZOM M JKEJIE3HBIM KaTOAOM (ILIO-
maab AJEKTPOAOB 5 cm?) npu 5 °C ¥ NOCTOSHHOM IUIOTHOCTH TOKA
100MA/cM%, TIpoITycKasi OMpeIeIeHHOEe KOMMYECTBO ICKTPHUECTBA.
OOBIYHO TPOAYKT PEAKIHUU YACTHYHO BBIKPHUCTAIM30BBIBAJICS W3
PEaKIMOHHON cMecH. BhImaBmimii MUKIIONPONaH OTQHUIBTPOBHIBAIIH,
MIPOMBIBAIN XOJIOAHBIM 3TaHOJOM. DUNbTpaT ymapuBaln U 3KCTpa-
THPOBATH XJI0poPopMoM. XopohopM OTTOHSUIH, MOTYYEHHBIH OC-
TaTOK KPUCTAIJIM30BAIN U3 CMECH alleTOH-TeKCaH, NOJIy4aln JOI0JI-
HUTEIIbHOE KOIn4ecTBO Iukionpomnana. st (164) npomyckanu 2,6
F/monb, Beixoa 85%, T. m1. 87-89 °C [86, 105].
NC
H3C>¢C02C2H5
H CO,C,H;
C,H50,C Tpudtun  3-MeTHI-2-IMAHOUMKJIIOMPO-
naH-1,1,2-trpukapookcuiaar (165).
Ortunoselit 3¢up (165) omucan B padote [109].

NC
H3C/>¢C02CH3
H CO,CH;
H;CO,C Tpumerua 3-3THI-2-IIMAHOWMKJIONPO-
nan-1,1,2-Tpukapéoxcuiaar (166). UK (KBr), v, cMm 1 2252, 1755,

1748, 1436, 1238. 'H SIMP (CDCls), 5, m.i.: 1,03 T (J 7,3 T'r); 1,68-
1,84 m; 2,61 T (J 7,3 Tw); 3,72 ¢; 3,81 c. **C SIMP (CDCly), &, m..:
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12,2; 18,0; 30,4; 38,2; 46,8; 53,5; 53,7; 54,3; 112,5; 163,25; 164,4;
164,8. Macc (70 3B), m/z (1o, %): 269 (5) [M™], 238 (12), 210 (63),
178 (57), 146 (29), 133 (37), 59 (100).

Cwm. oduryro meroauky 15. [Ipomyckanu 2,7 F/Monb anexTpuye-
ctBa. Ounmany BakyyMHOW AmcTwuisAnued. becuBetHoe macio, T.
kuit. 131-143 °C (0,1mmM pr. cT.), BEIX0x 79% [86, 105].

NC
H;C CO,CH,4

H CO,CH,

H;CO,C Tpumerua 3-H-nponui-2-UAHO-

uuksaonponan-1,1,2-rpukapéoxcuiar (167). UK (KBr), v, e
2252, 1748, 1742, 1436, 1236. 'H SIMP (CDCl,), 3, m.x.: 0,98 T (J
7,3), 1,46-158 m; 1,73-1,83 u; 2,62 T; 3,73 c; 3,82 c. °C SIMP
(CDCly), 6, m.a.: 13,3; 21,2; 26,2; 30,4; 36,7; 46,6; 53,4; 53,5; 54,2;
112,6; 163,3; 164,4; 164,9. Macc (70 3B), m/z (I, %): 283 (2)
[M™], 252 (17), 224 (71), 192 (65), 160 (28), 132 (88), 59 (100).

Cm. o6mryro metoauky 15. Iponyckanu 2,7 F/Monb 3i1ekTpude-
ctBa. Ouuiany BaKyyMHOM TUCTWUIALNMCH. beciiBeTHOE Macio, BhI-
xo1 75%, 1. ku. 130-142 °C (0,08 MM pr. cT.)[86, 105].

CH; cN
H,C CO,CH;
H CO,CH,4
H;CO,C

Tpumerua 3-u3o-nponui-2-HAHO-
nukJjonponan-1,1,2-rpuxkapooxcunar (168).

Cwm. oduryro meroauky 15. IIpomyckamu 3,0 F/mMonb anexTpude-
cTBa, BeIXoJ 74% [105].

NC
CO,CH,

H CO,CH,

H;CO,C Tpumerua  3-(peHWI-2-IHAHOLHUK-
Jonponan-1,1,2-tpukapokenaar (169). ‘H SIMP (CDsCN), 3,
M1 3,70 (¢, 3H, CH30), 3,79 c; 3,88 c; 3,96 c; 7,38 m. *C SIMP
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(CDCly), 8, m.a.: 30,6; 39,6; 47,7; 53,5; 563,7; 54,5; 112,4; 128,5;
128,7; 128,8; 129,3; 162,7; 164,27; 164,8. Macc (70 3B), m/z (I,
%): 317 (8) [M™], 286 (9), 258 (100), 198 (71), 121 (52), 59 (72). UK
(KBr), v, M ' 2252, 1772, 1756, 1436, 1232.

Cwm. o0mryro metoauky 15. Iponyckanu 3,0 F/mMonb 3nekTpude-
crBa. Ilocie BbIapUBaHHs PEAKIMOHHOW CMECH YHUCTHIN (hIIel-
xpomartorpadueii, 6enoe KpucTainueckoe BemiecTtso. Boixon 92%,
T. . 140-142 °C [86, 105].

H5C

NC
CO,CH,4

H CO,CH,

H;CO,C TpumeTui 3-(4-Tommn)-2-
unanonukaonponan-1,1,2-rpukapéoxenaar  (170). 'H SIMP
(CDCly), 8, m.n.: 2,34 ¢; 3,72 ¢; 3,83 ¢; 3,89 ¢; 391 ¢c; 7,18 1 (J 8,3
I'm); 7,25 1 (J 8,3 T'w). **C AMP (CDCly), 8, m.1.: 21,0; 30,5; 39,4;
47,6; 53,4; 53,6; 54,4; 112,4; 127,0; 128,2; 129,4; 138,5; 162,6;
164,2; 164,8. Macc (70 3B), M/z (1o, %): 331 (13) [M*], 300 (7),
272 (68), 212 (100), 135 (52), 59 (76). MK (KBr), v, cm ' 2252,
1756, 1748, 1436, 1232.

Cm. oburyro metoauky 15. Ilocne BbimapuBaHusi peakMOHHOM
cMecH YucTWIM (uieni-xpomarorpadueii, 0enoe KpUCTATHYECKOE
BemecTBo. Beixon 2,75 1 (83%), T. . 72-74 °C [86].

H;CO

NC
CO,CH,4

H CO,CH,4

H;CO,C Tpumerui 3-(4-metoxcuden-
Wi)-2-nuaHouukionponan-1,1,2-rpuxapooxcuiaar (171). 'H amp
(CDCly), 8, m.a.: 3,72 ¢; 3,80 ¢; 3,82 ¢; 3,87 ¢; 3,91 ¢; 6,88 1 (J 8,2
I'n); 7,29 (J 8,2 Tw). *C SIMP (CDCls), 8, m.1.: 30,7; 39,3; 47,8;
53,5; 53,7; 54,5; 55,2; 112,5; 114,2; 124,2; 129,7; 159,7; 162,7;
164,3; 164,8. Macc (70 3B), m/z (lom, %): 347 (57) [M7], 316 (3),
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288 (13), 228 (100), 170 (39), 151 (38), 59 (82). UK (KBr), v, cm ™
2252, 1756, 1752, 1440, 1240.
CM. o6mryro meroauky 15. Ilpomyckanu 2,4 F/mMonb aiexTpude-

ctBa. benmoe xpucraminyeckoe BeiiecTBo, Beixon 87%, 1. mi. 110-
112 °C [86, 105].

NC
CO,CH,

Cly CO,CH,

H;CO,C Tpumernn 3-(2-xnopdennn)-2-
unanonukaonponan-1,1,2-rpukapGoxenaar  (172). H SIMP
(CDCly), 8, m.z1.: 3,78 ¢; 3,83 ¢; 3,88 c; 3,94 c; 7,25-7,48 M. °C SIMP
(CDCly), 6, m.u.: 31,4; 38,6; 47,4; 53,6; 53,7; 54,7; 112,2; 127,1;
127,5; 129,9; 130,1; 134,9; 162,9; 164,2; 164,8. Macc (70 3B), m/z
(o, %): 351 (8) [M™], 320 (7), 292 (100), 232 (36), 155 (33), 59
(89). IK (KBr), v, cm *: 2256, 1760, 1748, 1440, 1236.

Cm. o6mryro meroauky 15. Ipomyckanu 3,0 F/mMonp anexTpude-
ctBa. Beixox 81%, . . 97-99 °C [86, 105].
Cl

NC
CO,CH;

H CO,CH,

H;CO,C Tpumerua  3-(4-xaoppeHun)-2-
unaHonukaonponan-1,1,2-tpukapéoxennar (173). 'H SMP
(CDCls), 8, m.zi.: 3,76 ¢; 3,84 ¢; 3,87 c; 3,93 ¢; 7,23-7.45 m. **C SIMP
(CDCly), 6, m.a.: 30,5; 38,6; 47,5; 53,5; 53,6; 54,6; 112,1; 127,7;
129,0; 129,8; 134,8; 162,4; 164,0; 164,5. Macc (70 3B), m/z (1o,
%): 351 (M", 8), 320 (6), 292 (72), 232 (51), 174 (21), 155 (36), 59
(100). UK (KBr), v, cM ' 2256, 1756, 1744, 1440, 1232.

Cwm. oomyto metoauky 15. Beixoa 87%, T. mi. 73-75 °C [86].
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NC
CO,CH,

H CO,CH,4

H3COZC TpI/IMeTI/Iﬂ 3—(4—6p0M(1)eHl/lﬂ)‘2'

nuaHonukjonponan-1,1 2-rpukapdoxcunar (174). UK, v, em b
1730, 2235. 'H SIMP, o, m.a.: 3,66 ¢; 3,77 ¢; 3,83 ¢; 3,87 ¢; 7,15 &
7,45 1 [106].

Honyqaﬂn B3aHMOZICI>iCTBHCM apHnHzeruHaHoaueTaTa C ILUH-
KOPraHMYEeCKUM TPOU3BOJIHBIM, CHHTE3UPYEMbIM iN Situ u3 qubpom-
MasIoHOBOTO 3(upa (cxema 83, R'=4-BrC¢H,, R2=CH3).

Cxema 84
RO,C
H COR RO,C  CO,R Rl CO,R
— + —_—
Br\
R! CN zn Br H CO,R
NC

Oowan memoouka 16

K 2 r u3MesbueHHOr0 B MEJIKYIO CTPY)KKY IMHKa, 7 MJI 3dupa u
14 ma TT'® podaensu 0,024 Moyb TUANKHIOBOTO 3(huUpa TUOPOM-
MaJOHOBOW KHCIOTHL. CMECh HarpeBaid JO0 Havaja KHUIEHUs, ITOCIe
Yero peaknus Iia caMOCTOATeNbHO. [locie OKOHYaHWS peaKIuH
CMECh KHUIISATWIHA 5 MUH, OXJIQXKIad, JeKaHTUPOBAJN C IIMHKA B KOJI-
Oy, comepxamyr 0.02 Monbp apwimaeHNpowsBomHOrO W 1,5 M
I'MO®TA, n kunsatunu 60 MuH. 3aTeM OXJIaXKalu, TUAPOIU30BATIU
5%-1i yKCYCHO#M KHCJIOTOH, MIPOAYKT PEAKIMK SKCTPArupoBayid OCH-
30JI0M, OTTOHSIIM PACTBOPHUTEH M OCTATOK MEPEKPUCTAIUTH30BHIBAIIH
u3 metanona. J{ist (174) seixon 68%, T. tut. 92-93 °C [106].

NC
Br CO,CH;4

H CO,CH;
H;CO,C Tpumerna  3-(3-6pomdennin)-2-
nHaHonukjaonponad-1,1,2-rpukapéokcuaar (175). UK (KBr), v,
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cM b 2268, 1756, 1746, 1440, 1232. 'H SIMP (CDCly), 8, m.1.: 3,73
c; 3,80 c; 3,87 c; 3,89 c; 7,20-7,33 m; 7,40-7,50 m. **C SIMP (CDCly),
o, m.a.: 30,4, 38,4, 47,3; 53,6; 53,7; 54,6; 111,9; 122,4; 128,1,; 130,3;
131,46; 131,53; 131,7; 162,4; 163,8; 164,4. Macc (70 3B), m/z (I,
%): 397 (15) [M™], 395 (14) [M"], 364 (3), 366 (2), 338 (61), 336
(78), 278 (28), 276 (34), 201 (25), 199 (27), 59 (100) [86].

1. Cwm. oomyio meronuky 15. XKentpiii KpucTammyeckuii mo-
pook. Beixon 98%, T. m1. 89-91 °C [86].

2. Cwm. oomymo mMeroauky 16. Brixon 65%, T. . 104-106 °C
[106].

Cl

NC
CO,CHj

Cl 'y CO,CHs,

H;CO,C Tpumerna 3-(2,4-quxaopdenn)-

2-umaHounkIonponan-1,1,2-rpukapéokcunaar (176). UK, v, cm
1735, 2245.'H SIMP, &, m.x1.: 3,78 ¢; 3,81 1 (J 1,0 I'ny); 3,83 ¢; 3,94
¢, 7,29 nn (3 8,4, 2,0 T'm); 7,34 o (J 8,4; 1,0 I'my); 7,46 1 (J 2,0 I'm)
[106].

CMm. oomyrw meroauky 16. Bexomg 66%, 1. mi. 116-117 °C
[106].

Cl

NC
C0,C,Hs

H CO,C,H;

CoH50,C TpudTua 3-(4-xnopdennn)-2-
unaHonukionponan-1,1,2-rpukapéokennar  (177). 'H SIMP
(CDCly), 6, m.a.: 1,08 T(J 7,1 T), 1,241 (J 7,1 T), 1,357 (3 7,1
I'm), 3,91 c; 4,15-4,45 w; 7,20-7,45 m. *C SIMP (CDCls), &, m.x.:
13,47; 13,53; 13,8; 33,1; 38,2; 46,7; 62,8; 62,9; 64,1; 112,4; 128,9;
129,4; 129,9; 133,8; 163,4; 166,1; 167,5. Macc (70 aB), m/z (I, %0):
393 (6) [M™], 348 (7), 320 (100), 246 (98), 202 (91), 174 (78), 169
(78). IK (KBr), v, em *: 2252, 1752, 1736, 1440, 1260.
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CMm. oomyw meroauky 15. Oummamm duemr-xpomarorpadueit
(amroeHT — cMech dTIITanerat rekcan 1:1), 6ecriBeTHoe Macio. BEI-
xo1 83% [86].

NC
CO,C,H;

H CO,C,H;

C,H50,C Tpuwdtun  3-eHnI-2-uMaHomHKJIO-
nponan-1,1,2-rpukap6oxcnnar (178). ‘H SIMP (CDCl), §, m.x.:
1121 (J71Tw); 1,29t (J37,1Tw); 1,38 1(J 7,1 T'm); 3,93 ¢; 4,12 kB
(J 7,1 Tu); 4,20-4,45 m; 7,25-7,51 m. °C SIMP (CDCly), 8, m.x.:
13,4; 13,6; 13,8; 30,6; 39,0; 47,7; 62,7, 62,8; 64,0; 112,5; 128,5;
128,6; 128,9; 129,6; 162,3; 163,7; 164,2. Macc (70 3B), m/z (1o,
%): 359 (3) [M'], 314 (5), 286 (100), 258 (32), 212 (23), 140 (32),
105 (17). MIK (KBr), v, cm *: 2256, 1752, 1448, 1264, 1232.

1. Cwm. obmyro merogquky 15. Ilpomyckanu 3,0 F/mMonb amek-
TprdecTBa. OUUIIATN IUCTUWUIIIUEH B BaKyyMe, OeCLBETHOE MaCIIo,
BbIixon1 82% [86, 105].

2. Tlonydanm peakuuei OEH3WIMACHMAIOHOBOTO 3hupa ¢ auod-
poMIaHyKCycHbIM 3¢upoM B cpene IMDPA B npucyTcTBUN HoIUIA
nutust (cxema 84).

Cxema 84
CO,C,H ; NC
N 225 Br><CN i» C0,C,H;
+ TIM®A,
CO,C,H; Br CO,C,Hs xomnarHas
TemmepaTypa H CO,CyH;
C,H;0,C

Memoouxa. K cmecu 162 mr (0,60 MMoIb) 3THII AUOPOMITHAHO-
arierata u 54 mr (0,40 Mmmons) nomuaa autus B 1 ma MDA nobas-
s 149 mr (0,60 MMoITb) OSH3UITHIEHMAIOHOBOTO 3(pHpa 1 CMECh
MepeMenInBaIv Mpu KoMHaTHOM Temmepatype 1 4. [Ipoaykr skcrpa-
TUPOBAIN APHUPOM, PKCTPAKT MPOMBIBATH BOAON M CYIIWIH Cybda-
TOM HaTpus. 3aTeM PaCTBOPHUTENb YAAJSUIM MPU MOHMWKEHHOM JIaB-
JEHHWW ¥ OCTAaTOK XpomarorpadupoBald Ha CHJIMKarene (DIIOCHT
cMech rekcan-Tmianerar 2:1, 3arem atunanerat). [lomyunmu 52 mr
(24%) Oenoro BemiecTBa, (COOTHOIICHUE YuUC- U MPAHC- U30MEPOB
45:55) [58]. OToT )¢ pe3ynbTar mpuBeAcH B padote [107].
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NC
CO,CH,

H CO,C,H;

CH50,C 1,1-Im3THI-2-MeTHI 2-IHAHO-
3-n-rommanuksionponan-1,1,2-rpuxapéoxenaar (179). ‘H SIMP,
o, ma: 111 7Tu); 1271 7Tn); 2,3 c; 3,86c¢; 3,86 c; 4,1 kB (J
7Tn); 4238 (J 7T); 7,06 1 (J 8 Tm); 7,23 o (J 8 T'm).

Coemunenue (179) — eTMHCTBEHHBIH TIPEICTABUTENb CMEIITAHHO-
ro 3¢upa METaHoJa W 3TaHOJA IIMaHOUWKIONPOMaHTPUKAPOOHOBOI
KHCJIOTHL. BBUT mOTydeH B3auMoieiicTBIeM XJI0pMajioHaTa ¢ aKTHBH-
poBarHM ankeHoM B TI'® B mpucytcTBuM KapOoHata Kamus (cxema

85).

Cxema 85
H,C
CN NC
AN H_ CO,C,H
+ >< S KC0 CO,CH;
CO,CH; Hal” “CO,C,H; TT'®
H;C H CO,C,H;

C,H;0,C

Memoouxa. K pactBopy 3 MMOJBb XJIOpMaJIOHATa U 3 MOJb aJIKe-
Ha B 5 M TT'® nobasisamu 6 MMOJIb TOHKO n3MelbyeHHOro K,COs.
PeakimoHHyl0 Maccy mnepeMeuInBajid B TEUCHHE OIPEeICHHOTO
CpOKa ¥ MpH YKa3aHHOH B IuTeparype TemiepaTtype. XoJ peakiuu
KoHTponupoBaiy ¢ nomoupio TCX (atunanerat:rekcan 20:80). ITo-
cne okoH4aHusi peakiuu npudasmsui 15 min CH,Cl,, dunsrpoBanu
OT HEOPraHWYEeCKHUX IMPHMECEH, PacTBOPUTENb OTTOHSIHM, OCTaTOK
YUCTUIIN TIEPETOHKON UiTH nepekpucTauinzanyeii. Beixon 92% (10 u
KOMHAaTHasl Temreparypa), T. kui. 175-185 °C (1 mm prt. c1.) [89].

CO,H

CO,H

2-lluanocnupo|2.5]okran-1,1,2-Tpu-
KapooHoBas kucJjora (180).

HO,C
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[Monyyanu ruapoIr3oM uMuaa (cxema 86).

Cxema 86
NC NC
CO,H CO,H
24 1,0 :
—
CO,H CO,H
NC HO,C

Memoouka. VMun ruaposin3oBalin W30BITKOM THIPOKCHIA
Kajnus HecKoJbKo 4vacoB. Ilocie noakucieHus peakUuOHHOUN
CMECH BBIACIHIN KHCIYIO KaIHeBYIO coiib. COJb KPUCTAIIIH3Y-
€TCsl M3 CrUpTa B BUjae uri ¢ T. mwi. 237 °C (nexapOoKCUIUpoOBa-
Hue). Ilocne oO6paboTKHM CONSTHON KHCIOTOM OblTa MOTydeHa
CcBOOOJHAS ITMAHOIMKIONPOMAHTPUKAp-00HOBas KucioTa. Ku-
ciota (180) kpucramnuszyeTcs W3 BOJABI B BHJIE CPOCIIMXCS B
3Be31bI IpU3M, T. 1. 169 °C (c gekapbokcunupoBanuem) [108].

CO,C,H;
C,H50,C

NC

CO,CoHs TpudTHa NMAHOUMKJIONPONAaH-
1,2,3-Tpukapooxcuiar (181).

[Monyyanu B3amMoneHcTBHEM HATPUM LUAHYKCYCHOTO 3¢upa
¢ amyTIi 2,3-nuOpomcykiuHatoM. O0pa3yercs TOIbKO MpaHc-
nu3oMep.

Memoouka. Hatpuii (5 T) pacTBOpsUTH B aOCOTIOTHOM CITUPTE
(80 mu1), cMeImIMBaIH C 3TUJ ITHAHAETATOM (25 T) U QUITHUIAUO-
poMcykimHHaTOM (36 T), 700aBisAsl UX NMPH OXJKJICHUU JIe]sI-
HOM BOJOM IO KaIUISIM M IIPU NOCTOSIHHOM NepeMeninBaHuu. Pe-
AKIIMOHHYIO CMECh BBLAEPKMBAJIM HOUb, 3aT€M KHUIIATHIIH Ha BO-
IssHOM OaHe 1 9, BEUIMBAIM B BOAY. BhImenuBIIeecs Macio dKCT-
parupoBaiu 3¢pupom, 3GUP OTTOHSIH, OCTATOK (HPaKIMOHUPOBA-
au, moayywtn 26 r macia 200-205 °C (18 mm pT. pT.)[96].
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CO,H
HO,C

NC
COH mpanc-1lnanouukaonponan-1,2,3-tpu-
kapOonoBasi kucaora (182). Onucana B pabote [103] kak IpoIyKT
TUAPONIN3A TPUITHUIL 1,2,3-Tpurmanonukionpomnan-1,2,3-
TpUKapOOKCHUIIATA.

6. llukyonponansl, 3aMeleHHbIE ABYMSI HUAHOTPYNIIAMH
U IBYMSI CJIO2KHO3(PUPHBIMH

Jnsi coemMHEHUE ¢ TakuM Ha0OpPOM 3aMeCTUTeNeH BO3MOXKHO
CYIIECTBOBaHUE HECKOJIBKHX MO3MIMOHHBIX W30MEPOB. DTO 3PHPHI
1,2-gummanonmKIIonponan-1,2-mukapboHoBoit KHUCJIOTEI, 2,2-
JTUIMaHOIMKIIonponan-1,1-nnkapOooHoBOM KHCJIOTHI, 2,3-
JUIMaHOIMKIonponan-1,1-nnkapOoHOBOM KHCIIOTBI H 3,3-
TUITHAHOIMKIIONponan-1,2- tnkapO6oHoBo# KUCIOTH. B miepBoM ciry-
Yae BO3MOXKHO CYILECTBOBAHHE IHACTEPEOMEPUH, CBSI3aHHOH C OT-
HOCUTENTFHBIM PACIIOIOKEHUEM [HAHO- WU CIIOKHOA(HUPHOU TPy
OTHOCHUTENBHO APYT JAPYra U OTHOCHUTEILHO TPETHETO 3aMECTHTEINS.
Hepenko B xone cuHTe3a 00pa3yercsi OMH U3 BO3MOKHBIX CTEPEO-
W30MEpOB, KaK MPaBUIIO, HANMEHEE CTEPHUECKH 3aTPYJHEHHBIH HU30-
Mep C mpanc-pacrloiiokeHreM OO0BbEeMHBIX 3aMectuTeneir. OmHako
Jare Bcero oOpasyercst cMech IByX mim Oosee m3omepos. [IpuBe-
JICHHBIE B JIUTEPAType METOIUKH OOBIYHO B TAKHX CIIydasX OTpaHH-
YHBAIOTCS TIOJYYEHHUEM U OIHCAHWEM CMECH JHaCcTepeoMEpOB, pas-
JieJIeHUe KOTOPOi He MPOBOIMIOCH. B psnme paboT, ocobeHHO cTa-
PBIX, aBTOPHI BOBCE HE YJEJSIOT BHUMAaHUS Ha BO3MOYKHOCTBH JTMa-
CTepeOMEpPUH U OIMCHIBAIOT COCTUHEHUs] 0e3 yKa3aHusi OCOOEHHO-
CTell IPOCTPaHCTBEHHOT'O CTPOCHHSI.

Dupuer 1,2-ouyuanoyuxionponan-1,2-0ukapbonosoii Kuciomol

OCHOBHBIE METOJBI CHHTE3a ITHX IMPOU3BOAHBIX OCHOBAaHBI Ha
WCTIOJBb30BAaHUU JIOCTYNHBIX 3(UPOB HUAHYKCYCHOM KHUCIOTHI (B JU-
TepaTrype ONHMCaHbl METHUIIOBBIA M 3TWJIOBBIN 3(upsl), THOO UX TpO-
W3BOJIHBIX (TaJIOTEeH3aMEIICHHBIX, MPOAYKTOB KOHJIEHCAIMH C Kap-
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OOHWIILHBIMU COCJIMHEHUsIMU). HekoTopble METOMUKH TMperycMaT-
PHBAIOT B KQYECTBE MCXOHBIX BEIIECTB d(DUPHI JUITUAHOPYMAPOBOH
¥ MaJICMHOBOW KUCJIOT. METO/IbI MOJTyYeHUs], KaK MPaBHIIO, OCHOBA-
HbI Ha TEX K€ MPUHIIUIIAX, YTO ¥ METOABI MOJyYSHHUS TeTpaIlaHo-
IUKJIONPONAHOB, HECKOIBKO MOJU(HUIMPOBAHHBIC B YacTH BhIJEIC-
HUSl U OYHCTKH, OCOOCHHO B TEX CIy4asix, KOTJia IPOBOJMIOCH pa3-
JICJICHUE MPOCTPAHCTBEHHBIX H30MEPOB.

Hwxe mpUBOISTCS CTPYKTYPBI, XapaKTEPUCTUKUA H METOJIbI CHH-
Te€3a M3BECTHBIX MPOM3BOAHBIX  1,2-mMHIIMAHOLKKIONPONaH-1,2-
JTUKapOOHOBOM KUCIIOTHI.

H;CO,C
H CN
H CO,CH;4
NC Juverun  1,2-qunuaHonukiaonponan-1,2-

nukap6okcnaar (183) mpanc *H SIMP (aneron-dg), 8, M.x1.: 2,68 C;
3.95 c. *C SIMP (CDCls), 8, m.xi.: 25,6; 28,2; 53,8; 112,1; 162,0. yuc
'H sIMP (CDCls), 8, m.11.: 2,36 1 (J 6,3); 2,57 1 (J 6,3); 3,84 [110].

1. CoBpemeHHBIM B Y3PPEKTHUBHBIM METOJIOM HOITY4CHHUS SIBIIS-
eTcs JJEKTPOIH3 IIHAaHYKCYCHOTO 3(upa ¢ KapOOHUIBHBIMUA COCIH-
HEHHUSIMU B TIPUCYTCTBUH MEIUATOpa — raJOreHUIa MISJTOYHOr0 Me-
tayuia (cxema 87), crparerust /1.

Cxema 87
( N SIIEKTPOITU3 o
C O,R! NaOAc, NaBr, CH;0H
LK‘COQRI + NCLK‘
R'0,C CN R'0,C CO,R!

Oowas memoouxa 17

PactBop a¢dpupa nnanykcycHoi kuciots! (14 MMoIs), anpaernaa
(7 mmorp) u NaBr (8 mMons) B 20 MJI cipTa MOJABEPraliv SJIEKTPO-
3y B Oe3nuadparMeHHOH sueiike, ocHaleHHOH Fe-katogom u Pt-
wim C-anonom npu 0 °C 1pu MOCTOSIHHOM TOKE TUIOTHOCTBHIO 100
MA/CM?. TIHKIONPONaHbl YaCTHYHO KPHCTAIUTH3YIOTCS M3 PEaKilH-
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OHHOM cMecH Toclie 3aBeplIeHus dJIeKTpoiu3a. PacTBopuTenb OT-
TOHSUTH, OCTaTOK 3KCTParupoBalid alleTOHOM, alleTOH YIapuBald U
OCTaTOK KPHCTAJJIN30BAIM U3 CMECH alleTOH-TEeNTaH WIH OYMILa-
I neperoHkoil. M3oMepsl yuc u mpanc pasgensyii KOJOHYATOU
xpomarorpadmueit Ha cCUIHUKareje ¢ MoeHToM 3¢up-remTad (1:1).
ITpu nosyuenuu coenunenus (183) mponyckanu 1,5 F anexrpuue-
CTBa, C BBIXOJIOM 86% BBIJIETIEH TOJBKO mpaHc-u3oMep, T. ILIL.
130-131°C [110].

2. Coenunenusi (mpanc 183) u (yuc 183) ObLIM MOTYUCHBI
B3aUMOJICHCTBUEM TUMETHI 2,3-nunuanopymapara ¢ IuazaMmera-
HOM (cxema 88). OcoOEHHOCTBIO peaKklnu SIBISIETCS TO, YTO 00Opa-
3yIOTCS pa3lMYHble MNPOU3BOJHBIE NHpaszoia u 1,2,3-Tpuasouna.
Coenunenns (mpanc 183) u (yuc 183) obpasyroTcst mpu TepMo-
JI3€¢ MPOM3BOJHOIO MHUPA30JIMHA B COOTHOIICHHM 3:2 M OOIUM
BBIXOZOM 36%. Paznensuin n3oMepsl, UCNONB3Ys NMPENapaTuBHYIO
TOHKOCTIOMHYI0 XpoMaTtorpaduio, >moeHT 3¢up-rekcan [111,
112].

Cxema 88
N\\
H,CO,C CN N
CH,N
I LNy o e N ——>
H;CO,C  CO,CH,

H3C02C
3. Hpyroii moaxon kK cuHTe3y nmkionponaHos (183) ocHo-
BaH Ha HCIOJb30BAHUM WIHAOB cepbl. B3aumoneiicTBue nu-
mpem-0yTHITHOKETOH-S-METHIIHIIUA C JUMETHI JUIHaHo]y-
MapaToM (4 4, Tonyon, 100 °C) OpuBOAHUT K CMECH YUC U MPAHC
(183) (1:1) ¢ obmum BeIXOTOM 82% (cxema 89) [113]. AHnano-
TUYHBINA pe3yibTaT JOCTUTAETCS TPH HMCIOIB30BAHUH JAUMETHI
nunuanomaneata [113] u unuaoB cepbl ¢ ApYruMU 0ObEMHBIMU
panukaizamu [114, 115].
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Cxema 89

H,CO,C CN
— H,CO,C
t-C4H .
4tl9 . NC CO,CH; ™~ CN t-CqHy
_S\ + + S
- NC CN
t-C4Hy CH, L e CO,CH, t-C,4Hy
NC
H,CO,C CO,CH;,

4. Tpanc (183) obOpasyercst mpu 3JIEKTPOIM3E METHI [HAHYK-
cycnoro 3¢upa B metanosie (cxema 90).

Cxema 90
NC
H CN wWCO,CH;5
CHiOH + 2 >< T
H  CO,CH,4 "eN
H,;CO,C

Memoouxa. B 6e3auadparMeHHBIN 3IEKTPOIN3Ep, CHAOKEHHBIH
IUIATUHOBBIM WJIM YTOJBHBIM aHOJOM M JKEJIE3HBIM KaTOJOM, Mar-
HUTHOM MEIIAJIKOH, TEPMOMETPOM M OOPATHBIM XOJOIMJIBHUKOM,
nomMemany pactsop 20 MMOIb METUJI UAHALETaTa, 8 MMOJIb XJIOpU-
na nutus v 20 MI MeTaHoa U nponyckanu 2,4 F/Monb anekTpude-
CTBa IpH IIOTHOCTH Toka 220 MA/cM® i Temneparype 50 °C. Peak-
LUOHHYIO CMECh yIapuBaJli, IPOMBIBAJIHN BOJOH, U SKCTParupoBaju
xyopodopmom (50 mur). OpraHuueckuil CiIoW CymUIH CyJib(aTom
HATpUs U ynapuBaiu pactBoputenb. OcTatok xpoMmaTtorpadupoa-
nu (CHUIMKarens, sTwianeTaT rekcan 1:1). Berxom 50%, 1. . 131-

132 °C [68].
C,H;0,C
H CN
H CO,C,H;
NC Juitun  1,2-AunuaHOUMKJIONPONAH-

1,2-nuxapookcunar (184).
1. Cwm. odmyro meroauky 17. Beixon 87%, T. mn. 85-87 °C
[110].
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2. Hukmonpoman (184) cuHTe3upOBaad peakiueil Opomiua-
HYKCYCHOTO 3(Hpa C 3THJI 2-IHaHOAKPHIATOM B MPUCYTCTBHU OCHO-
BaHus — mpem-0ytnara kamus (TT'D, 20 °C, 12 9) (cxema 91).

Cxema 91
C,H50,C
C2H502C H C02C2H5 \\\\\CN
e e
NC  Br CN "1CO,C,H;
NC

B »sT0li paboTe wn3yuyanoch BIHMSIHUE DJEKTPOHOAKIENTOPHBIX
IPYMI Ha CTPYKTYpPHBIE MMapaMeTphl TpexXueHHoro 1ukia [116].

NC
H,C CO,CH;
H;C CN
H;CO,C Jdumerna  3,3-qumerni-1,2-gumuano-

nuKJonponan-1,2-nukapooxkcuiaar (185). yuc H SIMP, 8, m.x.
1,55 ¢; 1,71 ¢; 3,87 c. mpanc *H SIMP, &, m.1.: 1,65 ¢; 3,87 ¢; 3,93 c;
B¢ aMP, 8, m.1.: 19,38; 37,20; 39,95; 54,86; 113,30; 162,86 [117].

1. Tlomyyanmu OSJIEKTPOJIU30M CMECH METHJI I[MAHYKCYCHOTO
sdupa U WwingeHInanamerara (cxema 92).

Cxema 92
NC
R! CN H CN R! CO,R
> < N >< HIICKTPOIIH3
RZ
R2 CO,R H CO,R CN

RO,C

Oowasn memoouka 18

B Ge3amnadparMeHHBIH 3JIEKTPOIU3Ep C BHEITHAM OXJIAXKJICHHUEM,
cHaOXeHHBIM Fe-katogom, C-aHomoM (paccTOsSTHHUE MEXITY JIEKTPO-
JaMH 5 MM), MAaTHUTHON MEIIaIKOi, TepPMOMETPOM M OOpaTHBIM XO-
JIOMUIBHUKOM, TOMeInaan 14 MMoiib 3¢upa, 14 MMOJIb aKTUBHUPO-
BAaHHOTO aJIKeHa, 7 MMOJIb JIEKTpoauTa (Meauaropa), 20 M1 pacTBo-
puUTeNns W MPOBOAWIM JJIEKTPOIU3 B PEXKHME IOCTOSHHOTO TOKa
(mtotHOCTh Toka 100 MA/cM®), MpOMycKasi yKa3aHHOE KOIHYECTBO
JNEeKTpUYecTBa. PeakimOHHYI0 CMECh yHapuBaiH, MPOoMbIBaiu 20 Mt
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BOIBI M 3KcTparupoBamyd 50 mi xjaopodopma. OpraHUIeCKUH CII0H
OTJEIISUTH, BBICYIIUBAIN CYIb()aToOM HATPHS, YIIAPUBAIH U MEPETOH-
Kol B Bakyyme Bbinensuii 3¢upsl. s (185) (6pomun Harpus, 2,2
F/mons anekrpuuectsa, metanoin, 0 °C). Beixog 56% (cooTHOIICHUE
mpanc.yuc 2:1). Huc-nzomep (185) BeIOEISIIN MEPETOHKOM, T. KHII.
125-127 °C (0,5 mm pr. ct1.). Tparc-uzomep (185) BBImEISIN KpH-
CTaJUTM3alied U3 peakIMOHHO# cMmecH, T. tt. 151-152 °C [117].

2. DTH Xe COeJMHEHHS OBbUIH MONYYCHBI IEKTPOIU30M METH-
JTUITAIEHIIMAaHOoaIeTaTa B Cpee CIMpToB (cxema 93).

Cxema 93
NC
R! CN R! CO,R
. 3JIEKTPOJIN3
o COZRNaBr, CH;0H R2 CN
RO,C

Jlnst monyuenust mparnc-uzomepa (185) peakiiuio mpoBOIUIH TIPH
-20 °C, npoyKT BBIIENSAIN KPUCTAIUIN3ALKEN U3 pEaKIIMOHHON cMe-
cu, BbIXOH obmmit 85%, (mpawnc.yuc 5:1). Jlnsg nonydeHus yuc-
nsomepa (185) peakiuro npoBoamin npu 20 °C, MPOAYKT BBIICISIIN
JIMCTHUISIMEH, BbIX0 001muit 62%, (mpanc:yuc 2:1) [118].

3. Hukmonpomnansl (185) OblM CHUHTE3UPOBAaHBI BMECTE C JPY-
THMH TPOJIYKTaMH TPU B3aUMOJCHCTBHU WIN/A CEPhl C TUMETHI
2,3-munuanogpymMapaToM W JUMETWI 2,3-IUIHaHOMajieaToM, T. ILI.
(mpanc 185) u (uuc 185) coorsercteerno 148 °C u 90-92 °C [6].

4. Tuxionpomnansl (185) MOXHO CHHTE3HPOBATh, HCIOJB3YS
peakIuio AUMETHI TUIruaHodyMapaTa U Majeara ¢ JHa30lpoIiaHOM
(cxema 94).

Cxema 94
NC
H3CO,C H;C W CO,CH;
>=< + N2:< —_—
NC CO,CH, H,C e
H,CO,C
NC
NC CN CH, H,C L CO,CH;
— + N, —
H3C02C CO2CH3 CH3 H3C :: CN
H,CO,C
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Memoouka. PactBop 217 Mr mmmernn auumaHodymaparta
(1,12 mmomns) B abcomoraoM TT'® (20 mu), mpu 0 °C 06pabatsI-
BaJli SKBUMOJBHBIM KOJHMYECTBOM JAHAa30IponaHa B 3dupe.
KpacHblii 1BeT peakIMOHHON cMecH ncuesan uepe3 1,5 9, u BbI-
JeJsUICs a30T IPU HarpeBaHUU 10 KOMHATHOW TemmnepaTypsl. Ye-
pe3 1 94 pacTBOpHUTENb yAAISUIM, OCTATOK NIEPEKPHUCTAIIN30BbIBA-
U U3 MetaHosa u noaydanu 184 mr (70%) (mpanc 185), T. mi.
184 °C.

PactBop 217 mr mumerun aunmanomaneara (1,12 MMonb) B
adcomotaoM TI'® (20 mn), npu 0 °C 0O6pabaThIBaIu YKBUMOJIb-
HBIM KOJIMYECTBOM Jama3onpomnana B 3¢gupe. KpacHslil iBet peak-
LUOHHOW CMecCH ucue3an uepe3 1,5 4, ¥ a30T BbLAEISUICS IPU Ha-
rpeBaHUU 10 KOMHAaTHOM TeMnepaTypsl. Uepes 1 4 pacTBOpUTEINb
yAQJSUIM, OCTAaTOK OYMINAAM IpenapaTUBHOW TOHKOCIOWHOMN
xpomatorpaduei (3m0eHT d¢up-neHTad 2:3) U KPUCTAUTH30BBI-
Baiy u3 cMecu 3¢up neHrad. [lonmydanu GecuBeTHBIE UTITHI (Yuc
185), Beixox 40%, 1. mi. 90-92 °C [119].

NC
H,C CO,C,H;
H,C CN
C,Hs0,C

Justun 3,3-qmumMeTnii-1,2-TnuuaHoIuK-
Jonponan-1,2-1ukapéokcnaar (186). mpanc 'H SIMP, §, m.x1.:
1,34 1; 1,62 c; 4,33 M. yuc 'H amp, o, m.a.: 1,29 1; 1,58 ¢; 1,69
c;4,30mMm[117].

1. Cwm. oomywo metoauky 18. (bpomusa narpus, 2,2 F/mons
anekTpuuectBa, 3tanon, 0 °C). Cmech yuc u mpawuc 3:1, T. KuI.
139-142 °C (0,5 mm pr. cT.). O6muii Berxox 95%, nu3omepsl He
paznensiu [117].

2. DTH XKe COCJUHCHHUS OBUIM TIOJYUYEHBI 3JICKTPOJIU30M
STUIHIIHUICHIIAHOaneTaTa B cpene crnuptoB (cxema 93). (bpo-
Mua Hatpud, 2,2 F/mMons snexktpuyectBa, staHol, 0 °C). CMmech
yuc v mpanc 1:1, T. kun. 139-142 °C (0,5 mm pr. cr.). OOmuit
BbeIx0oa 43%, uzomepsl He pazaensiu [118].
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NC

H,C CO,C,H;

H,C CN

C,H50,C JuaTHn 3-merna-3-3tuia-1,2-

AUIIUAHOIUKJIONPonaH-1,2-rukapookcuaar (187). 'H amp, 3,
m.a.: 0,95 1; 1,05 ; 1,15 1; 1,30 1; 1,33 1; 1,48 ¢; 1,57 ¢; 1,66 c;
1,80-2,00 M; 4,25 m; 4.33 m.

Cwm. o6y meronuky 18. (bpomun narpus, 2,2 F/mMons snex-
TpudecTBa, Tanoi, 0 °C). Cmech yuc u mpanc 2:1:1, T. xum. 133-
135 °C (0,3 mm pr. cT1.). O61muit Beixoa 88%, M30Mephbl HE Pa3IeIsUTH
[117].

NC

HC CO,CH,

H,C CN

H;CO,C JdumeTna 3-mermin-3-3Tma-1,2-

AUIUAHONUKIONponan-1,2-rukapookcuaar (188). 'H amp, 3,
m.a.: 0,91 T; 0,98 1; 1,05 T; 1,20-1,40 m; 1,49 ¢; 1,58 ¢; 1,68 ¢; 1,83-
1,95 m; 3,80 ¢c; 3,84 ¢; 3,90 ¢c; 391 c.

1. Cm. obmyrwo meroguky 17. (bpomua natpus, 2,2 F/monb
anekTpuaectsa, metanoiu, 0 °C). Cmech yuc u mpawnc 2:1:1, T. KuIm.
131-133 °C (0,3 mm pr. c1.). O6uwmii Beixox 43%, U30MephI HE pas-
nemsm [117].

2. DTH Xe COCAVHEHHUS OBUIM IMOJYYEHBI 3JIEKTPOJIHM30M WIIH-
JeHIMaHoalerata B cpeae cnuptoB. (bpomun Harpus, 2,2 F/mosnb
anekrpuiectsa, metanoin, 0 °C). Cmech yuc u mpanc 2:1:1, T. xutm.
132-134 °C (0,5 mM pr. ct.). O6umii Beixoq 65%, U30Mephl HE pas-
nemnsum [118].

HyC NC

CO,CH;

H,C CN

H;CO,C Jduverun 3-meTni-3-H-MPONMMII-

1,2-nuumnanouukjonponan-1,2-mukapéokcuaar (189). 'H saMmP, 8,
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m..: 0,91 T; 0,98 T; 1,05 1; 1,20-1,40 m; 1,49 c; 1,58 ¢; 1,68 c; 1,83-
1,95 m; 3,80 ¢; 3,84 ¢; 3,90 c; 3,91.

1. Cm. oburyro meroguky 18. (bpomua natpus, 2,4 F/monb
anekTpuuectsa, Metanoiu, 0 °C). Cmech yuc u mpawnc 2:1:1, T. KuIm.
131-133 °C (0,3 mm pr. ct.). O6mmii Beixoa 70%, nu3oMepsl He pas-
nensum [117].

2. DTH Xe COeTUHECHHUS ObUTH TMOJYUYCHBI JCKTPOJIM30M HIIH-
IeHIMaHoarerata B cpeae cnuptoB. (bpomun Harpus, 2,2 F/mosb
anekTpuaectsa, Meranoi, 0 °C). Cmech yuc u mpawnc 3:1:1, T. KU1
131-133 °C (0,3 mm prt. cT.). O6uHit BeIxoa 67%, U30MEphI HE pas-
nensun [118].

NC
H;C CO,C,Hs

H,C CN

CoH50,C Jdurtna  3-MmeTHI-3-H-nPONMJI-

1,2-nuumanouukionponan-1,2-mukapéoxcuiaar (190). 'H aMmP, 8,
m.a.: 091 1,095 ;1,02 T; 1,20-1,38 m; 1,52 ¢; 1,58 ¢; 1,68 c; 1,85-
2,00 m; 4,25-4,40 m.

Cwm. oomyw meronuky 18. (bpomun narpus, 2,4 F/Monb aiiek-
TpuuecTBa, 3taHoi, 0 °C). Cmech yuc u mpawuc 2:1:1, 1. kum. 138-
142 °C (0,3 mm pr. cT.). O61muit Beixoa 86%, M30Mephbl HE pa3IesIsuIH
[117].

NC
CO,CH;4

H,C CN

H;CO,C JuveTnn  3-mMeTHI-3-UKIONPONHII-

1,2-nuumnaHouukionponan-1,2-nukapéoxcuiaar (191). 'H amP, 8,
m.a.: 0,60-090 m; 1,14 ¢; 1,23 ¢; 1,34 ¢; 3,85 ¢; 3,87 ¢; 3,93 c; 3,94
c.

Cwm. oomyrw meroauky 18. (bpomuna narpus, 2,5 F/Moinb aiiek-
tpudectBa, metanon, 0 °C). Cmecs yuc u mpanc 4:1:1, 1. xum. 154-
156 °C (0,6 MM pr. cT1.). O0mmii BeIxoa 62%, ©30Mephl HE pas3aeIsuTH
[117].
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NC
CO,C,Hs;

H,C CN

C,H50,C JmyTna  3-meTnia-3-uKI0NPONuI-
1,2-quumnaHouuKJIonponan-1,2-nukapéoxcuiar (192). 'H amp, s,
m.a.: 0,58-0,90 m; 1,12 ¢; 1,22 ¢; 1,32 ¢; 1,34-1,36 m; 4,22-4,40 m.

Cwm. oomyw meronuky 18. (bpomun narpus, 2,5 F/mMonb aiiek-
TpudecTBa, dTanoi, 0 °C). Cmech yuc u mpanc 3:1:1, T. xum. 148-
151 °C (0,3 mm pT. ct.). Ob1Mii BeIxoa 67%, H30MepHI HE Pa3aeisain
[117].

NC
H;C CO,C,H;

H,C CN

C,H50,C Juytua  3,3-nu-u-nponua-1,2-

TUIIAAHOIUKJIONIponiaH-1,2-tukapookcuaar (193). 'H gamp, 3,
m.a.: 0,88 ;0,97 1; 1,07 1; 1,33 ¢; 1,37 ¢; 1,45-1,55 m; 1,75-1,93 m;
429 m; 4,38 M.

Cwm. oomyw meroauky 18. (bpomuna narpus, 2,5 F/Moinb aiek-
TpuuecTBa, 3tanon, 0 °C). Cmech yuc u mpanc 3:1, 1. kun. 154-158
°C (0,3 mm pr. cr.). O6uwmii BoIxo 78%, M30Mephl HE pa3essuIn
[117].

NC
CO,C,H;

CN

C,H50,C Juiatun  1,2-nuumanocnupo|2.5]ok-
Tan-1,2-nukapookcuiar (194). 'H SIMP, &, m.m.: 1,32 T; 1,36 T;
1,52-1,79 m; 1,90-2,05 m; 4,29 m; 4,37 m. *°C SIMP, §, m.1.: 13,76;
13,81, 24,75; 28,86; 32,95; 34,11; 34,97, 43,70; 44,48; 63,77; 64,11,
112,06; 112,99; 160,40; 160,76.

CMm. odomyw meroauky 18. (bpomun natpus, 2,4 F/moinb
anekTpuaecTBa, 3tanoi, 0 °C). Cmecs yuc u mpawnc 1:1, T. KU1
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157-160 °C (0,2 MM prt. ct.). O6mmii Beixox 95%, u3oMepsl HE pas-
nensum [117].
NC
CO,C,Hs

CN

C,Hs50,C JduaTn 1,2-nuuuanocnupo|2.5]Ho-
nan-1,2-quxap6oxenaar (195). 'H SIMP, §, ma: 1,31 1; 1,35 T
1,50-1,85 m; 1,93-2,09 m; 4,28 ™; 4,35 m.

CMm. oomyw metoauky 18. (bpomun nHarpus, 2,4 F/monb
anektpuuectBa, dTanox, 0 °C). Cmech yuc u mpawnc 1:1, 1. xum.
168-173 °C (0,2 MM pr. c1.). O6umii Beixom 84%, M30Mephbl He
pazmensuma [117].

NC
CO,CHj,

H CN

H;CO,C Juverunn  3-dpenmni-1,2-qunuanonmnk-
Jonponan-1,2-1ukap6oxcenaar (196). mpanc *H IMP (JMCO-dg),
S, mi.: 3,71 ¢; 3,93 ¢; 4,28 ¢; 7,3-7,6 M. *C AIMP (IMCO-dg), 3,
m.na.: 32,9; 40,8; 54,2; 54,7; 111,7; 113,7; 127,4; 128,6; 129,0; 129,4;
160,4; 162,7. yuc *H IMP (IMCO-dg), 8, m.x1.: 3,85 ¢; 4,19 ¢; 7,3-
7,6 m. °C SIMP (JIMCO-dg), 8, m.1.: 32,1; 38,2; 54,9; 112,6; 127,3;
128,5; 129,0; 129,3; 161,2 [110].

Cwm. o6omyto meroguky 17. Beixog 70% (cMmech yuc u mpanc
2:1), 1. n. emecu 133-134 °C [110].

NC
CO,C,H;

H CN
C,H50,C Justna  3-geHun-1,2-nuuuaHONMK-
Jonponan-1,2-1ukap6oxenaar (197). UK (Nujol), v, cm *: 2255,
1760, 1264, 1204 [120]. CtpykTypa mokazana merogom PCA [110].

1. Cm. odmyw meronuky 17. C Beixomom 83% BbIAeneH

mpanc-uzomep, T. wi. 102-103 °C [110].
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2. Tonyvanu mo peaknuu Pedopmarckoro (cxema 95) u peak-
el BujekBucTa, MCMIONB3ys BMECTO OPOMMAIIOHOHHUTpUIA OpOM-
UAHYKCYCHBIN 3up.

Cxema 95
NC
0]
Br Zn C02C2H5
+ >—CN e
H C,H50,C H CN

Obwasn memoouxa 19

ITo Pedpopmarckomy. K cmecu 0,1 Momb anmbaeruaa, 8 r akTHBH-
poBanHoro 1uaka 1 0,3 r cynemsl B 50 mu1 TI'® B Teuenue 30 mun
npunuBamy 1o KarsMm 0,2 Mons OpomrmanykcycHoro agupa. Ilo
Mepe MpuOaBIeHHs TEMIIEpaTypa MOBbIIIATIACh, U PEAKIMOHHAS Mac-
ca 3akunana, Kumatuiau eme 30 MuH, OXJIaxaalu, JeKaHTHPOBAJIH C
nuHKa, nodasmsum 30 mir OeHzona, mepemernmBany 20 MuH, OeH-
30JIBHBIN CIIOM OTIEISIIN, BOAHBIN ABAXKIBI SKCTPArupoBad OEH30-
oM (o 30 mi1). OObeIMHEHHBIA SKCTPAKT MPOMBIBAIU PACTBOPOM
oucynbdura HaTpusi, pacTtBOpoM conbl (10%) 1 MHOTOKpaTHO BOIOH
10 HEHTpanbHOM Cpenbl, CyIIMIu Cynb()aToM MarHusi ¥ OTTOHSIIH
pacTBOpPHUTENH B BaKkyyMe B TOke a3zoTa. OCTaToOK MeperoHsau B Ba-
KyyMe B TOKe a30t1a, cobupas Tpu (ppaxiuu. [lepsrie aBe hpakuum —
HENpOopearupoBaBIIe HCXOAHUKY U apUIMICHINAHYKCYCHBIN 3¢up,
TpeThs (hpaxius — IelleBoe CoeNMHEHNe, BEIXoa 55%.

Oowana memoouxa 20

ITo Buneksucry. K pactBopy 8,52 r (0,08 mons) GeH3ampaernaa
u 30,72 r (0,16 mons) 6poMumanykcycHoro a¢upa B 100 M cimpra
MpH NepeMerrBaHuy B TedeHrne 30 MUH MpUIUBAIM pacTBOp 28 T
noauaa Kanust B 75 mu Boabl. IlocTeneHHO HauMHaI BbINAJaTh KpH-
CTAIUTMYECKUH 0CaiOK (WTIIbI), KOTOPBIN OT(HUIBTPOBBIBAIH Yepe3 48
4, npoMbiBaiu criuproM. Jlist (197) . kum. 162-164 °C (0,15 MM pr.
cT.), T. . 97-98 °C, Berxonx 46% [120].

3. Tlonyyanu B3aMMOAEHCTBHEM STHI OCH3WJIMICHIMAHOALETA-
Ta ¢ IUOPOMUHMAHYKCYCHBIM 3(QHUPOM B MPUCYTCBUM HOAMIA JUTHUS
WM TPUATHIIOEH3WIaMMOHI# Gpomua (cxema 96).
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Cxema 96

CO,C,H ™
N 2Cots Br CON Lil CO,CyH;5
+
M®A,
CN Br" CO,C,H;s K(Z)[MHaTHaﬂ
TeMIeparypa N
C,H50,C

Memoouxa. K cmecu 77 mr (0,50 MMonb) 31U qUOpOMITMAHO-
artetata u 67 mr (0,50 mmoip) noguma autust B MDA (1 mi) mo-
OaBmsun  OeH3unuAeHIMaHykcycHeld 3¢up (0,60 MMoib) U cMech
nepeMeIuBaiy Ipyu KoMHaTHOH Temneparype 1 4. [IpoaykT skcTpa-
THpOBaId 3(QUPOM, IKCTPAKT MPOMBIBAIN BOJIOW W CYLIMIHN CYJIb-
¢daToM HaTpusa. 3aTeM PAaCTBOPUTENb YAAISIN HMPHU IOHIKEHHOM
JaBJICHUH U OCTaTOK XpomaTorpadupoBanu Ha cuiukaresue (diro-
€HT CMeCh rekcaH-3Tuianerar 2:1, 3arem stunanerart). [loxyunnn
140 mr (90%) Oenoro BemecTBa (COOTHOIIEHUE yUC- U MPAHC-
n3omepoB 47:53 [58].

Memoouxa. K cmecu 154 mr (1,0 mmons) qudpominaHoaneraTa
u 322 mr (Immons) TOBAB (TpudTHIOSH3MIaMMOHHNA OpPOMUI) B
TI'® (1 mn) modasmsuu 100 mr (0.50 MMoins) OeH3UIMACHIIMAHYK-
cycHoro 3¢upa u nepememmBainy 5 4. [IpoAykT skcTparmpoBanu
a¢upoM, mpoMbiBasi BoAoH, cymmm Han Na,SO,. PactBopurens
BBINIAPUBAJIM, OCTaTOK XxpomarorpadupoBaiu Ha SiO, (rekcan-
sTHianerar 2:1, 3aTeM 3TUIANETaT), MONy4Yuin cMmech (yuc 197) u
(mpanc 197) B coorHomenuu (81:19) ¢ obmum BbIXOJOM 67 Mr
(43%) [57].

4. Bemectso (197) ynmomunaercs B pabote [121].

NC
C0O,C,H;

Cl g CN

CHs50,C JlusTH 3-(2-xa0openni)-1,2-

AUIHAHO-IIMKJIonponan-1,2-qukap6okcunat (198). K (Nujol), v,
eMm 1 2260, 1755, 1260, 1220 [120].

1. Cwm. oomyto Mmeroauky 20. PasmemmuBanu 2 4, npubaBisuin
40 MII HAaCBIICHHOTO PacTBOpa OUCYIh(PUTA HATPHUS M BCTPSIXUBAIH
JI0 TIOTHOTO OOECI[BEYMBAHUSI PEAKIMOHHON cMecu. OpraHu4ecKuid
CJIOH AKCTparupoBayiv 3QUPOM, SKCTPAKT IPOMBIBAIHM BOJOM, CYIIHN-
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1 cyns(haToM MarHus U yIAlsiId pacTBOPHUTENH B Bakyyme. Oc-
TaTOK TEeperoHsuim B Bakyyme. OTOupanu (pakmuio C T. KHII.
161-167 °C (0,1 mm pT. cT.), N 1,5302. Beixon 3,9 r (52%) [122].

2. Cwm. oomyw meroauky 19. Breixon mo Pedopmarckomy
57%, T. xun. 163 °C (0,08 mm pr. cT.), hp = 1,5300 [120].

NC
CO,CH,

H;COC JumeTna 3-(2-meTokcudennn)-
1,2-nuumaHonukionponan-1,2-nukapéoxcuiaar (199).
BemectBo onucano B pabdore [110].

NC
CO,C,H;

CoH50,C Jmtun 3-(2-merokcudenn)-1,2-
AunuaHouuKiIonpona-1,2-nukapooxcuaar (200). UK (Nujol),
v, em ' 2260, 1758, 1258, 1208 [120].

1. Cwm. oomymo meroguky 20. PazmemmuBanu 2 4, npubas-
asot 40 M HACHIIEHHOTO pacTBOpa OMCynb(puUTAa HATPUS U
BCTPSIXMBAJIH JIO TIOJHOTO 00ECIBEUNBAHUS PEAKIIMOHHOW CMECH.
OprannyuecKkuil CJIOW 3KCTparupoBaiu 3QHUpPoM, SKCTPAKT MPO-
MBIBQJIM BOAOHU, CYIIVIIM CyJb()aToM MarHus W yJIaJsUTH PacTBO-
putenn B BakyyMme. OCTaTOK meperoHsuin B Bakyyme. OtOupanu
¢pakuuo ¢ T. kun. 174-175 °C (0,2 MM prt. cT.), Beixon 45,1%
[122].

2. Cwm. oomymo meroaury 19. ITo Pedhopmarckomy, BIXOX
49%, 1. xum. 173-174 °C (0,1 mm prt. ct.) [120].
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H,CO

NC
CO,C,H;

H CN

CoHs0,C Jmtan 3-(2-metoxkcndenn)-
1,2-nuumaHonMKJI0Nponan-1,2-mukapooxkcuiaT (201). UK
(Nujol), v, em *: 2255, 1760, 1250, 1208 [120].

1. Cm. obomymw meromuky 19. Ilo Pedopmarckomy, BBIXOJ
31%, 1. kum. 186-188 °C (0,15 mM pr. c1.) [120].

2. Cwm. oomyw meroauky 20. PazmemmBanu 2 4, npubaBisum
40 MI HAaCBIIICHHOTO PacTBOpa OUCYIb(PUTA HATPHUS M BCTPIXUBAIIH
JI0 TIOJIHOTO obOeciBeunBaHusl Macchl. OpraHndecKkuil Cioil dKcTpa-
TUPOBATH 3(PHUPOM, DKCTPAKT MPOMBIBATH BOJOW, CYIIWIN CYNb(ha-
TOM MarHWs ¥ yAaJIsUTH PacTBOPHUTENH B BakyyMe. OCTaTOK mepero-
HsU1M B Bakyyme. Otoupanu ¢pakiuto ¢ 1. kum. 188-190 °C (0,2 mm
pT. ct.), Boixona 42,5% [122].

Cl

NC
CO,CH,

H CN

H;CO,C Jumernn  3-(4-xnopdenn)-1,2-
AMIUAHOIUKIONponaH-1,2-qukapdokcuinar (202).
CwM. o6uryro meroauky 17 [110].

NC
Cl CO,C,H;

H CN

CoH50,C Jmwtun  3-(3-xaopdennin)-1,2-
AUMIHAHOUUKJIoNponaH-1,2-nukapookcuiar (203).
Cwm. obuyro meroauky 20. PasmermmBanu 2 4, BBIACTUBIIUHCS
0CaJIOK OT(QUIHTPOBBIBAIN, TPOMBIBATI BOJIOW, 3aTe€M CIHPTOM MU
CYLIWJIN A0 TIOCTOSTHHOM Maccel. Bexon 72,5 %, 1. ut. 98 °C [122].
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Cl

NC
CO,C,H;

H CN
C,H50,C JudTua 3-(4-xnoppennn)-1,2-

AUOHAHOIUKIomponaH-1,2-mukapookcuaar (204). UK (Nujol), v,
cM ' 2260, 1763, 1250,1214 [120]. mpanc *H SIMP (CDCls), 8, m.x.:
1,25 1; 1,45 T; 3,90 c; 4,24 xB; 4,49 x8; 7,25-7,60 m. °C SIMP
(AMCO-dg), 6, m.n.: 13,5; 13,8; 33,6; 38,4; 63,7; 64,3; 111,4; 113,2;
129,5; 127,4; 128,9; 134,4; 160,1; 161,6; yuc *H SIMP (CDCls), §,
M. 1,38 1; 3,81 ¢; 4,39 kB; 7,25-7,60 k8. *C SIMP (JIMCO-dg), 8,
... 13,6; 32,6; 35,9; 64,6; 112,3; 126,0; 127,2; 128,3; 134,2; 160,9
[110].

1. Cm. oomymw meromuky 19. Ilo Pedopmarckomy, BBIXOJ
68%.

2. Cwm. obmryro metoauky 20. Berxon 32%, T. xum. 176-178 °C
(0,05 mm pr.cT.), T. 1. 95-96 °C [120].

3. Cm. oomyw meromauky 17. Beixon mpanc-uzomepa 45%, T.
wr. 99-101 °C, yuc-uzomepa — 17%, . r. 101-102 °C [110].

I

NC
CO,C,H;

H CN

C,H50,C JdmyTua 3-(4-nondenmin)-1,2-
AUIIUAHOIUKJIONPonaH-1,2-rukapookcuaar (205).
Cwm. o0y Meronuky 17. Beixon mpanc-usomepa 27%, yuc-
n3mepa — 30% [110].
Br

NC
CO,C,Hj

H CN

C,H50,C JudTua 3-(4-opompenna)-1,2-
AUMIHMAHOUUKJIONponaH-1,2-nukapookcuiar (206).
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Cm. o0y Meronuky 17. Beixon mpanc-usomepa 45%, yuc-
m3mepa — 35% [110].
O,N

NC
CO,C,H;

H CN

C,H50,C Hudtua  3-(4-untpodenu)-
1,2-quumnaHouuKJonponan-1,2-nukapéoxcuiar (207).
Cwm. o0myro metoauky 20. PazmemmBaront 2 9, BRIACTUBIIANCS
0CaJo0K OT(I)I/IHBTPOBBIBaIII/I, IIpOMBIBAJIN BOI[OI\/'I, 3aTéM CIHUPTOM H
CYIIUIU A0 MOCTOSTHHOU Macchl. Beixon 86 %, 1. . 115-116,5 °C

[122].

0 CO,C,H;5

H CN
C,H50,C Jmwtan  3-(5-uurtpodyp-2-un)-1,2-
AMIMAHONHMKIONponan-1,2-tnkap6okennar  (208). 'H  SIMP
(IMCO-dg), 6, m.z1.: 7,56 nu 7.49 1; 7,09 n u 6.97 1; 4,5-4,0 m; 1,4-
1,1 M. Macc (70 3B), m/z (low, %): 347 [M']. mpanc °C SIMP
(IMCO-dg), 8, m.1.: 160,9; 159,4; 151,3; 146,2; 115,6; 113,5; 112,4;
110,8; 64,6; 64,2; 33,0; 32,4; 31,8; 13,7; 13,4. yuc *C SIMP
(IMCO-dg), 6, m.1.: 159,3; 151,9; 146,0; 115,2; 113,4; 111,8; 64,8;
33,6; 31,6; 13,6.
[Monyuanu B3auMOIEHCTBUEM IIUAHYKCYCHOTO 3¢upa ¢ 3tui 2,3-
IuxjI0po-2-trano-3-(5-HuTpodyp-2-mn)upornuonaTom (cxema 97).

Cxema 97
CO2C2H5 ON—Z ] NC
0" H CN
Cl C,H0,C

Memoouxa. K pacteopy 0,614 1 (2 Mmmonb) 3Tmi 2,3-1UX10p0-2-
raHo-3-(5-autpodyp-2-unm)nponronata u 2,1 MMOJIb LUAaHYKCYC-
HOTO 3¢upa B aleTOHUTpHIiIE (8 MIT) MpH IepeMEINBaHNuH MIPH KOM-
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HaTHOU TeMmrieparype mobaBimsum koumauH (0,52 Mi1) B aneTOHHUT-
puie (4 mi). [lepemeniuBadue IpoaoDKaIn 2 4, 3aTeM J00aBIISLIN
3% XIOpoBOAOPOAHOM KUCIOTHI (15 MII) M cMech SKCTparupoBaId
xnopodopmoM (3-10 mim). O6beanHEHHBIE OPTAHUUECKHIE CIIOH MPO-
MbiBa Bojoi (10 M), cymmmm (Na,SO,), xmopodopM OTrOHSIH U
ocTaTtok oopabdareBanmy cupToM (5 mur). OOpa3oBaBIIHECs KpHUCTa-
JIBl OT(UIBTPOBBIBAIM, MPOMBIBAIH BOJOH W CIIUPTOM, MEPEKPH-
CTAJUTM30BBIBAIM U3 cMecH ciupT-aneToHuTpwi. [lomyummu 0,650 T
(94%), 1. mn. 134-138 °C, cmech quacrepeomepos (1:1).

Paznenenne uzomepos. Cmecu uzomepos (208) (0,2 ) xpomaro-
rpadupoBanu uepe3 cunukarenb (Merck silica gel 60; 0,063-0,200
MM, 40 1) 1 gncteie u3omepbl (mpanc 208) u (yuc 208) >moupoBain
xmopodopmom (mpanc 208), Berxon 0,05t (50%), T. m. 145-146 °C.
(uuc 208), Beixox 0,051 (50%), T. . 162-163 °C [59].

NC
O,N CO,C,H;

H CN
CoH50,C Jmwtan  3-(3-meToxcugenun)-
1,2-nuumanouukionponan-1,2-mukapéoxcuiaar (209).
Cm. obuyro meroauky 20. PasmemmBanu 2 4, npubasisu 40
MJI HAaCBIIIEHHOTO pacTBOpa OUCYNb(GHUTA HATPHUS M BCTPSIXUBAIH JI0
noJiHoro obecnBeynBaHusl Macchl. OpraHMUYECKH CIIOH SKCTparupo-
BaIM 3()UPOM, SKCTPAKT HMPOMBIBAIM BOAOH, CYIIWIH CyibdaTom
MarHus ¥ yJIaJjisuid pacTBOPUTEIH B BakyyMe. OCTaToOK MeperoHsuiy B
Bakyyme. Otoupanu ¢paxumto ¢ T. kur. 191-192 °C (0,1 mm pT. cT.),
1. 1. 83,6-85,0 °C, Beixox 40,1% [122].

C,H;0,C
H;C CN
H3C CONH2
NC ATHA 2-kap6amoni-3,3-numeTnia-1,2-

AU AHONUKJIONponankapookcuaar (210).

Memoouxka. PactBop ruapokcuaa Hatpus (21,6 ma 2,34 M) no-
OaBJISIM 110 KaIUIIM IIPH MEPEMEIIUBAaHNKM K PacTBOPY 3THUIM3OINPO-
pwmneHnuananerara (7,7 v) u o6pomimananeramuna (8,2 1) B 45Ma
ciupra. OOpasyromuiics ocaok OT(QHIBLTPOBBIBAIN Yepe3 5 4, Ipo-
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MbiBai 50%-M cnupTOM M BhICYyIIMBalu Ha Bo3zgyxe. Ocamok co-
nepxut meree 50 % mpoaykra (ocTambHOE IPOAYKT BHYTPUMOJIEKY-
JSIPHOW TETEPOIMKIIN3ANU C YYaCTHEM IIMaHO- M KapOOKCaMHIHON
rpynm). JIas OY4MCTKH MPOJYKT CMEIIMBAIU ¢ 5 mMil ciiupTa u 50 Mt
5 M XJIOpOBOIOPOAHON KHUCIOTHI, CMECH ITEPEMEITUBAIHN HECKOIBKO
MUHYT (UIBTPOBAIHN, IPOMBIBATIN BOAONH M HEOOIBITUM KOJHMYECT-
BOM crupTa, T. . 168 °C [123].

NC
H,C CO,C,H;

H CN
C,H;0,C

Jmtnn  1,2-munuano-3-MeTHIUKIIONPO-
nan-1,2-mukapooxcuiar (211). Bemectso onucano B padote [109].

Agupul 2, 2-ouyuarnoyuxnonponan-1,1-oukapborosoii kuciomeol

B ortimune ot panee paccMOTpPeHHBIX 1,2-TUITMaHOLMKIIONPOIIaH-
1,2-nukapOOKCHIIATOB, B 3TOM CIIydae JUACTEPUOMEpPHUS OTCYTCTBYET,
YTO YNpOLIAaeT MOJIyYeHHE WHAWBHIYAIbHBIX COeAWHEHHH. MeTombl
CHHTE3a OCHOBAHBI HA MCIIOJI30BAHUN B KAYECTBE UCXOHBIX COCIH-
HEHUIl MaJoHOBOTO 3(upa, MAJIOHOHUTPHIA, KapOOHWJIBHOTO CO-
€IMHEHMS WM IPOIYKTOB X NPEABAPUTEIBHON YACTUUHON KOHJICH-
caruu. MeTozpl SBIISIOTCS pa3BUTHEM METOJNK, PEITI0KESHHBIX JIIs
CHHTE3a TEeTPAIlMaHOLMKIONPONAHOB, B KOTOPHIX BMECTO OJHOTO
MOJISl MaJOHOHUTpHJa OepeTcss MaJOHOBBIA 3¢up. Bapuanrter uc-
MOJTHEHUSI MOTYT OBbITh paszinuuHble. Hipke mpuBOASTCS U3BECTHBIE B
HACTOsIIIIee BPEeMsl MPEJICTABUTENHN, UX XapaKTEPUCTUKU U CIIOCOOBI

MOJTyYCHUSI.
H;CO,C
H,;C CO,CH;4
H CN
NC JuMeTna 3-MeTHI-2,2-THIMAHOIUKIO0-

nponaH-1,1-muxapookcunar (212). 'H amp (CDCly), 8, m.1.: 1,49
1(J7Tw); 2,79 k (3 7 T'n); 3,92 c. *C SIMP (CDCl,), 8, m.1.: 10,82;
16,32; 32,77; 45,65; 53,97; 54,55; 109,98; 111,32; 161,62; 163,55
[83].
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Oowas memoouxa 21

PactBop 10 mmoms maioHoBOTO 3(hmpa, 10 MMOIL amKWIUICH-
WK apWIMACHMAJOHOHUTPIIA, 5 MMOJbL Meauatopa (TaJloreHUI
HaTpus) B 20 MJI METaHOJIA WIIM 3TAHOJIA TIOJIBEPrajIy dJICKTPOIH3Y B
Oe3muadparMeHHON siaelike, ocHameHHoi C-aHogoM M Fe-karomom
(wrommap 31eKkTponoB 5 cm?), mpu 20 °C MOCTOSHHBIM TOKOM ILIOT-
HocThio 100 MA/cMm?, mpomyckast 1,9 F/Momb snextpruectsa. B koH-
1€ 3JIEKTPOJIM3a pacTBop oxiaaxaaau 10 -10 °C, ocamok HHUKIONPO-
MAaHOBOTO MPOU3BOJHOTO OT(MILTPOBBIBAIA M MPOMBIBAIN XOJIOI-
HbIM CIOUPTOM. MaTOYHBIH PacTBOp yMapUBalld, SKCTPardpoBaH
XJIOPO(OPMOM, TPOMBIBATIM BOIOW, CYIIMIH CyJIb(paroM HATpus,
pPacTBOPUTENHM OTTOHSIH, OCTATOK MEPEKPUCTATITU30BBIBAIIN U3 CME-
cu aneron-rekca. Jns (212) (momun Hatpus), BeIxox 61%, T. .
88-89 °C [83].

H;CO,C

HLC CO,CH;

H CN

NC Jdumerna 3-3TH-2,2-IUIHAHOIAK-
aonponan-1,1-1ukap6oxenaar (213). 'H SIMP (CDCly), 8, m.a.:
121t (7 Tw); 1,64 »; 1,82 m; 2,65 T (J 7 Tw); 3,91 c. °C SIMP
(CDCly), 6, m.x.: 11,87; 15,47; 19,92; 38,89; 45,72; 53,98; 54,57;
109,98; 111,41; 161,68; 163,57 [83].

Cwm. oomyto metoauky 21. Beixon 74%, T. . 43-45 °C [83].
H,C H;CO,C
CO,CH;4

H CN

NC JAumeTnn 3-u-nponui-2,2-
AMIHAHOMUKIoNponan-1,1-mukapookcuaar  (214). 'H gaMmp
(CDCly), 6, m.a.: 1,03 1 (J 7 T'); 1,52-1,88 m; 2,68 T (J 7 T'mr); 3,91 c.
B3C sIMP (CDCly), 8, m.x.: 13,50; 15,69; 20,93; 27,91; 37,56; 45,46;
54,01; 54,61; 110,08; 111,44; 161,74; 163,63 [83].

Cm. oomyto metoguky 21. Beixoa 76%, T. mi. 62-64 °C [83].
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CO,CH;
CO,CHj,

H CN

NC Jumerni 3-peHnn-2,2-AMIUAHOLUK-
Jonponan-1,1-xukapGokenaar (215). K (KBr), v, cm : 1720, 2240.
'H SAMP (IMCO-dg), 8, M. 3,75 ¢; 392 ¢; 4,41 ¢; 7,35-7,50 m. °C
SIMP (CDCly), 6, m.o.: 15,46; 40,24; 46,36; 53,97; 54,86; 109,51,
111,74; 127,08; 128,62; 129,16; 129,73; 161,42; 163,44 [83].

1. Cwm. ooy meroauky 21. Beixon 75%, 1. . 126-128 °C
[83].

2. Tlonydanu B3auMopelcTBrEeM OCH3MIINAECHMAIOHOHUTPHIIA C
METHJI IMOPOMMAIIOHOBBIM 3(hupoM (cxema 98).

Cxema 98
X . T CO,CH; Lil CO,CH,
JIM®A,
CN Br CO,CH; KOMHATHAs H CN
Temreparypa
NC

Memoouxa. K cmecu 145 mr (0,50 mMMonb) numerun au0-
pommanionooro 3¢upa u 67 mr (0,50 MMOINIB) HOAHUIA JTUTUS B
JIM®A (1 wmn) pobamnsnu OensunuaemanoHouutpun (0,60
MMOJIb) U CMECh MEepeMEelIMBalld NMPU KOMHATHOW TeMIiepaType
1 4. IIpoAyKT 3KCTparupoBaiu 3PUPOM, IKCTPAKT MPOMBIBATH
BOJOW M Cymmiiu Cyinb(haToM HAaTpus. 3aTeM pacTBOPHUTENb yjaa-
JISIIA TIPU TIOHWKEHHOM JIaBJIEHUW M OCTAaTOK Xpomarorpadupo-
BaJll Ha CUJIMKarese (JII0CHT cMeCh TeKcaH-3Tuiaanerar 2:1, 3a-
tem stunauerar). Ilomyunnu 133 mr (94%) Genoro BemiecTBa
[58, 107].

3. Tomy4anu 3J€KTPOJIM3OM CMECH allbJIeTHIa, MAIOHOHHT-
puia u MajoHoBoro >dupa (cxema 99).
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Cxema 99

? ) H><CN+ H><COZCH3 onerpos L ooicn,
NaOAc, NaBr,
5 ; H CN H CO,CH;3 CH;0H H CN
NC

Obwasn memoouka 22

PactBop anbnernaa (10 mmons), ManoHoHuTpuaa (12 mMmonsb),
nuMerunmanonata (10 Mmons), 6pomuga HaTpus (5 MMOIIB) U ale-
Tata HaTpus (5 MMoJIb) B MeTaHose (20 MIT) SIEKTPOIN30BAIH B 0€3-
muadparMeHHol siaeiike, ocHameHHo C-anomom u Fe-karomowm,
TEPMOMETPOM, BHEIIHUM OXJIAKJICHHUEM W MAarHUTHOW MEIIAJIKOM,
JICHCTBHEM IOCTOSHHOTO TOKa IIOTHOCTHI0 100 MA/em mipu 0 °C. B
KOHIIE AJIEeKTpoNn3a, Koraa 2,5 F/Mob anekTpudecTBa OBUIO MPOITY-
IEHO, JUMETHI  3-3aMCIIEHHBIN-2,2-AUIUaHOIMKIIoNponan-1,1-
TUKapOOKCUIIAT OT(GHIBTPOBLIBAIN M MPOMBIBATIM XOJIOJHBIM MeETa-
HonoMm. s (215) Berxon 54% [124].

AHaNOTHYHBIN pe3ybTaT OMyOIuKoBaH B padote [125].

4. Cwm. oburywo meronuky 16. Beixon 76%, T. mi. 125-126 °C
[106].

5. ITlomydanu B3auMoaeHCTBUEM OCH3UIUACHMAIOHOHUTPHIIA
C MeTHUJI MOHOOPOMMAJIOHOBBIM 3(UPOM B MPUCYTCTBHU TPUITH-
JaMUHa.

Cxema 100
CO,CH;4
CN B ‘co,cH, CHCL o CN
NC

Memoouxa. K pactBopy 0,20 MMONb apwIHIACHIPOU3BOTHOTO
manonorutpuiaa B 1,0 mn CHCl; npubasnsimu 0,24 MMOITe METHI
MoHOOpomMMasioHoBoro d¢upa u 28 mi (0,20 MMOJIb) TPHATHIAMUHA.
PeakimonHyto cMech nepeMenBaii Py KOMHATHOW TeMIlepaType
10 TIoJTHOTO 3aBepireHust peakuuu (koHTponb TCX). IomyueHHyI0
cMech ouniany (isu-xpomaTtorpadueit (3moeHt xiaopodopm). Bel-
xox 76 % [126].
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CO,C,H;
CO,C,Hj

H CN

NC AT 3-penna-2,2-
AHIHAHOIUKJIO-ponan-1,1-qukapoéokcuaar (216). UK (KBr), v,
cM 1 1720, 2240. *H SIMP (CDCl5), 8, m.a.: 1,18 T (3 7 T'w); 1,37 1 (J
7 T'm); 3,97 c; 423 M; 442 x (J 7 T'n); 7,30-7,45 m. °C SIMP
(CDCly), 6, m.u.: 13,41; 13,77; 16,55; 39,88; 46,21; 63,44; 64,30;
109,61; 111,77, 127,21; 128,62; 129,91; 129,49; 160,92; 162,88
[83].

1. Cwm. odomyro meroauky 16. Beixon 69%, T. mn. 71-72 °C
[106].

2. CMm. oburyro meromuky 21. Beixox 71%, 1. . 73-74 °C
[83].

3. Tonydvanu B3auMoCHCTBHEM OCH3UIINICHMATIOHOHUTPHUIIA C
aTIIT fubpommanonaTom (cxema 101).

Cxema 101
CcO,C,H
o~ . 2o
N Br_ ,CO,C,Hs Lil CO,C,Hs
+ TAM®A,
JIM®A,
CN Br"  COCHs | harhas H CN
TeMmeparypa
patyp NC

Memoouxa. K cmecu 159 mr (0,50 mmoinb) auOpoMMaioHOBOTO
adupa u 67 mr (0,50 mmois) noauna mutust B IM®PA (1 min) nobas-
nsun OensuwmaeHManonoHuTpui (0,60 MMOJIB) M CMECh TIepeMelIIn-
BaJM MPH KOMHATHOUN Temmeparype 1 4. [IpoayKT sKcTparupoBaiu
3(hUPOM, IKCTPAKT MPOMBIBAIIN BOJON M CYIIVIIH CyJb(aTOM HATPHSI.
3areM pacTBOpUTENs YIANSUIM NPU TIOHMKEHHOM JIABICHUHM U OCTa-
TOK XpoMmarorpadupoBaii Ha CUJIHMKarene (JIIIOCHT CMECh T'eKCaH-
stunanerar 2:1, 3atem stunanerar). [lomyamwm 139 mr (89%) Gemo-
ro Bemectsa [58, 107].
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CO,CH;
CO,CH;4
H CN
NC JAumernn 3-(4-Tonmmn)-2,2-

auIuaHonukiaonponan-1,1-tukapookcunar  (217). 'H gamp
(CDCly), 8, m.1.: 2,39 ¢; 3,79 c; 3,98 ¢; 7,18-7,30 m. °C SIMP
(CDCly), 6, m.o.: 16,42; 21,07; 40,14; 46,27; 53,85; 54,75; 109,55;
111,75; 123,89; 128,38; 129,73; 139,76; 161,15; 163,64 [83].

1. Cwm. o6myro metoauky 22. Beixon 52% [124, 125].

2. Cwm. oomyio metoauky 21. Brixox 79%, T. ur. 137-139 °C

[83].
H,C
CO,C,H;
H CN
NC Judtaa 3-(4-toani)-2,2-guuna-

HouukIonponan-1,1-tnkapookeunar (218). 'H SIMP 1,2 1 (J 7
I'm); 2,35¢;3,9¢; 4,23k (J 7T'n); 4,48 (J 7Tw); 7,27 ¢ [89].

1. Cm. oomyw merommuky 21. Beixox 88%, t. mi. 77-79 °C
[83].

2. llomydanu B3auMoJIeHCTBHEM OEH3WJIHMIIEHOBOTO MPOU3BOJI-
HOT'O C 3TUJI rajioreHMasioHaTom (cxema 102).

Cxema 102
H;C
NN H COGHS o CO,C,Hs
+ 23y, CO,C,H;
- CN Hal” 'CO,C,Hy TI'®
} H N
NC
Memoouxa. lanorenmanonat (3 MMOITB), 4-

METHIOCH3MITHICHMATIOHOHUTPIIT (3 MMOJIB) PAacTBOPSIIM B 5 MI
TI'®. Jlanee k pactBopy mnpubasisuin u3MenbyeHubii K,CO;z (6
MMOJIb), PEaKIIMOHHYIO MAaccy IepPEeMEIINBAIN B TE€UCHUE YKa3aHHO-
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o CpoOKa M HpPH YKa3aHHOW Temmeparype. XoJI peakuuud KOHTPOJIU-
poBamn TCX (armnanerar/rekcan 20:80). Ilocie 3Toro mpuinBaiu
15 ma CH,Cl,. Or¢punbTpoBbIBaIM HEOPraHUYECKHE NPUMECH, pac-
TBOPUTENH yNAPUBAIH, OCTATOK YUCTUIIM IIEPETOHKON WIIH MEPEKPH-
cramm3anueid. Berxox 92% (xmopmanonar, 6 4, KOMHATHasI TEMIIe-
patypa) u Beixoq 94% (OpommanoHart, 2 4, KUIsT9eHUuEe ¢ 00paTHBIM
XOJOAWIBHUKOM), T. 1. 77 °C (aTHnauerar-rexcad 2:1) [89].
H;CO

CO,CH;
CO,CHjs
H CN
NC Jumetna 3-(4-

MeTOKCH(peHn)-2,2-Ainuuanonukionponan-1,1-nukapookcunar
(219). UK (KBr), v, M ' 1725, 2245. *H SIMP (CDCl,), 8, m.x.: 3,78
c; 3,79¢;393¢;394¢; 691 1 (J8Tm); 7,27 n (J 8 I'm). B¢ amp
(CDCly), 8, m.o.: 16,55; 40,06; 46,45; 53,81; 54,69; 55,24; 109,77;
111,84; 114,53; 118,80; 129,94; 160,49; 161,49; 163,43 [83].

1. Cwm. o6y meroauky 16. Beixon 67%, 1. . 101-102 °C
[106].

2. Cm. o6myro metoauky 21. Beixox 47% [124, 125].

3. Cm. oomyrw meroauky 20. Beixon 84%, T. mn. 108-109 °C
[83].

CO,CH,
CO,CH,
NC Jumerna 3-(2-metokcudeHn)-

2,2-nunuanonuKIonponan-1,1-tnkap6oxenaar (220). 'H SIMP
(CDCly), 8, m.zi.: 3,80 ¢; 3,84 ¢; 3,93 ¢; 3,96 c; 6,90-7,00 m; 7,21 1 (J
7,8 T'n); 7,33-7,44 M. °C SIMP (CDCls), &, m.1.: 17,2; 36,9; 46,4;
53,9; 54,7; 55,7; 110,0; 111,1; 112,4; 115,8; 120,7; 128,6; 131,3;
158,2; 162,0; 163,7. Macc (70 3B), m/z (I, %): 314 (24) [M'], 282
(79), 255 (34), 239 (20), 223 (25), 181 (44), 59 (100). HIK (KBr), v,
cM 1 2256, 1762, 1748, 1440, 1288 [124].
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CM. 061yro metoauky 22. Beixox 45%, T. . 114-115 °C [124,

125].
H,CO
CO,C,H;
CO,C,Hj
H CN
NC JAus T 3-(4-meTokcu-

dhenuni)-2,2-qaunnaHouukiaonponad-1,1-nukapooxcunar  (221).
UK (KBr), v, cm ': 1725, 2240. *H SIMP, &, m.a.: 1,20 T (J 7,4 T'n);
1,421 (J7,4Tn); 3,75¢; 3,85¢; 4,16 x (J 7,4 T'n); 4,39 k (J 7,4 T'n);
6,76-7,23 m [106].

Cwm. oﬁmym Metoauky 16. Brixon 67%, T. . 75-77 °C [106].

CO,CH;
CO,CH,4
Oumerna  3-(4-deHokcu-

(l)e]-ll/l.]'[)-z,Z-HHHHaHOHHKHOHPOHaH-l,l-ﬂﬂKapﬁoKCI/IJ'laT (222). H
SIMP (CDCly), 6, m.a.: 13,79 ¢, 3,94 ¢, 3,99 ¢, 5,08 ¢, 7,01 1 (J 8 T'my),
7,28 1 (J 8 T'w), 7,30-7,50 m. °C SIMP (CDCl), 8, m.i.: 16,56;
40,04; 46,33; 53,98; 54,86; 69,98; 109,68; 111,75; 115,36; 118,91;
127,01; 127,47; 128,14; 128,59; 129,98; 136,18; 159,61; 161,50;
163,45 [83].

Cwm. oomyto metoguky 21. Beixon 79%, T. . 147-148 °C [83].

CO,CH,
CO,CH,

Cl g CN

NC Jumerna 3-(2-xnopdennn)-2,2-
AMIHMA-HOWMKIoNponan-1,1-nukapookcunar  (223). 'H gamp
(CDCly), &, m.o.: 3,81 ¢; 3,96 ¢; 3,99 c; 7,25-7,55 m. °C SIMP
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(CDCly), 6, m.1.: 17,10; 39,11; 46,18; 54,05; 54,81; 109,27; 111,63;
125,80; 127,22; 129,09; 130,22; 130,94; 161,52; 163,17 [83].
1. Cwm. o6y meroauky 21. Beixon 72%, 1. mn. 116-117 °C

[83].
2. Cwm. obmyro metoauky 22. Beixon 48% [124, 125].
Cl
CO,CH;
CO,CH;
H CN
NC JOumerna  3-(4-xaopdenni)-2,2-

AMIuaHonHMKIonponan-1,1-tnkap6okennar  (224). 'H  SMP
(CDCls), &, m.a.: 3,79 ¢, 3,92 ¢, 3,98 ¢, 7,25-7,45 m. *C SIMP
(CDCly), 6, m.n.: 16,45; 39,50; 46,29; 54,13; 55,00; 109,36; 111,45;
125,57; 129,47; 129,73; 139,76; 161,23; 163,25 [83]. UK (Nujol), v,
cM 1 1720, 2245.

1. Cwm. ooy meroauky 21. Bexon 75%, 1. . 108-110 °C
[83].

2. Cwm. o6myo metonuky 22. Beixon 58% [124, 125].

3. Cwm. oomyrw meroauky 16. Brixon 77%, T. mi. 103-104 °C

[106].
O,N
CO,CH;
CO,CHj
H CN
NC Oumerna  3-(4-uutpodenu)-

2,2-nunua”Honukjonponad-1,1-tukap6oxcunar (225). 'H amMmp
(CDCly), 6, m.a.: 3,85¢; 4,02 ¢; 4,05¢; 7,62 01 (J 7Tw); 831 1 (J7
I'). °C SIMP (CDCls), 8, m.1.: 16,44; 39,17; 46,23; 54,38; 55,22;
109,13; 111,19; 124,27; 130,07; 134,00; 134,06; 161,13; 163,11
[83].

1. Cwm. oomyr Meroauky 21. Beixox 58%, 1. mun. 140-142 °C
[83].

2. Cwm. o6myro metoauky 22. Beixonx 58% [125].
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CO,CH,
CO,CH,

F CN
NC Jumernn 3-(2-¢propdenni)-2,2-nuuma-

HouukIonponan-1,1-1ukap6oxenaar (226). 'H IMP (CDCLy), 8, m.x.:
3,83 ¢; 3,96 c; 4,00 c; 7,12-7,22 m; 7,32-7,50 m. °C SIMP (CDCly), §,
M. 16,25; 354; 45,51; 53,98; 54,75; 109,21; 11,45; 114,9; 115,99;
124,59; 129,02; 131,65; 160,11; 163,09; 163,79 [127].

1. Cwm. obmyro meroguky 21. Beixon 78%, T. mi. >350 °C
[127] mo meTomuke u3 [83].

2. Cwm. obmyro metoauky 22. Beixon 46% [124, 125].

Br
CO,CH;
CO,CH;4
H CN
NC Jumerun 3-(4-opomdpennn)-2,2-

AMuHaHonukaonponan-1,1-nukapéoxcuaar (227). UK (KBr), v,
oM 1 2252, 1756, 1748, 1440, 1272. *H SIMP (CDCly), 8, m.n.: 3,78
c; 393 ¢: 397 ¢c; 723 1 (J 84 I'n); 7,53 1 (J 8,4 I'u). °C SIMP
(CDCly), 6, m.a.: 16,5; 36,6; 46,3; 54,2; 55,1; 109,5; 111,6; 124,3;
126,3; 130,5; 130,5; 132,5; 132,5; 161,4; 163,3. Macc (70 3B), m/z
(Iom, %): 364 (18) [M™], 362 (22) [M'], 332 (41), 330 (38), 305 (39),
303 (38), 220 (83), 218 (75), 201 (65), 199 (76), 165 (60), 59 (100)
[124].

1. Cwm. oomyro meroauky 22. Berxox 46%, 1. ur. 107-108 °C
[124, 125].

2. CMm. oomyrw meroauky 16. Brixon 70%, T. 1. 100-102 °C
[106].
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CO,CH,
CO,CH;
H CN
NC Muverua  3-(4-dpropdenmn)-2,2-

AUnuaHonukaonponan-1,1-nukapéoxcuaar (228). UK (KBr), v,
cM ' 2256, 1760, 1740, 1512, 1436, 1236. *H SIMP (CDCls), 8, m.x.:
3,79 ¢; 3,94 ¢; 398 ¢; 7,11 T (J 8,7); 7,38 nx (J 5,1; 8,7 I'm). °C
SMP (CDCly), 6, m.a.: 16,6; 39,6; 46,4; 54,1; 55,0; 109,7; 111,7;
116,4 x; 123,2; 130,9; 161,5; 163,3; 163,4. Macc (70 3B), m/z (I,
%): 302 (12) [M], 271 (67), 258 (44), 243 (50), 158 (100), 139 (90),
59 (91) [124].

CMm. 06yt Meroauky 22. Beixon 63%, T. m. 126-127 °C [124,

125].
Br
CO,C,H;
CO,C,H;
H CN
NC Ouytun  3-(4-6pomdennin)-2,2-

AUIUAHOIUKIonponaH-1,1-mukap6okcuaar (229). UK (KBr), v,

cv ' 1725, 2240. 'H IMP, &, m.ax.: 1,20 T (J 7,4 T); 1,421 (J 7,4

I'm); 3,84 ¢; 4,16 x (J 7,4Tn); 4,40k (J 7,4 T'n); 7,12-7,49 m [106].
Cwm. oomyto meroguky 16. Berxon 70%, T. . 86-87 °C [106].
Cl

CO,C,H;
CO,C,Hs
H CN
NC Jmtun  3-(4-xnoppenna)-2,2-

AUnuaHonukiaonponan-1,1-nukapéoxcuaar (230). UK (KBr), v,

cM b 1725, 2240. 'H SIMP, &, m.x.: 1,19 v (J 7,4 T'n); 1,43 1 (J 7,4

I'm); 3,86¢c; 4,16k (J 7,4Tw); 4,40k (J 7,4 I'u); 7,17-7,26 m [106].
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CMm. o0uryro metoauky 16. Berxon 69%, 1. . 85-87 °C [106].
C,H50,C
H,C CO,C,Hj;

H;C CN
NC JuTa 3,3-quMeTna-2,2-TnuaHOIUK-
Jonponan-1,1-iukapéokcunaar (231). *H SIMP, 3, m.a.: 1,33 1 (J 7
I'm); 1,57 ¢; 4,27 xB (J 7 T'm).
[Nomyuanu B3aMMOACHCTBAEM U3OMPONHUINICHMAIOHOHUTPUIIA C
9TUI XJIopManoHatoM (cxema 103).

Cxema 103
C,H;0,C
H3C CN H C02C2H5 H.C C02C2H5
— K,CO;4 3
" TTo
H,C CN Cl CO,C,H; H;C CN
NC

Memoouxka. 3 MMONp XJOpMaloHaTa, 3 MOJb MpPOM-2-
WIHJCHMAIOHOHUTpHIIA pacTBopsuid B 5 ma TI'®. Jlanee k pacTBopy
npubaBsu 6 MMOJIb 3MelbueHHOTO K,CO3, peakMoHHyI0 Maccy
NepeMeIBaIi B TEUCHHE YKa3aHHOTO CPOKa U MPU YKa3aHHOU TeM-
nepatype. Xox peakiuu koHTpoiuposaan TCX (sTunamerat/rekcan
20:80). IMocne storo npummuBanu 15 ma CH,Cl,. OtdunsrpoBsiBain
HEOpraHM4YecKHe MPUMECH, pacTBOPUTEb YHapUBall, OCTATOK YKC-
THJIM TIEPETOHKOM MM nepexpucraumsanuei. Beixong 70% (48 u,
KOMHaTHas Temneparypa), T. kui. 90-100 °C (1 mmM pr. ct.) [89].

C,H;0,C
CO,C,H;

CN

NC Jduytun  2,2-nuuua”Hocnupo|2.5]ok-
Tan-1,1-qukapookcuiar (232). 'H aMP 1,33 1 (J 7T); 1,4-2,0 m;
4,26 kB (J 7 I'm).

[lomyyanu aHANOTMYHO LMKIIONPOIIAHOBOMY IPOU3BOJIHOMY
(231).

Memoouxa. 3 MMOIIb rajloreHMajIoHaTa, 3 MOJIb IMKJIOTeKCHIIN-
JEHMaJIOHOHUTpWIA pactBopsuid B 5 mi TI'®D. lamee k pacTBOpy
npubaBisi 6 MMois u3MenbueHHOTo K,CO3, peakimoHHy0 Maccy
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nepeMenIuBaid B TEUCHHUE YKA3aHHOT'O CPOKa M MPH yKa3aHHOU
Temmeparype. Xon peakumu KoHTponupoBamu TCX (armmare-
tar/rexcan 20:80). ITocne atoro nmpunusanu 15 ma CH,Cl,. Ot-
(bUIBTPOBBIBATN HEOPraHUYCCKUE MPUMECH, PACTBOPHUTENh YIia-
pHUBAJIM, OCTATOK YHUCTUIU TEPETOHKOW WM TMEPEKPUCTATIIN3a-
nueit. Beixog 76% (48 4, koMHaTHas Temieparypa), T. kum. 130-
140 °C (1 mm prt. ct.) [89].

H,C
CO,C,H;
CO,C,H;
H,C CN
NC Judtun  3-meTmi-3-(4-Toami)-

2,2-qunua”Honukjionponad-1,1-tukap6oxcunar (233). 'H amp
1,171 (3 7Tn); 1,321 (I 7Tn); 1,78 ¢; 2,33 ¢; 4,1 ke (J 7 T'm); 4,37
kB (J 7 Tm); 7,17 c.

Memoouxka. T'aoreamanonat (3 MMOJIb), TOJTHIITHINICHMA-
noHoHUTpud (3 MMonp) pactBopsnu B 5 ma TI'®. Jlamee x pac-
TBOpy mpubaBmsim usMenbueHHb K,;CO; (6 MMOMB), peakuu-
OHHYI0O Maccy NepeMellNBAIM B TEYEHHWE YKa3aHHOT'O CpPOKa M
IpU yKa3aHHOH Temmeparype. XoI peakUuud KOHTPOJHMPOBAIU
TCX (3runaneratr/rexcan 20:80). [Tocne aToro npunupanu 15 mi
CH,Cl,. OtdunbTpoBbIBaii HEOPraHUYECKUE MPUMECH, PACTBO-
puUTEIh yIapuBaliu, OCTATOK YHCTHIM IEPEroOHKON HUIIU MepeKpH-
crauin3anuei. Beixox 10% (48 1, koMHaTHas Temmeparypa), T.
mwr. 122 °C (atunanerart) [89].

CO,CH,
Br CO,CHj;
H CN
NC Jumernn  3-(3-opomdpenn)-

2,2-nuuua”HouuKiIonponan-1,1-gukapooxcunar (234).
Cm. odmyro meroauky 22. Boixox 63%, 1. i 126-127 °C
[125].
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CO,CH,
CO,CH,

Humernn 3-(3-xaopdenmn)-2,2-
zmunaﬂoummonponaﬂ—l,1—z|m<ap601<cm1aT (235).
Cm. obmyro meroauky 22. Beixon 63%, T. mn. 126-127 °C
[125].

CO,CH,
CO,CH,

Jumernn  3-(3-¢propdennn)-2,2-
LlI/IIlI/IaHOIlI/IKJIOHPOHaH-l,1-I[I/IKap60KCPlJIaT (236).

Cm. odmyro meroauky 22. Beixox 63%, 1. i 126-127 °C
[125].

C02CH3
CO,CH,

HOumerna  3-(2-xao0p-6-propdenn)-
2,2—nnunan0unknonp0naﬂ—l,1—nmcap601ccn.naT (237).
Cm. oomyrw meroauky 22. Breixox 63%, 1. 1. 126-127 °C
[125].

CO,CH,4
H;CO CO,CH,

JuameTn 3-(3,4-numeToK-

cm])elm.n)-Z,2-zmunaﬂoumc.110np0nan-1,1-21n1¢ap601¢cn.]1aT (238).

CMm. oomyrw meroauky 22. Breixox 63%, 1. 1. 126-127 °C
[125].
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O CO,CH,
O A CO,CH,
O H CN
NC

dumerna  3-(3-(madr-1-
wi1)eHn)-2,2-TuuuaHouuKIonponad-1,1-nukapookcunar
(239).

Cwm. obmyro meroauky 22. Beixon 63%, T. mn. 126-127 °C
[125].

Dupul 3,3-ouyuanoyuxnonponau-1,2-0ukapboHo60t KUCIOMbL

H3BECTHO TONBKO OJHO COCIMHEHHE C TAKMM PAaCIOIOXKCHHEM
CIIO’)KHOA(HUPHBIX U IIHAHOTPYIITL.

H;CO,C
H,CO,C H
H CN
NC mpanc-1,2-Ilumernsn  3,3-1UIHAHOLHUK-

Jonponan-1,2-1ukapéokcnaar (240). UK (KBr), v, cm = 2254,
1736. 'H SIMP (CDCly), 8, m..: 3,19 ¢; 3,91 c. °C SIMP (CDCly), 3,
M. 11,82; 33,05; 54,04; 110,15; 163,99. Macc (70 3B), m/z (1o,
%): 208 (23) [M™], 176 (10), 149 (13), 133 (6), 121 (15), 105 (12),
89 (9), 75 (10), 64 (32), 59 (100), 43 (22) [128].

[Nony4anu B3aMMOAEHCTBHEM METHIIOBOTO 3(Upa aleTUICHIN-
KapOOHOBOH KHCJIOTBI C MAaJOHOHUTPWIOM U TpU(EHUIAPCHHOM
(cxema 104, R=CHs;, X=Y=CN).

Cxema 104
CO,R
H X
|-
H Y
CO,R
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Obwasn memoouka 23

K pacteopy 0,153 r (0,5 mmosb) tpudenmnapcuna u CH kucio-
Tl (1 Mmonp) B 10 M pacTBOpHUTENS NMpU NEepeMEIINBAHIH Ha Mar-
HUTHOM Melanke N00aBJsuId MO KamisM 1 MMoJIb adupa aneTuieH-
IuKapOoHOBOM KucioThl mpH -5 °C B teueHue 10 mun. CocrosiHue
peakruu koHTponupoBanu TCX. PeakIIMOHHYIO cMech Harpeiu Jio
KOMHAaTHOH TeMmIeparypsl. PacTBopuTens ynansid Npu MOHWKEH-
HOM JIaBJICHUH, OCTATOK OYHIIAIU KOJIOHYATOW Xpomarorpadueii
(cwmkarens, meTposieHHbIid d¢up/sTunarerar 1:3). Tpuapumapcua
MOXeT ObITh BoccTaHoBieH. [ns (mpanc 240) peareHTBI: METHIIO-
BBl 3¢up aneTnineHAnKapOOHOBON KHCIOTH W MAJTOHOHUTPHII, pac-
TBOPHUTENb — aLeTOH, BpeMs peakuud 2 4. Beixon 80%, T. m. 81-
83 °C [128].

7. IlukyI0NponaHbl, 3aMellleHHbIe YeThIPbM
3J1eKTPOHOAKLENTOPHBIMH IPYNIIAMHU, U3 KOTOPbIX
HEKOTOpbIe SIBJISAIOTCH KAapOOHMIbHBIMH

CoenHEHUS TAaKOTO THIA OTIMYAIOTCS OOJNBIIMM Pa3sHOOOpas3u-
eM. DTO CBS3aHO C TeM, YTO KapOOHMIIbHAS TPYIINa MOXKET OBITh pa3-
HOTO THIIA — AJILAECTUIHON WMJIM KeTOHHOH. KeToHHas, B CBOIO oOue-
penb, MoxeT ObITh anudaTruueckol nim apomatudeckoil. Kommuect-
BO CaMUX KapOOHWJIBHBIX TPYII MOXKET Pa3indarhCsi OT OAHON 10
qeThipeX, u Apyrue DAL Toxxe MoryT ObITh pasHbeIMH. KapOoHUITBHAS
rpynna MOXET ObITh 4YacTbl0 LMKIMYECKOW CHCTEMBl, HallpUMep
(TanONIBHOM, IPH 3TOM CIIOCOO COWICHEHHUS (DTATOMIBHOTO 3aMec-
TUTENS] C IHMKIOMPONAaHOBEIM (hparMeHTOM MOXKeT ObITh 1,1- mimm
1,2-, uyTO TaKke pacmupsieT Kpyr BO3MOXHBIX CTpYKTyp. C apyroi
CTOPOHBI, 00IIee KOJIMYECTBO LHUKIONPONAHOBBIX IPOU3BOIHBIX,
3aMelIeHHbIX 4eThipbMsi DAl u B TOM umciie KapOOHWIBLHBIMH, He-
BEJIKO, YTO CBA3aHO CO CPABHHUTEIHHO BHICOKOW PEAKIIMOHHOM CITO-
COOHOCTBIO KapOOHWJIBHBIX COEAMHEHUH M TPYJHOCTBIO MX CHHTE3A.
B cBs3u ¢ 3TUM Kakasg-muOO JIOTHMYECKH TOJHAs KiacCH(UKALMS
9THX COEAWHEHUHN TepsieT CMBICH, TaK KaK MHOTHE KJIACChl HE OyIyT
MIPEICTaBIECHbI UIIU NPEICTABICHbI B €TUHIYHOM BHJE.

Huxe npuBoaTCcs N3BECTHBIE B HACTOSAIIEE BpEMS IPOM3BOIHBIE
[UKJIONPOTIaHa, 3aMelIeHHbIe 4eThIpbMs DAL, BKitouast KapOOHUIIb-
HBIC, HX XapaKTEPUCTUKU U CIIOCOOBI TTOTyUSHHS.
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M3BecTHO BCETO TpU COCTMHEHUS MPOM3BOIHBIX ITHKJIONPOIIaHa,
3aMemIeHHbBIX YeThIpbMs DAl ¢ albaeruIHpIMU TPYIITIaMH.
CO,CH;
H;CO,C

H;CO,C
CHO  mpanc-Tpumerun  3-opMuiuuk.Io-
nponan-1,1,2-rpukapGoxcunar (241). UK (KBr), v, em : 1736. 'H
SMP (CDCly), 6, m.a.: 943 1 (J 4,3T); 3,27 1 (J 6,9 T'y); 3,12 nux;
3,80; 3,78; 3,75 [129].

[TonyyaroT B3auMOAEHCTBUEM AKTUBUPOBAHHOTO TPEMSI CIOKHO-
3¢ UpPHBIMH TPYITIAMH allkeHa ¢ AuazoarertaneM (cxema 105). J[nazo-
areTanb — JUA30MPOU3BOJHOE, COAEpIKallee albJeTUAHYI0 TPYIY,
3alMIICHHYIO MIPEeBpallieHneM B aneraib. Ilpouecc npoBoasT B Tpu
stana. Ha mepBoMm mosryyatoT npou3BOJHOE MUPPA30JI0HA, HA BTOPOM
ero obJyyeHHeM NpeBpallaloT B IIUKJIONPONAHOBOE COETUHEHHE H,
HAaKOHEIl, Ha TPEThEM 3Talle CHUMAIOT 3aIIUTY C aJbJCTUIHOMN IpyIl-
bl THAPOJIM30M B MyPaBbUHOM KHCIIOTE.

Cxema 105
N
H;CO,C o CO,CH, CH(OCHS), N7 CH(OCH,),
N >
CO,CH 2 H,CO,C
7 “Hy,c0,C  COCHy
CH(OCHj;), CO,CH;3
pv  HiCOC H;CO,C
—_—
H;CO,C H;CO,C
CO,CH, CHO

Memoouxa. Pacteop oneduna (0,01 mMonb) B 6e3BOHOM 3hupe
mpu 0 °C mobasisut k pactBopy amazoaretains (0,011 moib). Peak-
LUOHHYIO CMECh BBIIEPKHUBAIHN 6 4, 3pup OTACTSUIN TUCTUIUISIIMEH,
OCTaTOK — MPOM3BOAHOE MMUPPA30JIMHA — UCIIOIB30BaJIM HA CIIEIYIO-
e CTaluu.

PactBop (0,01 mons) nuppazonuna B 200 M1 6e3BogHOTO OEH30-
Jla WK Tonyosia noaseprainu ¢poronusy npu 35 °C B teuenue 18 4 ¢
dbunsTpoM u3 cTekna Pyrex. 3ateM pacTBOpUTENh YAAISUIA TIPHU TI0-
HUKCHHOM JaBJICHHWH, a OCTAaTOK (DpakiMOHUPOBAIH, OTOMpas Oc-
HOBHYIO ¢pakmuro npu 105 °C (0,01 mm pr. ct.). [lonydeHHbIN HUK-
JIOTIpoNUJIaieTanb 00padaThIBa Il MYPaBBHMHOW KHCIOTOM, BBIAEP-
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’KHMBasi pacTBOP IpH KOMHATHOI Temriepatype. [Tociie aToro xuciory
yIAJISUT TIEPETOHKOM TIPH MOHMKEHHOM JaBJICHHH, a OCTAaTOK OYH-
Iany AUCTHIUIANMEH, noinydand GopMunuknonpomnan (241) ¢ BeI-
xoqoM 93%, 1. kum. 145 °C (0,05 mMm pr. ct.) [129, 130].

C,H50,C

C,H;0,C
CHO 2R mpanc-Tpuwatua  3-dopmuii-
unkaonponan-1,1,2-rpuxap6oxcuaar (242). ‘H IMP (CDCl,), 3,
m.a.: 9,40 o (J 4,6 I'n); 4,33-4,14 m; 3,27 1 (3 6,7 T'); 3,12 1 (J 4,5;
6,9 T'); 1,27 m. °C SIMP (CDCly), 5, m.i.: 194,3; 166,9; 165,0; 164,0;
63,0; 62,5; 62,1; 43,1; 38,3; 32,2; 14,0; 13,9; 13,9. [0]®p= -42,2° (c=1 B
CHCly) [129].
dopmunukionponan (242) — romonor coeaunenus (241), mo-
Jy4aid, UCHOb3yst npyror moaxon (cxema 106). B peakiuro BBoH-
JIU aJIKeH, aKTUBUPOBAHHBIN CIOXHOA(UPHON U aNbIETUTHON TPYII-
I1aMu, C 3THII 6pOMMaIIOHaTOM B MPUCYTCTBUU BTOPUYHOI'O aMHHA.
BropuuHbIii aMHH B X07Ie¢ OCHOBHOI'O IIPOLIECCA BCTYIACT B PEAKLHIO
C aJpAErHIOM, 00pa3ysi UMUHOBBIM HMHTEpMeIUaT, 3aIlMILIAIOLINHA
IBJCTUIHYIO TPYIIY OT aTaku OpOMMaIOHOBOTO 3(hUpa U THAPOIH-
3yIOIIMICS Ha 3aBepliatonieM dtare. [Ipu HCroiap30BaHUM OINTHYE-
CKHM aKTHBHOI'O aMHMHA PEaKIMs UIET SHAHTUOCEIEKTUBHO.

Cxema 106
Ph

Ph
C0,C,Hs
g Ny
CHO CO,C,Hs %OTMS C,H;0,C S

_ N
~ i ,
C,Hs0,C CO,C,Hs C,H50,C

CHO

Memoouxa. K cmecu (E) stun 4-okco-OyraHoara (mpanc 2-
sTokcukapoonmitakposnens) (0,3 mons), TpuaTHiiamuHa (0,25 MMOITB)
u guatun opommanonara (0,25 MMoip) 100aBIsIIM MIPH TIEPEMEIH-
BaHMM pacTBop Kartanmmzaropa ((S)-2-(audeHnn(TpUMEeTHCHITIIOK-
cu)MeTHi) nuppoiuguHa B xyopodopme (1 mu). Peakumonnyro
CMECh MHTEHCHBHO NEPEMEIINBaIN B TeueHne 14 4. 3aTemM TexHude-
CKMI TPOAYKT XpomarorpadupoBayii (CHIMKarenb, MeHTaH (TONy-
omn)/atunanerart). [lomyunnm 6ecuserHoe mMacio, Beixon 50%. Coot-
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HOLICHHE mpanc- U yuc-u3omepos 25:1 (o *H SIMP), cooTHoLICHNME
sHanTHOMepoB 93:1 [131, 132].

HO
H,CO,C

H;CO,C
CHO umerna  2,3-1uopMHIIHKIONPONAH-
1,1-mukap6okemnar (243). UK (Nujol), v, e 1728, 1708. 'H
SIMP (CDCly), 6, m.x.: 9,52 ¢; 3,36 c; 3,83 ¢ [130].
[Mosyyanu aHaJIOTHYHO IUKIONponany (241), ucmons3ys aua3o-
aleTanb U alKeH, aKTUBUPOBAHHBIN ABYMsI CIIOKHOI(HUPHBIMH TPYTI-
namu (cxema 107).

Cxema 107
N
H,CO,C —CH 2 CH(OCHj),
N N, \ —_— N >
= CHOCHy), 1 4
H;CO,C CH(OCH3), “Hy,60,c  CH(OCHy),
CH(OCHS;), CHO
H,CO,C H,CO,C
hv 3C0; ><( HCO,H 3C0; ><{
H,CO,C > H;CO,C™ Ty
CH(OCHj;), CHO

Memoouxa. K pactBopy 2,8 T (0,01 Mos1b) osieduna B 6€3B0THOM
aupe (15 mu) npu 0 °C nobasisiu pacteop 1,2 r (0,011 monb) ana-
3oaretays. Peaknus npoTtekana MpakTUYeCKH cpasy, dGup OTHeNsIn
JUCTHILISAINEHN, 0cTaTOK (IPOM3BOIHOE THPPA30IMHA) UCTIOIB30BAIH
Ha cIeIyIoUIel CTaauH.

Pactop (0,01 mons) nuppazonunaa B 200 M 6e3BofHOTO OEH30-
Jla WIKA TOJIyoJia mojaBeprain ¢oronusy B teuenue 20 4. Pacteopu-
TeJIb YAAJSUIM TPH NOHM)KEHHOM JaBJIEHHH, OCTAaTOK (hPaKLMOHUPO-
BaiM, 0TOMpasi ocHoBHYI0 (pakuuio npu 140 °C (0,05 MM prt. cT.).
[lomyuennsiit nukIonponunanerans (1,5 r) oOpabaTeiBamy MypaBb-
WHOW KHUCTOTOH (2,3 T), BRIAEPKMUBask pacTBOP MPHU KOMHATHOU TeM-
nepaTtype B TeueHue HouH. [locie 3Toro Kucnoty ygansiy neperoH-
KOH IpU MOHMKEHHOM JIaBIICHUH, & OCTATOK OYUIIAIH JUCTHILISIHU-
edl, nonyyanu audopmuinukionponan (243) ¢ BeixogoM 96%, T.
kur. 120 °C (0,05 mMm prt. ct.) [130].
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H,COC

H CO,C,Hs;
H COCH;4
CoH50,C (1R*2R*)-1,2-Auatin  1,2-quameTni-
nuKJonponan-1,2-mukapookcuiaar (244). UK, v, e 3060, 1720,
1710. H SAMP, 6, m.a.: 1,28 T (J 7 Tw); 2,12 ¢; 2,33 ¢; 4,20 kB (J 7
I'm) [133].
IMonyyanu peaknueil ankeHa, akKTHBUPOBAHHOTO JBYMsI CJIOKHO-

SQUPHBIMH W JBYMS AIETHIBHBIMH TPYIIaMH, C IHA30METaHOM
(cxema 108).

Cxema 108
CHj, H,COC
0 CO,C,H; W\ CO,C,Hs
= + CHyN, ——
C,H;0,C CH, "1COCH,
o C,Hs0,C

Memoouxa. PactBop nuayTrn amanetwindymapara (0,5 MMoIb) B
maTiioBoM 3¢gupe (10 M) cmemmBanu ¢ 3GUPHBIM PaCTBOPOM
nuazametana (1,6 mmons) ipu 0 °C. Yepes HOUb pacTBOPHUTENH yIa-
pHUBaIM U Moay4ynian nmkiaonponad. bensie urner (0,12 T, 95 %), T.
1. 68-70 °C (nerponeitnsiii 3dup) [133].

C,Hs0C
H CO,C,H;
H COC,H;
C,H;0,C

(IR*,2R*)-Am3Tat  1,2-AMNPONMHOHNII-
nuKJonponan-1,2-gukapéokcuiaar (245). UK, v, em b 3100, 1720
et 'H SIMP, &, .0 1,16 v; 2,01 ¢; 2,59 kB (J 7 T'x); 4,09 xB (J 7,4
I'm) [133].

[Moyuanu aHanornvHo 1MKiIonponany (244) (cxema 108).

Memoouka. PactBop mwdTHn aunporuoHmwipymapara (0,5
MMOJIb) B IU3THII0BOM 3¢upe (10 mi) cmemuBanu ¢ 3QupHBIM pac-
TBOpoM auazamerana (1,6 mmons) npu 0 °C. Yepes 12 u pactBOpu-
TeJb YIIapUBAIIK U TOJNYYMIIN nuKiIonponas (245) [133].
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H,COC

H COCH;4
H COCH;4
H;COC 1,1' 1" 1""-(muxaonmponan-1,1,2 2-rerpa-

wi)rerpasdtanon (1,1,2,2-Terpaanermnnukiaonponan) (246). K
(KBr), v, em *: 3100, 1715, 1695. 'H SIMP (CDCls), 8, m.a.: 2,28 c;
2,14 ¢. 3C SIMP (CDCls), 8, m.1.: 23,6; 29,9; 57,0; 201 [134, 135].
TeTpaare THAIMKIONPOIaH MOMyYaId ABYMS METOJaMH.
1. OxucienneM TeTpaaleTWINPONaHa CHHTE3UPYIOT MPOU3-
BOJHOE TUruapodypana, KOTOPOe 3aTeM H30MEPU3YIOT B IIUKIIONIPO-
maHoBoe mpou3BoHoe (cxema 109).

Cxema 109
0 O H,COC
H,C l —_—
0 H COCH,
o) CHj, H,COC

Memoouxa. B pacteop 21 r (0,10 wmoms) 1,1,3,3-
tetpaareruanponana u 17 r (0,20 mons) ruapokapboHaTa HATPUS B
Boge (400 mur) m00aBiIsUTM TPU MEPEMEIIMBAHUK TIPH KOMHATHOM
temneparype B Teuerne 1 u 300 ma Bogmoro pacteopa 22,5 r (0,10
moJb) noga u 45 r (0,30 mMoib) Homuaa HATPHs. 3aTeM CMECh Tepe-
memuBany 30 u. [TomydeHHbIH CBETI0-KOPUUYHEBBIA PACTBOP IKCTpa-
TUpOBaH d3PUPOM. PacTBopHTENb BHIMAPUBAIN U IMOJyYEHHOE MaCIIO
(5-meTnn-2,2,4-rpuarieTri-2,3-quruapodypat) HUCIOIB30BAIH IS
TaJbHEHIINX MpeBpaIleHni 0e3 JOMOIHUTETLHON OYHCTKH.

PactBop ceiporo 5-merun-2,2,4-tpuanetiii-2,3-quruapodypasa
(3,0 r) B 6e3BOaHOM 3hHpe (300 M) 06ITyUaNTH IO PTYTHOM JTAMIION
BbICOKOTO naBneHuss B TedeHue 21 4. [lomyumnmu 1,0 r mpomykra
(246) (33%), mnepeKpHCTAUIM3OBBIBAIM M3 CMECH  OEH30I-
nerposieitaeiii 3¢up, T. wi. 96-97 °C [134].

2. Bropoii coco0 OCHOBaH Ha peakIvM JHa30MeTaHa C ajike-
HOM, aKTUBHPOBAHHBIM YETHIPbMS alleTHIBHBIMU TPYIIIAMH, B Kade-
CTBE NPOMEXYTOYHOTO TMPOAYKTa BBIJEISETCS MHPPA30IUHOBOE
mpousBoaHOe (cxema 110).
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Cxema 110
H,COC

H,COC COCH,4 NZT\_COCH; H COCH,
— + CHN, —> COCH; —»
H,cOC  COCH, CoCH, H COCH,
H,COC H,COC

Memoouka. Cycniensuto TerpaarnerwidTwiera (3 1) B adupe (12
Mi1) oOpabateiBayin auazameranoMm (0,67 1) mpu 0 °C u ocTaBISIH
npu 0 °C Ha 48 4. Beinenusmmuiicst ocagok otdunbrpoBeiBain. Ilo-
ayuma 2,9 T (80%) terpaanerwinuppasonuHa. [lepekpucraiim3a-
WU W3 JeTKoro Imerpoieiinoro 3¢wupa (1. xmm. 30-50 °C) maet
1,1,2,2-terpaanerramnukionpomnan (246) 2,35 r (73%), 1. . 97-99
°C [135].

H

H CO,CH,

H,CO,C COCHs
CeHs0C

mpanc-1,2-lumerna  3,3-a1uGeH30-
WINHKI0-nponan-1,2-1nkap6okenaar (247). UK (KBr), v, cm ™
2956, 1737, 1672, 1579. 'H IMP (CDCls), 8, m.1.: 3,53 ¢; 3,61 c;
7411t (J 787Tw); 7,52 v (J 7,4 Tu); 8,05 1 (J 7,3 I'). Bc amp
(CDCly), 6, m.a.: 31,54; 52,48; 53,60; 128,67; 129,57; 134,01;
135,24; 168,10; 189,70. Macc (70 3B), M/z (low., %): 366 (6) [M'],
335 (3), 275 (2), 261 (1), 247 (1), 115 (2), 105 (100), 89 (2), 77 (47),
59 (2), 51 (7) [128]. Crpykrypa mokazana meronom PCA (CCDC
716768).

Cm. o0myro Metoauky 23. PearenTsl: METHIIOBBIH 3¢up aneru-
JICHIUKapOOHOBOM KHUCIIOTHI U TNOEH30MIMETaH, PACTBOPUTEINb 3Ta-
Hou1, Bpemst peakuuu 90 muH. [IpoaykT peakiuu Genblit 0cagoK, BbI-
x011 95%, 1. . 174-176 °C [128].

H
H CO,C,Hs
C,H;0,C COCHs;
CH50C

mpanc-1,2-Imdytun  3,3-1udeH30-
winuKIonponan-1,2-tnkap6oxenaar (248). UK (KBr), v, cm
1740, 1680, 1605. 'H SIMP (CDCly), 8, m.a.: 1,04 T (J 7,1 T'n);
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3,60¢;396 k8 (J7,1Tmw); 7,401 (J7,8T); 7,521 (J 7,4 Tm); 8,08 11
J 7,3 T'm). BC amp (CDCly), 8, m.m.: 13,77; 31,55; 53,62; 61,63;
128,61; 129,64; 133,96; 135,32; 167,61; 189,67. Macc (70 sB), m/z
Loz, 9%): 394 (2) [M™], 349 (3), 341 (27), 321 (35), 279 (7), 257 (9),
176 (3), 167 (18), 137 (17), 123 (25), 111 (23), 105 (7), 97 (38), 81
(52), 69 (100), 57 (62), 51 (34), 43 (53) [128].

CM. o0y Metoauky 23. PeareHThI: STHIOBBIN 3(Up aneTH-
JICHAUKApOOHOBOM KHCIIOTHI M JUOCH30MIMETaH, PaCTBOPUTE/bL Ta-

Hout, Bpems peakrun 90 muH. [IpomykT peakmum Oeiblii 0cagoK, BbI-
x071 90%, 1. . 202-204 °C [128].

NC
CN

H COCH;

CeHs0C 2,2-JIuboen30omi-3-pe HUIIUKIONPO-
nan-1,1-qukapGonntpua (249). 'H SIMP (CDCly), 8, m.x.: 4,38 c;
7,20-7,64 m; 7,68-7,77 m; 7,98-8,08 M. °C SIMP (CDCls), 8, m.xi.:
16,5; 41,2; 56,0; 110,0; 112,3; 127,5; 128,4; 128,7; 128,9; 129,1,
129,1; 129,4; 129,5; 133,7; 134,7; 135,1; 187,7; 188,0.

[Nonywyanu B3amMojeicTBHEM OCH3WIHICHMAIOHOHUTPUIA C
aubpomandensomimeranoM (cxema 111).

Cxema 111
NC
CN
SN . Br  COCHs | o
C B COCH MO,
N r
65 TrngnzaTHaﬂ n COCH,
parypa

C¢Hs0C

Memoouxa. K cmecu 191 mr (0,50 Mmoiib) 1ubpoManOeH30mII-
metana u 67 mr (0,50 mmons) noauna nutust B JM®PA (1 mi) mo-
6asmsn 77 mr (0,60 MMOJIB) GEH3MITHAEHMAIOHOHUTPHIIA U CMECH
MepeMenIuBalId MPU KOMHaTHOH Temmepatype 1 4. [Ipoaykt sakcrpa-
TUPOBAIN 3PUPOM, PKCTPAKT MPOMBIBATIH BOAON M CYIIWIN CYJbda-
TOM HaTpus. 3aTeM PACTBOPHUTENb YAAJSUIM MPH MOHMKESHHOM JIaB-
JIEHUM W OCTaTOK XpoMaTorpadupoBalu Ha CHiMKarene (IIOEHT
CMeCh TeKkcaH-Tmianerar 2:1, 3arem ostumnanerar). [lomyuwnnn
139 mr (74%) Genoro BemiecTBa [S8].
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NC
CO,C,H;

H COCH,

H;COC THIa 2,2-quaneruia-1-muano-3-
(pennnuukaonponankapookcuaatr (250).

[omyuanu B3amMopeHcCTBHEM JHOPOMIIMAHYKCYCHOTO 3upa ¢
OeH3MIMIeHAIIETHIAETOHOM (cxeMa 112).

Cxema 112
COCH . NC
N IS COCaHs - NONACOGM
g +
COCH, Br"  CO,CoHs wommarnas H COCH
TemIepaTypa H,COC 3 C,H50,C CN

IeneBoit mukinonpomnan (250) oOpasyercst B CIIEIOBBIX KOJIHYE-
CTBAaX, & OCHOBHOW MPOJYKT — AUATHI JunHaHopymapar [58].

NC
CO,C,H;

H CO,C,H;
H;COC 1,2-lmdytan 2-ameTnia-1-umaHo-3-
dennanukaonponan-1,2-gukapooxcuiaar (251).

[Moyuanu ananoruuHo coeauHenuro (250). Iukiaonponan (251)
TIOJTYYCH B CIICJIOBBIX KomuecTBax [58].

g COCH;
N COCH,
@) CN

NC 3,3-luaneTn-2,2-AMIMAHOCTTHPO

[uukTonponan-1,2’-6enokcason] (252). UK (KBr), v, cv ' 3450,
3050, 2980, 2220-2210, 1710, 1520. *H SIMP (JIMCO-dg), 8, m.x.:
9,60; 8,00-7,50 m [136].

[onmywanu B3auMOAEWCTBHEM allkeHa, aKTHBUPOBAHHOTO ABYMS
aleTHIBHBIMU TPYIIaMH, ¢ OPOMMAaTOHOHUTPHIOM (cxema 113).
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Cxema 113
COCH,

C[E COCH; [ N N COCH;
P L
(0] COCH,4 Br CN (0] CN
NC
Memoouxa. Cmech 6enzokcazona (0,01 Moip) U OGpoMMaIOHO-
nutpuna (0,01 monp) pactBopsiin B 30 mu cnmpTa. Peakunonnyto
CMeCh TepeMelIrnBaIl MpH KOMHATHOHN Temreparype 2 4, o0Opa3o-
BaBLIMHCS 0CAAOK OT()UIBTPOBBIBAIN U NEPEKPUCTAIIN30BBIBAIN U3
CIHPTA, NOTYYWIH Oenble KPUCTAUIBI C BBIXoAOM 82%, T. mi. 167-

169 °C [136].
COCH;

H
O:N COCH,
S CN

NC Cnupo|3,3-quanernn-2.2-gunua-
Houmukaonponau-1,2’6enzornazon]| (253). UK (KBr), v, cm
3471, 3105, 2921, 2217, 2202, 1682. *H SIMP, 3, m.1.: 8,5 c; 7,8-
7,2 wm; 2,4 ¢ [137].

CuHTE3 OCYIIECTBIISUIM aHAJIOTUYHO COeMHEHUIO (252), ucmob-
3ysl B KaUeCTBE MCXOJHOTO peareHTa OEH3THAa30JI BMECTO OEH30KCa-
3071a.

Memoouxa. Dxsumonsipayto cmech (0,01 Moiyib) OGpomMMalioHO-
HUTpWJIA ¥ MPOU3BOHOTO OEH3THA30a pacTBOPsUIH B 30 MJI BOJHO-
r0 3TWJIOBOTO CIHUPTAa, PEAKIMOHHYI0 CMECh MNEpEeMEIINBaIN TPH
KOMHATHON TemrepaType 4 4, oOpa3yromuics TBEPABIH MPOIYKT
OT(UIBTPOBBIBAIN M TIEPEKPUCTAIUTM30BBIBAIN U3 ciupTa. becieT-
Hble Urisl, Bbixog 70%, T. mi. 68 °C [137].

NC
COCH;4

CO,C,H;

C,H50,C JAudTna 2-aneTHia-2-IHAHOIUKII0-
nponau-1,1-guxapooxcunar (254).

boin  cunTesmpoBan ¢ BeIxogoM  71%  peakmmenr  o-
XJIOPaKPWIOHUTPHIIA C STHJI alleTUIMaloHaToM. Mexanu3m o0paso-
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BaHMS TPEXWICHHOTO NHUKJIA HEOOBIYCH WM BKJIIOYACT IEePerpyIIH-
POBKY YETHIPEXWIEHHOTO IMKJIA, B pe3yibTare 4yero opmaabHO Ha-
OJIr0TaeTCsl MUTpAIMsl alleTUIILHOM rpymibl (cxema 114).

Cxema 114
o o HOY Ch H,COC
N c CN H,C CN CN
+ — A
H HCI
CH;0,C  CH; CHy CoHs0.C CO,C,H,
CO,C,Hs C,H;0,C

Memoouxa. PacTBop STHI alleTWIMaJIOHAaTa U mpem-OyTHiaTa
kams (22 mMoib) B Oen3oire (20 MMOITB) TepeMENTUBaI B aTMO-
cdepe a3ora mpu KOMHATHOW Temrieparype 20 MUH, 3aTeM 1O Karl-
JIAM JI00aBJISITH O-XJIOpaKpHIIOHUTpHIT (22 MMoib). Uepes yac jao-
0aBISUIM TOTIOIHUTEIBHOE KOJIMYECTBO O-XJIOpakpwioHuTpuna (4,4
MMOITb) ¥ OCHOBaHHA — mpem-Oytunara kamus (4,4 mmons). Tlocie
OTTOHKH PacTBOPUTENS] OCTATOK XpoMarorpadupoBai HA CHIIMKA-
rexne [138].

H;C

NC
COC¢H;

H CO,C,H;
C,Hs0,C JudTia  2-6en3ona-3-(4-Toaui)-2-
nuaHouukjgonponan-1,1-nukapookcunar (255). UK, v, Y
2210, 1730, 1695 em™. *H SIMP (CDCls), 8, m.a.: 0,93 T (3 7 T'w); 1,2
T(J7Tn); 232¢;393 k8 (J7Tu); 4,02c;423 ks (J7T'); 7-82m
[139].

[Nony4anu KoHAEHCAIMEH 3TUII OpOMMAIOHATa C aTKEHOM, aKTH-
BHPOBaHHBIM HHUTPHJIBHON M OCH30WJILHOW TpYyIIamH, B MPHCYTCT-
BUY OcHOBaHUs (cxema 115). B kauecTBe KOHKYPUPYIOIIETO HAMIPAB-
JICHUSI peaklUK BBICTYIaeT o0pa3oBaHNe AUTHAPOPYPaHOBOTO IPO-

HM3BOJIHOTO.

Cxema 115
COCH;
H;C H;C
ZCN NC
H_ ,CO,C,Hs
N K,CO;, N COC4Hs
Br” CO,C,H; C,H,0,C \ H CO,C,H
C.H 2245
CZHSOZC O 6s CZHSOZC

CH,4
172



Memoouxa. PeareHntsl: 2-0eH30MI-3-11apa-TOIUIAKPHUIOHUTPIIL,
OpoMMasIOHOBEIH A(up 1 KapOoOHAT Kans (3KBUMOJIBHBIE KOJHIECT-
Ba) cMenmBaid B TI'® u kumsatuiav ¢ 0OpaTHBIM XOJOAMIEHUKOM.
[Ipu ucnonp30BaHUK OPOMMAIOHOHUTPHUIIA TIPOU3BOJHBIC TUTHIPO-
bypana u muksonpomnad (255) 06pa3yroTcsi B CMECH B COOTHOIICHUH
3:1. dannsle Ha IUKIIONponaH, T. . 99 °C [139].

O cN

H;C CN

H;C
oH 4,8-JInokco-6,6-mumerni-2- peHua-
cnupo|[2.5]okran-1,1-qukapGonntpua (256). 'H SIMP (CDCls), §,
m.a.: 1,21 (¢, 6H), 2,60-2,83 (m, 4H), 4,12 c; 7,10-7,20 m; 7,30-7,40
M. °C SIMP (CDCly), 8, m.i1.: 22,1; 28,5; 29,0; 30,2; 44,3; 49,4; 53,2;
54,4;109,5; 111,0; 127,1; 128,4; 128,8; 128,9; 195,9; 198,0 [58].
CuHTE3 OCYyNIECTBISUTN KOHIACHCAMeH 2,2-THOpOMANMENIOHA C
AJIKCHOM, AKTUBUPOBAHHBIM IABYMS HUTPUWIBHBIMU TIpynramMu, HUC-
MOJTB3YsI B KAUeCTBE BOCCTAHOBUTENSI HOAM JuTHs (cxema 116).

Cxema 116
o) CH3
CN
X . Br CHy; __ Lil
B TIMOA,
CN ’ C KOMHAaTHaA
[0) TeMIepaTypa

NC' ©eNO

Memoouxa. K cmecu 149 mr (0,50 Mmonp) aubpoMauMeaoHa u
67 mr (0,50 mmonp) moguma gutus B MDA (1 mur) mobaisumm
92 mr (0,60 MMonb) OCH3WINICHMATIOHOHUTPHUIIA U CMECh TIepeMe-
IIMBAJIA P KOMHATHOU Temrieparype 1 4. [IpoaykT skcTparupoBa-
Ji1 3(QUPOM, SKCTPAKT MPOMBIBAIM BOJIOHM M CYIIMJIU CYJib()aToM Ha-
Tpus. 3aTeM PacTBOPHUTEh YAAISIIN MPU MOHWKEHHOM JIaBIICHUH U
OCTaTOK XpOMaTorpaupoBalii Ha CHJIHMKareie (JIFOSHT CMECh Iek-
can-atunanerar 2:1, 3atem stunarerat). [Homyumm 131 mr (90%)
Oenoro BemecTna [58].

OHHO

00 Jucnupo[5.0.5.1]rpuneka-1,5,8,12-teTpaon
(257). MIK (KBFr), v, cm *: 3081, 2997, 1748, 1715, 1020.
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Huxnonpomnan (257) jgerko o0pa3yeT MOHOTHJPAT, SBISFOLIHIACS
MO CYIIECTBY MPOM3BOIHBIM (ypaHa. MOHOTHIPAT Takke o0pa3yer-
Csi TIpH OKHCICHHHM METWICH Ouc-1,3-IMKIoreKcaHImona (cxema
117). TlonywatoT TeTpakapOOHMUIBHOE MPOU3BOAHOE MEPErOHKON
MOHOTHIpaTa B BaKyyMe WJIH MEPEKPUCTAIUTH3AIUCH U3 HEKOTOPBIX

0e3BOIHBIX PACTBOPHUTEINEH, HAITPUMEP MYPaBbHHOM KHCIIOTEHI.
Cxema 117

OH o} O o O 0
w — —
%o o
HO OH 00O

Memoouxa. K nepememmaemomy pactBopy 7,08 r (30 MMob)
metwineH Owuc-1,3-nmknorekcagamnoda B 50%-M BOJHOM JTaHOIIE
(4000 mut) moGaBIsTH MOPIUSIMK B Tedenue 15 muu 250 Mt cBexe-
npurotosientoro 0,36 M BogHoro pacteopa xmopua sxenesa (1) u
250 mn 0,36 M rekcarmanodeppara (1) xamus. PeakunonHyro
CMECh MepeMElIMBaIN P KOMHATHOM Temmeparype 3 4 U 3aTeM
akcTparupoBaiu xjaopodopmom (10 mo 200 M), DKCTPaKT BBHICYIIH-
BaM CyJab(haToM MarHus, oTQUIBTPOBBIBAIN U yIAJISIM PacTBOPU-
TeJIb NIPH MOHMKEHHOM JaBieHuu. K noixydyeHHOMy maciy go6aBiisi-
JU alleTOHUTPWJI, TOJydaldd KpUCTAUIMYECKHH mnpoaykr 1,53 T
(23%). Ilponykt pactBopsiin B JIMCO, HepacTBOPHMBIN OCTaTOK
OT(UIBTPOBBIBAIN, IPOAYKT OCAXIAIN J00aBIeHUEM xyiopodopma,
MIPOMBIBAJIM 3TAHOJIOM U BBICYIINBAIHU B BakyyMme, T. 1. 150 °C.

Tuapar (100 wmr) meperomsute mpu 1,510* mm pr. cr., 135-
145 °C (temmepatypa B Oane). [lomydeHHOE BsI3KOE€ Macio, COaep-
Kalllee MCXOIHbIE BEIIECTBA M JIBA HOBBIX KETOHA, PacTBOPSUIM B
xyiopodopme u oTHUILTPOBBIBAIM. J00aBIIeHUE reKcaHa MPUBEIIO K
KpUCTAIUTH3AIMH [IEJIEBOTO MPOIyKTa (IIACTUHKH, 25 Mr, T.Io1. 97-
99 °C (pasn.) [140].

Il'unpar (252 mr, 1 MMOJTB) pacTBOPSUTH B MyPaBBHHOM KHCIIOTE
(2 ma, 97-100%) ipu 30 °C. IIpo3pauHblii pacTBOP BHINAPUBAIH JI0-
Cyxa IoJl BAKyyMOM M OCTaTOK I€PEKPUCTAITU30BBIBAIM U3 3TaHONA
(99,5%) momyuanm uucteii (257) (104 mr, 45 %), 1. . 96-98 °C
[141]. Tor e crocob npuBeneH B padotax [142, 143, 144].
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Oy

H,C CO,CH;
H,C q
%) CO,CH;

mpanc-Aumernn 4,8-1uokco-
6,6-numeTmwiicnupo|2.5]okran-1,2-nukapookcuaar  (258). UK
(KBr), v, em ' 1743, 1725. *H SIMP (CDCly), 8, m.a.: 1,17 ¢; 2,61 1
(J 16,8 T'); 2,66 1 (J 16,8 I'ny); 3,32 c; 3,72 c. **C SIMP (CDCly), §,
m.1.: 28,42; 30,32; 38,60; 47,48; 52,68, 53,40; 166,17; 201,93. Macc
(70 5B), M/Z (lor, %): 282 (15) [M?], 251 (18), 224 (8), 223 (28),
208 (38), 191 (25), 179 (19), 156 (33), 139 (23), 125 (20), 108 (12),
91 (19), 83 (78), 59 (100), 55 (75), 41 (56) [128]. CtpykTypa qoKa-
3a"a metogoM PCA (CCDC 716766).

Cwm. 00myo Metoauky 23. PeareHTsl: MeTHIIOBBIH 3dup areru-
JIEHIUKapOOHOBOM KHUCJIOTHl M TUMEIOH, PAaCTBOPHUTEIb aIleTOHUT-
pun, Bpems peakumu 120 muH. [Ipogykr peakiuu Oeiblii 0CajoK,
BbIx011 82 %, T. 1. 107-109 °C [128].

OH HQ

H,C

CH,
H,C

H
00 “h 33.1010-
Terpamerwimucnupo [5.0.5.1]tpuaexa-1,5,8,12-rerpaon (259). 'H
SMP (CDCly), 8, m.i.: 1,04 ¢; 1,15 ¢; 2,23 ¢; 2,62 ym.c. ©* C SIMP
(CDCly) 23,0; 28,0; 29,5; 31,0; 55,3; 56,6; 199 [134]. UK (KBr), v,
cm - 1690, 1705, 1720, 1730 [145].

Pa3zpaboTaHO HECKONBKO METOJIOB IMOJNYYEHHUsS! IUKIOMPOIAHOB,
3aMEICHHBIX JIByMSI OCTaTKaMH JHME/IOHA.

1. Meron, ocHOBaHHBII Ha IUKJIM3ALMKA OUCANMEIOHOBOTO CO-
€/IMHEeHUs] B TUETaH MOJ JAeHCTBUEM XJiopuaa cepbl. Jlanee TueTaH
OKHCIISIFOT B COOTBETCTBYIOLIUM CyNb(OKCHI U TOA JeiicTBUEM 00-
JMYYEeHUS] TPOBOAAT SKCTPY3UIO OKCHJIIA CEPbl, B pe3yJbTaTe 4ero
bopmMupyeTcs IUKIONponanoBas crpykrypa (cxema 118).
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Cxema 118
cl

o R o O R O
SCl, H;C CH, COsH
e ——

—_—
HyC cH, CHsCOCHs HyC S CH,
00
H,C CH, Yy

O R O oR o

H,C CH; pv H;C CH,3

H;C ﬁ CH; H,;C CH,
0 0 J 00

Oowas memoouxa 24

K mepememmBaemMoMy pacTBOpy ajabAEIHIANMEIOHOBOIO IIPOU3-
BozaHoro (0,01 monp) B atunanerare (100 M) mpu OXJaKISHAN Ha
nensiHo OaHe MOOABISUIM MO KAIUIsIM PAcTBOP JUXJIOpUIA CEPhI
(0,01 mu) B atmmanerare (10 mia) ¢ 20-MuHYTHBIM TIepuooM. [locie
puOaBIeHHS ITepeMENTNBAIIH elle 2 9 Ipu 3Tor Temmeparype u 10 u
MpU KOMHATHOW. Y IaNsiy pacTBOPUTENs NMPU MOHWKEHHOM JaBlie-
HUH, TTOJYYWIN THETaH (KPUCTAJUIMIECKUI MMPOIYKT OENIOTo IMBETAa).

K mepememmBaemomMy pactBopy TueTana (2 MMoib) B OeH3oie
(100 mu1) mpu OXJTAKIACHUU HA JICJAHOW OaHe MOOABISUIU 10 KaIlIsaM
pacTBOp Mema-XJIOPHAIOCH30MHOM KHUCIOTHI (2 MMOJIB) B OCH30JC
(50 mi) ¢ uaTepBanom 10 muH. [Tocne npubaBieHUs EpeMenTNBaIN
1 4 npu 310 Temmeparype u 19 4 npu komHatHOM. Ocanok mema-
XJIOpOCH30MHOW KHCIOTHl OTAENsUH  (PUIbTpOBaHHEM, (QUIBTPAT
MpOMBIBIN BOJOH, 5%-M xosonHbsiM pactBopoM Na,CO; u 3atem
xonoxnoit Bogo. Cymmmu (Na,SOg4), BbITapUBaIl PacTBOPUTEb.
Honyunnu cynshokcuy (TBepaas cyOcTaHIuUs), KOTOpPbIA (pakimo-
HUPOBAJIH MTEPEKPUCTAITH3AIUCH.

PactBop cynedokcuna B 6en3one (6 MMOIb/1) 00Iydanu B co-
cyae u3 cTekyia Mapku Pyrex mmu B kBaprieBom cocyne 1 4. O0my-
YEHHE ITPOBOAWMJIA C BHEIUHEW PTYTHOW JIaMIIOM BBICOKOIO JAaBie-
Hust (Toshiba SHL-100UV, 75 W) npu Temneparype KuIisiiei Bo-
nbl. PacTBOpuTENDb BBHINIAPUBAJIM, MOTyYaau OENbIi MOPOIIOK, KOTO-
PBIN MEPEeKPHUCTAITN30BBIBAIMA B TIOJXOsIIEM pacTBoputeie. Ecim
moJlyyanach CMECh, TO €€ XpomaTorpadupoBald Ha CHIIMKareie
UCIOJNB3Ysl TeKCaH, T'eKCaH-OCH30J, M 3aTeM OEH30] B KauecTBe
IIIOEHTA.

[Ipu cunTesze (259) mpomMeKyTOUHBIH THETaH 00pa3yercsl C BbI-
xogoMm 80% mocne nepekpucTaUIM3aluy U3 dTaHona, T. 1. 220-
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221 °C, okucneHne mnaet cyab(hOKCHI ¢ BBIXooM 63 % mocie mepe-
KpucTaum3anun u3 6en3ona, T. mwi. 238-240 °C. ObmydeHune npuBo-
it K aucnupany (259) ¢ Beixogom 100%, 1. . 175-176 °C (sTa-
Houn) [145].

2. Bropoii MeTonm TakKe B KaueCTBE HMCXOIHOIO COCAHMHEHHS
MpenarnoiaraeT HMCIHOJIb30BaHUE Ouc-TUMEIOHOBOTO ajgaykra. Ero
OKUCJISIOT MOJIOM B MPUCYTCTBUH MOAWJA Kallus B TUTUAPOQYpaH,
KOTOPBIN Jlaee 00ydeHHeM H30MEpH3YIOT B IIUKJIONPONaH (CXxema
119).

Cxema 119
o R 0 OoR 9O
K,
H,C CH,4 H;C CH >
00 CH '} 3
H3C 3 0 R o H3C 9 CH3
AN, CH,
H;C CH,
00

Oowas memoouxa 25

K pactBopy 5,65 r (0,024 monb) metunenouc(4,4-mumernn-2,6-
JMOKCOLMKIIOTEeKCHIa) (aaayKT JuMenoHa C (OpPMajIbIeTHIOM,
T. wr. 192-193 °C) B 150 mu Boze, coaepskamemy 6,3 r (0,075 mosib)
TUIpOKapOOHaTa HATPUS, MEJICHHO M00aBIsUM 75 MII BOJHOTO pac-
tBopa 22,5 t (0,15 monp) nomuaa kamus u 12,7 v (0,05 monp) wona,
3aTeM CMeCh MepeMeIuBaId PU KOMHATHOW TEMIepaType U OCTaB-
JsUM Ha HOYb. OOpa30BaBIIMICS 0CAJOK OTHWILTPOBBIBAIHN, MPO-
MBIBAJIM TIOCNIEA0BATEIbHO 5%-M BOJHBIM THOCYJIb(hATOM HATPHS,
5%-M ruzmpokapOoOHATOM HATpHUs M BOAOH. [lepexkpucrammsanus u3
CMECH 3TaHOJI-TIeTpoJielubIid 3dup mana 4,4 v (78%) crmpo[4-keTo-
6,6-mumeTnin-5,6,7,8-rerparuapodensodypan-2(3H)-1',4" 4'- tume-
TUILMKIOrekcan-2',6'-nquon|, 1. . 205-210 °C.

PactBop muruapodypaHoBoro mpou3BoAHOro (3 r) B aleTOHUT-
puie (600 mu1) oOmyvanu pTyTHOM JTamnoit Hu3koro nasieHus (Eiko-
sha, 60 W) B Toke a3oTa mpu KOMHATHOI Temreparype 6 4. PactBo-
pUTENb BBHIIAPUBAIN TPU MMOHMKEHHOM JABJICHHH, IMOJIydann Oec-
LBETHBIA TBEPJBIA MPOIYKT, KOTOPHIHA MEPEKPUCTALTU3OBHIBATIN U3
cMecu OeH3ojia M merpojieiiHoro 3dupa, nmomyuwnu 2,34 1 (78%)
TetpakeTona (259), T. mr. 147-148 °C [134].
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OT1OT cnocob (0e3 ommcaHus DKCIIEPUMEHTA) HCIOIL30Bald B
paborax [146, 147].

H,C

CH,
H,C

O CH;

) 3,3,10,10,13-ITenTameTnii-
aucnupo[5.0.5.1]tpuaexa-1,5,8,12-rerpaon (260). UK (KBr), v,
cv 't 1690, 1720. 'H SIMP (CDCls), 8, m.a.: 1,08 ¢; 1,17 c; 2,60
yur.c; 1,46 1 (J 6,7 T'), 2,66 x8 (J 6,7 ') [134].

1. Cwm. odmyio meroauky 24. [IpomexxyTouHbIi THETaH 0Opa-
3yeTcst ¢ BeixogoM 80% mocie MmepeKpuCTaTH3aie U3 dTHIIaeTa-
ta, T. wi. 179-180 °C, okucienue maeT Cymb(OKCHI C BBIXOJOM
30 % mociie mepeKpucTaIN3auy U3 O0eH3oia, T. wi. 215-217 °C,
OO0nyuenue npuBoauT K aucnupany (260) ¢ Beixomom 100%, T. 1.
110-111 °C (meranomn) [145].

2. Cwm. o0my Metoauky 25. AHAJIOTMYHO TPU HCIONB30Ba-
HUM aJIyKTa aleTaabAeruia ¢ TUMEJOHOM OBbLTH MOTY4YeHBI AUTH/I-
podypanoBeiii npexkypcop (1. . 202-203 °C) ¢ Bexonom 81% u u3
Hero 1ukionponan (260) ¢ Berxogom 81% u 1. . 109-110 °C [134].

Crenyer OTMETUTB, YTO O cuHTe3e cnupana (260) u npyrux mpo-
n3BoaHbIX (259) Pamynecky (Radulescu) coobmran eme B 1927 T,
[148]. VIx cuHTE3 OCYIIECTBISUIM MPU B3aUMOICHCTBUU AUMEIOHA C
COOTBETCTBYIOIIUM AJbJCTHIOM TIPH KaTalu3e MUPUANHOM, HO CyIs
MO T. TJI. HA CAMOM Jiesie OBbUTH BBIICJICHBI M OXapaKTepPU30BaHbI -
rupodypaHOBbIE U30MEPBI.

H;C _cH,
OH 0
H,5C CH
H;C CH 3
00 ’ 13-U3onponuiu-3,3,10,10-Ter-

pameTwiaucnupo[5.0.5.1]tpunexa-1,58,12-Trerpaon  (261). UK
(KBr), v, em™: 1688, 1705, 1735 cm™. *H SIMP (CDCl,), 8, m.x.:
1,06 1 (J 6,0 I'n); 1,09 ¢; 1,90-2,32 m; 2,50 c.
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Cwm. o6myro meroauky 24. [IpoMexyTOUHBINH THETaH 00pasyer-
csi ¢ BeixogoM 80% mocie mepeKkpucTaiin3aldyd U3 CIOUpTa, T. TUL.
198-199 °C, oxucnenue naet cynbdokcus ¢ BeixogoMm 30 % mocie
MepeKpUCTAILIN3aMKu U3 OeHzona, T. i 218-220 °C. Obny4yeHue
MPUBOIUT K auctiupany (261) ¢ Berxomom 100%, 1. m. 167-168 °C
(aranon) [145].

H,C
oH ) o
H;C CH,
H,C CH,
O O 13-9Tua-3,3,10,10-

TeTpamMeTiwiI-aucnupo[5.0.5.1 tpunexa-1,5,8,12-rerpaon (262).
UK (KBr), v, em*: 1700,1730. *H SIMP (CDCls), 8, m.a.: 1,06 c;
1,091; 1,13 ¢; 1,74 m; 2,51 T (J 6,8 T'w); 2,56 ymur.c [134].

CMm. 0011yI0 MeTOAMKY 25. AHAIOTHYHO MONyYalii AUTHAPOPY-
panoBbIi npekypcop (T. wi. 151-153 °C) ¢ BeixomoM 75% u 3aTtem
nocie GoTonzoMepuszanuy nukionponas (262) ¢ serxonom 70% u T.
. 136-137 °C [134].

H;C 13-(2-®ennmTiun)-3,3,10,
10-terpamernaancupo[5.0.5.] rpuaexa-1,5,8,12-rerpaon (263).
Psii IUKJIONIPOTIAHOBBIX MPOU3BOIHBIX, 3aMEIIECHHBIX BYMSI OC-
TaTKaMH JTUMEIOHA, TIOJIyYHIH PEaKIel alibJeTUIOB C AUMEIOHO-
BBIM HJIMJIOM BUcMyTa (cxema 120).

179



Cxema 120

Bi(C¢Hs)s o RO
0] (0]
X *\_CH,
2X _X + R—CHO — H3C>< ><CH
H,C X 3
3 X
H;C CH, o d
Obwasn memoouka 26

Wmun (1,00 mmons) n ansaerun (1,00) HarpeBanw Wiau BBIISP-
KUBAIU B CyXoM pactBoputene (5 mu). Kpucrammndeckne npoayKThl
BBIETSUTH W OYHMINAIH OOBIYHBIMH criocobamu. CHHTE3 IHKIOIpO-
nana (263) ocymiecTBIsUIH B O€H30J1€ TP KOMHATHOM TeMIlepaType
B TeueHue 8 4. [locie OYMCTKH MOMYyYMIIN KPUCTALITMYECKUN TPO-
IyKT ¢ BeIxoaoM 46% u T. . 124-125 °C [149].

NO,
OH )=/
H,C
H,C CH,
00 CH3 13 (4-Hurpodennt)-3,3,10,10-

TeT-paMeTHaanciupo[5.0.5.1 tpunexa-1,5,8,12-rerpaon (264).
Cwm. o0myio metoauky 26. Cunre3 nukiaomnpornana (264) ocy-
IecTBISUH B OeH3oue npu HarpeBanuu a0 70 °C B teuenue 4 4. [1o-
CJIe OYMCTKH MOITYYHIN KPUCTAIUINYECKUI MPOAYKT € BbIXOAOM 25%
u t. . 81-83 °C [149].
CN

OH

H,C
H;C CH,

00 CH3  13.(4-Ilmanodennr)-3,3,10,10-
TeT-paMeTHAncIupo[5.0.5. | tpuaeka-1,5,8,12-rerpaon (265).
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CMm. obmyro meronuky 26. Cunre3 mukionpomnana (265) ocy-
IIECTBISUTH B OeH30e pu HarpeBanuu A0 70 °C B teuenue 4 4. Ilo-
CJIe OYMCTKU MOJTYYUIN KPUCTAUTMICCKHI MPOIYKT C BBIXOJ0M 28%
uT. w1 173-176 °C [149]

H3C>d§v

CH3 13-(4-Xnopdennn)-3,3,10,10-tet-
paMeTnnuncnnpo[S.O.S.I]TpnneKa—1,5,8,12—TeTpa0H (266). 'H
SIMP (CDCls), 8, m.ni.: 1,02 ¢; 1,13 ¢; 2,35 (J 13,7 T'm); 2,63 c; 2,68
(J 13,7 T'm); 3,66 ¢; 7,26 m.

CMm. o0myro meroauky 26. Cunre3 mukionpormnana (266) ocy-
IIECTBISUIN B O€H30JIE TTPH KOMHATHON TeMIepaType B TeueHue 24 4.
[ocne ouncTKH MOMy4YHIu OECHBETHBIA KPUCTALTHYECKUN MPOIYKT
¢ Beixogom 43% u 1. . 157-160 °C [149].

0 0
+ -
o o 3-Auazocnupo|ounnkio[3.1.0]rexcan-6,1'-

nukaonent|[3]en]-2,2',4,5'-terpaon (267). UK (KBr), v, Y
2160, 1710, 1680, 1340. ‘H sIMP (CDCly), 8, m.a.: 3,06 c; 7,40 ¢
[150].
[TosnyuaeTcst ¢ HEOOJIBIIMM BBIXOJIOM B XOJI€ CHHTE3a JIHA30IMK-
nmoneHTeHarona (cxema 121).
Cxema 121

A§j e A%pi .



BrIxo1 TUKIIONPONaHOBOTO MPOU3BOIHOTO (267) 5%, T. Tur. 185-
188 °C (pa3za.) [150].

Jumernn  1',3'-1uokco-3-geHu-
1", 3"-quruapocnupo|uukionponan-1,2'-uHaan|-2,2-1uKapooxcu-
aar (268). UK (KBr), v, em *: 1690, 1725. *H SIMP (CDCl5), 8, m.x.:
3,72 ¢c; 3,85¢; 4,14 c; 7,28-7,29 ™m; 7,85-7,86 M.

CuHTe3 OCYIIECCTBIISUI HA OCHOBE PEAKIUH aJIKeHa, aKTHBHUPO-
BaHHOTO (TaOWIBHBIM (HPArMEHTOM, C IIMHKOPTaHUYECKUM COCITHU-
HEHHUEM, TOJYYeHHBIM U3 TUOpOMMaoHOBOro 3¢upa (cxema 122).

Cxema 122
0 0]
1 CO,R CO,R
R' Ro,C COR
—  + Br —
Br—7Z7n

1
0 R

Oowan memoouxa 27

K m3menpueHHOMY B MENKYIO CTPYXKY HHHKY (2 T) B adupe
(7 ma) u TT'® (14 M) modaBisIM AHATKIIOBEIH d¢up AUOpOM-
ManoHoBoi kucaoTsl (0,065 mons). CMech HarpeBanu 0 Hayaja
KUTIEHHS, TOCJe Yero peaknws Iuia camocTtostenpHo. [locie
OKOHYAHHS PEAKIUH CMECh KUMATUIU 15-20 MuUH, OXJaXaalu U
JEKAaHTUPOBAJIM C I[MHKA B JIPyryr koyi0y. 3atem K Hel no0aB-
TSI APUIUACHIPOU3BOJHOE METHUICHAKTUBHOTO COCIUHEHUS
(0,05 moms), TT'® (2 M) u Toayoa (10 mi), kumatwan 50-60 MuH.
Oxnaxnanu, ruaponu3oBanu 5%-i ykcycHoW kucimotoit. Ilpomykr
peaKIuu 3KCTParupoBaiu OCH30JI0M, IKCTPAKT CYIIMIN CYJIb(aToM
HaTpHs, OTTOHSJIN PACTBOPHUTENN U OCTATOK IMEPEKPUCTAIIINA30-
BoiBanu. st coenunenus (268) Beixon 47%, 1. . 128-130 °C
(pTunanerar-aneton) [151].
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Jmwytna  1',3"-nuoxco-3-penni-
1", 3"-quruapocnupo|uukionponan-1,2'-uHaan]-2,2-1uKapooxcu-
aar (269). UK (Nujol), v, em ™ 1695, 1720. *H SIMP (CDCls), §,
ma: 1,171 (J74Tn); 1,31t (J 7,4 Tw); 4,20 ¢; 4,18 x8 (J 7,4 T');
4,318 (J 7,4 Tn); 7,25-7,31 m; 7,82-7,85 m.

Cm. oomyrw meroauky 27. Beixox 44%, T. . 109-111 °C
(atmnanerar-ameron) [151].

Br Jumernn 1',3'-nuoxco-3-(4-
opompenmn)-1',3"-muruapocnupo[uukiaonponan-1,2'-uanaun]-2,2-
mukap6okenaar (270). UK (Nujol), v, em*: 1695, 1725. 'H SIMP
(CDCly), 6, m.1.: 3,72 c; 3,84 c; 4,05¢; 7,17-7,42 m; 7,85-7,88 m.

Cm. oomyro metoauky 27. Beixomg 40%, T. . 166-168 °C
(srunaneraT-aneron) [151].

0]

00 CO,CH; dumernn  2-{4-
[3,3-0nc(MeTokcuKapooHuI)-1°,3’-THoKcacnupo(MKIONPONaH-
2,2’-unaan)-1-uia|penna}-1°,3’-auokcacnupo(MKJIONPONAH-
2,2’-unaan)-1,1-mukapéokenaar (271). UK (Nujol), v, em™*: 1700-
1745. '"H SIMP (CDCl3), 8, m.zi.: 3,60 c; 3,69 c; 3,89 c; 7,10-7,27 wm;
7,80-7,90 m.

CMm. oomryro metoauky 27. Beixox 43%, 1. . 241-243 °C (me-
tanon) [151].
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O

C2H:0,C CO,C,H; JdudTuan 2-{4-
[3,3-0mc(MeTokcuKap6oHmI)-1°,3’-gHoKcacnupo(MKIONPONAH-
2,2’-unaan)-1-wia]dpennn}-1°,3’-guokcacnupo(UKJIONPONAH-
2,2’-unpan)-1,1-1ukapGoxemaar (272). UK (Nujol), v, em*: 1700-
1745. *H sIMP (CDCly), 8, m.a.: 1,141 (J 7,4 Tn); 1,18 T (J 7,4 T'ny);
1211 (J7,4Tn); 1,281 (J 7,4T); 3,99 c; 4,16-4,22 m; 7,19-7,23 m;
7,88-7,95 m.

Cwm. o0uyro meroauky 27. Beixox 45%, 1. . 109-111 °C (me-
tanon) [151].

O H
CO,CHj4

CO,CH;

oH 1,2-Tu(MeToKcHKapOOHMI)-0eH30[€]
cnupo|[2,4|oxkran-4,7-quon (mpanc-273). K (KBr), v, cm = 1732,
1710, 1592. *H SIMP (CDCly), 8, m.x.: 3,47 ¢; 3,77 ¢; 7,88 ma (J 5,6;
3,1 T'n); 8,01 mx (J 5,6; 3,1 I'p). **C SIMP (CDCls), 8, m.x.: 35,04;
42,24; 52,76; 123,28; 135,65; 141,98; 165,53; 193. Macc (70 3B),
M/z (1o, %): 288 (56) [M'], 256 (91), 229 (100), 213 (5), 197 (51),
185 (20), 170 (57), 163 (40), 141 (11), 128 (18), 114 (42), 104 (32),
88 (16), 76 (54), 59 (43), 50 (18), 41 (3) [128].

CM. o6y meroauky 23. Jlns (mpanc 273) peareHTbI: METH-
JIOBBIH 3Qup aneTwieHAnKapOOHOBON KHCIOTHI M WHIAH/IWOH, pac-
TBOpUTENH — crIUpT, Bpems peakumu 100 muH. CBETI0-pO30BHIi 0ca-
10K, Beixoa 90%, T. 1. 151-153 °C [128].

9O n
CO,C,Hs

CO,C,H;

H
0 1,2-Tu(3ToxcukapooHus)oenso|e]
cnupo|[2,4|okran-4,7-quon (mpanc-274). K (KBr), v, cm - 3039,
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2992, 1753, 1715, 1597. *H SIMP (CDCls), 8, m.ii.: 1,28 T (J 7,1 '),
346 c; 421 x8 (J 7,1 T'w); 7,87 nx (J 5,6; 3,1 T'm); 8,01 nx (J 5,6;
3,1 T'm). ®C SIMP (CDCly), 8, m.x.: 14,05, 3537; 42,43; 61,97;
123,23; 135,65; 141,98; 165,53; 193,00. Macc (70 3B), m/z (I, %):
316 (32) [M™], 271 (100), 243 (44), 215 (32), 198 (48), 170 (97), 128
(8), 115 (37), 103 (11), 88 (10), 76 (27), 63 (8), 51 (21). CtpykTypa
ycranopiena metogom PCA (CCDC 716767) [128].

CMm. o6myro meroauky 23. [lns (mpanc 274) peareHTsl: STHIIO-
BbIN 3GUP alCTUICHIUKAPOOHOBOW KUCIOTHI U WHIAHIHOH, PACTBO-
putenb — coupt, Bpems peakiuu 90 mMuH. Benblii ocamok, BBIXO
88%, 1. 1. 91-93 °C [128].

O n
CO,-t-C,H,

CO,-t-C,H,

oH 1,2-Au(mpem-6yTokcuxapoo-
HWJI)-0en3o[e]cniupo[2,4]okTan-4,7-muon (mpanc-275). UK (KBr),
v, em = 3050, 2974, 1728, 1719, 1598. 'H SIMP (CDCls), 8, m.x.:
1,45 ¢; 3,32 ¢; 7,85 11 (J 5,6; 3,1 I'm); 7,99 nx (J 5,6; 3,1 I'm). °C
SIMP (CDCly), 6, m.n.: 27,89; 36,75; 42,82; 82,69; 123,08; 135,43;
142,03; 164,30; 193,43 [128].

CM. o6uryro metonuky 23. Jlnsi (mpanc 275) peareHTsl: mpem-
OyTHJIOBBIN 3(pUp aleTHUICHIUKAPOOHOBOW KHUCIOTHI M MHIAHIUOH,
pacTBOpPHUTENHs — CIUPT, BpeMs peakiuu 120 muH. OpaHkeBbIl oca-
IOK, BBIX0H 96%, T. 1. 150-153 °C [128].

ONC
(<
O O O
1',3'-Inokco-3,3-qudennn-1'3"-

AUTHAPOCHUpO[uuKIonponan-1,2'-unnau|-2,2-aukapooHUTPUI
(276). UK (KBr), v, em: 2230, 1710, 1668.
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[Tonyyanu peakuueil TUa30COCIUHEHHS C AIKEHOM, aKTHBHPO-
BaHHBIM JBYMS KapOOHWJIBHBIMH W JBYMS IIHAHOTPYIAMH (Cxema
123). TIuppa3onMHOBBINM UHTEPMEAUAT HE BBLICIISIIN.

Cxema 123

C6H5
+ N2
CgHjs CeHs
CoHs

Memodum. K pactBopy 1,04 T (5 MMOJIB) TUITMAHMETHITHICHITH-
naHaroHa B 70 MiI TOXTyosla TP TIepEeMENIMBaHUN MPUIINBAIH pac-
tBop 0,39 r (5 Mmonb) audpennmnauazomerana B 20 mi Tonmyona. Pe-
AKLMOHHYI0 Maccy MepeMEelnBaiy B TEUCHHE 12 4 mpu KOMHATHOU
TeMIlepaType, BBIIABIIMNA 0Cal0K OT(HUIBTPOBBIBAIH, MEPEKPUCTAI-
JM30BBIBANN U3 Kewitona. Beixon 1,25 1 (67 %). 230-232 °C [152].

oy ()
NC CN©
1",3"-Iuokcogucnupo|dayopeHn-
9,1"-umknonponan-2'.2""-unnau]-3",3'-auxapoonutpui (277).

CuHTE3 OCYIIECTBIISUIM aHAJIOTUYHO COeAMHEHUIO (276), UCTOob-
3ysl B KQuecTBe peareHTa aua3oduyoper (cxema 124).

O wet — OIS

Memoouxa. K pactBopy 2,08 r (0,01 Monb) AunuanmeTuinie-
HUHJIAaHIWOHA B 50 MII ToJyoJa MpH MepeMeIInBaHAN U OXJIaK/ICHUH
npubasisn pacteop 1,92 1 (0,01 mois) 9-muasodiayopena B TOIyo-
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ne. Bermasmmii ocanok ordunsrpossBanm 2,20 T (59 %) (277) 1. 1.
243-245 °C (pa3sn.)[152].

OH O
OO ’ ’
3'-@ennnaucnupo[unaan-2,1'-

HuK-jIonponan-2',2""-unnan]-1,1"",3,3""-rerpaon (278). UK (KBr),
v, cM 1 1719, 1591, 1462, 1412, 1353, 1241, 1156, 1092, 1031, 748,
693, 565, 433. 'H SIMP (CDCls), 8, m.1.: 7,98-7,95 m; 7,91-7,87 m;
7,81-7,75 m; 7,35-7,27 m; 4,86 c. °C SIMP (CDCls), 8, m.1.: 191,3;
189,3; 142,5; 141,0; 135,6; 135,5; 130,3; 129,4; 128,2; 128,1; 1234,
52,3; 41,2.

Psii mUKIIONPONaHOB, 3aMENICHHBIX ABYMs ()TaJOMIbHBIMH OC-
TaTKaMH, CHHTE3UPOBAIM PEaKIMel MHIAHIHOHA C albICTHIAMHU U
noza B npucytcteu DMAP (cxema 125).

Cxema 125

i 1. DMAP_ A
O +R)J\H I,, DMAP O. Q

Obwas memoouka 28

Cmecy 79 mr (0,54 mmoip) 1,3-mnamananona, ampaeruma (0,2
MMOJB), 61 mr (0,5 mmoas) DMAP u 84 mr (0,33 Mmons) noga 00s-
CAMHSJIM BMECTE€ CO CTAJIbHBIMM IIapuKaMu jauameTpoM 7,0 MM
BHYTpbH OaHKHW M3 HepxKaBetomiei cramu (5 mi). Takoe ke KoaudecT-
BO CMECH BBOJIWIHM B JIpyryto OaHky mapamiensHo. Oba peakTopa
KPEIKO 3aKphIBAJIM U 3aKPEIUISIM B BUOPUPYIOIINX PyKax MEIbHHUY-
HOTO ammapaTa, 3aTeM HojBeprany BuOpamuu ¢ yactoroi 30 'y mpu
KOMHATHOHU Temneparype B Teuenue 60 muH. [locne 3aBepiieHus pe-
aKIMKd CMECh M3BJICKAJIH M PAcTBOPSUIM B 3TWjainerare. PactBop oT-
(UIBTPOBBIBAIM OT OCaJKa M BBICYIIMBAIM B BakyyMe jocyxa. B
KOHIIE TIOJIYYeHHOE TBEPJIOE BEIIECTBO XpomarorpadupoBaiii Ha

O
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CHJIMKArese, WCIOJb3ys CMECh STHIIAIeTaT-MeTPOJIEHHbIA 3hup B
kadecTBe dmoenTa. s (278) Beixon 69%, 1. mr. 210-212 °C [153].

O,N O HO
ol ®
()0
3'-(3-Hutpodenunn)ucnupo|uHian-

2,1’-uukjaonponan-2',2"-unnan]-1,1"",3,3"-rerpaon  (279). UK
(KBr), v, cM ' 3064, 1759, 1719, 1597, 1527, 1485, 1347, 1245,
1157, 1111, 1042, 973, 926, 816, 761, 743, 681, 573, 440. 'H SIMP
(CDCly), 3, m.a.: 8,21 x; 8,20 c; 8,00-7,97 m; 7,93-7,90 wm; 7,84-7,80
M; 7,66 1; 7,53 T; 4,86 ¢. °C SIMP (CDCly), 8, m.1.: 190,4; 189,1;
148,0; 142,4; 141,1; 136,7; 135,9; 135,8; 131,7; 129,1; 125,6; 126,3;
123,5; 123,2; 51,9; 39,3. Crpykrypa ycraHoBiaeHa metojoM PCA
[153].

CM. 06uryro meroauky 28. Beixon 88% 1. ot 198-199 °C [153].

O,N

(o
0]
L
o
3'-(4-Hutpodenun)aucnupo[uHaan-

2,1'-nuuxnonponaun-2',2'"-ungaun]-1,1"",3,3""-rerpaon  (280). UK
(KBr), v, em *: 1757, 1721, 1596, 1517, 1345, 1243, 1158, 1111,
853, 747, 699, 566, 438. 'H SIMP (CDCl5), 5, m.x.: 8,20 1 (J 8,5 I');
8,01-7,96 m; 7,95-7,89 M; 7,85-7,78 M; 7,49 1 (J 8,5 I'np); 4,86 c. **C
SAMP (CDCly), 6, m.a.: 190,4; 189,1; 147,6; 142,3; 141,1; 137,2;
135,9; 135,8; 131,5; 123,6; 123,5; 123,3; 51,9; 39,5.

Cm. odmyro meroauky 28. Boixox 92%, 1. . 214-216 °C
[153].
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H,C

(o
0]
i
agt
3'-(4-MeTundeHUI)aucnupo [MHAaH-

2,1'-mukaonponau-2',2""-unaan]-1,1"",3,3"-rerpaon  (281). UK
(KBr), v, em ' 1755, 1720, 1595, 1424, 1351, 1245, 1159, 1119,
1041, 966, 828, 775, 752, 571, 474, 434. *H SIMP (CDCly), 8, m.x.:
7,97-7,94 m; 7,91-7,87 m; 7,79-7,76 m; 7,17 n (3 8,3 T'w); 7,14 1 (J
8,3 I'm); 4,84 c; 2,36 c. °C IMP (CDCly), 8, m.n.: 191,4; 189,3;
142,5; 141,0; 137,8; 135,6; 135,4; 130,2; 129,0; 126,3; 123,4; 52,5;
41,4; 21,4,

Cm. odmyro meroauky 28. Beixon 60%, T. . 180-181 °C
[153].

Cl

o
X
00
O 3'-(4-Xnopennn)- aucnupo[uHaaH-

2,1'-uukaonponau-2',2""-unaan]-1,1"",3,3"-trerpaon  (282). UK
(KBr), v, em ™ 2955, 2925, 1758, 1720, 1593, 1494, 1402, 1352,
1329, 1243, 1157, 1111, 1016, 895, 827, 756, 709, 566, 441. H
SIMP (CDCls), 8, m.a.: 7,98-7,95 m; 7,92-7,89 m; 7,82-7,77 m; 7,31 1
(3 85 I'm); 7,25 n (J 8,5 T'u); 4,79 c. °C SIMP (CDCly), 8, m.x.:
190,9; 189,2; 142,4; 141,0; 135,7; 135,6; 134,0; 131,7; 128,4; 128,0;
123,4;123,3; 52,1; 40,2.

Cm. oomyw meroauky 28. Brixox 83%, 1. mi. 176-178 °C
[153].
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Br

O 3'-(4-BpomdpeHu1)-TuCIUPO [MHIAH-

2,1'-uukaonponau-2',2""-unaan]-1,1"",3,3"-trerpaon  (283). UK
(KBr), v, cM ™ 1754, 1720, 1595, 1491, 1423, 1350, 1329, 1242,
1155, 1115, 1043, 1012, 966, 893, 822, 750, 697, 566, 495, 438. *H
SIMP (CDCls), 8, m.n.: 7,98-7,95 m; 7,92-7,89 m; 7,82-7,78 m; 7,46 1
(3 8,1 I'm); 7,19 n (J 8,1 T); 4,77 c. °C SIMP (CDCly), 8, m.x.:
190,9; 189,2; 142,4; 141,0; 135,7; 135,6; 132,1; 131,4; 128,6; 123,5;
123,4; 122,3; 52,2; 40,4.

Cm. oomyrw meroauky 28. Breixox 82%, 1. mi. 194-195 °C
[153].

OHC

o .O
Q 3'-(4-popmusadenna)-Aucnupo[un-

nan-2,1’-uuknonponan-2’,2" -unnau]-1,1"",3,3""-rerpaon  (284).
UK (KBr), v, em™: 1756, 1721, 1700, 1604, 1350, 1243, 1158, 1105,
1037, 966, 896, 831, 787, 750, 687, 566, 436 cm™. *H SIMP (CDCls),
8, m.a.: 10,0 ¢; 7,99-7,96 m; 7,92-7,89 m; 7,86 1 (J 8,1 T'n); 7,83-7,79
M; 7,47 1 (J 8,1 T'); 4,87 c. °C SIMP (CDCly), 8, m.x.: 191,8; 190,7;
189,1; 142,4; 141,1; 136,5; 135,9; 135,8; 135,7; 131,2; 129,5; 123,5;
123,4.

Cm. oomyr meroauky 28. Broixox 75%, 1. 1. 192-194 °C
[153].
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NC

C L
I
00
O 3'-(4-umaHoeHn)-TUCTUPO [MHIAH-

2,1'-mukaonponau-2',2""-unaan]-1,1"",3,3"-trerpaon  (285). UK
(KBr), v, em ': 2223, 1755, 1722, 1591, 1353, 1242, 1155, 1125,
966, 896, 832, 749, 573, 434. 'H SIMP (CDCly), 8, m.a.: 7,99-
7,96 m; 7,92-7,88 m; 7,84-7,77 m; 7,63 1 (J 8,2 T'); 7,44 1 (J 8,2
I'n); 4,83 c. *C SIMP (CDCls), 8, m.x.: 190,5; 189,1; 142,4;
141,1; 135,9; 135,8; 135,2; 131,9; 131,3; 123,6; 123,5; 118,7,
112,1; 52,0, 40,0.

CM. o0myro meroauky 28. Brixox 84%, 1. mi. 207-210 °C
[153].

Cl

Cl O HO
0)
e l®
O™
3'-(3,4-nauxa0pdeHu)-qucnupo[un-

nan-2,1’-uuknonponan-2’,2" -uuaau]-1,1"",3,3""-rerpaon  (286).
UK (KBr), v, cm = 3073, 1760, 1722, 1596, 1471, 1427, 1349,
1327, 1242, 1157, 1124, 1034, 976, 914, 818, 763, 747, 575,
435. 'H SIMP (CDCls), 8, m.x.: 7,98-7,95 m; 7,93-7,89 m; 7,83-
7,76 m; 7,43 1 (J 2,2 T); 7,40 1 (J 8,4 I'n)); 7,18 nx (J 8,4; 2,2
I'n); 4,74 c. *C AMP (CDCls), 8, m.a.: 190,6; 189,1; 142,4;
141,1; 135,8; 135,7; 132,4; 132,3; 132,2; 130,1; 129,9; 129,8;
123,5; 52,0; 39,4.

CM. o0mymo meroauky 28. Brixox 80%, T. mi. 193-194 °C
[153].
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CH,
CN

CN
H
0o la-MeTuiu-2,7-nuokco-1a,2-ruapo-

1H-mukaonponalb]uapranun-1,1(7H,7aH)-aukapoonurpui
(287). UK (KBr), v, cm *: 2240, 1685, 1590, 1290. ‘H SIMP
(CDCly), 6, m.o.: 1,87 c; 3,26 ¢; 7,8-8,2 m. Macc (70 aB), m/z
(lors, %): 236, 208 (11), 182 (20), 168 (32), 153 (15), 104 (64),
76 (77), 50 (48).

CuHTEe3 OCYLIECTBISUIM KOHJACHCAUUEH MaJOHOHUTpUJa C
XJIOPAJIKEHOM, aKTUBUPOBAHHBIM (TalOWIbHBIM (QParMeHTOM

(cxema 126).

Cxema 126
O O
CH;
g on CN
+ >< —
CN
cl H CN -
0 O

Memoouxa. 2-Xnop-3-metui-1,4-naproxunon (0,92 r) u ma-
smononutpui (0,60 r) pactBopsuin B cMecu dtanona (10 mu) u
nuokcana (10 mi). KoHIeHTprpOBaHHBIN BOAHBIA pacTBOp aM-
Muaka (2 mMi) 100aBIsIN B PEaKLIMOHHYIO CMECh M IepeMELINBa-
IU TpU KOMHaTHOM Temmepatype 16 4. Ilocie moakucieHus
CEpHOW KUCIOTOW PacTBOP BHUIMBAIH B BOAY M DKCTParupoBaiu
3(upoM. DKCTPAaKT NPOMBIBAIN HACBHIIIEHHBIM BOIHBIM PacTBO-
poM ruapokapboHaTa u BoaoH, cymmuinu (MgSO,) u Bemapusaim,
moyy4asi B OCTaTke KOpuuHeBoe Maciio. Ero kpucTainu3oBaim u3
dTaHOJa, MONy4YusIn Oenble Kpucrtamisl BemectBa (287) 0,4 1,
38%, T. 1. 200-202 °C (pa3sin.) [154].
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0
CH,
CONH,

CN
H

o 9k30-1-1lnano-1a-MeTnii-2,7-1uoK-
c0-13,2,7,7a-rerparnapo-1H-uukaonpona|b|nadprammu-1-kap-
Goxcamun (288). UK (KBr), v, cm : 3430, 3330, 3280, 3200, 2230,
1700, 1690, 1675, 1610, 1590 cm™. *H SIMP (CDCly), 8, m.1.: 1,68 c;
3,64 ¢; 5,78 ¢; 6,34 c; 7,6-8,3 m. Macc (70 3B), m/z (o, %): 254
[M™], 237, 209, 181, 153, 127, 104, 76, 51, 50.

COAbBOIUTHYECKUMH pCakuriaMi Ha OCHOBC LHUKIIOMPOITIaHOBOI'O
coequnenus (290) ObUTM CHHTE3MPOBAHBI HECKOJILKO COCIUHEHHIA.
Kap6okcamu (288) 6buT CHHTE3UPOBaH aMMOHOJIN30M (cxema 127).

Cxema 127

Memoouxa.  9n00-1-11lnano-5x30-1-3TOKCUKAPOOHUT  H30MEP
(290) (0,35 r) pactBopsuu B crimpte (10 M) ¥ 70OaBISIIN KOHIIEH-
TPUPOBAHHBIN BOAHBIN ammuak (3 mur). Uepe3 2 4 mpu KOMHATHOU
TeMIlepaType 00pa30BBIBAJICS O€JbI OCAJOK, IOCIE OTICICHUS U
MePeKPUCTAIUIN3AIIMN KOTOPOTO M3 ATHIaleTaTa ObLI MoJy4eH (9K30-
288) (0,101, 32%), 1. 1. 226 °C (pasn.) [154].

O

CH,
CONH,

CO,H
H
o 1-Kap6amon-la-mernia-2,7-
anokco-1a,2,7,7a-rerparuapo-1H-nuxnonponalbjnadprammn-1-
kap6onoBasi kuciaora (289). K (KBr), v, em 1 3350, 3180, 1745,
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1700, 1680, 1670, 1630, 1595. 'H SIMP (CDCly), 8, m.1.: 7,05 c;
7,89 M. Macc (70 3B), m/z (I, %): 229, 212 (78), 184 (100), 128
(38), 76 (21). CtpykTypa ycranosieHna metojom PCA.

Bt cunrtesuposan ruapoanzom (290) npu Katanusze THAPOKCH-

oM Hatpus (cxema 128).
Cxema 128

(0]
CH
///,, } CN ///’ CONHZ
’ N
O + NaOH —>
' CO,C,H; \\“‘ COzH

0

Memoouxa. Itunossiit 3¢up (290) (0,30 r) Harpeaiu B 0,01 M
BOAHOM THapokcuae Hatpus (30 mur) no momHOTO pacTBOopeHus. Pac-
TBOP OXJIXKJATU U OTHUIFTPOBBIBATH. DUIBTPAT MOAKUCIISUTH Cep-
HOM KUCJIOTOW 1 ocTaBisui cTosaTh 16 u npu 0 °C. [lonydeHusrii Oe-
TBIA TBepABIi ocamok otnesu (0,22 T) U mepeKpUCTaTH30BBIBAITN
n3 Bombl. llomyummm suoo-1-kapbamoni-sx3o-1-kapbokcu u3oMmep
(289) ¢ 1. 1. 180 °C [154].

o

CH,
CN

CO,C,H;
H

) ITHIA 1-unano-la-mernia-2,7-
AHOKCo-1a,2,7,7a-TeTparuapo- 1H-unkaonpona[b]napranun-1-
kapookcuaar (290). ax3o-Iluano-sndo-3rokcukapdonnn MK
(KBr), v, cm: 2230, 1745, 1 685, 1590, 1260, 1230. ‘H SIMP
(CDCly), &, m.1.: 1,36 T; 1,66 ¢; 3,50 c; 4,35 k8; 7,6-8,2 M. *°C SIMP
(CDCly), 6, m.u.: 13,1; 14,1; 32,7; 42,1; 42,9; 64,5; 113,2; 127,1;
127,8; 133,1; 133,2; 135,4; 135,7; 162,6; 187,4; 188,7. Macc (70
5B), M/z (I, %): 283 [M™] (100), 255 (26), 237 (90), 211 (76), 210
(74), 182 (26), 153 (20), 127 (25), 104 (34), 76 (36). sx30-1luano-
9H00-3TOKcukapoonnn UK (KBr), v, em 1 2240, 1740, 1685, 1590,
1290. 'H SIMP (CDCly), 8, m.a.: 1,06 T; 1,83 ¢; 3,05 ¢; 3,93 kB; 7,6-
8,2 m. *C SIMP (CDCly), 8, m.x.: 13,5; 18,0; 34,5; 39,8; 42,4; 64,2;
126,6; 127,2; 134,7; 161,9; 186,5; 189,0.
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Cwmech crepeonsomepoB (290) momydanu anamorunvuo (287), uc-
MOJIb3Ys BMECTO MaJIOHOHUTPHIIA [IHaHYKCYCHBIH 3dup (cxema 129).

Cxema 129
o)
CHs g oN
+ >< —_—
O‘ 1 H COCHs
o)

Memoouxa. 2-Xaop-3-metun-1,4-aadpraxunon (1,4 1) u >THI-
uuanoanerar (1,6 ) pacTBopsuH B cMecu dTaHona (420 mi) U ANOK-
cana (20 mu). 3aTeM JOOaBISUIM KOHIEHTPUPOBAHHBIA BOIHBIA aM-
MHaK (2 MJ1) ¥ TOJyvaiy peakMOHHYI0 CMECh TEMHO-KPAaCHOTO IIBe-
Ta, KOTOPYIO IMEpeMelInBald MpU KOMHATHOW Temmeparype 16 4.
[ocne moxkucieHUs] CEPHOM KUCIOTONH cMech pa30aBisuii BOAOH M
dKcTparupoBanu dpupoM. 3eneHbId dUPHBIA IKCTPAKT OTMBIBAIH
HACBHIIIEHHBIM BOAHBIM KapOOHATOM HATpPHs, IIOKA IPOMBIBHBIE BOJIBI
He cTanu OecuBeTHBIMU. D(UPHBINA CIIOW MPOMBIBAIIM BOJIOH, CYIIH-
M cynb(paToM MarHus U BeimapuBand. OCTaTOK — KOPUYHEBOE Mac-
JI0O — KPUCTAJUIM30BAJIHM M3 STAHOJIA M IMOJIy4aJld CMECh HM30MEpOB,
Oecupetnbie kpuctamisl (1,55 T, 75%). U3zomepsl pazaensim dpak-
UUOHHOM  KpHUCTalmu3anmeil W3 dTaHona. auoo-Llnano-sx30-
ATOKCHKapOOHMI m3oMep mmeeT T. . 114 °C. skzo-llmano-sxoo-

ATOKCHKapOOHMJI n3oMep umeer T. 1. 124 °C [154].
O
CH;
CN

CO,CH;4
H

O Metua 1-umano-la-merna-2,7-
auokco-1a,2,7,7a-rerparuapo-1H-uuxmonponalblnadprammn-1-
kapookcunar (291). snO0-1-T[naHo-3K30-1-MeTOKCHKAPOOHMI-
msomep VK (KBr), v, em ' 2240, 1755, 1690. 'H SIMP (CDCls), 3,
m.a.: 1,67 c¢; 3,52 ¢; 391 ¢, 7,6-8,2 M. 3k30-l-Ilmano-snoo-I-
meTokcukapoonna-usomep UK (KBr), v, em ' 2240, 1740, 1685.
'H amp (CDCly), 6, m.n.: 1,88 ¢; 3,10 c; 3,56 c; 7,6-8,2 m [154].

TMonyyanu u3 (290) metanonu3zom (cxema 130).
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Cxema 130

0

| cH,

///,,’ CN ///,
' +CH;0H —» + C,H;OH
%,

|\\\\“ 00,C,H; C02CH3

(¢}

o)
| cH,
1, CN ’ ”'
L NS
2 + CH;0H —>» ~ + C,H;O0H
|\\\“ CO,C,H; \\‘ CO,CH;
o)

Memoouxa. dtunoBsiid 3¢up (100 Mr), pacTBOpAIN B METaHOIE
(5 M) u nmobasnsutn TpudTHIamMuH (10 xamens). PacTBop BeiaepKu-
Banu nipu 0 °C 16 u, momy4anu Oenblii KPUCTAUTMYECKUN MPOIYKT
(40 Mr), TIEPEeKPUCTAIUTM30BBHIBAIA W3 METaHONa. 9HO0-1-llnaHo-
9Kk30-1-MeTOKCUKapOOHII-u30Mep, T. L. 145 °C u sk3zo-l-I{uano-
9H00-|-MeTokcrKkapOoHUI-u30Mep, T. . 152 °C [154].

O
CO,C,H;
AN H
=
H
N CO,C,H;
o JMurTnia-5a,6,6a,7-Terparuapo-5,7-

AHOKCO-SH-nmkaonponalg|xuHoaun-5a,6a-nukapookcuiart
(292). YK (CHCIy), v, em: 1745, 1698. 'H SIMP (CDCls), 8, m.x.:
131,215 1(J6T); 29 1(J6Tn); 43xs; 7,8 nu (J5;8,5TIn), 8,5
mn (J8,5; 1,7 Tn); 9,1 oun (3 5,0; 1,7 T'n).

Psin nmkionpomaHoB, 3aMENIEHHBIX (TaJOWILHBIM PaJIUKaIoM
WM €T0 TeTePOLUKINYECKUM aHAJIOTOM TI0 CBSA3SIM 1,2-, B TOM 4YHCIIe
u coeauHenue (292), CMHTE3MPOBAIIN U3 COOTBETCTBYIOLIHX Y(PHPOB
apuIIUKapOOHOBBIX KUCIIOT B ABa 3Tama. Ha mepBoM stame mpoBo-
v KouzeHcanuio KisiizeHna ¢ riryrapoesiM 3¢upom. Ha BTopom —
OKHCIINTENIbHYI0 LUKIU3ALUI0, MPUBOAILYI0 K POU3BOAHBIM ILIHK-
norpornana (cxema 131).
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Cxema 131

o
CO,C,H;
CO,C,Hs CO,C,H;s
X X [0] X
| — | —|
N/ CO,C,H N/ N/
2425 CO,C,Hs CO,C,H;

Memoouxa. PactBop austrioBoro 3dupa 5,9-muruapokcu-7H-
muktorenTa bmupuany-6,8-mukapOOHOBO# KHUCIOTHI (CHHTE3UPYIOT
3 3Pupa MUPUITHANKAPOOHOBOHW KUCIOTHI KoHIeHcarmen Kirsiie-
Ha ¢ TiayTapoBbiM 3dupoM) (3 1) B 6enzone (50 mi), comepkarmit
terpaarierar cBunia (8,9 r), kumsatwin 8 4. BeimapuBanu GeH301I,
OCTaTOK HEHTpamM30BhIBAI OWKApOOHATOM HATPHS, YKCTparupoBa-
T XJ10po(hOpMOM H TIOCIIE €r0 OTTOHKH TOYyYald MAacio. JKCTpaK-
LU TOPSYMM OCH30JIOM C MOCIEAYIOUUM OXJIAKICHUEM SKCTpaKTa
nana ukiaonponas (292) 2,5 r (85%), T. . 155-156 °C [155].

CO,C,H;
P H
N~ H
CO,C,H;

JudTna-5a,6,6a7-rerparugpo-5,7-
AuoKCco-SH-nukaonponalg|u3oxuHoanH-5a,6a-1ukapooKcuiIaT
(293). VIK (KBr), v, cm *: 1748 1698, cm™. *H SIMP (CDCls), 8, m.x.:
131,21 1(J6Tw);29x(J6TI'n);43xks; 7,851 (J5Tm); 9,05 1 (J
5Tm); 9,3 c.

CuHTE3 OCYIIECTBIISUIM aHAJIOTUYHO COenHEeHUIO (292), UCTOob-
3ys B KayecTBE WCXOIHOIO BENIECTBA JWATHI IMUPUIUH-3,4-
JTUKapOOKCHIIAT.

OxwucneHne MpOBOAMIN TETpaalleTaToM cBHHIA ¢ BbixojoM 90%,
T. 1. 94-95 °C (6enzomn) [155]. Coenunenus (292) u (293) Obutn
TaKXe CHHTE3MPOBAHBI M3 COOTBETCTBYIOLIMX LMKJIOTENTANUPUIH-
HOB OpomupoBanneM NBS ¢ mocnenyromeit 00paboTKoi TpuITHIIA-
MUHOM U okucieHuem DDQ npu kunsiueHuu B OeH3ose. Beixompl ¢
MPUMEHEHUEM 3THX PEarcHTOB HIDKE, YeM NPH OKUCIECHHH TeTpa-
aleTaToM CBHHIIA.
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CO,C,H;
H

H
CO,C,Hs
durtna  2,7-nuokco-1a,2,7,7a-TeTparu-
po-1H-uuxaonpona[b]nadranun-1a,7a-guxapooxcuaar  (294).
'H SIMP (CDCls), 8, m.x.: 2,50 kB; 3,20 T; 4,28 kB; 7,7-8,2 M [156].
CuHTe3 TPOBOAWIM aHAJOTMYHO coemuHeHusM (292) u (293),
UCIIONb3Ys STHIIOBBIH 3¢up (raneBoit kucmotsl [156].

CO,H

H

H

CO,H

) 2,7-Inokco-1a,2,7,7a-rerparuapo-1H-mux-
Jgonponalblnadranuu-1a,7a-nukapéonoBasi kuciaora (295).
Kucnoty (295) u ee anruapun (cxema 132) nonydanu u3 s¢pupa

(294) ruapoar3oM ¢ mocieaAyLIIel TePMUIECKOiT 00pabOTKOI.

Cxema 132
O
CO,C,H;s CO,C,H;s
NBS NaOH
COCHs CO,CoHs

COZH
CO,H : §
Memoouxa. }II/IBTI/UIOBLII/I a¢up 5,9-nrokco- 6,7,8,9 -TeTparujpo-
S5H-6en3o0[ 7]annynen-6,8-nukapoonoBori  kucmorel (5 1), N-
opomcykimaIMEU (2,9 T) 1 GeH30MIIEPOKCHT (KaTATHTHIECKHE KO-
JIUYECTBA) KUIATUIIN C OOPaTHBIM XOJIOJMIILHUKOM 15 MUH B cMecH
xyiopodopma (25 M) u TerpaxiopmeTana (25 mir). BeiaenuBuiuiics
CYKUMHHMUJ OTIEJISIM OT pacTBopa (GUIbTpaLUel, U pacTBOp Mpo-
MbIBaJIN 5%-M pacTBOpPOM THAPOKCHAA HATpus (25 mil), a 3aTeM BO-
noi (25 mu). KonneatpupoBanueM B BakyyMme nonydnin 4,9 r nuk-

nornpornana (294), 1. mi. 115-116 °C (6eciBeTHBIC HIIIBI TOCTE MEpe-
KpUCTAIUTH3AIMH U3 3TAHOJA).
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Ddup (294) kunaruwim ¢ 00paTHBIM XOJIOAUILHHUKOM 3 MHH B
CMECH BOJTHOTO pacTBOpa THAPOKCHIA HATPHUA (5 MOIb/1, 4 MII) U
cnupta (1 mu). Ilogkucnsim XJIOPOBOJOPOJHON KHCIOTOH (p
1,17), BeimenuBmuiicss ocagok (OECUBETHBIE WIJIBI) OTACIHSIN
(uUIBTpOBAaHUEM, MEPEKPUCTAIIIU30BBIBAIM U3 BOJBI, MOIYyYalld
MOHOTUJpAT AUKapOOHOBOH KuCIOTH (295), T. 1. 165-185 °C
(pasn.). Ilepekpucrannuzanus U3 CMECH aleTOH-OCH30J U BbI-
cymmBanue npu 100 °C/1 MM pT. cT. B TedeHue 4 94 IPUBOJUT K
c1ab0-(hHOJIETOBBIM TIpPH3MaM aHTHAPHIA IUKHCIOTH (295a)
[157].

O

NC

H
NC Cl

o 3,4-Tuxaopo-2,5-1uokcodnnnkiio[4.1.0]
rent-3-eH-1,6-muxapooHurpu (296).

Cunre3 (296) 6bu1 BriepBbie ocymiectBieH bekkepom (Becker) ¢
COTPYJHHUKAMH B3aUMOAEHCTBUEM TUXJIOPAULIUAHOXWHOHA C JAUA30-
MeTtaHoM (cxema 133), HO eMy ommOOYHO ObLIa TPHUITUCAaHA CTPYK-
Typa OKCUpaHa.

Cxema 133

O 0]

NC
Cl CN H Cl

+ CH2N2 — u + Nz

Cl CN NC Cl

O @)

Memoouxa. DpupHBI pacTBOp AWa30METaHa MO KAIUISAM IIPH-
OaBsUIM K pacTBOpy auxiopaunuaHoxuHona (1,135 r) B Genzose
(75 M) 1o Tex mop, MOKa KENTHIN IBET, 00YCIOBICHHBI XUHOHOM,
He ucues. [Ipu obecrBeunBaHUM pacTBOpa 00Pa30BaJIC KPUCTAILIH-
YECKUH 0CaJI0K, KOTOPBIH OTQHILTPOBBIBAIIA M MEPEKPUCTAIIIN30-
BBIBAJIM U3 KUIIAIIEr0 METAHOJIa J00aBjIeHHEM HeOOJIbIIOr0 KoJIruye-
ctBa Bojbl. Beixon 1,12 1 (93%), T. mn. 250 °C (pasn.) [158].

Tounas crpykrypa (296) Obu1a npejiokeHa B padore [159].
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Cl

Cl

O 3,4-/Iuxaopo-2,5-1uoKco-7-MeTHIION-
uukJjio[4.1.0]rent-3-en-1,6-mukapoonurpun (297). Ik30-uzomep
UK (KBr), v, em *: 2269, 1702, 1558, 1260, 1178, 987, 792. *H SIMP
(aueton-dg), 8, m.x.: 1,75 1 (J 6,2 I'n); 3,77 k8 (J 6,2 I'p). °C SIMP
(ameton-dg), 6, m.a.: 13,2; 39,3; 40,1; 111,8; 141,7; 176,7. Duoo-
uzomep MK (KBr), v, cMt 2260, 1688, 1556, 1253, 1168, 802. *H
SIMP (aueton-ds), 8, m.a.: 1,63 1 (J 6,8 I'm); 3,53 xB (J 6,8 I'm).

[omyyanu aHanOrMYHO MUKIIONpONany (296), ucrmonk3ys B Kade-
CTBE pearcHTa auasomnpomnaH. B Xxome peaknum oOpa3yercst cMech
9K30- U 9HO0-M30MEPOB, U 3bup deHoma (cxema 134).

Cxema 134
o} Cl 0—C,H;
cl CN O Y CN
CH,CHN, = N
— > NC sy FNen N
cl CN ;
o) H;C g N O—C,H;
K30 55% OHpo  16% 10%

Memoouxa. DPUpHBIA pacTBOp AUA303TaHA JOOABISIN O Ka-
IJISIM TIpU TiepeMerBanuu K pactBopy 800 mr (3,52 mMmounb) nu-
xJopauimaHoxuHona B 6enzone (20 mu) mpu 25 °C 10 ucUe3HO-
BEHUsl TIIyOOKOW OpaH)KeBO-KpPacHOW OKpackw, OOYyCIIOBICHHON
oOpa3oBaHMEM KOMIUIEKCA C MEPEHOCOM 3apsijia XHHOHA U OeH30-
na. B npornecce obecuBeunBanus obpasyercst ocanok. Yepes 1 4
MepeMelnBaHnus 0CcaloK OTQHUIBTPOBBIBAIN M IPOMBIBAIH OCH30-
noM (Tpu pasza o 10 mur) u momyannu uzomep (3x30-297) (403 wmr,
45%), . 1. 245-246 °C (areTon).

dunprpar U NMPOMBIBHOW OEH30J OOBEAMHSUIA W BBITAPHBAIIH
nocyxa. OcTaTok pa3fessuili XpoMaTorpaguyeckd Ha CHIIMKarele.
[Ipu s1r0MpOBaHNM CMECHIO METpoJeiHbIH 3¢dup-6en3oin (1:1) momy-
9 TpOAYKT BoccTaHosieHus (87 mr, 9%). Ilpu mocnemxyromem
JIIFOUPOBAHMK OEH30JI0M TIOJIYYMIA JOMOJHUTENBHO 90 Mr (9K30-
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297) (10%) u muHOpHBIH n3oMep (9H00-297) 142 mr (16%), T. 1.
236-238 °C (ameron) [160].

) 3,4-Iuxjiopo-2,5-1uokco-7-peHnj1ou-
uukJio[4.1.0]rent-3-en-1,6-mukapoonurpui (298). Ik30-uzomep
UK (KBr), v, em ' 2253, 1707, 1559, 1172, 834 cm™. *H SIMP (ame-
toH-0g), 8, Mm.1.: 5,16 ¢; 7,1-7,6 M. Fnoo-uzomep VK (KBr), v, oM &
2256, 1699, 1548, 1282, 836 cm™. *H SIMP (aueron-dg), &, m.x.: 5,03
c, 7,4-7,7 m.

CHHTEe3MpOBaH aHAIOTHYHO IHUKJIONpomnany (296) ¢ ucmosb3oBa-
HUEM B KauyecTBe pearcHTa (QeHWIaua3oMeTaHa. B xoje peakiuu
o0pasyeTcsi CMECh 9K30- U 9HOO-H30MEPOB M CMECh yUC- U MPAHC-
cTuas0eHoB (cxema 135).

Cxema 135
Cl Cl
i C6H5 C6H5
Cl CN O N Cl (o) Cl
CcH;CHN H CeH
6175 2, B + + 6115
NC =g T Nene o
Cl CN %
CeHs - CN C¢Hs - TN CgHs
Dk30 59% Do 12% 25%

Memoouxa. K pactopy 480 mr (2,1 MMOIIb) IMXJIOPIHIIHAHO-
xuHOHa B OeHzoze (10 mu) npu nepememmBanuu mpu 25 °C nobas-
JsUTh 10 KarusiM B Teuerne 10 mun pactsop 400 mr (3,4 MMoits) de-
HWIIMazoMetana B Oenzose (5 mi). 3aTteM | 4 mepeMentnBaliy 1 BbI-
JEJABIITUICS 0CaIoK OT(HUIBTPOBBIBAIIH, TPOMBIBAIIA OEH30JIOM (TpH
pa3za o 10 mu) u 3¢upom (IBa paza 1Mo SMi), U MONYUUIH IK30-
nzomep (298) (280 mr, 42%), T. 1. 215-216 °C (meTanon).

@unbTpar M NPOMBIBHOW OEH3071 OOBEAMHSIM U BBIIAPUBAIH
nocyxa. OcraTok pasfeisuid XpoMaTorpauuecku Ha CHIIMKAarele.
[Ipu 3110MpOBaHNN CMECHIO METpoeHbIN 3dup-6en3on (5:1) momny-
YUIU CMECh yuc- u mparc-ctunbbena (78 mr, 25%). Ilpu nocne-
NYIOUIEM DJIFOUPOBAHUU OCH30JIOM TOJNYYHIN J{OMOJTHUTEIHHO
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110 mr (9k30-298) (17%) u munHOpHBIH H30Mep (9HO0-298) 80 Mmr
(12%), T. 1. 208-209 °C (meTanomn) [160].

0]
NC cl
S
0 3,4-JIuxji0po-2,5-1uoKcocnupo|OHIMKII0
[4.1.0]renTt[3]en-7,9'-dpayopen]-1,6-nukapéonntpua  (299). HK
(KBr), v, em *: 2250, 1710, 1450, 1280, 730 cm™. °C SIMP, §, m.x.:
40,97; 53,93; 112,60; 122,37; 123,50; 123,83; 126,66; 129,37;
130,24; 132,70; 132,70; 134,41; 136,43; 142,09; 144,27; 147,39;
175,73. CtpykTypa yctanoBineHa Metonom PCA.
[lomyyanu aHanoOrMYHO MUKIONpONany (296), ucrmone3ys B Kade-

cTBe pearenTa auasoduryoper (cxema 136).
Cxema 136

O ..« i CN N01
G -G

Memoouxa. K pactBopy 3,63 r (16 MMOJIb) AMXJIOPIUIIMAHOXH-
HoHa B aneronutpuie (100 M) npu nepemeniuBanuu B Tedenue 40
MuH 1ipu 22-27 °C 1o06aBisiiv 1o karisM pactsop 2,88 T (15 Mmosb)
9-nuazodayopena B aneronutpuie (50 mur). Cpasy Havas BbIICISITh-
cs a30T. [lepeMerBanme MPOOIHKAIM IO TE€X TOP, TTOKa He TIpeKpa-
TWJIOCH BBIJIEJICHHE a30Ta, MOCJE Yero BBIJCIHUBIIUICS OpPaHKEBO-
XKENThIi (pryapecupyonmii 0caiok OTGUILTPOBBIBAIA U MPOMBbI-
BaJIM HEOOJIBIIMM KOJIMYECTBOM OXJIQXKJIEHHOTo aneToHuTpuia. Jlo-
MOJTHUTEJIEHO HEKOTOPOE KOJMYECTBO OCajKa ObUIO MOJYyYEHO IPH
KOHIIGHTPUPOBAHUU pacTBopa. Kpucrammmdeckuii mpoyKT o0benu-
HSUTA M TIEPEKPUCTAITN30BBIBAIN U3 AMXJIOpMETaHa, moayauan (299)
5,45 1 (93%) B BHIE XeATOTO MOpOIKa, T. 1. 183 °C (pasn.) [161].
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NC cl

Cl

0 3,4-/Iuxji0po-3'-MeTHJIeH-2,5-THOKCOCITHPO
[6unukio[4.1.0]rent[3]en-7,1"-uukaodyran|-1,6-nukapooHuT-
pu (300). 'H °C SIMP (CD5CN), 8, m.x.: 5,17 k8 (J 2,5I'); 5,06 kB
(J 2,5 T'w); 3,40 ym.c; 3.13 ymr.c.

Cunre3 ocymiecTsisuin B3aumojericteuem [1.1.1]mpomenana c

JHMXJIOPIUIIHAHOXMHOHOM (cxema 137).
Cxema 137

0 0
cl CN NC cl
+ s
cl CN N cl
0 o

Memoouxa. Tpyoky, conepxaiiyto 0,5 ma CD;CN u 32 mr 2,3-
TUXJI0p-5,6-nuiinano-1,4-0eH30XMHOHA 3aMOPO3HWIIM, JIBAXbI I10-
Melasi B KUK a30T, 1 3aTeM 9 Mr nponenana (1 SKBUBaJIeHT) Ba-
KyyMOM TiepeHeciu B TpyOKy. TpyOKy 3arnedaTsiBaiy 10J] BAKYYMOM
U OCTOPO’KHO HarpeBayiu a0 -78 °C. 3arem TpyOKy HarpeBaiu [0
KOMHaTHO# Temmeparypbl. "H SIMP mnoka3an oGpa3oBaHHE OJJHOTO
BemecTBa. BemiecTBo u3onmupoBanu, mocie (ienr-xpomarorpapuu
Ha cuiMKareie (dIOEHT meHTaH, a¢up 5:1) momyunnu 27 mr (68%)

(300) [38].

NC

8. HHKJ'IOHI)OH&HLI, 3aMEIICHHBIC YETBIPbMSA
JICKTPOHOAKICIITOPHBIMHA I'PylinnaMi, HEKOTOPLIE U3 KOTOPLIX
ABJAKTCH 4YaCThI0 reTepounKnnqecxoﬁ CHUCTEMBI

B nmanHoM pasmerne onmucaHbl MPOW3BOAHBIC ITUKIIONPONAaHa, 3a-
MEILEHHbIE OJJHUM WM JABYMS OCTaTKaMH F€TEPOLUKINYECKUX CHUC-
TeM, MPOSIBISIIOIINX 3JIEKTPOHOAKLENTOpHbIE cBoicTBa. K Takum
CHUCTEMaM OTHOCATCS TPOM3BOAHBIC 1,3-AMOKCAaHA — KHUCIIOTHI
Mensapyma, pousBoHbie 1,3-muaznaa — 6apOUTypOBOI KUCIOTHI U
MPOU3BOAHBIC MUPA30JIMHA — MUPA3OIUHOHBI. VX CHHTE3 OCyIIeCTB-
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JSUTA, WCTIONB3YS TOAXONBI OOBIYHBIC ISl APYTUX JIIEKTPOH-
TIe(OUIUTHBIX ITAKIIONPOIIAHOB.

Hwuxe npuBoAsSTCS M3BECTHBIC B HACTOAIIEE BPEMsI PEACTaBUTE-
JIY, UX XapPaKTEPUCTUKH U CIIOCOOBI ITOJTyUCHUSI.

OH
H3C><O CO,CH,4
H;C O CO,CH;
oH mparnc-1,2-JIn(MeToKCHKap00-

HI)-6,6-muMeTHiI-5,7-nnokcacnupo|2,5]oxkran-4,8-quon  (301).
UK (KBr), v, em ' 1777, 1750. *H SIMP (CDCly), 8, m.a.: 1,89 c;
3,54 ¢; 3,79 c. °C SIMP (CDCl,), 8, m.xx.: 27,65; 33,17; 37,46; 53,18;
106,31; 163,59; 164,64. Macc (70 3B), M/z (lom, %): 286 (1) [M'],
271 (6), 255 (3), 229 (19), 197 (63), 185 (49), 168 (19), 156 (100),
141 (48), 125 (43), 98 (10), 82 (8), 69 (31), 59 (41), 43 (74).

CMm. ooy meroauky 23. [lns (mpanc-301) peareHTsl: MEeTH-
JIOBBIN 3(Hp aneTuieHIuKapOOHOBOM KHCIOTHI U KUCIOTa Meb-
pyma, pacTBOPUTENb — CIIUPT, BpeMs peakiuu 2 4. JXKenTslil ocagoxk,
BbIX011 85%, T. 1. 195-197 °C [128].

O CO,CH,4

H;C O CO,CH;

oH Br Oumerua 2-(4-opomdpenn)-6,6-

auMeTuna-4,8-nokco-5,7-nuokcacnupo|2.5]okran-1,1-rukapook-
cuaar (302). UK (Nujol), v, em™: 1720, 1745. 'H SIMP (CDCly), 8,
M. 1,79¢;1,99¢; 3,70 ¢; 3,79 ¢; 4,21 ¢; 7,09-7,39 M.

Cm. oomryro metoauky 27. Beixox 46%, 1. . 130-132 °C (me-
tanou) [151].

O co,cH,
HyC O COZCH3N02

H;C 0o
oH Oumerna  6,6-mumerni-2-(3-
HUTpPOdenn)-4,8-1mokco-5,7-nuokcaciupo|2.5]oxkran-1,1-nu-
kap6okenaar (303). UK (Nujol), v, ecM ' 1720, 1745. 'H SIMP
(CDCly), 8, m.z.: 1,85 ¢; 2,06 ¢; 3,80 c; 3,87 c; 4,37 c; 7,25-8,31 m.
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CMm. o6myro Mmetoauky 27. Bexon 44%, 1., 110-112 °C (me-
tanoxn) [151].

O
H,C
H (?k 0

3
Jdumerua 2-{4-
[2,2-6mc(MeToKCHKAPGOHIT)-6,6-TuMeTHII-4,8-THOKCO-5,7-11-
okcacniupo|2.5]okr-1-ui]pennn}-6,6-mumernn-4,8-nmoxco-5,7-
AuoKcacnupo[2.5]okran-1,1-qukapéokcunar (304). MK (Nujol),
v, eM 1 1720, 1735. 'H SIMP (CDCls), 8, m.i.: 1,75 ¢; 1,92 ¢; 3,67 c;
3,70 c; 4,04 c; 7,62 c.

Cwm. obuyro meroauky 27. Beixox 44%, T. . 255-257 °C (me-
Tanon) [151].

0 E015Hs wOs_o, O
N Fn,
H,e © K
C,Hs50,C Oumytun  2-{4-

[2,2-6uc(MeTokcukap6oHn)-6,6-1umeTni-4,8-1uokco-5,7-1u-
okcacniupo|2.5]okr-1-ui]pennn}-6,6-mumernn-4,8-nmoxco-5,7-
auokcacnupo|2.5]okran-1,1-nukapookcuaar (305). MK (Nujol),
v, em 1 1720, 1740. 'H SIMP (CDCly), 8, m.a.: 1,17 k8 (J 9,3 T'n),
1,76 c; 1,94 ¢; 4,03 c; 4,09-4,27 m; 7,28 c.

CMm. o6mryro metoauky 27. Berxox 53%, 1. . 210-212 °C (me-
Tanon) [151].

OH HO

0]
% CH,
s C7k CH
H3C 0) O 3
00 JAunzonponunugen 1,1,2,2-
uukIonponanterpakapoéoxcuaar (306). VK, v, em ' 1804, 1758,

1398, 1284, 1253, 1209, 1197, 1058, 971. 'H SIMP (CD5CN), 5, m.x.:
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2,75 ¢; 1,67 ¢; 1,60 c. ©°C SIMP, §, m.x.: 161,8; 108,0; 40,5; 27,8;
27,4, 27,1.

Hnst cunresa nukionponana (306) ncnonb30Bain HECKOJIBKO Me-
TOJIOB.

1. OkwucnurtenbHas KOHACHCANUS KHUCIOTHI MEIbJIpyMa ¢ METH-
JICHHOIUIOM 1 OKCHIOM cepebpa B areToHuTprie (cxema 138).

Cxema 138

0 OH HO

O CH,; CHl, o 0

Ag,O
X~ AwO H,C )< s
O CH,; CH;CN 3 o cu
H,C O 3

Y 3 00

Memoouxa. K nepemeninBaeMoil Ha MarHUTHOM MeIIaJIKe CycC-
nen3uu 6,5 r (28 Mmmois) okcuaa cepebpa u 6,7 r (25 mmoib) MeTH-
nenuonuaa B 15 mn aneronutpuina npu 0 °C mobasisiu mo Kam-
qaM B Tederre 10 mun 3,6 r (25 MMOJTB) M30MPONMIHACHMATOHA-
ta B 12 M aneronutpuna. [locne nmpubaBneHns nmepeMeninBanmue
NpOJOJDKANM NP KOMHATHOW Temmepatrype 2 4. B koHIe 3Toro
nepuoja cepblii 0caok OTOHUIBTPOBBIBAIU M MPOMBIBAIU alETO-
HUTPWIOM. PacTBOp B alleTOHMUTpHIIE KOHIIEHTPHPOBAIHM B BaKyyMe
(remneparypa B 06ane 45 °C) u nonydanu kpacHoe macio. [lobaie-
Hue 30 MJI XOJIOHOM BOJBI MPUBOJIMIO K BBIACIECHHIO KPUCTAJUIOB.
BoaHo-alieTOHOBBIN CHOM IEKAaHTUPOBAIHU, @ K CMECH MacJya U ocai-
Ka J00aBISUTH alleTOH, OT(MIBTPOBBIBAIIN M TIPOMBIBAIIM AI[ETOHOM.
Honyunnu 0,35 r cepbix KpucTaoB, T. Tl 226-228 °C (pa3i.) u
Bozroustonuxca npu 200 °C. A1eTOHOBBIN PacTBOP MOCIE POMBIB-
K KOHLIEHTPHUPOBAIH B KPACHOE Macilo, J00aBIsUIA 3PP U BBIAC-
JMBLIMACS 0CAI0K OT(UIBTPOBBIBAIIN, IPOMBIBAIN arieToHoM. Orme-
pAalHIO TOBTOPSUTM TPMKABI, TOTYYHUB B UTOTE JAONONHUTENBHO 0,15 T
npoaykra. O6mmii Beixon (306) 0,50 r (13%). Celpoii TpOayKT
OYMILIAJIM, PACTBOPSAS B allETOHUTPHJIIE, OTGUIBTPOBBIBAIN OT HEpac-
TBOPHBIIETOCS OCTaTKa M A00ABIISIN ABOWHOM 00beM 3dupa. JIBax-
JIbl TIEPEKPUCTAIUTM30BBIBAIT M3 CMECH alleTOHUTPHI-3(Up U TIOTY-
YTk aHanmuTHYecku ducThii (306), T. mi. 226-227 °C (pasin.).

2. luknumzanms AMU3OMPONWINACH METHICHAMMAIOHaTa (IIpo-
JYKTa KOHJICHCAI[MH KHCIIOTHI MENbApYyMa C alIbJAETHIIOM) TIOJ JIeH-
CTBUEM THUAPOKCHJIA HATpHs 1 Moja (cxema 139).
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Cxema 139

O HH O OH HO
0 0 0 R
NaOH, I, CH,4
H,C CH H;C
3 o o) 3 O CH3
H;C 00 CH, H,C O Y

Memoouxa. K pacteopy auuzonpornununes 0,6 r (2 Mmois) me-
TUJICHAMMAJIOHATa B 2 MJI PacTBOpa THIPOKCHIA HATpuUs (2 MOJIb/I)
u 23 M BOAbI OBICTPO N00aBisiM mpu nepememmuBanuu 1,04 v (4
MMOJIB) KpUCTAIUTMYEeCKOoro uoza. [lepeMemmBanue NpomoipKamu
MIpu KOMHATHOM Temrieparype, u Oelblii 0CaJoK MeIJIEHHO 00pazo-
BbIBaJICA B TeucHUE 45 MuH. Ocalok OT(HUIBTPOBBIBAIN, HECKOJIBKO
OCTaBIIMXCS KPHCTAJUIOB MOJa MEXaHMUYECKU OTACISUIM U OCTAJIbHOE
npoMbiBasi Boo#, momyaniu 0,47 1 (79%) coemunenns (306) c T.
. 226-227 °C (pasn.).

3. Meron aHanoruyeH NpeAbIAyIIeMy, HO B Ka4eCTBE OCHOBa-
HUS UCTIOIh30BaI OMKapOOHAT HATPUS.

Memoouxa. K pacteopy 0,3 r (1MMOJIb) THH3OIPOIIIHICH Me-
TWICHIUMAJIOHATa B MPUOIU3UTENbHO 4 M 5%-ro pacTBOpa OuKap-
OoHaTa HaTpusg ¥ 12 M1 BOABI IPH KOMHATHON TeMIieparype 100aB-
msuti 0,25 1 (1 MMOJIb) KPUCTALUTHYECKOTO noaa. MeaieHHo chop-
MUPOBAJICS OEIbI 0CAI0K, KOTOPBI OT(QUIBTPOBBIBAIH, TIPOMBIBAIIH
Bogou u nonyumnu 0,23 v (77%) coenunenus (306) ¢ 1. mi. 225-
227 °C (pazm.).

4. Meron, OCHOBaHHBIA Ha peaklMH JUA30METaHa C aJIKEHOM,
AKTHBHPOBAHHBEIM JIBYMsI OCTaTKaMH KHUCJIOTHI Menpapyma (cxema
140).

Cxema 140

OH HO
H3C CH3 _CHN, 0
>< O CH,
© CH3 H3C7k CH
H3C (0) O 3

00
Memoouxa. CycneH3r0 HECKOJIBKUX MWJINTPaMMOB JTHUH30IPO-
MUIHJEH STHIIeHTeTpakapOokcunata B 10 M 3¢pupHOTro pacTBopa
JIMa30METaHa OCTABJISIIM CTOATH NPU KOMHATHOW Temrmeparype. Ye-
pe3 24 9 KenTeld IBET pacTBOpa HMCYE3al M OCANOK COEIMHEHUS
(306) or¢mibTpoBBIBANH, C T. TLL. 226-227 °C [101].
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5. CuHTe3 ocymecTBIsUTH B 1Ba dTama (cxema 141). Bragane B
peaKIyo BBOIWIN KHCIOTY Menbapyma ¢ popMabaeruioMm 1 THO-
YKCYCHOM KHCIOTOM B IPHUCYTCTBUM OCHOBaHUs. BTopoil stam —
OKHCIIUTENIbHAs KOHJEHCAllUs CO BTOPBIM 3KBUBAJIECHTOM KHCIOTHI
Mensapyma, B Ka4eCTBE OKACIUTENS UCIIOIB30BaIl IEPHOAT.

Cxema 141
0

we. o O P o, HO
3 ‘amo, ¢ 7 B o~ o
- > 4

2 0 O
0~ O CH,;COSH o CH,
M 0 0 H3C7k )< H
o) o) e 0 o CH;
H i) SCOCH;, : 00

Memoouxa. Kucory Mensapyma (10,0 1; 69,4 MMoOITB), THOYK-
cycuyro kucnoty (90%; 6,0 mim; 75,6 MMons), popmanun (37%;
6,9 ma; 92,1 mmoinb) u arerat nunepuauHa (7 mmoiib) B 10 M
AlCTOHUTPHUIJIA TEPEMENINBAIM TPU KOMHATHOW TeMmIeparype B
teueHne 20 4. [IpogykT peakunu oThHUILTPOBEIBAIN, TPOMBIBAIN
BOJION M cMechio 3dup-nieHTad 1:5, cymmnu nmox Bakyymom. [loiy-
g 12,5 v (75%) w3onponumnuner 2-(anetwitho)sTan-1,1-
mukapOokcunara, T.1. 108-109 °C (aTunanerar-rekcan).

PactBop 2,90 r (13,6 MmMouib) nepuoata HaTpust B 40 MJT BOJIBI
MpH MepeMelInBaHiu 100aBIIsIu 1o KamisiM npu 5 °C B TeueHue
10 muu x pactBopy 3,02 r (13,0 MMOIB) H3OMPOIIHICH 2-
(anrermirtro)stan-1,1-nukap6okcuaara u 1,90 r (13,2 MMoJIB) KHCTIO-
Tl MenpapyMa B aneroHuTpuiie. CMech OKpalinBanach B KPacHBIN
LIBET U 00pa30BBIBAJICS 0CAZOK, uepe3 15 MUH J100aBIIsIM BOLY, Oca-
JIOK OT(QHIBTPOBBIBAIIH, TIIATESIHLHO MPOMBIBAIIH BOJOH U JUXJIOpME-
taroMm (100 mur). Cymmnu B Bakyyme, noay4amiu 2,21 r (57%) (306).
[epexpucramu3oBbiBaan U3 anetonuTpuia, T. mwi. 206 °C (pasi.)
[162].

oH;CHO

% Vo
3
e o 0O CH;
3
00 Jumsonponuinaen 3-MeTHJI-
1,1,2,2-nukaonponanterpakapooxcuiar (307).
IMonywanu anajgornyro rukionpomnany (306), wmcmoas3ys mpo-
JYKT KOHJICHCAIIMH YKCYCHOTO albJeTH/Ia ¢ KUCIOTON Menbapyma.
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1. Twxnm3anuys mox aeidcTBreM OuKapOoHaTa HATpUS U HOJA.

Memoouxa. K pactBopy 1,57 r (5 MMOIb) TUH30TPONMHIHICH
stunuaeHauManonara B 17 min 5%-ro pactBopa OukapOoHaTa Ha-
Tpus, 3 M Boasl U 10 mn qumerundopmamuna gobasisuu 1,27 T
(5 MMoIB) KpHCcTaIIHYeCKOTo moma. Yepes 12 4 mpu KOMHATHOMH
TeMreparype 100aBisuii HeOOobIIol 00beM aleTOHUTPHIIa, Harpe-
BaJIM CMECh Ha MapoBOi OaHe 15 MUH, OXJIAXKIadu ¥ BBIICIUBITHICS
ocanok otduabTpoBbiBaiy, moaydmin 0,2 v (13%) Gemoro mopomika
coequnenus (307), T. mwi1. 216-217 °C (pasn.). [lepexpucraminzanus
Y3 alleTOHUTPWIIA M 3aT€M U3 alleTOHA MPUBOJUT K aHAIUTHYCCKH
guctomy (307), 1. 1. 208-210,5 °C (pasa.).

2. wuknmsamnus mox qeiicTBHeM MeTHIaTa HaTpus 1 Opoma.

Memoouxa. K pacTBopy MeTHIaTa HATPUsl, IPUTOTOBICHHOTO U3
0,41 r HaTpus u 25 M abCOJIIOTHOrO MeTaHoja, nob0aBmsum 2,79 T
(8,9 MMOJIB) AMU3OMPONTUIHICH STHIHACHANMATOHaTa. K mosydeH-
HOMY MYTHOMY pactBopy ObicTpo moGasmsutk 1,42 r (8,9 mMmosib)
O6poma. Cmech pazorpeBanach, U cpasy Bbluemsics ocagok. Cmech
OXJIXK AN, 0CAT0K OTQUIHTPOBBIBAIIH, MPOMBIBATIM XOJIOJHON BO-
noii u momyumnu 1,85 r 6enoro mopomka coenunenus (307), T. m.
208-209,5 °C (pazin.). Bropas mopius BeiiecTBa 00pa30BhIBAJIaCh B
BoaHO-MeTaHoJbHOM (uibTpare (0,05 1). O0mmit Beixox 1,90 T
(69%) [101].

CH;,
O Ho

H,C P 0
>< )<CH3
H,C O Y 4 o CH,
JAuunzonponuiaugex 3-
nponui-1,1,2 2-nuknonponanterpakapéokcuaar (308). UK, v,
cM ' 1801, 1764, 1398, 1386, 1282, 1269, 1251, 1232, 1205. 'H
SIMP (CDCly), 6, m.a.: 3,23 1 (J 7,8 I'ty), 2,05 m; 1,84 ¢; 1,77 ¢; 1,63
M; 1,03 T (J 7,5 T'). **C SIMP (CDCly), 8, m.xx.: 161,7; 159,2; 106,1;
42,3; 40,7; 28,1; 26,9; 25,2; 21,3; 13,6.

CuHTe3 OCyIIecTBIsLIM B qBa dTana (cxema 142). Ha nepBom —
KOHJICHCAIIUSI KUCIOTHl MenbIpymMa C MAacisHbIM albJCTHIOM |
THO(EHOJIOM, Ha BTOPOM — OKHCJIUTEIbHAsI KOHJICHCAIUS CO BTOPBIM
9KBUBAJICHTOM KHCIOTHI Menbapyma.
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Cxema 142

H,C CH3
Ho
C3H7CHO H;C o—( > Nal0,
CelsSH Y HyC
H3C o 3061{5 H,C 0 -
3

Memoouxa. KpHCTaﬂaneCKI/Iﬁ nunepuauH ameratr (5 MMoJb)
TO0ABJISUTN TPH TIEPEMEIINBAHAN K OXJIaXIeHHOMY 10 5 °C pacTBo-
py 10,00 r (69,4 mmoinb) kucinoTel Menbapyma, 5,25 T (72 MMoJIb)
Oyrupanbaeruna u 7,92 v (72 MmMoiis) THO(GEeHOo a B 20 MIT alleTOHUT-
puna. Uepes 1 u oxnakparonyo 0aHi yOpanu ¥ IepeMelInBaHue
nponomkan 24 1 (koHTpons peakmuu TCX). PeakimonHyto cMech
HEHTPaTN30BBIBAIA MEMJICHHO J00aBISIEMbIM HW30BITKOM BOIHOM
10% nuMOHHOM KHUCNOTHI. BbiaenuBminiics TBepAbIH MPOIYKT OT-
(WIBTPOBBIBAIM, NPOMBIBAJIHM IIOCIEIOBATENIBHO BOIOH, CMECHIO
s¢up-nienTan 1:5 u, HaKOHeL, CyLIMIU B BBICOKOM Bakyyme. [loimy-
Yy m3onpomwinieH  2-(gpeHmwiTno)nenrtan-1,1-nqukapOookcunaTt
19,70 r (92%) , 1. . 83-84 °C (3THianeTaT-rekcaH).

PactBop 3,00 r (14,0 mmoins) NalO4 B Bome (40 mit) no6asisiiu
o karusiM 1ipu 5 °C B Teuenne 10 MUH npu nepeMeIvBainuy K pac-
tBOpY 4,0 T (13,0 MMOIB) H30TponHIIMACH 2-((hEeHUITHO)IEHTaH-
1,1-gukap6oxcunarta u 1,90 r (13,2 MMonb) KUCIOTE Menbipyma
B 40 mn auneronutpuna. CMech crana KpacHOH, W oOpaszoBaics
ocanok. Yepes 15 mMun, 100aBisIM BOAY U 0CaJOK OTHIIBTPOBHIBA-
7Y, TIaTtensHo mpoMbiBai Bogoi (100 mur) u adupom (100 ).
Cywiinu B BEICOKOM Bakyyme, nonyuniu 4,01 r (91 %) coennnenus
(308). TTepekprCTaNTH30BAHHEIA W3 CMECH STHIIAIETAT-TEKCaH MpPO-
JyKT pasnaraercs npu HarpeBanuu 10 191 °C [162].

Op O+CH3
3 JuuzonponuauaeH 3-(4-Toymn)-
1,1,2,2-nuknonponanterpakapoéokcuiaar (309). 'H amP (CDCly),
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S, ma.: 1,75¢;1,82¢; 235¢; 4,31 ¢; 7,18 o (J 8,6 T); 7,31 (J
8,6 I'm).

CMm. o0myrw meroauky 26. Cunte3 nwukionpomnana (309)
OCYILECTBIISIM B TUXJIOpMETaHe npu HarpeBanuu a0 45 °C B Te-
gernre 10 4. [locie ouncTKky MOTyYHIN KPUCTAJUTMIECKHH ITPOIYKT C

BbIxooM 30% u 1. . 185-186 °C [149].

o H O

(0] R CH
G

o o CH;
HyC 00 Junsonponuianaen 3-¢geHu-
1,1,2,2-nuknonponanterpakapoéokcuiaar (310).

1. Cwm. o6myw meroauky 26. Cuures rukmonpomnana (310)
OCYIIECTBJISUIN B JUXJOpMETaHe Impu HarpeBaHuu J1o 45 °C B Teue-
Hue 7 4. Ilocie O4YMCTKM MOJYYWUIIM KPUCTAJUIMYECKUH MPOAYKT C
BbIxooM 40% u 1. 1. 155-156 °C [149].

2. lukmuzanuedl IUU30NPONMIUACH OCH3WINIACHIUMAJIOHATA
(mponmykTa KOHAEHCAIMK OeH3albJeruia ¢ KUCIOTOH Menbapyma)

o1 JielicTBUeM Opoma U MeThiiaTa Hatpus (cxema 143).
Cxema 143

0 oH /O

CH;0Na, Br, (0]
O (6] —_— (0] )<CH3
H3CJ\O o /%cm H3CJ\O o “CH,
H,C 00 CH, H;C 00
Memoouxa. PactBop metunara Hatpusi roroBuin u3 0,35 r Ha-
Tpus U 25 M MeTaHoa. JuusonponunuaeH OeH3WIMACHANMAIOHAT
2,82 r (7,5 Mmoub) 106aBISUTH K pacTBOPY METHIIaTa HATPHSI B MeTa-
HOJIe, IPU 3TOM IOJIHOTO PAacTBOpeHHUs He mpoucxomwio. K momy-
YeHHOU cycrnensun gobasmsum 1,2 v (7,5 mMoms) 6poma. Ocanok
Haydan (OpMUPOBATECS CIYCTS 15 MUH IpH KOMHATHOHN TeMmIepary-
pe. Uepes 20 MUH NPOAYKT peakUuy OTGUILTPOBBIBAIIH, IPOMBIBAIIN
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MeTaHonoM, moyuund 1,1 v Bemectsa ¢ 1. . 160-163 °C (pasn.).
JloOaBneHne BOJBI K MAaTOYHOMY PACTBOPY JaeT BTOPYIO HOPIIUIO
npoaykra 0,25 r, o6mwmii Beixon 1,35 r (48%). OOpaboTka TexHHYE-
cKoro mpoaykra 5%-M pacTBopoM kapOoHaTa Kaiws, C MOCIEAYIO-
el mepekpucTain3anyeil u3 cMecu aneToH-Boza aaet 1,2 r (43%)
moutd uucroro (310), 1. mr. 185-187 °C (pasn.). IloBropHas mepe-
KPHCTAJUTM3aLUs U3 CMECH alleTOH-BOJA MPHUBOIUT K aHATUTHYCCKU
guctomy (310), . 1. 181-182,5 °C (pasn.) [101].

3. [uxiu3anuio JUU3ONPONMIHICH OCH3WINICHANMAIOHATA
OCYIIECTBIISUTH TaKKe MO ACHCTBUEM TUAPOKCH/IA HATPHUS C HOIOM.

Memoouxa. K pacTBopy IUH30NPONWIHIACH OCH3WIMICHINMA-
nonara 0,5 r (1,26 mmons) B 1,25 Mt (2,5 MMoitb) pacTBopa rHIpo-
Kcuza Hatpus (2 MOJb/J) U 8 MJT BOJBI OBICTPO JTOOABIISUIA TIPH Tie-
pememuBanun 0,32 1 (1,26 MMoOIB) KpHCTaUTHYECKOro Hoja. Pac-
TBOP HECKOJIbKO MHHYT BCTPSXHBAIH U 3aTEM MTOMEIIATH B JICASTHYIO
0anto Ha 1 4. K cMecn n00aBnsuii ameroH, MPU 3TOM BBIICISIICS
KJIEMKUH 0CaJl0K, CMEILIAHHBIN C HENIPOpearnpoBaBLUIUM HooM. Bro-
past yacTh ocajka 00pa30BbIBATIACH B BOJTHO-AIIETOHOBOM (pHiIbTparTe.
OunbTpanua nana 0,23 r. IlepememnBanue npogoLKald OpU KOM-
HaTHOW TeMmIepaType U Oesblii 0CaJ oK MEIJICHHO 00pa30BHIBAJICS B
teuerue 45 muH. Ocaiok 0TQUILTPOBLIBAIN, HECKOJIBKO OCTABIINX-
Csl KPUCTAJIOB MOJa MEXaHWYECKH OTHCISIIN M OCTaTbHOE MPOMBI-
Banu Bojoit, monyuunu 0,47 r (79%) coenunenus (306) ¢ 1. 1. 226-
227 °C (pa3n.) [101].

Cl
OH /O
o)
o CH
Hy,C—A 0)<CH33

(0]
H;C 00 Juuzonponuwiuaen  3-(4-xaop-

dpenni)-1,1,2 2-uuxknonponanrerpakapéokcuaar (311).

Cm. o0mym metoamky 26. Cunre3 umkionpomnana (311)
OCYIIECTBIISUIH B ITHXJIOpMETaHe Mpu HarpeBanum jao 45 °C B Te-
yeHue S5 4. [Tocjae OYUCTKH MONYUYHIH KPUCTAIIMYSCKUI MPOAYKT
¢ BeixogoM 45% u 1. . 131-135 °C [149].
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OH /O

O O)<CH3
H;C—L

o O CH;
HyC 00 JInM30nponuInIeH 3-(4-
nuanogenn)-1,1,2 2-uuknonponanrerpakapooxcuiaar (312).
CMm. o0y meroauky 26. Cunre3 mukmonpomnana (312) ocy-
LIECTBIISUTH B TUXJIOpMETaHe mpu HarpeBanuu a0 45 °C B TeueHue 5
4. [Tociie OYMCTKU MONYYHIH KPUCTAUTHUSCKUAN MPOAYKT C BHIXOJIOM
36% u T. 1. 184-186 °C [149].
NO,

OH /O

0 Acn
3
H3C7QO O)<CH3
H3C O O

JOuusonponuiauaed 3-(4-uutpo-

denni)-1,1,2 2-uuxknonponanterpakapéokcuaar (313).
Cm. ob0mymw metoamky 26. Cunre3 uukionponana (313)
OCYILIECTBIISUIM B AUXJOPMETaHE NMpU HarpeBaHuu 1o 45 °C B Te-

yeHue 5 4. [lociie OYUCTKU MOJTYYWIH KPUCTAITHUICCKUI TPOIYKT
¢ BeixoaoMm 30% u 1. 1. 187-190 °C [149].

0]
H3C>< Q CH3
H,C' O O cH,
00 Juuzonponumugen  3-(4-(2-

$penmmTIN))-1,1,2,2-nnKkaonponanTerpakapookcuaar (314).
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Cm. ob6my meroamky 26. Cunre3 mwukionpomnana (314)
OCYIIECTBIISLIA B AUXJIOpMeTaHe MpHu HarpeBanuu 10 45 °C B Te-
yenue 3 4. [Tociie OYUCTKH MOTYUUIH KPUCTALTHUCCKUH TPOIYKT
¢ BeixogoM 74% u 1. . 182-184 °C [149].

H
€ Oy
N
o=
N

e 0 CN
5,7-TumeTnii-4,6,8-Tpuoxco-2-

(de-uma-5,7-1uazacnupo|2.5]oxkran-1,1-nukapéonurpun  (315).
UK (KBr), v, cM ' 2252, 1704, 1456, 1444, 1424, 1392, 1300, 752.
'H SIMP (IMCO-dg), 8, m.1.: 7,44-7,50 m; 7,32-7,40 u; 4,36 c; 3,28
¢; 3,12 c. ®°C AMP (IMCO-dg), 8, m.1.: 162,93; 160,50; 150,88;
129,20; 128,61; 128,21; 128,16; 112,37, 110,82; 43,88; 41,29; 29,02,
28,55; 23,50. Macc (70 aB), m/z (I, %): 308, 281, 251, 194, 166,
139.

1. CuHTe3 OCyIIECTBIISUIN KOHAEHCAne OCH3MINICHMAIOHO-
HUTpUJIa ¢ OapOUTYpPOBON KUCIOTOH W OpOMOM B MPUCYTCTBHUU OC-
HoBaHus (cxema 144).

CN

Cxema 144
O gy
JL R
—» O=<
M C,H;ONa/ CN
C H;OH
25 O CN

Oowan memoouxa 29

K 10 mn criuproBoro pactBopa OGen3mnuaeaMaionoruTpria (10
MMOJIb) U OapOuTypoBoii kucnotsl (10 Mmons) nobasnsum 0,82 T (12
MMOJIb) dTHiaTa HaTpus B 10 mu aTaHona B Tedenne 1 MuH. 3aTem
0,51 mi (10 mmois) Opoma 100aBisTH B TeueHne | MuH Oe3 BHeII-
Hero oxJaxeHus. CMech repeMelnuBalii Ipu KOMHATHOM TemIepa-
type 3 4. [Tocne aToro TBepAyI0 (hazy OTHUIBTPOBBIBAIN, TIPOMBIBA-
JIM TEIUIOHN BO/IOH M cymmiy B 9kcukatope Hax P,0s, momyunnu vuc-
TBHIA TPOJIYKT — MPOU3BOJHOE LIMKIONPOIIAHA.

s coenmuenns (315), Berxox 95%, T. . 259-260 °C [163].
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2. CuHTe3 OCYIECTBISUTN KOHJIEHCANMEH OCH3MITHICHMAIIOHO-
HUTpWJIA ¢ AHOPOMOapOUTYPOBOH KUCIOTON W MOAUIOM JIUTHS (CXe-
Mma 145).

CxeMa 145

CN Br
o %
KOMHaTHaH

TeMIeparypa H, C/ o CN

B pabote npoBoanIack ONTUMHU3ALMS IPUMEHIEMOM COMN U pac-
TBOPUTENSI M TMPOYMUX YCIOBHH, B METOJIUKE NPUBOAMM YCIOBHS,
JA0IIMe HAaHOOIBIINE BEIXOIBI.

Memoouka. K cmecu mudpom-N,N-numMeTnnoapOuTypoBoii KHUCIIo-
o1 157 mr (0,50 mmonb) 1 nomuaa autust 67 mr (0,50 mmons) B JIMDA
(1 mn) mobasmsimn 6er3umuaeHMaToHOHUTPIT 92 mr (0,60 MMoib) |
CMeCh NIepeMEeIIBaIN pU KOMHATHOU Temneparype 1 4. IIpoaykr skc-
TparupoBajy >PUPOM, SKCTPAKT MPOMBIBATN BOAOW M CYIIWIHA CYJIb-
¢darom HaTpus. 3aTeM pacTBOPHUTENb YAALSIH NPU TOHMKEHHOM
JaBJICHUN U OCTAaTOK XpomarorpadupoBain Ha cHiIMKarene (3o-
€HT CMeCh rekcaH-3Tuianerar 2:1, 3arem stunanerar). [lomyaunu
111 mr (72%) Genoro BemecTsa [58].

H,CO
HC Oy
N
o~
N CN
H,C o CN

2-(2-MeTtokcupenn)-5,7-numerni-
4,6,8-Tpuoxco-5,7-quazacnupo[2.5]oxran-1,1-nukapooHuTpUI
(316). MIK (KBr), v, cm ' 2252, 1704, 1684,1460, 1444, 1424, 1388,
768. 'H SIMP (JIMCO-dg), 8, m.x1.: 7,36-7,42 m; 6,96-7,08 m; 4,01 c;
3,73 ¢; 3,30 ¢; 3,14 c. °C SIMP (JIMCO-dg), 8, m.z1.: 163,12; 160,48;
156,80; 150,70; 130,26; 130,07, 120,28; 116,11; 112,41; 110,98,
110,86; 55,59; 41,01; 40,79; 29,07; 28,54; 23,63. Macc (70 3B), m/z
(Lo, %0): 338 (26) [M™], 307 (70), 273 (34), 243 (16), 224 (56), 181
(100).

Cm. oomyrw meroauky 29. Breixox 81%, 1. mi. 229-230 °C
[163].
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N
O
=<N CN Br
H,C o CN 2-(3-Bpomdennn)-5,7-qumerni-
4,6,8-Tpuoxco-5,7-quazacnupo|2.5]oxkran-1,1-1uKapooHUTPUI
(317). UK (KBr), v, cm: 2252, 1708, 1680, 1460, 1424, 1388,
1300, 752. *H SIMP (IMCO-dq), 8, m.a.: 7,77-7,79 m; 7,50-7,57
M; 7,35 1 (J 7,9 T'); 4,39 c; 3,28 ¢; 3,12 ¢. **C SIMP (AMCO-
des), 8, m.a.: 162,70; 160,58; 150,89; 132,05; 131,35; 131,09;
130,23; 128,28; 121,17, 112,12; 110,64; 42,44; 41,24; 29,01,
28,56; 23,60. Macc (70 3B), m/z (I, %): 388 (11) [M*], 386
(11) [M™], 361 (8), 359 (8), 331 (8), 329 (8), 307 (28), 274 (21),
272(20), 193 (100).
CM. o0myro meroauky 29. Brixon 87%, 1. mi. 217-219 °C
[163].

N
o=
N

Hyc—/ \y CN

CN

5,7-1usTna-4,6,8-rpuokco-2-
(enun-5,7-nuazacnupo|2.5]oxran-1,1-nruxapoonutpuia (318). UK
(KBr), v, em *: 2252, 1704, 1684, 1456, 1444, 1408, 1380,1316.
'H AMP (IMCO-dg), 8, m.x.: 7,36-7,46 m; 7,22-7,32 m; 4,29 c;
410 k8 (J 7,0 T); 3,95 nxe (J 7,1; 1,3 T); 1,33 1 (J 7,0 T'm);
1,18 T (J 7,0 T'wy). *C SIMP (JIMCO-dg), &, m.xx.: 162,49; 160,13;
149,91; 129,09; 128,67; 128,19; 128,07; 112,41; 110,86; 43,84,
41,41; 38,67; 37,55; 23,47; 12,63; 12,53. Macc (70 3B), m/z
(lom, %): 237 (6) [M™], 194 (96), 166 (100), 139 (58), 70 (78),
56 (62).

CMm. o6mym metoauky 29. Beixon 75%, 1. mi. 186-188 °C
[163].
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G Oy
N
0=
N
H,C  oH
mparnc-1,2-JIn(MeTOKCHKAPOOHIII)-
5,7-numeTHn-5,7-nuazacnmpo|2,5]okran-4,6,8-tpuon  (319). UK
(KBr), v, cm 11 2947, 1734, 1671 cm™. 'H SIMP (CDCl3), 8, m.x.:
3,34 (c, 6H, 2NCHj3), 3,50 c; 3,78 c. *C SIMP (CDCl3), 5, m.a.:
29,08; 36,42; 39,04; 52,97; 150,85; 164,62; 165,10. Macc (70
3B), M/Z (lor, %): 298 (25) [M*], 239 (100), 195 (36), 180 (32),
93 (21), 59 (51), 51 (54).
CMm. o0y metoauky 23. Jlns (mpanc-319) peareHTsi: Me-
TWIOBBIA 3dup aneruneHaukapooHoBodt kuciaorel u  N,N-
JUMETUI0apOUTypOBa KHUCIOTA, PACTBOPUTENb — CIHPT, BpeMs

peakunu 90 muH. bensrit ocanok, Beixon 90%, T. mr. 125-127 °C
[128].

CO,CH,

CO,CH,

CH; CN
I/\I = CN
N

CH;,
OH;C
2,2, 4-TpumeTni-7-okco-6-penn-

5,6-mua3zocnupo|2.4|rent-4-en-1,1-nukapoonurpu (320).

[Monyuanu B3ammoaelicTBreM OpPOMMATIOHOHUTPHUIIA C TIPOU3-
BOJHBIM IMUPA30JIMHOHA B IPUCYTCTBUHU THAPOKCHAA HATPHS.

Memoouxa. 1-Dennn-3-MeTHI-4-U30TPONHIUICH-2-TTUPA30JIHH-
5-0H (4,3 1) pactBopsitu B 250 MII TOpSIYETO 3TAHOIA, PACTBOP Cpa3y
OXJIXKJJIN A0 KOMHATHOM TeMmepaTypbl U 100aBisiin OpoMmano-
HoHUTpHI (2,90 1). Cpa3y mociie pacTBOpeHUs N0OaBISUIM NpU
nepeMerniMBanuu no kamisMm 8,4 mi pactBopa (2,39 Mosb/i)
rugpokcuna Hatpus. Bckope ctanm oOpa3oBBIBATHCS 0CaNOK, KO-
TOPBIA OTGUIBTPOBBIBANM yepe3 4 4, mpombiBain 50%-M sTaHo-
noM, Beixon 4,5 r. IlepekpucTainn3oBBIBaIN U3 3TaHONA, T. I
163 °C (pa3n.) [33].

217



H,C

H3C /I\I\
H,C 0
NC

CN O 2,2,7-TpumeTni-4-okco-5-okca-6-azacnupo
[2.4]renT-6-eH-1,1-mukapoonuTpui (321).

IMonyyanu axanoruyHo coeaunenuto (320), UCMOMB3ysS H30KCaA-
30JIMHOH.

Memoouxa. bpommanoHoHuTpu (4,35 T) 700aBISLIT K PacTBOPY
3-MeTHI-4-U30MpONINIeH-2-U30KCa30IuH-5-0Ha (4,17 1) B 150 M
starona. Cpasy Hawan oOpa3oBBIBAThCS Ocamok. Uepes 4 4 ero or-
¢mpTpoBBIBANIN U mpoMbIBanid 50%-M criupToM, Beixon 4,95 1, Gec-
LBETHBINA IPOAYKT, T. Tl 173 °C (pa3n.) [33].

CH; CN

N= CONH,
N

CH;
OH3C
1-llnano-2,2,4-TpumMeTHII-7-0K-

c0-6-ennii-5,6-nuazacnupo|2.4|rent-4-en-1-kapdokcamusn (322).

[Monyuanu ananoruuno coenuHenuoo (320), ucnonb3ys Opom-
LUaHALETaMUI.

Memoouxa. 1-Dennn-3-MeTHI-4-U30TPONHIUICH-2-TTUPA30IHH-
5-oH (4,3 1) u 6pomimananeramun (3,3 ) pactBopsiu B 250 mi sTa-
HoJyia. K xoyoiHOMy pacTBOpy J00aB/IsUIM HPU MepEMEIIMBaHUU Ka-
wisimu 8,4 M pactBopa (2,39 Mounb/n) Tuapokcuaa Hatpus. Ha cre-
IOYIOUIMKA JIEHb OCaJ0K OT(HIBTPOBBIBAIN, MPOMBIBATIH XOJOJHBIM
50%-m ataHonoM, Beixon 3,7 T, T. . 160 °C (pazi.) [33].

H3C H H CH3
~N

N7 o

N N

ol
4,10-Aumetna-2,8-nudenni-2,3,

8,9-rerpaazamucnupo[4.0.4.1]ynnexa-3,9-quen-1,7-nuon  (323).
UK, v, cm *: 1705. 'H SIMP, 8, m.x.: 2,39 ¢; 2,74 ¢; 7,12-7,53 M;
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7,86 1. *C SAMP, 8, m.x.: 18,0; 156,0; 47,2; 167,5; 24,5; 137,7;
118,9; 128,8; 125,4.

B nuteparype onmcan mpanc-uzomep (323).

CI/IHTCS OCyI_LIeCTBJ'IHJ'II/I, I/ICHOJ'IB3y$I peaKumo anasoMeTaHa C akK-

TUBMPOBAHHBIM JIByMsl [HPa30JIMHOHOBBIMHM [UKJIAMH AJIKEHOM
(cxema 146).

Cxema 146
CcH
o s CeH
6415
CH N (0] /
3 \ CHjy N
AN smp, 20°C N
N 74 TCHN, L N T’ N& Y
\ -N2 \
N CHj, N
(o} / CHY s
CeHs CeHs

Memoouxa. K pactBopy nmpasosona roayooro 3,4 r (0,01 mois)
B 50 M1 3¢hupa nmpu KOMHATHOM TeMIlepaType MOPLUUSIMH T00aBISIH
100 mm pactBopa nua3zomeraHa B d¢upe. Breimenupmuiicss ocanok,
OT(UIBTPOBBIBANIN U TMEPEKPUCTAIIM30BBIBATIM M3 CHHUpTa. BeIxon

1,7t (47%), 7. wr. 171-172 °C [164].

4,10,11,11-TerpameTni-2-peHni-8-ok-
ca-2,3,9-tpuasagucnupo[4.0.4.1]ynaexa-3,9-nuen-1,7-quon (324).

[Monyuanu KoHIeHcarue OpPOMIIPOU3BOIHOTO METHUICHAK-
THUBHOTO COEJMHEHUsS C aKTUBHPOBAHHEIM alIK CHOM.

Memoouka. 1-Oenun-3-mernn-4-6poM-2-nmpazoiuH-5-o1 (5,07 1)
pacTBOPSIIA B CITUPTOBOM pacTBope ruapokcuaa Hatpus (10 M crup-
Ta, 8,27 MJ BOAHOTO THUJPOKCHIA) U CPa3y BBUIMBAIU B PACTBOP
3-MeTun-4-uzonponminieH-2-u3oca3onuu-5-ona (2,78 r) B
ciupre (75 wmun). O6pasyoimuiics 0caaok OT(HILTPOBBIBAIH,
MIPOMBIBAIK BOJNOW W dTaHOIOM BbIXOM 5,90 1, T. . 160 °C
(pazm.) [33].
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9. [lukIONPONAaHbI, KOHAEHCHPOBAHHBIE C TETEPOIMKIOM,
B COCTAB KOTOPOro BXOAAT 3J1eKTPOHOAKIENTOPHbIE TPYNIIbI

Coenunenus ¢ obmeit Gpopmynoit

NC o
R!
N-R?
R2
NC 12 3
O , e R*,R° u R® — yrineBogopoaHbie paanka-

JIbI, U3BECTHBI O] Ha3BaHWeM MMHUbI ['yapecun (Guareschi). Dtu
BelecTBa m3ydanuch B KoHIe XIX —madane XX Beka, MO3TOMY
CIEKTPAJIBHBIX JIAHHBIX HA HUX, KaK MpaBuio, HeT. OCHOBHOW METOT
CHUHTE3a ITHX COEIWHEHWH, pa3paboTaHHbIA ['yapecun, oCHOBaH Ha
nocJeioBaTenbHOCTH (cxema 147).
Cxema 147
NC 0

RI
3 Br,
0:< + + R°>—NH, —> N—R3} —>

RZ

Br o

NC 0]
R! R!
— N—R3 —> %N—R3
R R
NC Br O NC 0

B3aunmoneiictBueM KapOOHMIIBHOTO COEAMHEHHS C LIUAHYKCYC-
HBIM d3(QuUpoM © TEepBUYHBIM aMuHOM cuHTe3upyor N-4,4-
3aMelIeHHbIN  3,5-muiuanonunepuani-2,6-11o0H. 3aTeM Ha Hero
JEeUCTBYIOT OPOMOM, IOCIIE YEro MPOUCXOJUT CIIOHTaHHAS WM WHU-
nUUpyemMas peakius 00pa3oBaHus TPEXWICHHOTO [TUKIIA.

Ne 9
NH
H

2,4-JTnokco-6-penun-3-azadnuukiao[3.1.0]
rekcaH-1,5-mukapoonntpua (325). UK, v, cm 3200, 3090, 2265,
1800, 1735.
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Merto/ momyYeHHss OCHOBaH Ha COJNBBOIMTHYECKUX IPEBpAIIe-
HUSX B TETPAMaHOMMKIONPOIAHOBOM IPOM3BOAHOM. JleiicTBrueM
aMMHaKa B CIUPTE BHAYaje CHHTE3UPYIOT IUKIOMPONaHANKAPOOK-
CaMH/Jl, KOTOPBIA B JalbHEHIIEM MPEBPALIAOT B MMH] JCHCTBHEM
YKCYCHOU KHCIOTHI (cxema 148).

Cxema 148
NC NH, NC NC
CN  crmpr CONH,
p CH;CO,H NH
H CN H CONH, H
NC NC NC Y

Memoouxa. PactBop 3-penmn-1,1,2,2-TeTpaniuaHOUKIONPO-
nana B 43 MJI HaCBHIIIEHHOT'O CIIUPTOBOI'O PacTBOpa aMMHUaKa OCTaB-
JISIOT Ha 3 JHSI, BRIICIUBIIAICS 0CaA0K OTHUIBTPOBLIBAIOT, IIPOMBI-
BaroT cuproMm. [lomyuarot 3-¢penwn-1,2-gunmranonukionpomnan-1,2-
nukapOokcamu, Beixona 2 1 (57,2 %), OecliBETHBIC IPU3MBI, T. TUL. >
350 °C (pasmn.).

[omyuennsiit quamun (1,1 T) pacTBOpsUIM B JIeASTHONH yYKCYCHOM
KUCIIOTe (MUHUMAJIBHOE KOJIMYECTBO), KHISITUIN C YIJIEM B TCUCHUE
HECKOJIbKUX MHHYT M (puiabTpoBasv. BrlaenuBmmiicss mocie oxiax-
JIEHHUsI OCaJIOK OT(IILTPOBBIBAIIN, MPOMBIBAIH CIUPTOM. BrIxon
0,45 r (44%), GecuBeTHbIE IPU3MBIL, T. 1. > 360 °C (pasin.) [165].

NC
H;C
NH
H;C
NC 0 6,6-IumeTni-2,4- -3-a3a0
, ,/4-nnokco-3-azadunuxJo|[3.1.0]
rekcat-1,5-quxapoonurpui (326).

[Momyuanu meromom ['yapecuun. llukimzanuio MpOBOAWIM IO
neiictBuem 6poma (cxema 147).

Memoouka. K 0,1 MOJIb TOHKO U3MEIBYEHHOIO IULIMAHOUMMIA,
CyCcTeHAupOBaHHOTO B 160 MJT BOMBI, MMOCTENEHHO A00ABISIN 32 T
OpoMa ¢ CHIBHBIM BCTpsixuBaHHEeM. CyCIEH3HIO AUOPOMIIPOHU3BOJ-
Horo obOpabarbiBanu 160 mu 80%-i MypaBbUHOW KHCIIOTHI I CMECH
MEJIJICHHO HarpeBaJv JI0 KUIIEHHsI C TIOCTOSTHHBIM TIepeMelTMBaHUEM
JUTS TIPEIOTBPAIICHUS BCTICHUBAHUA. B KOHIE KUIISITUIN HECKOJIBKO
MuHyT. [locnme oxijakjaeHus 0cazoK OT(WIBTPOBBIBAIH, IOYYUIH
TakKe HeOOINBIIOe KOJMMYECTBO BEIIECTBA M3 MAaTOYHOTO BOIHOTO
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pactBopa, T. L. 242 °C [108]. Panee nuknonpomnan (326) cuuresn-
posan I'yapecuu [166] u Pambeprom (Ramberg) [30].
@)

H,C
H

NH

;KL
Z
@

NC
O 6-Itua-6-merua-2,4-1uokco-3-a3adu-

unkia0[3.1.0]rekcan-1,5-nuxapoonutpui (327).

ITonywyanu meronom I'yapecuu. be3 skcnepumeHTa onucaH B pa-
oote [167], T. . 225-227 °C (3Tanon). DTO COCAMHEHUE UCCIEIO-
BaJIOCh Takxke B pabotax [108, 168-171].

0]

NC
H,C
NH
H,C
NC

) 6,6- AU THI-2,4-THOKCO-3-232a0HITHKIIO
[3.1.0]rekcan-1,5-nukapoonurpu (328).
[onywyanu meronom I'yapecun. Beixon 60%, 1. min. 202-204 °C
[172]. Coenunenue onucano B padote [173].

H,C NC

NH
H5C
NC
O 6-Tekcmi-6-mermi-2,4-nu-

okco-3-azaounukiio[3.1.0|rekcan-1,5-muxapoonntpui (329).
[Nomyuanu meronom I'yapecun, T. it. 154-155 °C [171]. Onucan
B pabore [172].

Ne P

NH

H;C
NC
O  6-Bemsua-6-mermi-2,4-quoxco-3-aza-

onnukia0[3.1.0]rexcan-1,5-mukap6onurpua (330). Bexox 100%,
T. 1. 261-261 °C [172].
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Ne P

NH

NC
O 2,4-Tnokco-3-azacnupo[6unuko[3.1.0]rex-

can-6,1"-uukiaonenran]|-1,5-ruxapoonntpuia (331). Beixox 100%,
T. 1. 195-196 °C [172], 1. 1. 202-203 °C [167].
@)

NC
NH

NC
O 2.4-Tnokco-3-azacnupo[6umukio[3.1.0]

rekcat-6,1"-nukiorexkcan]-1,5-rukapoonutpuia (332).

[onyvanu MmomuduurpoBaHHbEIM MeToaOM [ yapecuu.

Memoouxa. K 0,1 MOJIb TOHKO U3MEIBLUYEHHOIO TUIIMAHOUMMIA,
CyCIeHANPOBaHHOTO B 160 MJI BOJIBI, TIOCTETIEHHO JOOABHIIN C CHITh-
HbIM BeTpsixuBaHueM 32 r O6poma. CycneH3uio AuOpOMIIPOU3BOIHO-
ro obpabateBanu 160 mn 80%-if MypaBbMHON KHCIOTHI U CMECH
MEJUIEHHO HarpeBaj¥l 10 KUIEHHS IPH IOCTOSHHOM ITepeMEeIInBa-
HUU JIJIs TPEJOTBpAIlCHUs] BCIICHWBAHUS, B KOHIIC KHUIIATHIIA He-
CKOJIbKO MUHYT. [locie oxyaxaeHusi 0cagok OT(hUIBTPOBBIBAIN, U3
MaTOYHOTO BOJHOTO PacCTBOPA BBIAEISUIH HEOONBIIOE AOMOTHUTEIh-
HOoe KoinuyecTBO BemiectBa. [lomyuywnu BemectBo ¢ T. mi. 233°C
[108]. Ommcan Takke B pabore [92]. Bnepsoie cuHTe3npoBan I'ya-
pecun, 1. 1. 238-240 °C [174].

N
N-CH,

2,4-Inokco-3-MeTHI-3-
a3acnupo[OUIUKIO0 [3.1.0]rexcan-6,1"-mukaonentan]-1,5-
auxapoonuTpui (333). Iomyuanu metwinpoBanueMm (331) muaso-
METaHOM B cpejie MeTaHoJ-3dup, T. rwi. 247-248 °C [91].
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NC P
NC
o 2,4-Tuokco-3-meTii-3-azacnupo|om-

ukJ0[3.1.0]rekcan-6,1"-nukiorexkcan]-1,5-ruxapooHnTpua
(334). TTonyuen metomom I'yapecun, 1. . 222 °C. Onwucan B pabote
[175].

CH

3N 9
NC
O 2'-MeTI-2,4-110KC0-3-a3acUPO [ OMITHK-

a0[3.1.0]rekcan-6,1"-muknorekcan]-1,5-nukapéonurpun  (335).
[ony4yen merogom ['yapecuwu, onmcan B pabote [175], 1. mi. 235-
236 °C.

HC  ne O
O
NC

O 3'-meTHa-2,4-n1M0KCO-3-a3acnupo|ou-
unkJ0[3.1.0]rekcan-6,1"-nukiaorexkcan]-1,5-rukapooHnTpua
(336). Cunresuporan I'yapecun, T. tur. 241-242 °C [176].

HC ne O
HﬁMNH
NC

O 3'4-gumerni-2,4-xmokco-3-a3acnu-
po[oumukio[3.1.0]rexcan-6,1'-muknorexcan]-1,5-1mukapoonur-
pua (337). Toxyuanu meromom I'yapecun, T. mr. 185 °C [102].
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N &

NH

NC
O 2,4-Tnoxco-3-mermi-3-azacnupo[6uunK-

a0[3.1.0]rekcan-6,1"-uukaorentan]-1,5-1ukap6onurpma (338).

[Tonyuyen metonom I'yapecuu.

Memoouxa. CycneHsuro ®-UMUIA o,o'-aunuano-1,1-
LIUKJIOTeNTaHANYKCYCHON KucioThl 7,3 T B 50 M1 Boabl oOpabaThiBa-
mu opuussmMu Opoma (4 mm). [omyuamn nuépommnpounssonuoe (11 T,
T. 1. 162 °C (CgHg)). B Teuenne 1 4 npu KOMHATHOI TemIiepaType
cycnensuto auopomiponssoauoro (10 ) B Boge (40 mi) o6padartsi-
Bamn 80%-i1 mypaBpuHON KucIOTOMN (40 MIT), MEIJICHHO HarpeBaju
no kuneHud u kumatwid 10 muH. Iomywwmnu 5,6 © coeguHeHUs
(338), T. 1. 210 °C [177].

NC P
H,C
N_CH3
H,C
NC
O 3,6,6-Tpumerna-2,4-nuokco-3-a3adu-

unkio[3.1.0]rekcan-1,5-1ukapéountpua  (339). 'H  SIMP
(CDsCN), 1, m.11.: 8,50 ¢; 8,57 ¢ [90].

CuHTe3 OCYIIECTBISUIA U3 TETPAIlMaHOIUKIIONPONaHa, T. TI. 242
°C [90] u meTomom I'yapecuw, T. 1. 241,5 °C (3ranoun) [168].

NG / CH
H;C 3
N—
H,C
NC
O 3-21na-6,6-mumMernii-2,4-nuoKkco-3-a3a-

onuukiio[3.1.0]rexcan-1,5-ruxapdonurpua (340).
Cunres ocymecTsisiin MeroaoM ['yapecun, 1. . 211 °C (3ra-
Hox) [168].
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Ne 9

H;C

H,C
NC

N—CH3

) 6-91Hi-3,6-1uMeTHII-2,4-1H0KCO-3-
azaounukiio[3.1.0]rekcan-1,5-ruxkapoountpua (341).

Cunte3 ocymecTBisuin MeroaoMm ['yapecun, 1. . 161-162 °C
(aranon) [168].

NG / CH
3
H5C N—
H;C
NC
O 3,6- Ay TIa-6-MeTHa-2,4-nuokco-3-

azaounukiio[3.1.0]rekcan-1,5-ruxapoonntpua (342).
Cunres ocymecTBIsUIM MeToaoM ['yapecun, T. . 155,5 °C (yk-
cycHas kuciota)[ 168].

0
H,C NC
NH
H,C

NC
O 6-Mernu-2,4-nnokco-6-nponui-3-azaéu-

unka0[3.1.0]rekcan-1,5-nukapoonurpui (343).
CuHte3 ocymecTBisiin MeronoM ['yapecun, 1. . 183-184 °C

[168] nu momudunupoBaHHbiM MetonoMm ['yapecum, T. mi. 183 °C
[178].

N

H;C
NH
H5C
NC
O 6-Byrnia-6-merni-2,4-1nokco-3-

azaéunukiio[3.1.0]rexcan-1,5-nuxkapoonurpui (344).
[Tomyuen metonom I'yapecun, 1. ut. 188-189 °C [168].
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NC o
H,C
H,C NH
NC
O 6-IIponuJ-6-3THi-2,4-1uoKco-3-a3a-

ommuki0[3.1.0]rekcan-1,5-guxkap6onutpui (345).
IMony4en meromom ['yapecuw, T. tur. 186-186,5 °C [168].

Ne P
H,C
i NH

H;C NEo 6-N3onponui-6-mermi-2,4-1uoxco-3-a3a-
omiukiio[3.1.0]rekcan-1,5-nuxkapoonutpui (346).
Cunres ocymecTBisLid MeTosioM ['yapecuu, T. . 240 °C [178].
NC R
H;C
NH

NC
O 6-Bemsmia-6-3Tmi-2,4-1moKkco-3-a3a-

ounmkiio[3.1.0]rexcan-1,5-nukapoonurpuia (347).
CuHres ocymecTBism MetonoM I'yapecun [179].

O

H;C
NH

NC
O] 6-(2-DeHnadITHI)-6-MeTHI-2,4-THOK-

co-3-azaounmkiio[3.1.0]rekcan-1,5-1ukapoonntpuia (348).
CuHte3 ocymecTBisin MetonoM ['yapecun, 1. . 203-205 °C
[168].
NC P

NH
H,C
NC
O 6-Merna-2,4-1nokco-6-penni-3-azadu-
nuka0[3.1.0]rekcan-1,5-mukapoonurpua (349). MK (Nujol), v,
em b 1740, 1799, 2250, 2265.
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CuHTe3 OCYIIECTBISUIN THUKIH3anuend 3,5-mubpom-4-meTuin-4-
dennn-3,5-quianonunepuant-2,6-11Mo1Ha moa aeicTesueM Gochu-
TOB, BbIX0J 20%, T. 1. 250 °C [180]. AHanoru4yHsldi METO HOTyYe-
HUS IpUBOAUTCSA B pabore [181].

NC
N-— CH3
H;C
NC
0 3,6-Aumerni-2,4-1uokco-6-genna-3-

a3aéunuki0[3.1.0]rexcan-1,5-1ukapsonntpua (350). UK, v, cm
1792, 1718, 2250. 'H SIMP (aueron-dg), 5, m.a.: 1.98 ¢; 2.39 ¢ [182,
183].
Cxema 149
R! R?

R! R?

NC CN NC CN
Br Br P(OR)§ Br
(0] ITI O O O

R

Coe 1
+ _
RO),P BT ¢

CunTe3s ocyecTBisuM B3aumozeiicteiuem N-metui-3,5-mudpom-
4-metnn-4-hennn-3,5-muuaHonunepuana-2,6-mmoHa ¢ TpUapHIl-
dboc-dburamu (cxema 149), Beixoa He ykasas, T. 1. 218 °C [182].

i O
N
H
H
3C0,C O Metna 3-0en3uni-5-uuano-2,4-

THOKCO-6-peHnn-3-azadnunkiio[3.1.0]rekcan-1-kapéokcuaar
(351). UK (Nujol), v, cm*: 1705, 1720, 1780, 2240. 'H SIMP
(CDCly), 6, m.a.: 3,25 ¢; 3,67 c; 4,58 c; 7,25-7,34 m.

MeTto/ nodydYeHHs OCHOBaH Ha PEaKIUU apUiIHICHIPOU3BOIHO-
ro IMaHaleTaMuaa C LUHKOPTaHMYSCKUM COCIUHEHUEM, IOoJydae-
MBbIM N SitU U3 AMOpOMMaTOHOBOTO 3(hUpa U IUHKA. Peakius BKITO-
YaeT MPUCOCAUHEHNE M0 MHUXadIo U MOCIIe0BATEIbHBIE ITUKIH3a-
WY, TPUBOASIINE K GOPMUPOBAHUIO TPEXWICHHOTO U MUPPOIHHOTO
k0B (cxema 150).
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Cxema 150

Ar CN
Br_ ,COR o Br_  COR 1
>< n’ CONHR
Br COzR /Zn COzR
Br
Oowasn memoouxa 30

K 2 r u3amenp4eHHOTro B MEJIKYIO CTPYKKY LIMHKA B 7 MJI 3dupa 1
10 M terparuapodypana npubasmsu 0,024 MONb ITHANKIIOBOTO
adupa TUOPOMMATIOHOBOH KHCIOTEL. CMeECh HarpeBaM JO Hadaia
B3aMMOJICHCTBUS, MOCJE YEro Peaklus [UIa CaMONpon3BoibHO. [1o-
CJIE OKOHYAaHHUA PEaKUUU CMECh KUMOSATWUIM 5 MHUH, OXJaXAalH, Jie-
KaHTHpOBaJM C [HWHKa B KonOy, coxepxamyro 0,01 moms N-
3aMeIIeHHOT0 aMua 3-apuii-2-1[HaHONPONICHOBOW KUCIOTH U 1,5 M
I'MOTA, n xunsatunu 30-40 mua. CMech OXJTaKIaIH, THIPOIU30Ba-
i 5%-1 YKCyCHOM KHCIIOTOH, IPOAYKT SKCTParupoBagu OCH30JI0M,
OTTOHSJIM PAaCTBOPUTENh U OCTATOK ITEPEKPHUCTAITN3OBBIBAIH U3 Me-
TaHOJA.

Jnst coenuuenust (351) Boixoq 66%, T. . 163-164 °C [184].

wxe
N
H
C,H:0,C
22 O THa 3-0en3mia-5-uuano-2,4-

AHOKCO-6-peHnn-3-azaduuukiio[3.1.0]rekcan-1-kapookcuaar
(352). UK (Nujol), v, em': 1705, 1725, 1785, 2245. 'H SIMP
(CDCly), 6, m.o.: 1,06 1; 3,27 ¢; 4,11 xB; 4,58 ¢; 7,20-7,40 m.

Cm. oomyrw meroauky 30. Beixoxg 61%, 1. . 144-145 °C
[184].

Cl
N
H
CHs0,C o Itun 3-6en3ui-6-(4-xaopdennn)-

5-mmano-2,4-nuokco-3-azadunuxiio|3.1.0|rekcan-1-kapookcuiaar
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(353). MK (Nujol), v, em™: 1705, 1720, 1790, 2245. 'H SIMP
(CDCly), 6, m.a.: 1,09 1; 3,23 ¢; 4,09 k8; 4,56 c; 7,10-7,30 m.

Cwm. obomyro meroauky 30. Beixon 67%, T. mn. 142-143 °C
[184].

Br

NG P p
N
H
H;COC Merua  3-6ensui-6-(4-6pomde-

HHI)-5-11naHo-2,4-1uokco-3-a3adounukiao|3.1.0]rekcan-1-kapook-
cnaar (354). UK (Nujol), v, em™: 1705, 1720, 1785, 2240. *H SIMP
(CDCly), 6, m.x.: 3,16 ¢; 3,63 c; 4,50 c; 7,00-7,42 m.

Cm. odomyro meroauky 30. Beixom 63%, 1. . 149-150 °C
[184].

Br

N
H
CHsOC o It 3-6en3ui-6-(4-opomdenn)-

S5-mano-2,4-1uokco-3-azadunuriio|3.1.0lrekcan-1-kapookcuaar
(355). MK (Nujol), v, em™*: 1705, 1720, 1780, 2240. 'H SIMP
(CDCly), 6, m.a.: 1,07 1; 3,14 ¢; 4,08 8B; 4,53 ¢; 7,01-7,42 m.

Cm. oomyrw meroauky 30. Beixoxg 69%, 1. . 143-144 °C
[184].

[Tomyuenue coenunenus (355) panee omyOnukoBaHO B paboTe
(Meron cuaTe3a TOT Ke) [185].

NC
v,
H
H;CO,C O
Metna S5-umano-2,4-nuoxco-3,6-
andenna-3-azadumukiao[3.1.0]rekcan-1-kapéokcnaar (356). K

(Nujol), v, em™: 1705, 1725, 1800, 2240. 'H SIMP (CDCls), 8, m.x.:
3,64 c; 3,74 ¢; 7,10-7,50 m.
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Cwm. o6myro meroauky 30. [Tomydany aHATOTHYHO, BBIICISIIH
uHaue. [IpoIyKT peakiuuy KPUCTAUIU3YeTCsl U3 PEaKIIMOHHON CMECH
NPy €€ OXJIAKACHHU /0 KOMHATHOW TEeMIepaTrypbl. 3aTeM ero ot-
(GUIBTPOBBIBAIIM M NIEPEKPHCTAIUIN30BBIBATIN U3 3TUJIAIIETATA, BHIXO/
67%, 1. 1. 234-235 °C. [184].

Ne P
)
H
C,H0,C
s ) Otua  5-umano-2,4-nuokco-3,6-

augennn-3-azadunukiao[3.1.0]rekcan-1-kapéokcuaar (357). UK
(Nujol), v, em™: 1700, 1725, 1795, 2240. *H SIMP (CDCls), 8, m.x.:
1,091 (J7,5Tn); 3,63 c; 4,14 x8 (J 7,5 'n); 7,10-7,50 m.

1. Cwm. oomyro meroauky 30. [loxydanu aHajgoru4yHo, BbIIeE-
jasanu uHade. [IpoayKT peakuuy KpUCTALIM3YETCs U3 PEAKLUOHHON
CMECH IIpU €€ OXJIAXKACHUH 10 KOMHATHOM TeMIepaTypbl. 3aTeM ero
OT(bI/IJ'II)TpOBI)IBaJ'II/I " NEPCKPUCTAJITIM30BbIBAJIM U3 3THUJIAlICTaTa, BbI-
xoJ 64%, 1. . 181-182 °C. [184].

2. llomydanm  B3auMOJEHCTBHEM  apIIIMACHIIPOU3BOIHOTO
UaHALETaMUla C LMHKOPIaHUYECKUM COEAMHEHHEM, CHHTE3HpPO-
BaHHBIM IN Situ 13 1HKa 1 OpoMMasioHoBOTO 3¢dupa (cxema 151).

Cxema 151
Br_ ,CO,C,H;
BrZ H
Br( CO:GHs _  Bizn  CO,CH; H COCH, COLCoHs
n 22 5, >
- H_ CO,C,Hs;
H CO,C,H; 1 Co,0,H; - Br”  CO,C,H;
H " CO,C,H;
(0]
H  CONHCgH; NC
CeHs CN
CeHs N—C¢Hs
C,H;0,C

Memoouxa. MenKyio CTpyXKy IIMHKa (2 T') IOMeLIaal B CMeCh 5
i 3¢upa u 7 M TI'® u k velt nodasmsm 0,03 Mose GpoMManoHo-
Boro s¢upa. CMech HarpeBanu 10 Hadaja B3aMMOJCHUCTBHS, ITOCIE
Yero peakuus Huia caMoIpou3BojibHO. [locie okoHUaHHS peakUuu
CMECh KUISTHIN 5 MHH, OXJIKAAJH, JeKaHTUPOBAJIN C IUHKA B KOJI-
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0y, comepxkamyro 0,01 monp N,3-nudeHun-2-nmaHoakpuiaMuaa H
1,5 M1 TMOTA, u xursstau 30-40 mua. CMECh OXTTaXTald, THIPO-
30BN 5%-M pacCTBOPOM YKCYCHOM KHUCJIOTHI, IPOAYKT 3KCTparu-
poBasi 3pUPOM, OTTOHSUIM PACTBOPUTEIL H OCTATOK MEPEKPUCTAII-
TU30BBIBANN M3 Metanona. [lomyummn 2,4 T (60%) Oenoro BemecTBa
c .. 190-191 °C[186].

NC

O
H
(0]

H;CO,C
Metua 5-uunano-2,4-

AnoKCco-6-pennn-3-(4-Toann)-3-azadunuriio[3.1.0]rexcan-1-
kap6oxenaar (358). UK (Nujol), v, em™: 1705, 1725, 1800, 2240.
'H SIMP (CDCls), 8, m.i1.: 2,31 ¢; 3,66 ¢; 4,31 ¢; 7,05-7,30 M.

Cwm. odmyro meroauky 30. [onyyanu aHaJOTUYHO, BBIACISIIN
uHaue. [IpoayKT peakiiuy KPUCTAUIN3YETCS M3 PEAKIIMOHHON CMEeCH
MpU €€ OXJIAKICHUU IO KOMHATHOW TEMIIEPaTyphl. 3aTeM ero oT-
(WIBTPOBBIBAIN U TIEPEKPUCTATITU30BBIBAII U3 STUJIAIETATA, BBIXO]
71%, . . 224-225 °C [184].

NC

O
H
(0]

C,H50,C
Tna 5-uunano-2,4-

AnoKco-6-pennn-3-(4-roann)-3-azadunukiio[3.1.0]rexcan-1-kap-
doxcmnar (359). MK (Nujol), v, em ™ 1700, 1725, 1795, 2240. 'H
SIMP (CDCly), 6, m.a.: 1,03 1; 2,30 ¢; 3,63 ¢; 4,13 xB; 7,05-7,35 M.

Cwm. odomyro meroauky 30. IMonyyany aHaJOTHYHO, BBIACISIN
uHaue. [IpoxyKT peakuun KpUCTaJUIU3YeTCs U3 PEaKIMOHHONW CMECH
IpU ee OXJIAKICHUU 10 KOMHATHOW TeMIIepaTypbl. 3aTeM ero OT-
q)HJ'ILTpOBBIBaHI/I " NEPEKPUCTAININ30BBIBAIN U3 3THUJIALICTaTa, BBIXO
68%, 1. 1. 199-201 °C [184].
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Br

NC D
=)
H
H;CO,C
32 o Merun  6-(4-6pomdpennn)-5-

IHAHO-3-MHKJIOreKCHI-2,4-nuokco-3-a3adunukiio[3.1.0]rekcan-
1-kap6oxcmnat (360). MK (Nujol), v, em ' 1705, 1725, 1780, 2245.
'H SIMP (IMCO-dg), 8, m.x.: 1,05-2,20 m; 3,63 c; 3,65 um; 4,14 c;
7,15 1; 7,54 0.

1. Cwm. oomyro meroauky 30. [lomyuann anamoruvHo, BbIze-
sy uHade. [IpoayKT peakuuy KpUCTAUIM3YETCs U3 PEAKLUOHHON
CMECH TIpH €€ OXJaKACHUH 10 KOMHATHON TeMIlepaTyphl. 3aTeM ero
OT(UIBTPOBBIBAIN U NEPEKPUCTAIUIN3OBBIBAIN U3 ATUIIALIETATA, BbI-
xox 73%, 1. m. 250-252 °C [184].

2. Tlomyvanu ananmoruyno coenuHenuro (357) (cxema 151).

Memoouxa. Menkylo CTpyXKy IIHHKA (2 T) MOMEIIAIA B CMECh 5
M 3pupa u 7 mi TT'®, u k ve#t nodasmsm 0,03 MoIp METHIIOPOM-
MaJIoOHOBOTO 3dupa. CMech HarpeBajiu /10 Havaixa B3auMOJCHCTBUS,
Mocje 4ero peaxius Ijia caMmonpousBonbHo. Ilocie okoHuyanus pe-
aKIUHM CMECh KUITATHIIN 5 MHUH, OXJIAXAJIM, IEKaHTUPOBAIIN C [IUHKA
B komby, comepxamyo 0,01 wmomp  N-muksiorekcumn-3-(4-
Opomdenmn)-2-nnano-akpwiamuaa u 1,5 mn TM®TA, u xunsatuim
30-40 muH. CMmech OXJaXAai, THAPOIH30BAIN 5%-M pPacTBOPOM
YKCYCHOH KHCJIOTBI, MPOAYKT 3KCTPArupoBalid d(PUPOM, OTTOHSIH
pacTBOpUTENh W OCTATOK IMEPEKPUCTAILTM3OBHIBAIA U3 METAHOIA.

Homyunmm 2,7 t (63%) 6emoro BemecTBa ¢ T. 1. 250-251 °C [186].
Br

C,H50,C
S 0 IV 6-(4-6pomdennn)-5-

MM AHO-3-MUKJIOTeKCHI-2,4-mnoKkco-3-a3aduukJio[3.1.0]rekcan-
1-kap6ok-cuiar (361). UK (Nujol), v, ecm: 1705, 1720, 1780,
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2240. 'H SIMP (CDCly), 8, m.x.: 1,08 T; 1,10-2,19 u; 3,15 ¢; 3,79 M;
410 «s; 7,11 1; 7,32 1.

Cwm. odmyro meroauky 30. [lonmyyanu aHamOTUYHO, BBIACISIIN
uHave. [IponyKT peakuuu KpUCTAIUIN3YeTCsS U3 PEaKIMOHHON CMECH
MpU e¢ OXJIAKICHUU JI0 KOMHATHOW TEMIIEpaTyphl. 3aTeM ero oT-
(WIBTPOBBIBAIN U TIEPEKPUCTAIITU30BBIBAIN U3 ATUIIAIETATA, BHIXO]T
78%, T. . 221-222 °C [184]. Ilony4yenue coequnenus (361) panee
oIryOITMKOBaHO B pabote (MeToxa cuHTe3a ToT xke)[ 185].

NC P
H
C,H;0,C
ze2 O Ot 6-6enzui-3-(4-

xaopdeHun)-5-nuano-2,4-muokco-3-azadunukiao|3.1.0]rexcan-1-
kap6oxenaar (362). UK (Nujol), v, em*: 1670, 1720, 1780, 2250.
'H sIMP (CDCls), &, m.a.: 1,11 1 (J 7,5 I'n); 3,20 ¢; 4,13 k8 (J 7,5
I'm); 4,58 c; 7,15-7,40 m.

[Monyuanu aHamornano coequnennto (357) (cxema 151).

Memoouxa. MeJKyro CTPYKKY ITUHKA (2 T') TOMEIall B CMeCh
5 M aupa u 7 mut TT'®, u k Hewt gqodasmsu 0,03 moab OpoMMma-
noHoBOTO 3¢upa. CMech HarpeBaiu J0 Hadalla B3aMMOJCHCTBUS,
TOCJIe Yero peakIfus Ijia caMonmpon3BoibHO. [locie okoHuanms pe-
AKIIMU CMECh KUIISTHIN 5 MUH, OXJIXKIaJIH, ICKAHTUPOBAJIM C IMHKA
B K00y, coaepxantyto 0,01 Monb 3-0eH3MI-2-1HaHO-aKpHIIaMU/Ia |
1,5 mn IM®TA, u kunatunm 30-40 muH. CMeCh OXJTaX AN, TUAPO-
Ju30BaNId 5%-M pacTBOPOM YKCYCHOM KHCJIOTBI, IPOAYKT 3KCTparu-
poBasii 3UPOM, OTTOHSUIM PACTBOPHUTEIL M OCTATOK MEPEKPUCTAII-
TU30BBIBANN W3 MetaHona. [lomyummm 2,4 T (56%) Oenoro BemiecTBa
c .. 140-141 °C [186].

NC
H
C,H5;0,C
S 0 ITHa 6-penna-3-(4-

TpupTOpMeTHIIdeHIT)-5-1Inano0-2,4-1uoKco-3-a3a0unnk10[3.1.0]
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rexkcan-1-kapéokcuaar (363). 'H AMP (CDCly), §, m.a.: 7,75 1 (J
8,7 I'm); 7,40-7,49 m; 4,19-4,23 m; 3,73 ¢; 1,11 (J 7,1 T'm).

Memoouxa. Cmech numetnn 2-(2-umano-3-okco-1-penunn-3-(4-
(Tpudropmerin)henunamuno)npornmn)manonara (0,2 mmons) ¢ 88
mr (0,4 mmonb) PhIO B 2 mir TI'® oOpabaThIBaiy MpH OXJIKICHUN
no 0° C 148 mr (0,4 MMoIb) TeTpaOyTHIAMMOHMIA Hoauaa. Peakiu-
oHHy!0 cMech nepemernnBany npu 0° C B Teyenue 1 4. [To okoHua-
uun peakimu (TCX) peakiMOHHYI0 CMECh HEHTPaIn30BBIBAIH Ha-
CBHIIIICHHBIM PaCTBOPOM COMBI (25 MIT) M SKCTParupoBaiv dTHjaIeTa-
toM (3 paza mo 25 mi). Oprannyeckuid ciaoi cymmnu Hax Na,SO4 u
KOHIICHTPUPOBAJIH B BakyyMme. OCTaTOK OYHMILAIN C TOMOIIBIO KOJIO-
HOYHOW Xpomarorpadui Ha CHIIMKarele (dTWianerar:rekcaH). Bol-
xo1 23%, 1. 1. 203-205 °C [187].

Ne P
N
N'CH3
H
H;CO,C o)

(E)-Metuan 5-muamno-3-mermia-2,4-
THOKCO-6-cTHpmII-3-a3a0nuukao[3.1.0]rekcan-1-kapookcuaar
(364). UK, v, cm *: 1705, 1725, 1800, 2240. 'H SIMP, 8, m.x1.: 2,31 c;
3,66 ¢; 3,30 nx; 6,18 ax; 6,51 1; 7,05-7,15 m.

CuHTE3 MPOBOIVIIHN, UCIONB3YSI MOIUGHUIIMPOBAHHYIO PEAKIIHIO
Pedopmarckoro, B3auMOJICHCTBHEM aKTHBUPOBAHHOIO allkeHa ¢
IIUHKOPTaHMYECKUM COSJIMHEHHEM, MOJTyYeHHBIM IN SitU U3 IMHKA U
auopommarionara. [locie peakiuu npucoeanHeHus cieayet Gopmu-
POBaHHE TPEXWICHHOTO U MIUPPOJILHOTO ITUKIIOB (cxema 152).

Cxema 152
| BrZn XCOZR CH NC
CONHR 6115
CéHs/\/\( Br” CO,R N N—R!
CN H
RO,C %

Obwas memoouka 31

K 2 T u3MeNnb4eHHOTO B MEIIKYIO CTPYXKY IMHKA B 7 MiI 3hupa u
14 ma TT'® podapnsum 0,024 MOJIb TUANKHIOBOTO 3hUpa TUOPOM-
MaJIOHOBOH KHCIOTHL. CMeCh HarpeBaIy 0 Havajga KHIICHHUs, TOCie
Yero peakiys Iia CaMOCTOATEIbHO. Ilociae OKOHYAHUS peaKiuu
CMECh KUTISATIIN 5 MUH, OXJIAX/IAJH, IEKAHTUPOBAIIU C IUHKA B KOJI-
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Oy, coxepxamyro 0,01 monp N-zamemenHoro amuaa 3-apui-2-
IIHAHOIIPOIIeHOBOM KUCIOTH U 1,5 Mit TMOTA, n kunsatimm 30 MuH.
3areM OXJaKIaNd, TUAPOIN30BAIH 5%-M PaCTBOPOM YKCYCHOU KH-
CJIOTOW, MPOJYKT PEaKIMK 3KCTPArupoBaId OCH30J0M, OTTOHSIIN
PACTBOPHUTEIH M OCTATOK IEPEKPHCTALIM30BBIBAIM K3 METaHOJIA.
Jst (310) Beixon 71%, T. rm 144-145 °C [188].

O/\H/Czﬁif<
32 (E)-MeTua 5-umano-2,4-

AHOKCO-3-(peHun-6-ctupmi-3-azadnunkio[3.1.0]rexkcan-1-kap-
doxcmaar (365). UK, v, cm ': 1705, 1720, 1780, 2240. 'H SIMP, §,
Mm.a.: 3,25 nn; 3,67 c; 6,23 nx; 6,61 x; 7,25-7,34 m.

Cm. odomyro meroauky 31. Broixox 66%, T. . 181-183 °C
[188].

NC
N
N
H
H;CO,C
32 O (E)-Metuan  3-6eH3ma-5-

nHuano-2,4-1uoKco-6-crupui-3-azadbunukiao|3.1.0Jrexcan-1-kap-
doxcmaar (366). MK, v, cm ': 1705, 1720, 1780, 2240. 'H SIMP, 3§,
M.o.: 2,95 n; 3,67 ¢; 4,58 ¢; 6,23 nx; 6,61 x; 7,25-7,34 m.

Cm. oomyrw meroauky 31. Breixoxg 66%, 1. 1. 146-148 °C
[188].

NG
N
N_CH3
H
C,H5;0,C
22 0 (E)-OTnn  5-nmano-3-meTmii-

2,4-nnokco-6-cTupmnia-3-azaduuukiao|3.1.0]rekcan-1-kapookcu-
aar (367). UK, v, cm : 1700, 1725, 1795, 2240. 'H SIMP, §, m.x.:
1,03 1; 2,30 ¢; 3,33 on; 4,13 k; 6,20 ny1; 6,58 1; 7,10-7,20 m.

Cm. oomyrw meroauky 31. Breixox 68%, 1. 1. 113-115 °C
[188].
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NC
N
N
H
C,H;0,C
zeme O (E)-Dtun  3-6em3mi-5-

nuano-2,4-muokco-6-crupmi-3-azadunukiao[3.1.0]rexcan-1-kap-
doxcnaar (368). K, v, cm ' 1705, 1725, 1785, 2245. 'H SIMP, 3§,
m.a.: 1,06 T; 3,27 nn; 4,11 ; 4,58 c; 6,20 on; 6,63 a; 7,20-7,40 m.

Cwm. ob6myro meroauky 31. Beixom 61%, T. mn. 154-156 °C
[188].

NC P
) 2,
N
H
C,H;0,C
22 O (E)-9Tn  5-umano-3-

HUKJIOTeKCHI-2,4-THoKCc0-6-cTHpuII-3-a3a0nuukJ0[3.1.0] rekcan-
1-kap6okenaar (369) UK, v, cm = 1705, 1720, 1780, 2240. 'H
SIMP, 6, m.a.: 1,08 T; 1,10-2,19 m; 3,15 nn,; 3,79 m; 4,10 x; 6,23 ax;
6,61 m; 7,11-7,25 m.

Cm. oomyw metommky 31. Beixom 78 %, 1. mi. 125-128 °C
[188].

HO.C
NH

H

HO,C

O  6-Menna-2,4-1uokco-3-a3a6MIUKII0
[3.1.0]rekcan-1,5-nukap6onoBas kucaora (370). UK, v, oM
3300-3340, 2800-2550, 1800, 1745, 1708.

[Momyyanu THAPOIU30M COOTBETCTBYIOIIMX STHIOBBIX 3PUPOB 3-
apui-1,2-TMIMaHOIMKIIONPONaH-1,2-1MKapOOHOBBIX ~ KHCJOT — IOJI
JeficTBHeM TUApOKcHaa Kaus (cxema 153).
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Cxema 153

NG HOC
Ar CO,C,H
2245 KOH Ar -
-NH
H CO,C,H 3
285 _c,Hon  H
NC HO,C

Oowas memoouxa 32

Huxmomnporran 3,12 r cmemmuBamu ¢ 32 mir 2M pacTBopa THAPO-
Kenja Kanmusa v kst 1,5 9. [locne oxmakieHus: pacTBOp 3KCTpa-
rupoBaik dpupom, BoaHbid cioit noakucusm 16 mu HCI (1:1) u
MHOTOKPAaTHO 3KcTparupoBanu 3¢upom. Ilocie cymkm skcTpakTa
(MgSO,4) 1 OTrOHKH PacTBOPHTENS MOMyYain 2,7 T BSI3KOrO Macia,
KOTOpOE KPUCTAJUTM3YeTCs MPH pacTUpanuu ¢ OeHzoiom. [lepekpu-
CTAJUITM30BBIBAIM W3 JIEASHON YKCYCHOM KHCJIOTHI, MOJMYYHJIH 2 T
(98%) GecuBeTHbIe pHU3MBI, T. 1. 218,5-219,5 °C [165].

HO.C
NH
a H
HO,C

O 6-(2-Xnopdennn)-2,4-1uoKco-3-a3a-
ounmukio[3.1.0]rekcan-1,5-nukapoonoBas kucaora (371). UK, v,
cm 2 3190, 3100, 2800-2500, 1790, 1755-1735, 1720-1710.

Cm. o6y meroauky 32. KpucrammmsoBaiu U3 CMECH 3THII-
arnerar-nerpoJicitnbiii adup, Berxoa 93,8 %, T. mi. 227-229 °C [165].

HO.C /7

Cl NH
H
HO,C

O 6-(3-Xunopdennn)-2,4-1uoKco-3-
azaounukiio[3.1.0]rekcan-1,5-rukapoonoBas kucaora (372). UK,
v, cM - 3320, 3180, 2740, 1796, 1750, 1720-1715.

CwM. obmryro meroanky 32. Kpucrammm3oBaiym w3 cMecH 3THII-
anerar-nerpojicitnpiii adup, Beixox 100 %, 1. mi. 217-218 °C [165].
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HO,C

NH
H

H,CO
HO,C

O 6-(2-Merokucdennn)-2,4-11oKkco-
3-azadunukio|[3.1.0]rekcan-1,5-qukapoonoBas kucaora (373).
UK, v, em ' 3270, 2800-2550, 1791, 1750-1735, 1720-1710.

Cwm. obmryro meroauky 32. Kpucrammm3oBaid w3 cMeCH 3THII-

anerar-nerpojiciinpiii 3¢up, Beixox 83,5 %, T. mi. 188,5-189 °C
[165].

HO.C /7
H,CO NH

H

HO,C

O 6-(3-merokudenni)-2,4-1m-
okco-3-azaounukiio[3.1.0|rekcan-1,5-1uxapoonoBasi KHCJI0TA
(374). MK, v, cM - 3335-3200, 2740-2600, 1795, 1755, 1735-1715.

Cm. o0my10 MeToauky 32. Macio KpucTaM3yeTcs 1nocie Ku-
MSYCHUS B ATHJIALETATE C YIJIEM C MOCICAYIONIUM YIIAPUBAHUEM JI0-
cyxa, Beixoxa 77,5 %, T. mi. 188,5-189 °C (xsopb6enzon) [165].

cl
HO.C )
NH
H
HO,C

O 6-(4-xnopdennn)-2,4-1uoxco-3-
azaounukiio[3.1.0]rekcan-1,5-rukapoonoBas kucaora (375). UK,
v, cM - 3340, 3200, 2800-2550, 1788, 1740, 1720.

CwM. obmyro meroanky 32. KpucrammmsoBaiv w3 cMecH 3THII-
areTar-nerposeitabiii adup, Berxoa 86 %, 1. . 207-209 °C [165].
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HO,C

H,C
NH
H,C

HO,C
O 6,6-Tumerni-2,4-1uoKco-3-

a3a0nuuKii0[3.1.0] rexcan-1,5-1uxap6onoBasi kucaora (376).

Memoouxa. Pacteop 1,70 v (0,01 mons) 3,3-numerun-1,1,2,2-
TeTparuanonukionponana B 40 Mi 2M pacTBopa THAPOKCHIA KaJThs
KUIATWIN 9 4, HEHTPaIM30BhIBAIM (KPACHBIH KOHTO) COJISSHON KH-
CJIOTOW W 3KCTparupopaiu 3upom 36 4. DPUpHBINA CIOH OTHUIBT-
pPOBBIBaNH, QWIBTPAT CYNIIIA OE3BOJHBIM CyIb(paToM HATpHs, 00-
pabaThIBaI aKTUBUPOBAHHBIM YTIIEM U PACTBOUTEIb BHIAPUBAIIA
Ha pOoTOpHOM ucmapurene. [lepekpucraamu3anus ocTaTKa U3 CMECH
stunanerar-nedrad gana 1,88 r (82,8%) 6ensix kpucramos (376), T.
mwr. 167-168 °C [90].

H,CO,C
H;C
N-CHj
H;C
H,CO,C
32 o Jumernn  3,6,6-TpumMeTnii-2,4-1uoKco-

3-a3a0unuki0[3.1.0]rexcan-1,5-mukapooxcuaar (377).

Memoouxa. PactBop 2,27 t (0,01 mons) coenunenus (376) B
50 M1 aOCOJTIOTHOTO METaHOJIa OXJIAX/1aIu Ha BOASIHOM OaHe, 100aB-
JsUTH 3QUPHBIA PACTBOP JHa30MeTaHa HEOOJBIIIMMU MOPIUSIMH, TOKA
HE TIepecTal BBUICATHCS T'a3, a PeaKIMOHHAS CMECh CTaja CBETJIO-
JKENTOro IBeTa. PacTBOPHUTEND M JIETKOJIETYYHE PEarcHThl BBITApH-
BaJlM, OCTATOK MEPEKPHUCTAIIIM30BBIBATIM M3 METAHONA, MOJYYHIIH
2,49 1 (91,1%) coequnenus (377), T. 1. 106-107 C.

HO,C
H,C
NH
H,C

H,NOC
O 5-Kap6amom-6,6-1umerni-2,4-1uoKco-3-

a3aéunmKi0[3.1.0|rexcan-1-kap6onosas kuciora (378). 'H SIMP
(AMCO-dg), T, Mm.11.: 1.14 ¢, 2.39 c.
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Memoouxa. Pacteop 2,8 r (0,016 moms) 3,3-mumermn-1,1,2,2-
terpannanonukiaonponana B 40 mi meranona u 30 mi 25%-ro Bo-
HOTO THIPOKCHIA Kaus KHUISITHIN C OOPaTHBIM XOJOAWIBHUKOM
3 4. CrupT ynansiiu Ha pOTOPHOM HCIIApPHUTENE U OCTABUIYIOCS JKU[-
KOCTh 3KCTparupoBaiu dhHPOM Ha HEMPEPBIBHOM dKCTpakTope 4 d.
[omyganu HEKUCTBIN TPOAYKT. BOMHBINA pacTBOp MOAKUCIISIIN (TOH-
ro KpacHbI) pa30aBICHHOW XJIOPOBOAOPOTHON KHUCIOTOW WM CHOBA
sKcTparupoBanu 3pupom 24 u. OuIbTpanus dKCTpaKTa Jajia TBEp-
IBIA TIPOAYKT, MOCIIE IEPEKPUCTATUTA3AINN U3 BOABI OBLIO MOTyYeHO
2,81 r (80,1%) Gembix kpuctamwioB coeauHenus (378), T. mi. 196-
197 °C (pasmn.) [90].

H;CO,C
H;C
N _CH3
H,C
H;CHNOC
3 O Metua 3,6,6-TpumeTni-5-

(MeTnaKap6a-moni)-2,4-nuokco-3-azadunukiio[3.1.0]rexcan-1-
kap6okcunar (379).

Memoouxa. PactBop 1,2 T (5 MMoitb) coequnenus (381) B 50 mn
aOCOIIOTHOIO METaHOJIA OXJIAXKIAJId Ha BOISHONW OaHe, I0OaBIIsUIH
3hUPHBIA pacTBOp JUA30METaHA HEOOJBIIMMHU MOPIMSIMH, TIOKA HE
MepecTan BBIICISATHCS Ta3, a PEaKIMOHHAas CMECh CTaja CBETJIO-
KENTOro IBeTa. PacTBOpPHUTENb M JIETKOJNETYYHE PEarcHThl BhIMApH-
BaJlM, OCTATOK MEPEKPHUCTAIIIM30BBIBATIM M3 METAHONA, MOJYYHIIH
1,25 1 (93,3%) coeaunenwus (379), T. mr. 154-155 °C [90].

H,CO,C
H,C
N_CH3
H,C
H,NOC
2 O Meruan  5-xap6amoun-3,6,6-TpumeTnii-

2,4-muokco-3-a3adunukio[3.1.0]rexcan-1-kapookcuaar (380).
Memoouxa. Pacteop 2,26 T (0,01 monb) coenunenust (378) B
50 MJ1 aGCOJTIOTHOTO METaHOJIa OXJIAXKIAJIN Ha BOJSHON Oane, m00aB-
Jis1i 3(UPHBIA pacTBOP JUa3oMeTaHa HEOObIIMMU MOPIMSIMH, TIOKa
HE TIepecTa BBIICIATHCS T'a3, a PeaKIMOHHAS CMECh CTaja CBETJIO-
JKEJITOro 1BeTa. PacTBopuTENbh MU JIETKOJIETYYUE PEArcHTHl BBIAPU-
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BaJl, OCTATOK IEPEKPHCTAIIM30BBIBAIM M3 METAHOJA, MOTYYHIH
2,4 1 (98 %) coequuenus (380), . 1. 195-195,5 °C [90].

HO,C
H;C
c NH
H
H3CﬁNOC O 6,6-Inmerna-5-(Mernikap6amon)-2,4-
auokco-3-azadounukiao[3.1.0rexcan-1-kapoonoBas KHCJI0TA
(381).

Memoouxa. Pacteop, conepxkarmii 2,54 r (0,01 Moib) coeaune-
Hus (380), 35 M meranona u 25 mu 10%-ro pactBopa rHIpOKCHIA
HaTpus KUMATHIH 30 MUH, 3aT€M OXJIaXIaJId, METAHOJI BBITAPHBAIIH,
OCTATOK MOJKHCIISTA COJITHON KHMCJIOTOW M OCTaBJISUIM B XOJIOIUITb-
HHUKE HAa HOYb. BI)II[GHI/IBIHI/ICC}I KpHUCTAJJIbI OT(i)I/IJ'H)TpOBLIBaJ'H/I, I10-

ayamu 2,15 r (90%), 1. mr. 204-205 °C [90].

HO,C
H,C
NH
H,C
H,NOC

0o 5-Kap6amonia-6-3Tun-6-mernia-2,4-au-
okco-3-a3adunukiio[3.1.0]rexcan-1-kapoonoBas kuciaora (382).

[Nony4en ananornvno coeanHeHuto (378) rumponnzom 3-mMeTui-
3-sTwiukonponad-1,1,2,2-retpakapOoOHUTprIa O] JACHCTBHEM
ruapokcuaa Kamus, 1. wi. 205 °C [15].

HO,C
H,C
NH
H,C
HO,C

O 6-I1ma-6-mermin-2,4-quokoc-3-
azaduuukiio [3.1.0]rekcan-1,5-1uxkap6onoBas kucjora (383).

CuHTe3upoBaHa aHaNornyHo coeaunenuto (376), 1. mwi. 183 °C
[169].
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HO,C {2
NH
HNOC o 1-Kap6amoni-2,4-1uokco-3-azacnupo|ounmk-
a0[3.1.0]rekcan-6,1"-nuuknod0yran|-5-kapoonoBas kucaora (384).

CuHHTe3 OCYMIECTBIISLUIM THAPOJIU30M IuKionponana (64) mon
JEHCTBUEM LICIIOYH.

Memoouxa. Pacteop 2,82 r (0,01 M0ib) TEeTpalMaHOUUKIIONPO-
MaHOBOT'O MPOU3BOAHOTO B 40 Ma 2M BOJIHOTO pacTBOpa THIPOKCHIA
KaJusl KUTISTHIN 25 MUH, OXJIQXKIAIH U BBIIEPKUBAIN B XOJIONIb-
HUKe 2 1HSA. BeImenuBmmiicss ocafiok OTIACISIN (QIIIBTPOBAaHUEM H
MEPEKPUCTAIM30BBIBAIM 13 MeTanoia. ITomyuwnu 1,14 r (44,9%)
OenbIxX KprcTauioB, T. mwi. 218-219 °C [91].

HO,C )

NH
HNOC 6 1-Kapoamonia-2,4-nuokco-3-a3acnupo|ou-
nukJ0[3.1.0]rekcan-6,1"-nukionenran|-5-kapooHoBasi KHCJI0Ta
(385).

Memoouxa. PactBop 3,14 r (0,016 wmoms) 1,1,2,2-
tetpanuanocnupo[2.4Jrentana B 30 ma meranona u 30 mi 25%-ro
BOJIHOTO THJIPOKCHJIA KAJIKS KUILSITHIN C OOPaTHBIM XOJOAMIBHUKOM
3 4. CrupT yIaIsiIv Ha pOTOPHOM HCIIApHUTENIE U OCTABLIYIOCS JKH[-
KOCTh JKCTparupoBaiiv 3QUpoM Ha HENPEepbIBHOM JKCTpakTope 4 4.
[omyuanu HexuCHbIi TpoayKT. BoaHbIi pacTBOp MOAKUCITSUTH (KOH-
ro KpacHBI) pa30aBICHHON XJIOPOBOAOPOIHOW KHCIOTOW W CHOBA
SKCTparupoBaiid dpupoM 24 4. OunbTpanms dKCTpakTa Jaja TBep-

JIBIH TTPOJYKT, MOCJIE MEPEKPUCTAIUIN3AIMN M3 BOJBI OBLIO MOJYYEHO
3,11 (76,9%) Genbix kKpucTawios, T. mwi. 187-188 °C (pasi.) [91].

HO,C
NH
H,CHNOC
3 O 5-(merunkap6amounn)-2,4-1uoKco-3-a3a-
cnupo|onnukno[3.1.0lrekcan-6,1"-uukionenran]-1-kapoéonoBas
kucjaota (386).
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Memoouxa. Pactsop 2,80 1 (0,01 moms) (380) B 35 M MeTaHOIa
u 25 mi 10%-ro BogHOro rumpoxcuaa Hatpus Kumatwin 30 MuH,
OXJIK/AIM IO KOMHAaTHOW TEMIIEpaTypbl M METaHOJ yJallsuld Ha
pPOTOpPHOM HcHapuTene. PacTBOp MOAKUCISUIN XJIOPOBOIOPOIHOM
KHCJIOTOH JI0 CHIIbHOKHCIION PEaKIuy ¥ OCTABIISUIH B XOJIOIMILHUKE
Ha HOYb. [lONyYUBIIHECS KPUCTALIBI MEPEKPUCTAIUIN3OBBIBAIN U3
MeTaHoJla ¥ TOJIyYMJId NpoaykT ¢ Beixonom 80,6%, T. mn. 180-181
°C (pasn.) [91].

H,CO,C
NCH,
H,NOC
O Metua 1-kap6amon-3-meTmi-2,4-

auokco-3-azacnupo|ounukao|3.1.0]rekca-6,1"-nukiionentan]-5-
kapookcuaar (387).

Memoouxa. Pactrop (0,01 monb) coenuuenus (378) B 50 mn ab-
COJIFOTHOI'O METaHOJIa OXJaXJajlW Ha BOISHOW OaHe, I00aBIIsUIH
3(pUPHBIA pacTBOp JUA30METaHA HEOOJBIIMMHU MOPIMAMH, TIOKA HE
MepecTan BBIICIATHCS Ta3, a PEakIMOHHAas CMECh CTaja CBETJIO-
KENTOro IBeTa. PacTBOPUTENh M JIETKOJNIETYUHE PEarcHThl BhIApH-
BaJlM, OCTATOK MEPEKPHUCTAIIM30BBIBATIM M3 METAHONA, MOTYYHIIH
2,491 (91,1%) coemunenns (387), 1. m1. 133-134 °C [91].

0O
H;CO,C
N-CH;4
H;CHNOC
3 O Metun 3-meTua-5-(MeTuwiakapoamo-

wi)-2,4-nuokco-3-azacnupo|ounukno|3.1.0]rexcan-6,1"-uukiao-
nenTan|-1-kapookcuaar (388).

PactBop 0,26 1 (1 mmob) (386) B 5 Mi1 aOCOMOTHOTO METaHOJIa
0o0pabaThiBaau M30BITKOM 3(QUPHOrO JMAa30METaHa U IMOJyYEHHBIN
MPOAYKT MEPEKPUCTAIITH30BBIBATIN U3 MeTaHoja, monyuuian 0,27
(93 %), T. ut. 118-119 °C [91].
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H,CO,C

N—-CH,

H;CO,C
O Jqumerna  3-meTni-2,4-n1uokco-3-a3a-

cnupo|onnukio[3.1.0]rexcan-6,1"-uukionenran]-1,5-1ukapook-
cuiar (389).

Memoouxa. PactBop 1,26 T (Smmonb) (385) B 30 man 10%-ro
pacTBOpa THIPOKCUA HATPUS KUISITHIN 3,5 4, IOJKUCIISUIA PACTBO-
POM COJISSHOM KHCIIOTHI M dKCTparupoBayiv 3gupom 36 4. PactBopu-
TEJb YIAPHUBAIH, OCTATOK PACTBOPSIIA B METAHOJIEC M TOOABJISIIHA MPU
OXJIXKJIeHUH d(QUPHBIA pacTBOp JAuazoMeTaHa. PacTBopurenu Bbimna-
pUBAJIM, OCTATOK MEPEKPUCTAIUTM30BBIBAIM U3 MeTaHoua. [lomydnnu
Oenbie KpucTaLIbl, BeIxoa 83,5 %, 1. or. 101-102 °C [91].

HO,C P
NH

HO,C
O 24-Tnokco-3-azacnupo[6umukio[3.1.0]rex-

can-6,1"-uukiaonenran|-1,5-ruxkapoonoBasi kucaora (390).

Memoouxa. Pacteop 1,26 t (Smmosnb) (385) B 30 ma 10%-ro
pacTBopa r'MAPOKCHIA HATPHSI KUISITWIN 3,5 4, TOAKUCISUTA PacTBO-
POM COJISIHOM KHCIIOTHI M 3KCcTparuposaiu sgupom 36 4. PacTBopu-
TEeNb yNapyUBaid, OCTATOK MEPEKPUCTAITM3OBBIBATI U3 CMECH 3THUII-
aleTaT-NeHTaH, NOMy4YniIn Oenble KpucTamisl, T. mi. 135-136,5 °C
[91].

HO,C
NH
H,CHNOC

O 5-(Mernakap6amonn)-2,4-1uokco-3-a3a-
cnupo|onnukiao[3.1.0]rekcan-6,1"-uukaorexkcan|-1-kapoonoBas
kucjaota (391).

[onyuanu aHamoruyno coenuHeHuro (379), Beixox 82%, T. 1L
194 °C [92].
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O
H;CO,C
N - CH3
H;CHNOC
3 o Metua 3-meTHi-5-(MeTHiIKapoaMonI)-

2,4-muokco-3-azacupo[ounuksio[3.1.0]rek-can-6,1'-muknorexkcan|-1-
Kapookcuiar (392).

[Monyvanu anangorumyno coeauneHuo (388), Beixon 83%, T. 1.
148,5°C [92].

HO.C

O

H,NOC

2 O 1-kap6amonn-2,4-1mokco-3-azacnupo[6u-

nukJ0[3.1.0]rekcan-6,1"-nukiorekcan]-5-kapooHoBasi  KucCJI0Ta
(393).

[lomyuanu anamornyHo coennHeHUto (378), mepexpHcTaIN3O0-
BBIBAJIM U3 BOJBI, BEIX0oA 92,4 %, Genbie kpucTamuisl, T. 1. 202,5-203
°C [91].

H,CO,C 3
N_CH3
H,NOC
2 O Metua 1-xap6amon-3-meTui-2,4-
auokco-3-azacnupo|ounukao|3.1.0Jrekcan-6,1"-uukiaorexcan|-5-
kapOokcuiaar (394).

[Monyuanu aHamornuno coenuHenuro (387), Beixox 97%, T. 1L
147-148 °C (meranomn) [91].

H,NOC
N _CH3
H,C
NC
O 5-1luano-3,6-nuMeTHI-2,4-THOK-

c0-6-pennii-3-azadounukiao[3.1.0]rexcan-1-kapooxcamun  (395).
UK (Nujol), v, cm™: 3430, 3300, 2246, 1780, 1702, 1664. ‘H SIMP
(CDCly), 6, m.1.: 1,92 ¢; 2,37 ¢; 7,5 M; 7,66 ¢; 8,35 c.
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[Monyyann MomuduKanueil MUKIONPONAHOBOTO MPOU3BOIHOTO
(350) B3ammoseiicTBHEM ¢ TPU(DEHHIAPCUHOKCHIOM C TOCIEAYIO-
UM THAPOIH30M (cxema 154).

Cxema 154
NC CN PhyAsO CONH,
—
O 1}1 0 N O
|
CH, CH,

Memoouxa. Cmech 1,3 T (5 mmonb) coenunenus (350) u 4,8 r
(5 mmoup) TpudeHUTAPCHHOKCHA KUMATHIN 17 9 B CyXOM TO-
nyosne. PacTBopuTens BhIMapuBaidl MPU MOHWKCHHOM JaBJICHUH,
OCTaTOK MEepPEeKPUCTAIIIN30BBIBATN U3 3(upa, Moydyand apcopas.
Apcopan (1,3 1) B 95%-M criupre (20 MJT) KAISTAINA 3 MUH, OXJTaX-
JaM ¥ BBIISIUBIIHUICS 0CAI0K OT(QHIHTPOBBIBAIH, ITEPEKPUCTAIIIH-
30BBIBaNM U3 criupTa. Beixon 0,4 r (60%), T. . 198 °C [189].

H,CO,C
H C02CH3

O
CH;
HN (0]
o O Jumernin 1a-(4-

MeToKCH (peHNITKapoaMonI)-2-0Kco-1a, 2-Auruaponukionpona|c]
xpomen-1,1(7bH)-muxap6oxcennar (396). UK, v, cm - 1680-1755,
3415. 'H SIMP, §, m.1.: 3,68 c; 3,85 c; 4,21 c; 6,20-7,30 m.

Cxema 155
RO,C
CO,R
CONHR!
\ CONHR] BI'ZHXCOZR HZO ) (@)
Br" CO,R o
RO,C
(0] (6]
NR!
(0) o) 0
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Obwasn memoouka 33

K 2 r u3Menp4eHHOTO B MENKYIO CTPYXKKY IIMHKA, 7 MI 3pupa
u 14 mn TT'® nob6asnsum 0,024 MoJib [UANKUIOBOTO 3(upa aub-
POMMAJIOHOBOM KHCHOTHI. CMECh HarpeBaiu 10 Havayia KUIEHUs,
Mociie 4Yero peaknus muia camocTtosTenpHo. [locime okoHuaHMs
peakuuu cMech KHISATUIN 5 MUH, OXJIaXJaIH, JeKaHTUPOBAIHU C
LMHKa B KoJ0y, conepxamyio 0,01 mons N-3amemieHHOro aMmua
2-0KcoxpoMeH-3-kapOoHOBOM KUCAOTHI U 1,5 M1 TM®TA, u ku-
mataa 30-40 MuH. CMech OXJIaXKIalw, THAPOIH30Banu 5%-M
pPacTBOPOM YKCYCHOM KHCIIOTHI, MPOJAYKT PEAKIMH IKCTParupo-
BaJiM OCH30JI0M, OTTOHSUIM PACTBOPUTEIb M OCTAaTOK MEpPEKpH-
CTaJTM30BBIBAIIA M3 METaHOJA.

st (396) Beixom 46%, T. . 186-187 °C [190].

C,H:0,C
2H5 ? CO,C,H;s
O

HN@
JudTna 2-okco-la-(dgenu-

Kapoamom)-1a,2-guruapounkiaonponalclxpomen-1,1(7bH)-mxu-
kap6okenaar (397). UK, v, cm = 1680-1750, 3410. 'H SIMP, §,
m.a.: 1,31 1; 4,20 c; 4,30 k; 6,31-7,20 M.

Cm. oomyrw meroauky 33. Beixox 37%, 1. i 183-184 °C
[190].

cszozc 02 CH,

O
JmyTia 2-okco-1a-(p-To-

nnnKapﬁaMOI/m)-1a,2-nnmz[p0ummonpona[c]xpOMeH-l,1(7bH)-
nukap6okenaar (398). MK, v, cm ' 1680-1755, 3420. 'H SIMP, 3,
.. 1,25 1; 2,19 ¢; 4,15 ¢; 4,22 ; 6,15-7,10 m.

Cm. oomyrw meroauky 33. Breixox 48%, 1. 1. 171-172 °C
[190].
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0 OO T 2-(4-meToxcudenn)-
1,3,4-Tpuokco-2,3-muruapo-1H,9bH-xpomeno[3’,4:1,3|uukio-
npona[l,2-c]muppoa-9c-kapGokemaar (399). UK, v, cm ' 1705,
1755, 1785. *H SIMP, o, m.a.: 0,90 1; 3,78 ¢; 3,94 k; 4,59 c; 6,92-
7,53 m.

Cwm. o6uryro meroauky 33. Ha Bropoii craguu no6asismy 10 Mo
tonyouna. Beixon 43%, 1. . 229-230 °C [190].

10. HluxJionponanel ¢ APYTHMH 3JIEKTPOHOAKIENTOPHBIMH
rpynmnamMmu
F;C
H;C CN

H;C CF;

NC 3,3-AumeTnn-1,2-6uc(TpudTropmMeTni)uK-
Jonponan-1,2-aukapéouutpui (400). yuc *H SIMP, 5, m.1.: 1.75 c.
mpanc 'H gMP, §, m.1.: 1.69 ¢, 182 c.

[ony4yeHnsl BMecTe C APYrUMH MPOAYKTAMH TPH B3aHMOJICHCT-
BUM wiaMaa cepbl  (oOpasyercs in Situ w3 8-tma-5,6-
muazoctupo| 3.4]Jokr-5-en-2-o1a) ¢ 2,3-gu(TprdTopMeTHII)Maneo-
TUHATpWIOM U 2.3-nu(TpudropMeTri)yMapoqHHUTPUIOM COOT-
BeTcTBEeHHO (cxema 156).

Cxema 156
F;C
CH;4 r CH; - F;,C_ CF; HiC = aCN

CH
N 3 PR

NC CN .
NS S CH, /H3C '//CF3

H,C CH; —> |H,C CH, FiC,_oN
H;C CH, H,C CHy | ¢ CF3 o
3
0 L ¢ | ><I:
CF

Memoouxa. 1,1,3,3,7,7-'ekcametnn-8-tua-5,6- ;[Ha30crmpo[3.4]
OKT-5-eH-2-0H HarpeBasu ¢ 2,3-mu(TpuTOPMETHI)MATICOAUHUTPH-
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oM B xjopodopme 1 4 mpu 80 °C. Tlomyuwnn (uuc-400), BbIxon
94%, T. mr 81-82 °C. AmHamormyHo peakmumedr ¢ 2,3-
nu(TpudTopMeTHI)PyMapoJUHUTPUIIOM nonydeH (mpanc-400), BbI-
xo1 90%, T. 1. 52-53 °C [6].

H
H;COC CF;
H;COC CO,CH;
H Metua 2,2-quaneTuia-3-
(TpudTopMeTHII)IMKIONIponankapookcuiar (401).
Cxema 157
FsC Br H X F5;C CO,CH;
—( X Ml
H CO,CH; H Y <7y
Obwas memoouka 34

K mepememmBaemMoMy pacTBOpPY METHIICHAKTHBHOTO COCTUHEHUS
181 mr (Immomnp) B TT'® (2mi1) mobasmsutu NaH (40 mr, 60% B Mu-
HEpaJLHOM Macjie) TIpM KOMHATHOW TeMmIepaType B arMocdepe ap-
roHa. O6pa3zoBaBuIytocs cMech nepemMemuBany 10 MUH TIpu TO xe
TeMrieparype. 3aTeM cMech oxaaxaaiu 1o -30 °C, nobaBnsnu me-
i (Z)-2-6pom-4,4,4-tpudrop-2-6yTeHOAT U CMECh MEpPEMENIu-
Baimu 30 MuH. 3aTeM TeMIlepaTypy CMECH TOBOJIUIUA O KOMHAT-
HOW W TepeMellnBaIl 24, MPOMBIBATIN BOJIOW, HACHIIIEHHBIM pac-
tBopoM NH,Cl u sxcrparupoBaiu a¢pupom (30 mi). Opranudeckyro
a3y cymmu 6e3BogHbiM Na,SO,; U koHIEHTpUpoBaau. TexHuye-
CKMI TPOIYKT OYHIIANK (IICHI-KOJIOHYAaTOW Xpomarorpadueil Ha
cunukaresie (otwianerar/rekcad = 1:10). s (401) Beixox 80%
[191].

H
NC CF;

C,H50,C CO,CH;4
H 1-OTtua 2-MeTHI 1-umano-3-
(tpudropmernn)uukIonpona-1,2-rukapooxcuaar (402).
Cm. oomyto meroauky 34. Boixoq 75 % [191].
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NC CF,

NC CO,CH;
H Metuna 2,2-muuuano-3-(TpuropmMeTni)
nuKJonponankapéoxcuiaar (403).
CMm. o0uryro metoauky 34. Berxon 68 % [191].

H
F,C CO,CH,

H CO,C,H;
C,H;0,C

1,1-meyman  2-metu  3-(rpudpropme-
THI)IMKJIonponaH-1,1,2-tpukap6okcuaar (404).
Cwm. o6my1o meroauky 34. Beixon 85 % [191].

H
F,C CO,CH,4

H CO,CHj
H,CO,C

Tpumerna  3-(Tpu¢TOPMETHII)IMKJIO-
nponan-1,12-tpukapooxcuaar (405).
Cwm. oomyro meroguky 34. Boixon 87 % [191].

H,CO,C

F5C H
0

I
H S
NC A
Metun  2-nuaHo-2-(¢eHusacynabgo-

Hi1)-3-(TpuTOPMETIIT) MK IONponaHKapokenaaT  (406). H
SIMP (CDCly), 8, m.1.: 802 1 (J 7,6 T); 7,831 (J 7,4 T); 7,69 1 (J
7,7 T'n); 3,89 ¢; 3,41-3,44 w; 3,14 1 (J 8,2 I'n). F SIMP (CDCly), §,
M. 13,1,

CM. oomyto meroauky 34. Beixoa 276 mr (83 %) [191].
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/ O xNC

H;C (2)-Mernn  3-(2,2-puumano-3,3-
ouc(rpudropmermwn)uukionponma)akpuiaar (407). UK, v, cv
705, 718, 1188, 1229, 1253, 1269, 1656, 1725, 2260. *H SIMP, 3,
M. 3,84 ¢; 4,4 nx; 6,14 m; 6,42 an. °C AMP, §, M. 14,7
32,4, 43,7, 52,5, 107,7, 109,3; 120,2; 120,3; 129,6; 130,3; 165,2.
“F SIMP, 8, m.1.: -59,46; -64,45.

CHHTE3 OCYUIECTBISIN aHAJIOTHYHO TETPalUaHOIUKIONPO-
naHoBomy npowusBoanomy (15). Beinenenue: ocraTok mociie BbI-
MMapUBaHUs PACTBOPUTEISI TIEPETOHSIIN MPU MTOHWKEHHOM J1aBie-
HHUH, 3aTeM XxpomarorpadupoBaiu (CHIHKareilb, IUXJIOpMeE-
TaH/meTpoNeinublii d¢pup 6:4) U BHOBH meperoHsnu. [lomyunnu
OecuBeTHOE Maclo, 3aKPUCTAILIH30BEIBaeTCA, BBIX0 73%, T. 11
72-73 °C (neHnran) [23].

0 = CF;

NC CN

H;C (2)-p-Tomma 3-(2,2-
aunuano-3,3-ouc(rpudropmernin)uukiaonponun)akpuiaar (408).
UK, v, cM 2 693, 710, 819, 1174, 1201, 1294, 1343, 1507, 1552,
1647, 1737, 2260. 'H SIMP, 8, m.1.: 2,35 c; 4,44 1; 6,26 M; 6,61
ax. °C SIMP, §, m.a.: 14,5; 20,9; 32,1; 43,8; 107,5; 108,9; 120,0;
120,1; 120,9; 130,0; 130,2; 131,3; 136,4; 147,7; 163,4. '°F SIMP,
o, m.a.: -59.8, -64.8.

CuHTEe3 OCYMIECTBISIN AHAIOTHYHO TETPAlMaHOIUKIIONPO-
maHoBoMy Tipou3BonHOMY (15). BeIZienenune: ocTaTok mociie BbI-
MapuBaHMs PaCTBOPUTENSI NEPETOHIN MPU MOHMKEHHOM J1aBiie-
HUH, 3aTeM XpomarorpadupoBanu (CHJIHKareyib, JIUXJIOpPMeE-
TaH/metponednbii d¢up 1:1) U BHOBH meperoHsnu. [lomydunu
OecuBeTHOE Macio, BEIxoa 65% [23].
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C,H;0,C
H CO,C,H;

H NO,

ON JmwTuan  2,2-ATUHATPOIUKJIONPONAH-
1,1-aukap6okcmaar (409). ‘H SIMP (CDCls), 8, m.a.: 1,30 T (J 7,1
I'm); 2,99 ¢; 4,29 k8 (J 7,1 T'w). °C SIMP (CDCly), 8, m.x.: 13,7; 25,9;
44.3; 64,1; 98,0; 161,8.

Cxema 158
CH20H CH20H NO,
NO,
C,H:0,C
N02 C2H502C 2H5 2 C02C2H5
—> :< + >:N2 R
NO, | C,H;0,C H NO,

Memoouxa. Cmech nuazomanoHoBoro 3dupa (2,9 mmons) u 2,2-
JUHUTPOITaHOdA (MTOJyYeH U3 KaJMeBOM CONM B TOM K€ pacTBOPH-
Tese) B xyopOeHsone (5 MiI) KUISTUIN ¢ MOJIEKYJIAPHBIM cepedpoM
4 A B Teuenue 4 u. Tlocne OXJIaxkICHAS MOTyYEHHYIO CMECh KOHIIEH-
TPUpPOBaIM B Bakyyme. [IpOAyKT BBIAEISUIM KOJOHYATOH XpOMaro-
rpadueit (rexcan-xmopodopm 1:1) macno Rf=0,8 (xmopodopm), BEI-
xox 35% [192].

HOy
H P—OCH,
OCHj,
02N C02C2H5
C,H50,C

Juytna  2-(mumeroxcudochopu)-3-
HUTpoUUKIonponan-1,1-nukapooxcuaar (410).

CoenuHeHne mony4yanu peakuuei mainonoBoro 3¢upa c (E)-
ouc(2-xnopaTHi)2-0poM-2-HUTPOBUHUIPOCHOHATOM B IPUCYTCTBUU
MmeTuiaTa Hatpus (cxema 159).
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Cxema 159

HO
Br H_ CO,C,H —
. 22 s CH,ONa H P—OCH;
H CO,C,H och,
(H;CO),0P NO, 2~2%5 ON CO,C,Hs

OKCIepUMeHTaIbHbIE TOAPOOHOCTH B CTaTbe HE MPUBOIATCS

[193].

H,C0.¢ §
H P\_ OCZHS
OC,H;
H CO,C,H;
C,H50,C 1,1-ImsTian 2-mMeTHI 2-

(mmToKcnpochopuin)uukiIonponan-1,1,2-rpukapéoxcunar
(411). UK, v, cm ' 1745,1270, 1130, 910. 'H SIMP, §, m.xa.: 4,55-
4,00 m; 3,75 ¢; 2,26 1 (J 2 I'); 2,00 c; 1,6-1,1 m. Macc (70 3B), m/z
(lomsy %): 380, 335, 307, 243.

Cxema 160
H,CO,C
POXOCHs) y  co,c,H; H P—OC:H;
H,C + —_— OC,H;
CO,CH; Br CO,C,H; H CO,C,H;
C,H;0,C

Memoouxa. K cmecu 40 M nuxmnopmetana u 4,1 ma 9,5M Bon-
Horo tuapokcuaa Harpus (0,04 monb) mobasmsm 100 Mr GeH3mMII-
tpraTiiaMMonust xinopuaa (TOBAX). Uepes cucremy nponysaiu
azoT u oxnaxnanmu 1o 0 °C B nensHoii 6ane. K atomy pactBopy nipu
0 °C u xoporieMm nepeMeniuBaHuy B TeueHue 10 MuH J100aBisM
cmecb mo 0,4 wMomp STHN  OpoMMaioHata W MeETHNI  2-
(zmaTokcupocdopuin)akpuiara. 3aTeM MepeMelIUBaHuEe MPOAOIIKA-
gu 1 u npu 0 °C u 2 4 npu KOMHATHOH Temiieparype. PactBop pas-
O0aBmsui 35 MJI BOJBI, OpraHWYEcKyr (azy OTHENSUIH, CYIIWIH
(Na,SO,). Tlocne ymaneHus: pacTBOpUTENS N00ABIIM OE3BOIHBIN
3¢up U KaTanuzaTop oTAeHsUM QuibTpauneil. BeimapuBanueMm mo-
JMYYHIIM Macllo, KOTopoe XpomarorpadupoBain (OKCHIl allOMUHHS,

254



a¢up/merponeitnasiii a¢up 1:20). Beixog 65 %, GecrBeTHOE Macio
[194].
CZHSO\ //O
C,H;0—P
H P\—OC2H5
OC,H;s
H CO,C,H;

C,H50,C JdmyTaa 2,2-6uc(amdToxcudocdo-
puin)mukiaonponan-1,1-mukapooxcuaar (412). 3P qMP, S, M.I.:
19,6. 'H SIMP, 8, m.x.: 1,2-1,4 m; 2,2 T (J 15,4 T); 4,1-4,3 m. °C
SAMP, o, m.a.: 13,8; 16,3; 19,3; 24,3; 42,0, 62,5; 63,0, 63,5: 165,2.

Cxema 161
POOGHS), 4 o cH. 504 X
— + R
R PO(OC,Hy), Br’ X PO(OC,Hy),
(C;H50),0P
Obwas memoouka 35

K pactBopy 1,6 mn pumzonponunamuHa (11 Mmmonb) B 30 Ma
TI'® npu -70°C mox armocdepoit azora mobaeistin 4,4 mi (11
MMOJIh) N-OyTruutus (2,5 M B rekcane). [locne 10 Mun nmepemerm-
BaHWA TIPH 3TOW Temmeparype modasisutd pactBop 1,7 T (10 Mmons)
stunbpomarierara B TI'® (5 mi). PeakimoHHyr0 cMech TIepeMennBaIH
10 muH, Temniepatypy nogauMan a0 -30 °C, npubasinsu pactBop 3 T
(10 mMmomb) Tterpastunuaen-1,1-6ucpochonara B TI'D (5 wmn).
Oxnaxkgaronryro 6aHio nociie 100aBieHUs HEMEMJIEHHO yOoupanu
U JaJIM PEaKLHOHHON CMECH Harperhbcsl 10 KOMHATHOU TeMIiepa-
Typsl puMepHo 3a 15 muH. Jlo6aBasnu 30 M3 BOJHOTO pacTBopa
NH,CI (1 M), 3atem ynapuBanu TI'® B Bakyyme u dKCTparupo-
Banu stunaneratoM (2 mo 40 mur). Opranudeckue ciou o0begu-
Hsy 1 ey Na,SO,4, oTQUIBTPOBBIBAIM B KOHIIEHTPUPOBAIIN
B BakyyMme. XpomartorpadupoBanu (3THiIaleTaT) MacJsiHBIA Oc-
TaTOK ¥ HNOJYyYHIH 0€CLBETHOE MAcIo.

s (412) Beixon 63% [195].

255



Cszo O

C,H:0— 7 py
H P = OC,H;
0C,H;
H CN
CO,C,Hs

9tua 1-umaHo-2,2-ouc(au3ToKcudoc-
dopmwr)uukaonponankapéokemnar (413). *'P SIMP, 5, m..: 15,8
x; 16,8 1. 'H SIMP, 8, m.1.: 1,3-1,6 m; 2,2-2,4 m; 4,1-4,5 m. °C SIMP,
o, m.a.: 13,6; 16,2; 20,6; 25,4; 26,8; 63,5; 115,2; 162,3.

Cwm. oomyro metoguky 35. Berxoxa: 80% [195].

i- C3H7O O
-CH,0—p7 O
H PZOC3Hy-i
OC;H7-i
H CN
C,H0,C

Itua 1-uuano-2,2-6uc(aum3onpo-
nokcudochopui)uukionponankapéokenaar (414). UK, v, cm b
2242, 1753, 1252, 996. 'H SIMP, 8, m.x.: 1,31 »; 2,07 1 (J 18 I'n);
2,24 1 (J 18 T'); 4,22 8 (J 7 T'm); 4,80 M. *'P SIMP, 8, m.11.: 12,66 1
(J 35Tm); 14,36 1 (J 35 I'w).

Cxema 162
C,H50,C
H2C:< + —
CN Br"  P(O)(OR), P(O)(OR),
(RO),(O)P

Memoouxa. Terpastun Opommerunenouc(dochonar) 1,47 r
(4 MMonb) pacTBOpsIH B cyxoM cBexxenepernanHoM TT'® (30 mur) u
nepememuBany 10 MUH 10T a30TOM P KOMHATHOW TeMIepaType B
Tpexropnoil konbe. 3atemM no0aBisK B TeueHue 20 MUH TIpH mepe-
memmBaauu 0,283 M (4 MMOITB) 3THIIATA TaUIUs, @ TIOCJIE 3TOTO JIO-
Oapistin 0,37 mi1 (5,6 MMOJTB) 3THI 2-I[HaHOAKPHIIATA U CMECh KHUIIS-
T 6 4. [ocne 3Toro peakmoHHYIO Maccy OXJIaXKIalu U OTQUIbT-
POBBIBaNM ocagok Opomuaa Tayuns. PuiIbTpaT KOHLIEHTPUPOBAIN B
BakyyMme. TexXHHUYECKUH MPOAYKT ouMIanu Qerr-xpomarorpadueit

256



Ha CHJIUKareyie, MCIOJb3ys IMKIorekcan-ameroH (1:1) B kadecTBe
amroerTa. Macno, Beixon 57% [196].

C,H;O( I/? O\%)/OCZH5
C,H;0” ~OC,Hs
H%(COZCZHs
u /F\/OCZHS
0 OGHs 37y, 1,2,2-Tpuc(amdToxcudocdo-
pui) HuKIonponankapookcuaar (415). p SIMP, 8, m.ao.: 22,0-
23,2. 'H SIMP, &, m.1.: 1,1-1,3 m; 3,5 m; 4,0-4,2 m. °C SIMP, 8, m.1.:
13,8; 16,1; 22,9; 34,4 nr (J 133, 12); 43,2 nax (J 128, 11, 4); 61,3;
62,5; 168,2.
Cm. oOmyro meroauky 35. becnpernoe macno, Beixon 34%
[195].

H,C o
s”" C0O,C,H;

H;COC CO,C,H;
H H DITEV IO 2-anerna-2-(n-
TOMWICYJIb(UHWI)IUKIoNponan-1,1-tukapookcuiar (416).
Cxema 163
R R
/ O
0 0= \
Br CO,C,Hs  «» Z S aTol
+ >< P { E
OH =
wS= z
I H  CO,C,Hs COC,H
Tol C,H;0,C

bpommanonar oOpabarsiBasin ocHoBanueM (emop-C4HoLi) mpu
0 °C B TI'®, 3aTem k moxy4eHHOH cMecu no0aBisin ankeH npu 0 °C
1 uepe3 15 49 BBIAENAIN NPOAYKT, BBIXOJ 45%, OoNTHYECKasl YUCTOTa
82% [197].

H,C o
S*" CO,C,H;

C,Hs0C AYLCOZCZHS

H H Judtun  2-nponmoHui-2-(n-
ToJMIACYIbGUHIIT)HUKIoNponan-1,1-nukapookcuaat (417).
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Memoouka. bpommanonat obpadarsiBan ocHoBanueMm (NaH) B
Tr'® mpu 0 °C, 3aTeM K MOTYYCHHOW CMecH JOOAaBIISUTH alKeH MpH
KOMHATHOW TeMIepaType U 4epe3 16 4 BBIICISIIN TPOIYKT, BHIXOJ
50%, ontudeckas urctota 72% [197].

S”  CO,C,H;s
O CO,C,H;
g H

JudTaia 2-6enzomit-2-(n-
ToMICYIbGUHIIT) UKIonponan-1,1-nukapookcuiaar (418).
Memoouxa. BpommarnioHat o0pabaThIBaIM OCHOBaHHEM (6mop-
C4HoLi) mpu 0 °C B TT'®, 3aTeM K MOAYYEHHOH CMeCH T00aBISAIH
asnkeH npu 0 °C u uepe3 18 4 BbLAEsIIM MPOAYKT, BeIxon 50%, on-
tudeckas yuctota 84% [197].

H,C 0
s Co,CH,

CZHSOC)YLCOZCH3

H H Jumvernn  2-nponuoOHUI-2-
(n-ToaucyabpuHUI)HUKIONPonaH-1,1-tnkap6okcuiar (419).
Memoouxa. Jlumernn OGpoMManioHaT 00padaThIBAIM OCHOBaHUEM
(6mop-C4HgLi) mpu 0 °C B nuMeTOKCHITaHE, 3aT€M K MOJIYYCHHOI
cMmecu J00apisun ankeH npu 0 °C u uepe3 16 4 BBIIENSIIN IPOAYKT,
BbIX0/ 54 %, ontudeckas yncrora 74% [197].

00
Ui \\
S S
H,C CH,
H CO,CH,4
H;C CO,CH,
CHj (SS,SS,3R)-lumermt 3-

U30NPONUI-2,2-6uc(n-ToauicynbGuHui)nuKiIonponan-1,1-qu-

kapookcuiar (420). UK, v, em b 2990, 1730, 1590, 1490, 1430,

1300, 1250, 1090, 1050. *H SIMP (CDCls), 8, m.x1.: 0,79 1 (J 6,6 T'u);

1,21 n(J 6,4Tn); 2,42 c; 2,47 c; 2,50 m; 2,64 n (J 11,0); 3,72 ¢; 3,85
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c; 7,20 m; 7,34 1 (J 8,1 Tw); 7,78 1 (J 8,1 T'w). **C SIMP (CDCly), §,
m.a.. 21,8; 21,9; 22,7; 23,2; 34,5; 42,0; 53,3; 53,9; 66,4; 127,5;
129,6; 129,7; 130,2; 137,1; 143,8; 143,9; 165,1; 166,2. [a] D* +16,8.
(AGcomoTHas koHpUrypanus ycranosneHa PCA).

Cxema 164
..,,,,|S| u
I ///©\ C02CH3 ' NaH
TTro
H Br COZCH3
Ne
“ln,, // \\ VS
S "y
R —
H3C CH3
R CO,CH;,
H  CO,CH,

Memoouxa. K pactBopy ankwiuneH Ouccynbdokcuma (cxema
164, R=i-Pr) (1 momp) u aumernn 6pommarnonara (1,5 mones) B TT®D
(10 mu/mMMons ankumuAeHONCCYNb(QOKCHIA) NOOABIIN TPU KOM-
HatHO#M Temneparype NaH 60 % (1,5 monb). Peakunonnyio cmecs,
KOTOpasi CO BPEMEHEM CTaHOBHJIACH MOJIOYHOM, MEepeMEIIMBAIU 10
3aBepuieHus peakuuu (ot 15 mun g0 16 1). 3arem pacTBop pazbas-
asumtt CH,Cl, u naceienssiM pactBopom NH,Cl, koHtieHTprpoBain
B Bakyyme, ynaisisi TT'®, ocrarok skcrparuposaiun CH,Cl,, mpomsi-
Banu Bonoit, cymmmu MgSO,, GuasTpoBaM W KOHIIEHTPUPOBAIN B
Bakyyme. Ocrtarok XxpomarorpadupoBajid Ha CHIMKarese, 3IFOCHT
(menTan — stwnanerat 90:10). [Tomyunnu Genble KPUCTAIUIBI, BHIXOJT
96%, T.1u1. 162-163 °C [198].

00
I\
S. S
H,C CH,
H CO,CH,4
CO,CH,

(SS,SS,3R)  dume-
THJI 3-pennn-2,2-6uc(p-TosmiacyabPpuHUI)IMKIoNponaH-1,1-
aukapooxcmiaar (421). UK, v, em % 3000, 1750, 1600, 1500, 1440,
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1320, 1260, 1240, 1190, 1060. 'H SIMP (CDCly), 8, m.1.: 2,36 c;
2,38 ¢c; 3,21 ¢; 3,87 ¢; 3,92 ¢; 6,25 1 (J 8,1 T'm); 6,86 1 (J 8,1 I'w),
6,91 11 (3 7,6; 1,0 I'); 7,13 »; 7,33-7,37 m. °C SIMP (CDCly), 3,
m.a.: 21,5; 41,9; 47,9; 53,7, 54,0; 74,7, 125,1; 126,4; 128,8; 129,2;
129,3; 129,6; 129,9; 131,2; 137,3; 137,7; 141,5; 142,9; 164,8; 165,0.
[a] D% -380,0.

Memoouxa. K pactBopy ankunuiaen ouc-cynbdoxcuna (1 mMois)
(cxema 164, R= C¢Hs) u mumerunbpommanonara (1,5 moms) B TT'®D
(10 mu/mMmonp ankwiuaeHOUccybhokenaa) nodasmsum npu 0 °C
NaH 60 % (1,5 monb). PeakimoHHYI0 cMech, KOTOpasi CO BpeMEHEM
CTaHOBHJIACH MOJIOYHOH, MEPEMEIIMBAIH JI0 3aBEPIICHUS pPEaKIUH
(ot 15 mun mo 16 u). 3arem pactBop pasdasisin CH,Cl, u Hacer-
meHHbM pactBopoM NH,Cl, koHIIEHTpHpOBaIM B Bakyyme, ynaisis
TT'®, ocratok sxctparuposanu CH,Cly, mpoMeIBany BOIOM, CYIIHAIH
MgSO,, ¢umpTpoBaNM W KOHIEHTPHUPOBaIM B Bakyyme. OcTaTok
XpomarorpaupoBaiiii Ha CHIIHMKArese, SIOCHT (IeHTaH — JTHIIAIe-
tat 70:30), momyunnu Oerble KpUCTaLIbl, BBIXOA 97 %, T. . 146-
147 °C [198].

H,C

(SS,SS,3R) (E)-
Juvetnn 3-cTupui-2,2-6uc(P-TOMUICYTb(PHHIIT)IMKJIONPONaH-
1,1-nuxapooxcuaar (422). UK, v, em b 2052, 1733, 1491, 1434,
1233, 1085, 1048, 806, 749. 'H SIMP (CDCly), §, m.x.: 2,29 c;
2,33 ¢; 3,19 1 (J 10,2); 3,77 ¢; 3,81 ¢; 6,13 nx (J 15,8; 10,2 T'm);
6,50 n (J 15,8); 6,56 n (J 8,1 I'm); 7,07 1 (J 8,6 T'my); 7,19-7,29 m;
7,61 1 (J 8,1 I'm). °C SIMP (CDCly), 8, m.x.: 21,4; 21,5; 36,7;
45,7; 53,5; 53,7; 71,3; 119,3; 125,9; 126,4; 127,6; 128,4; 128,8,;
129,5; 129,9; 137,0; 135,8; 136,6; 136,7; 142,3; 143,5; 164,3;
164,5. [0]D* -375.
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Cxema 165

H_ CO,CH,
+

Br C02CH3 CH
3

CH,

Memoouxa. K pactBopy ankwiuaeH oOuc-cynbdokcuma 100 mr
(0,25 mmounb) u numertnn opommanonara (0,5 mmoinps) B TT'® (10
mi/mMmone) nobasmsmn NaH (60% cycneHsus B MUHEpalbHOM
Mmacne; 0,5 mmons) npu —50 °C. PeakunoHHylo cMmech Iepeme-
muBanu 2 gus. 3arem ee pasoasasuiu CH,Cl,, maceimenHsM pac-
tBopoM NH,Cl, KOHIIEHTpHUpPOBAIM Ha POTOPHOM HCIAPUTENE MPH
MOHIDKEHHOM JIaBlieHuH a0 ynanenus TI'® wm skcTparmpoBaiu
CH,Cl,. Dxctpakt npombiBaiu Bozoit, cymwan (MgSO,), dunspo-
BQJIM U KOHIIEHTPUPOBAJIHM Ha POTOPHOM HCIAPHUTENE TIPH MOHMKEH-
HOM gaBieHuH. OCTaTOK XpoMarorpaMpoBaId Ha CHIIMKarelne,
AIIOUPYS CMECKIO TeHTaH — ATmianerat ot 70:30 go 50:50, nomyua-
nu cmech (422) (85%) u (423) (9%). Cmech pa3aesnsuid MOBTOPHBIM
xpomarorpadupoBanueM. [lomayumnu (422), Geblii TIOPOIIOK, T. IUI.
65 °C (pa3n.) [199].

CO,CH
Hyco,c_§R 20 e

C0,CH,4

Terpamernu 3'-

(pennn-3,3-ouc(n-roaniacyabpunnia)ou(uukionponan)-2,2,2",2"-

Terpakapéokcunar (423). UK, v, em b 2995, 1735, 1725, 1430,
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1295, 1215, 1080. *H SIMP (CDCls), 8, m.x1.: 2,33; 2,48 ¢; 2,58 1
(J 10,2); 3,00 nx (J 10,2; 8,1); 3,29 n (J 8,1); 3,38 ¢; 3,41 ¢c; 3,51
c;382¢;6,451(J81T); 7,08 1(J8,2Tn); 7,12 1 (J 7,1 I');
7,20-7,29 m; 7,37 1 (J 8,2 I'm); 7,95 1 (J 8,1 I'u). °C SIMP
(CDCly), 8, m.x.: 21,5; 21,7; 26,3; 32,2; 36,6; 44,3; 45,0; 52,8;
52,9; 53,5; 53,8; 73,2; 126,0; 127,7; 127,9; 128,5; 129,7; 130,2;
133,4; 136,8; 137,0; 141,9; 143,2; 164,9; 165,0; 166,4; 166,5.
XapakTepUCTUUYECKUE CUTHAJbl JIJII MUHOPHOTO JHacTepeoMepa
'H IMP (CDCl,), 8, m.x.: 2,34 ¢; 2,41 ¢; 2,68 1 (J 10,1 T'm);
3,41 c; 3,81 ¢; 6,87 a1 (J 8,3 I'm); 7,75 1 (J 8,4 Tm). °C SAIMP
(CDCly), 6, m.a.: 21,7; 21,8; 25,7; 28,0; 37,1; 42,9; 43,7; 52,6;
53,4; 53,7; 53,9; 68,2; 126,6; 128,3; 128,7; 129,1; 129,8; 133,9;
136,3; 143,5; 144,0; 164,6; 164,8,; 166,3; 167,5. [a]D?*® -60.

HOJ’Iy‘IaIOT COBMCCTHO C HUKJIONPOIMAHOBBIM IIPON3BOJHBIM
(422). Coenunenne (423) obpasyeTcst Kak CMeCh JABYX JTHAacCTepe-
omepoB B cootHomennu (90:10), Oenbrit mopormok, 1. mi. 105 °C
(pazn.) [199].

// CO,CH;

[ CO,CH,

JAumernan 2,2-(teTpameTwyieHAUCYIbGU-
HH.J1)—3—q)emmumcnonponaﬂ—l,1—nmcap601ccm1aT (424)

Cxema 166
/9 CO,CHj;
C02CH3 S C02CH3
j +HBr  — [
COZCH3 S

OO0pa3zyercs 0JIMH M3 BO3MOXHBIX CTEPEOMEPOB, BHIXOJ KOJINYE-
ctBeHHEIH [200].
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O ) TpHIIHK.]'IO[4.4.1.01’6]yHIleKa-?),8-}1HK6H-2,5,7,10-

TeTpoH (425).
MHorocraauitHeiii cuntes (cxema 167).
CxeMa 167
OCH3 OCH;
NBS CH3ONa __DIICKTpOIH3
CH,CN CH,0H KOH, CH,0H
H, OCH3 OCH; OCH;
H;CO
HLHO
HyCO™ |
CH3

Memoc)um. TeTpa6p0an0H3Boz[H0e MOJTyJand OpOMHUpPOBaAHHEM
NBS B aneronutpuie. NBS (5,5 mons) mobasmsuu pu 20-25 °C,
3aTeM KHUSATHIM B Tedenue 15 4. Brixom 42%, t. mi. 128-129 °C
(3ranon). TeTpaMeTOKCUIIPON3BOAHOE MONTYJald 3aMEIICHUEM aTo-
MOB Opoma xelictTueM Meruiara Hatpus B metanosne npu 0 °C. Bei-
xox 73%, T. . 79 °C. D1eKTpoiu3 NpOBOIWIN C TUIATHHOBBIM aHO-
oM (aHozHbI ToK 20 MA/cM®) B 1%-M METaHOIBHOM PACTBOPE THI-
pokcuna kamus npu 0 °C. Ilomywyanum okTameTWiIaleTalb, BBIXO[
55%, 1. 1. 95-96 °C. I'naponun3 npoBOANIM IIPU KOMHATHON TeMIIe-
patype neiictBuem cmecu 1:2 ameroHa U 3%-ro pacTtBopa COJISTHOU
KHUCIIOTHL. BBIX0J] IMKIIOMPONIaHOBOTO Mpou3BogHOTO (425) 62%, T
mwr. 200 °C [201].

O
H;CO,C CO,CH;

H,CO,C CO,CH,

H3C\n/CH3
O Terpamerns  1,5-gumeTni-
TeTPALMNKIIO [3.3.01’5.02’8.04’6]0KTaH-3,7-111/10H-2,4,6,8-TeTpa1cap-
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Goxcmaar (426). *H SIMP (CDCly), 8, m.xi.: 3,78 ¢; 1,73 ¢. °C SIMP
(CDCly), 8, m.1.: 189,0; 162,0; 53,24; 48,1; 30,0; 8,4. IK (KBr), v,
oM : 2985, 1754, 1747, 1718, 1436, 1317, 1300, 1237, 1145.

Cxema 168
H.CO,C CO,CH o
TR CHy TR NaH H;CO,C CO,CH,
o R0
H;CO,C CO,CH;

H,co,C  “H3co,cH, H3C\g/CH3

Memoouxa. PactBop 22 r (0,055 ™monb) Terpamerun 1,5-
muMeTHiI-yuc-ounukio[ 3.3.0]Jokran-3,7-nuon-2,4,6,8-TerpakapOok-
cunara (cuHTe3 ucxonuuka B padote [202]) B xmopodopme (300 mir)
MO0AaBISIM TO KaliiM K TepeMenrnBaeMoMy pacTtBopy 19,45 T
(0,122 moip) 6poma B xmopodopme (50 MiT) pr KOMHATHOM TEMITe-
patype. CMech BBIIEpKUBAJIM MPU KOMHATHOW TemIiieparype 3 4 U
3aTeM OXJaKOalnd Ha NefsHoi Oane. [loGaBmsm TpudThmamuH 24,6 T
(0,244 morp) MO KamIsIM K 3TOMY PacTBOPY IPH OXJIAXKICHUH M Tepe-
MemuBaHuU. Temmeparypy cMecH JOBOIWIN J0 KOMHATHOW M OC-
TaBJSUTM Ha 4 4, TIOKa BCE JIETY4He BENIeCTBa HE YIaIMINCh BhIITapH-
BaHHEM IIPH TMOHWKEHHOM AaBiieHuu. OcTatok obpabarbiBaiy Ter-
soii (50 °C) Bojol U 00pa30BaBIIMICS 0CAJ0K OTACIIH (PHIIbTpa-
nueit mon Bakyymom (17,8 T, 82%). Ilepexpucramnuzanueit u3 mMera-
HOJIa TIOJYYHIIA YKCThIN aukeToH (426) (15,2 r, 70%). benbie mpus-
™Mbl T. 1. 184-185 °C [203].

AmnanornydHo BeuiecTBo (426) nomyuanu B padorax [204, 205].

0]
H;CO,C CO,CH;

H;CO,C CO,CH;
H3C\n/C2H5

o TerpameTn 1-3THa-5-
merna-rerpaunkno[3.3.0°.0°%.0**|okran-3,7-1nou-2,4,6,8-teT-
pakap6okcnnar (427). 'H SIMP (CDCl), 8, m.a.: 3,77 ¢; 3,76 c;
221 k8 (J 7,3 Tn); 1,78 ¢; 1,11 t (3 7,3 T'w). °C SIMP (CDCls), 3,
m..: 189,67; 162,19; 161,99; 53,53; 53,23; 50,09; 47,58; 16,45;
12,25; 8,55. VIK (KBr), v, cm ' 3013, 2960, 2895, 1744, 1721, 1434,
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1386, 1340, 1329, 1260, 1200, 1108, 1089. Macc (70 3B), m/z
(Tors, %0): 437 (6), 409 (20), 381 (36), 377 (100), 349 (36).

Memoouxa. a) W3 terpamerun  1-3Tmn-5-metuin-yuc-
ounukio[3.3.0]-okra-2,6-guen-3,7-aguon-4-sx30,8-sk30-2,6-
TeTpa-kapOokcuinara (TJIaBHBI u3oMep Kougencammm Weiss-
Cook JUMETHII 1,3-ameToHauKapOOKCcHIaTa c 2,3-
nertanguonom). Pacteop 0,9 r (0,0054 monw) Opoma B XJ0poO-
dbopme (1 M) qobaBusanu Mpu nepeMenmuBanud K pacteopy 1,0 r
(0,00245 monp) aueHona mMpu KOMHATHOHM Temmeparype. Uepes 5 4
CMECh OXJIAXIaau Ha JieAstHol 6ane u nodasmsutu 1,1 1 (0,011 mMob)
TpudTHIaMuHa. CMECH Jajii HarpeThCsl 10 KOMHATHOM TeMIIepaTy-
pbl ¥ BBICPKUBAIH €I¢ IOMOJHUTENBbHO 5 4. PacTBopuTenb
yAaIsUId B BaKyyMe M OCTaTOK pacTBopsiu B 3dupe (25 mu).
OdupHbIi pacTBOp TOpOMBIBANIM BOAOW (25 M), CymHIu
(MgSO,) u BeimapuBagu B Bakyyme. TBep/blii OCTATOK MEPEKPHU-
CTAJUIM30BBIBATH M3 CMECH METAHOJ-BOJA W TONYYHJIH TETpa-
uukiandeckuit auketon (427) (0,76 r, 76%). benble mpusMsl,
t.mr. 127-128 °C.

0) W3 Tterpamermn 1-3Tmin-5-metmn-yuc-6unmkio-[3.3.0]okra-
2,6-muen-3,7-nuon-4-sn0o, 8-sk30-2,6-TeTpakapOoKcUIaTa, MHHOP-
HOro wm3omepa KkonjeHcammu — Weiss-Cook  mumermn  1,3-
arleTOHUKapOoKcuaTa ¢ 2,3-nmeHTaHauoHOM. Mcronb3ys omucaH-
HYIO BBIIIE METOJUKY s 4-5H00, 8-5Kk30 M30Mepa, HMOIYYWIN TET-
panukinueckuii 1uketoH (427) (23%).

6) U3 cmecu 4-5x30,8-9x30 u 4-on00, 8-ok30 (3:2). Cmech
noJiydeHa HampsMyro konaeHcarueit Weiss-Cook mumernn 1,3-
aneroankapookcuiata ¢ 2,3-nmeHranauonoM. llocne ynaneHus
BCEX JICTYYHMX BEIIECTB B BaKyyMe OCTAaTOK 0OpabOaTteiBaiu 3¢u-
POM U TBEpJbIil OCTATOK, BBICAXKCHHBIH T0OABICHUEM BOJbI, OT-
(UIBTPOBBIBAIHN, MPOMBIBAIM BOJIONW M cyurwid. [Tonydunu Ter-
panuknnueckuit nuketoH (427) (25 r, 59%) M0CTATOYHO YUCTHIH
JUTst ucriosib3oBanus [203].

[To aHaNOrMYHOW METOJMKE BEUIECTBO MOJYYalld B KA4eCTBE
MIPOMEXYTOYHOTO BemecTBa B pabore [206].
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H3C02C\ COzCH:},
H,CO,C CO,CH,

O 2,4,6,8-TerpakapdoMeToKCH-
terpamuk0[3.3.1.0°%.0*° |nonan-3,7-quon (428). 'H SIMP, 8, m.1.;
2,59 1 (J 2,5 '); 3,41 v (J 2,5 Tw); 3,79 c. °C SIMP, 8, m.xi.: 16,0;
39,2; 49,1; 53,8; 164,0; 186,8. UK (CHCls), v, cm *: 1745,1700,1170.

Cxema 169
CO,CH; H,CO,C
CHO
CO,CH
» 0 CHONa _ o 2 2CH,
oH
CHO
CO,CH, H;CO,C Co,cH,
30K 3 H;CO,C
P CO,CH; Na,CO, 2 C02CH3
H;CO,C H3C02C COQCH3

Bt H;CO,C

Memoouxa. TIpoayKT KOHJEHCAIIUH METHJIOBOTO 3dupa ame-
TOHJIUKApOOHOBOH KHCIOTH ¢ 12,85 1 (33,0 MMOJIB) MaTOHOBOTO
auanpaeruaa B 100 mur cyxoro CHCIl3 6pomMupoBanu pacTBOpom
12,4 v (77,6 mmosb) 6poma B cyxom CHCI; (50 M) B Teuenue 4 u.
[Nocne nepemenMBaHus OCTAaBIISUIM HA HOYb NMPH KOMHATHOW TeMIIe-
paType. 3aTeM peakIMOHHYIO cMech BelnuBad B 200 M cMecH nea-
Bona, comepxainieid 50 min 20%-ro BoaHoro pactBopa NaHSO:;.
Hacwimennsiit Bogusiid pactop (50 mia) Na,COz ocTopoxHOo j10-
0aBisM B ABYX(a3HYIO CHUCTEMY, OCTOPOXHO TPSICIH B JIEJIHU-
TeJIbHON BOpoHKe. benoBaTwlii ocamok OT(HUIBTPOBBIBAIM, MPO-
MBIBANH BOAOHM M cymmin. OpraHudecKuil ciaoil OT(UIBTPOBHI-
Bann oT MQSO,4 u KOHUEHTpUPOBaAIU B BakyyMme. bensiii mopo-
IIOK OOBEIUHSIIN C OCaAKOM ¢ QUIBTPa U MEPEKPUCTAIIIN30BHI-
Banmu u3 Mmertanona. Iloayunnu 9,0 r (74%) coenuuenus (428),
T. . 245-246 °C [207].
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C,H;0,C

0 0

Irua 3,7,9-rpuokcorpunukio[3.3.2.0%°]
nekan-1-kap6okcmaar (429) 'H SIMP, 8, m.a.: 4,23 k8 (J 7,22 T'n);
3,11 ¢; 2,90 n (J 4,46 T'n); 2,80 n (J 4,14 I'n); 2,57-2,53 m; 1,29
T (J 7,07 T'w). C SIMP, 8, m.x.: 201,7; 199,5; 166,0; 62,6; 49,5;
47,9: 46,8; 42,3; 21,8; 13,6. UK (Nujol), v, ecm *: 2981, 1736,
1687, 1247. Ctpykrypa ycraHoBieHa metonom PCA.
ITosyyanu nmyTeM BHYTPUMOJIEKYJISIPHOM LUKIM3ALUU WIKIA
cepol (cxema 170). CuHTE3 HCXOMHUKA OCYIIECTBISIIA U3 IIHKIO-
renTaJueHoHa B HECKOJIBKO CTaaAHM.

Cxema 170
O
CHO,C
O O
Sc(OTf
(0) S 0]

9

Peakuuro mpoBoaniau B pa30aBICeHHOM PacTBOpE B XJIOpOEH-
3onme (0,01 monp/m) mpu karanu3e TPUPTOPALETATOM CKAHIHUS
npu temrneptaype 127 °C [208, 209].

Memoouxa. Tpudunar ckauaus 595 mr (1,21 mmoinb) n0o6aBs-
JISIK K pacTBopy miuza 2,86 t (8,10 mmons) B 800 mir cBexerne-
perHanHoro xyopben3ona. PacTBOp KUNATHIH ¢ OOpaTHBIM XO-
JOIMIBHUKOM 3 9, 3aT€M OXJIKAJIH JI0 KOMHATHOHW TeMIepary-
pbl. PeaknmonHylo cMmech OTQHUIBTPOBBIBAIM Yepe3 LEATUT MU
KOHIICHTPHPOBAIU IpPU MOHWKEHHOM aaBieHUU. [lomydeHHOe
Mmacio oynmanu ¢uem-xpomatorpapuei (1:1 sTmnanerarirekcas),
noxyunsu TpuketoH (429), 6enbie kpuctamwisl (1,39 1, 69%) .
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11. IlukJgonponanbl, 3aMelieHHbIE MSATHI0
3J1eKTPOHOAKIENTOPHBIMH IPYNIIAMHU

ONC

HO CN

H CN
NC 2,2,3,3-
TeTpauMaHOUMKJIONPonaHkapooHoBast kuciaora (430). UK, v,
cM ' 3080, 2280, 1710. Crextp ‘H SIMP (JIMCO-dg), 8, m.x1.: 4,95
c; 12,15 c.

Cxema 171
H0 o CH Ne NG
3T, _TD, H,0 NC O CH;
'H30+ NC Br
H o CH3 o CH,4 \Ei(r d cH,
¢}
ONC
CH3 H,0, H,0" CN
Y. HY HO
g CH -Co2 -CH;COCH, H CN
NC

Memoduka. Kucnory Mensapyma 7,2 r (0,05 Monb) ipu UHTEH-
CHUBHOM TepeMeIINBaHuu cycrneHaupoBanu B 30 mi Boxbl. 3aTteM
HeOopmmMu nopuusMu obapmsumm 8,9 1 (0,05 monp) NBS Taxk,
4yTOOBI TEMIIEpaTypa B peakLHOHHON Macce He mnpesbimaia 25 °C.
3arem nepememnBaiy eme 15 MuH, GuinbTpoBanu, OeCIBETHBIN oca-
JIOK TIIATENHHO MPOMBIBAIM BOJOW W CyIIHIN B BakyyMme Haja P;Os.
Beixon 80%, T. m. 80-82 °C (pasin.).

B 100 mn ab6comotHoro 1,4-nuokcana pactopsiin 6,4 r (0,05
mons) THD, a 3arem 12,3 1 (0,055 Monb) MOHOOPOMKHCIOTEI Meb/I-
pyMma. K momyueHHOMY pacTBOpY MPH MHTEHCHBHOM TepEMEITNBAHNHI
HebonbmMu nopuusmu o 0,1-0,5 r ¢ uarepsanom 10 MuH n100aBs-
JM JIeA 0 UCUE3HOBEHMS B peakinonHoi Macce TLD (mpoda ¢ ruj-
POXHHOHOM), 3aTeM 100aBisk 200 T TOHKO U3MENPYEHHOTO JIbJa U
MIEPEMEIINBAIIN JIO €r0 MOJHOTO PACIUIABICHUA. 3aTEM PEAKIIMOHHYIO
cMech (GUIBTPOBAIM M OCTaBIsIM GUiIbTpaT Ha 2 4. ObOpasyto-
mUics 0CcaJiok OTQHIBTPOBBIBAIU, NPOMBIBAIM BOJOW, 3aTeM
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OXJIQXJICHHBIM TUITUIIOBBIM 3(PHUpOM, cylmmid B Bakyyme Haj P,Os.
Beixon 35%, 1. ut. 134-136 °C (pasn.) (1,4-nuokcan) [210].
ONC
H,CO CN
H CN

NC Metna  2,2,3,3-TeTpalHaHOIUKIONPO-
nankap6okcenaar (431). MK, v, oM 3060, 2260, 1720. 'H SIMP
(AIMCO-dg), 8, m.11.: 3,87 ¢; 4,68 c.

Cxema 172
cNO ONC
NC O cH
3 ROH,RONa H;CO CN
—>
NC o CH; H CN

CN( NC

1. Oo6wasn memoouxa 36

B 2 mn cimpra pactopsimu 0,01 r (0,0005M0115) MeTamImIecKo-
ro HaTpus, 3aT€M K HOJYyYEHHOMY PacTBOPY B OJUH IPUEM IPHU
nepeMennBanuu no6asisu pacreop 0,27 r (0,001 monb) ciiupa-
Ha B 5 MJ aneToHUTpuia. B xone peakunu pacTBop mpuodperan
XKEJNTYI0 OKpacKy, U HaOIoganochk BelAeneHue rasa. Ilociae okoH-
yauus peakuu (TCX) pacTBopuTens 1 U30BITOK CIIUPTA BHITIAPUBA-
T 10 Havyana o0pa3oBaHMs OCajKa, 3aTeM OXJIAXKIAIN W BbIJICIUB-
LIMKCS OcaloK 0esioro 1BeTa oT(UIBTPOBBIBAIN, IPOMBIBAIN OXJIA-
KJICHHBIM JTUITHUIIOBBIM S(HPOM U CYIIUIIN Ha BO3IyXeE.

Jst (431) Beixoz 0,136 1 (68%), T. ot. 131-133°C (pasn.) [211].

Cxema 173
BIL) OR!
Br OR'" NC CN +
> < + > < > y_ E—
R OR! NC CN NC CN
CN
NC NC ONC
CN
1 CN
— lf()\v — ROC + R'Br
R* _ % CN R CN
Br OrNC NC
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2. Oowasn memoouxa 37

Terparnmanostuies 2,56 r (20 MMois) pactBopstid B 30 Mi TeT-
parugpodypana. PactBop B a3oTHOU atMmocdepe OXJaxmanu o
-10 °C. Hdanee MeaJIcHHO MIPH MEPEMEITUBAHUY TOOABIISUIH CBEXKeETIe-
perHanubiii 1,1-nuMetokcu-2-6pomatuiaeH 4,18 r (25 Mmoinb) u
cMech nepemMemuBany 1 4. PacTBopuresb 1 OpOMMETaH OTTOHSUTH Ha
POTOpPHOM HcHapurene. TBepAbI OCTaTOK OTMBIBAJIU T'€KCAHOM U
OUYHIIAIN KOJIOHYaTOW xpomarorpadwueit (dTmmamerar.rekcad 4:6).
Beixon 3,52 1 (88%), T. . 175-176 °C (pasn.) [212].

ONC

o
H CN
NC Itua 2,2,3,3-TerpannaHouMKJIONPO-

nankapGokcniaar (432). UK, v, cm ' 3060, 3065, 2260, 1725. H
SMP (IMCO-dg), 6, m.a.: 1,38 1; 4,33 k8; 4,63 ¢. Macc (70 3B), m/z
(Lo, %): 199 (3) [M]"-15, 185 (4), 169 (75), 157 (8), 142 (100), 130
(20), 115 (15), 105 (40), 88 (20), 77 (43), 65 (35), 51 (23), 45 (50),
38 (20) [213].

1. Cwm. o6y meroauky 36. Beixon 72%, 1. . 135-139 °C
(pasm.) [211].

2. Cwm. oomyw metoauky 37. Berxon 85%, T. mn. 158-159 °C
(pa3n.) [212].

3. Tonywanu peakmueir THD ¢ atun ngumaszoaneratom (cxema
174).

Cxema 174
CHsOC N ONC
NC CN N
_ CN C,H;s0 ¢
NzHC_C02C2H5 + —> N T’
NC N N CN ~ 2 H CN
CN NC

Memoouxa. Dtun nuazoarnerar (13 mu, 115 MMois) 00aBIsIIH B
teueHue 3,5 4 k kumsimemy pactsopy TLHD 10 r (80 mmons) B 275
MJ1 6pomben3ona. OTOTOHSIM PacCTBOPUTEND TPY MOHIKEHHOM JIaB-
JICHUU W TIOJIyYWJIM TBEPIBIA OCTAaTOK, KOTOPBIH OTMBIBAIIH 3(PHPOM.
Cyxas kopuuHeBasi TBepaas macca, Bbixoq 10,0 r (59%), 1. rur. 154-
158°C. Cyb6numarueit 3Toro marepuaina ObLIM MOJMYYEHB! IMHHBIE
Oeple WTBI MUKIIONpoONana, T. mwi. 157-159°C. Ilepekpucramimsa-
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WSl U3 CMECH TaHOJI-TIETPOJICHHBIN dup nana Gesble KPUCTAIIBI ¢
1. 1. 157-158 °C [213].

NC Mponua 2,2,3,3-TeTpanuaHomMUK-
Jonponankap6okcmnar (433). UK, v, cm : 3060, 2240, 1725. *H
SAMP (AMCO-dg), 6, m.a.: 0,95 1; 1,67 m; 4,18 T; 4,73 ¢. Macc
(70 3B), M/z (I, %): 213 (1) [M]*-15, 169 (10), 141 (10), 115
(1), 105 (15), 88 (5), 77 (20), 65 (15), 51 (10), 42 (100).

Cm. oomyrw meroauky 36. Beixox 70%, T. mi. 140-145 °C
(pasn.) [211].

NC Byrun 2,2,3,3-TerpanuaHounuk-
Jonponankap6okeniar (434). UK, v, ev: 3055, 2260, 1730. *H SIMP
(IMCO-dg), o, m.x.: 0,98 T; 1,47 m; 1,72 m; 4,25 T; 4,62 ¢. Macc
(70 5B), M/z (1o, %): 213 (3) [M]*-29, 187 (4), 149 (9), 141 (13),
115 (3), 105 (10), 84 (5), 77 (13), 56 (100), 41 (50).
Cm. odmyro meroauky 36. Beixom 75%, 1. . 150-155 °C
(pazn.) [211].

Br ONC

\/\o%CN
H CN

NC 2-Bpomatian  2,2,3,3-TeTpanuano-
nuKJIonponankapookcunar (435).
Cm. oomyw meroauky 37. Bexom 72%, 1. mn. 152-153 °C
(pasn.) [212].
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NC 2-BpomaTi-2,2,3,3-TeTpanuano-1-
MeTHJINHNKJIoNponankapookcuiaar (436).
Cm. oomyro meroguky 37. Bexog 90%, 1. mim. 179-180 °C
(pasn.) [212].
HO ONC

NC 2-T'uapokeudTHa-2,2,3,3-TeTpanuano-
uukIonponmikapéoxenaar (437) UK, v, em = 3550, 3060, 2260,
1715. *H SAMP (IMCO-dg), 8, m.1.: 3,67 ; 4,27 ™; 4,76 c. Macc (70
5B), M/z (lom, %): 200 (20) [M]"-30, 187 (5), 170 (20), 142 (100),
115 (10), 105 (30), 88 (10), 77 (23), 65 (11), 51 (10), 45 (13).

Cm. o0myro meroauky 36. Breixox 78%, T. mr 172-175°C
(pazn.) [211].

O NC
o CN

H CN
NC bensna-2,2,3,3-

TeTpalHaHOUHMK-TonponuiIkapdoxenaar (438). UK, v, cm : 3055,
2250-2270, 1725. *H SIMP (AMCO-dq), 8, m.xa.: 7,38-7,51 m; 5,29 c;
4,85 c. Macc (70 3B), m/z (loy,, %): 276 (25) [M]", 194 (6), 155 (30),
147 (35), 120 (5), 107 (20), 91 (100), 77 (23), 65 (25), 51 (13).

CMm. oomyrw meroauky 36. Beixom 75%, 1. mn. 155-157 °C
(pazn.) [211].

O NC
H,C CN

H CN
NC 3-Anernanukiionponan-1,1,2 2-rerpa-
kapGonuTpma (439). MK, v, cm ' 3060, 2273, 1710.
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1. Keronsl B eHONBHON (PopMe MPUCOCTMHSIIOTCS K TeTpalida-
HOSTHJICHY, TPHUBOJS K COOTBETCTBYIOIIMM TETPAI[MaHOKETOHAM.
[Ipu ncnonb30BaHMM O-TAIOTEHKETOHOB (cxema 175) sTa peakuus
OblIa YCIICIIHO TPHUMEHEHA Ul CHHTE3a TEeTPallMaHOILMKIOIPOITHII-
KETOHOB — IIMKIIOIIPOTIAHOB, 3aMEIICHHBIX MATHIO 3JIEKTPOHOAKIICTI-
TOPHBIMH I'PYIIIAMH € XOPOIIUMH BbIxoaamu 60-90%.

Cxema 175
1 o R! og NC_CN
R // HCl_ \__/ I
4 = = NC CN
H >
Hal R? Hal R?
NC CN R 9 NC
NC R2 CN
o R! R! CN
CN Hal NC

Oowas memoouxa 38

K cmecu a-xmopkerona (0,05 moms) u TLD (0,01 monp) mo-
OaByisin 1-2 kamnu koHuneHtpupoBanHoit HCl u nepemermmBany.
ITocne toro kak THD npopearuposan (mpoda ¢ THIAPOXUHOHOM),
cMech oxiaxaanu, nodasmsu 30 ma Boasr u 10 mi adupa. Oca-
JOK OT(QUIBTPOBBIBAIH U IIPOMBIBAIU dPUPOM.

Hns (439) Bpems peakiuu 30 mMuH, Bbixox 76 %, T. wi. 196-
197 °C [214].

2. 3-Anmrmmuknonponan-1,1,2,2-TeTpakapOOHUTPUIBI  aK-
THBHO PEarupyloT ¢ WOAMAAMH W MOATOMY UX HEBO3MOXKHO IO-
Ny4uTh peakuved Bupexksucra. VX cHHTE3 yAanoch YCHEIIHO
OCYWIECTBUTh MO MOAMGULUHMPOBAHHOW peakuuu Buneksucra.
[IpennoxxeHHBIHN CHUHTE3 3-amwinukiaonponan-1,1,2,2-
TeTpakapOOHUTPUIIOB BKJIIOYaeT B cebs 00pabOTKy MOHOTHIpa-
TOB 3aMELIEHHBIX TIHOKCaJed B cpelleé M30MPOMMIOBOIO CIUPTa
M30BITKOM MOHOOpOMMalloHOAMHHTpUIA (cxema 176), KoTophId
OJIHOBPEMEHHO BBICTYNAET BOCCTAHOBHTENEM, IpPEBpalIasich B
OUOPOMMAaIOHOIUHUTPHII.
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Cxema 176

H_ CN
0 H_ CN O NC Br x
on X Br” CN
R Br” CN _ g CN >
T~ Br, CN
-HZO - >< 5 - H20
OH OH Br” CN
H_CN NC N O CN
O CN B eN
— ——r HET eN
R Zen
Br NC~ CN
NC ©N
Obwas memoouka 39

K pactopy (0,01 M07b) MPOU3BOJHOIO TIIMOKCANISI MOHOTHApAaTa
B 20 MJI U30MPOMMUIOBOTO CIUPTA NMPHU MEPEMEITHBAHNN B OJTHY MOP-
muto nobasmsimn 4,35 v (0,03 Moib) MOHOOPOMMATIOHAMHATPHIIA.
CMech mepeMeInBaii B TeUeHUE 15 MUH, BBIJCIMBIIUNCS OCaIOK
OT(WIBTPOBBIBANIN, TOCIEAOBATCIPHO MPOMBIBATH HEOOIBITUMHU
MOPIMSAMH H30TPONUIIOBOTO CIIUPTA M BOJIBL.

st (439) Beixom 68%, T. . 182-183°C (pasin.) [215].

Hc P NC N
Hzc*&ﬁ
H:C H CN
NC 3-Musanonmnuukiaonponan-1,1,2 2-rer-

paxapoouutpuia (440). VK, v, em ' 3055, 2270, 1700.
1. Cwm. obmyro mMeronuky 38. Bpems peakiuu 2 aHs, BBIXOJ
78%, 1. 1. 166-167 °C [214].
2. Cwm. oomyw meroauky 39. Brixon 73%, T. mi. 204-205 °C
(pasn.) [215].
ONC
CN

H CN
NC 3-benzonanukiaonponan-1,1,2 2-

TeTpa-KapGonnTpui (441). UK, v, oM 1692, 2264, 3033. 'H SIMP
(AMCO-dg), 8, m.a.: 8,25 o; 7,8 T; 7,6 T; 5,65 ¢. Macc (70 3B), m/z
(Lo, %0): 246 (15) [M™], 105 (100), 77 (60), 51 (40), 38 (10) [217].

1. Cwm. obuyro mMeronuky 38. Bpems peakiuu 2 aHs, BBIXOJ
62%, T. 1. 215-216 °C [214].
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2. Cm. odmyro meroauky 39. Bexox 78%, 1. . 211-212°C
(pasn.) [215].
3. Tonyvanu, ucnons3ys peakuuto Buneksucra (cxema 177).

Cxema 177
O 0
CN
R °. 2>< +KI —> R CN
H - KBr
NC OCN

Memoouxa. ®enmnriuokcans 1,52 T (0,01 mMoab) pacTBOpsUH B
20 M stunoBoro cmupta, 3atem npubasmsm 2,9 t (0,02 momb)
opommmarnonutpuiaa u 3,32 t (0,02 mMonp) noguaa xkamus B 10 mi
Bojel. CMech mepeMentuBain B TedeHue 15 MuH. BrimaBmuii ocagok
OT()UITBTPOBBIBAIIN W MMPOMBIBAIIN STHIIOBBIM criupToM. [Ipu HEoOX0-
JUMOCTH 0CaJI0K MOKHO IEepeKpHUCTaNIN30BaTh U3 InoKcaHa. Boxon
0,521 (21%), . 1. 211-212 °C [216].

4. B xadectBe AeOpOMHPYIOIIETO peareHra B MeToauke 39
MO>KHO HCIIOJF30BaTh MAJIOHOHUTPHI, KOTOPBIN MEPEXOIUT B OpOM-
MaJIOHOHUTPHJI M BHOBb IIPUHUMACT YYACTHE B PCAKITUH.

Memoouxa. K pactBopy 1,52 r (0,01 momnp) dheHnnrmmokcans B
20 mut m3omnponuioBoro crupra npudasmsm 0,66 r (0,01 mons) Mma-
JIOHOHUTPHUJIA, 3aT€M B IOJYYEHHBIH pacTBop mpubasmsamu 1,45 T
(0,01 mosp) OPOMMMATIOHHTPHIIA M TIEPEMENIMBAIM B TedeHue 15
MUH. BeimaBmmmii ocagiok OTQIIETPOBRIBAIN M MIPOMBIBAIH W30MPO-
muoBeIM criupToM. Beixon 1,60 r (65%).

[To ananoru4Ho# MeTOIMKE MTOTydasu B pabore [217].

5. Tlomydanu, ncnons3ys one port rexaonoruro (cxema 178).

Cxema 178
O
CN
] 0] /
R + 2CH, + B
\> U2 T2mBr
R2 CN

Memoouxa. K pacteopy 1,52 1 (0,01 Momp) q)eHMnrnHOKcaJm u
1,32 r (0,02 monb) manoHoHUTpHIA B 10 M M30MIPONMUIIOBOTO CIIUP-
Ta MO KAIUSIM NPH WHTCHCUBHOM TIEpEMENIMBAHUU HA MAarHUTHOU
Memtanke npudassim pactsop 1,6 T (0,02 monp) Opoma B 10 M
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CMECH H3OIPOITMIOBOTO CIIUPTa W BOJMBI, B3STHIX B OTHOmIEHUH 1:1.
BrmaBmmii ocafiok OT(GUIBTPOBHIBAIH, TPOMBIBAIA H30TPOIHIO-
BBIM criupToM. Brixon 1,28 r (52%).

6. Ilomydanu, ucmosb3yst ONE POrt TEXHOJIOTHIO O€3 BBIIEICHUS
(heHUNITIIHOKC AN, CHHTE3UPYEMOr0 OKHCIEHHEM aneTopeHoHa Iu-
OKCHJIOM CeJIeHa.

Memoouxa. B cmecu 10 M1 M30npONMUIIOBOTO CIIMPTA U 5 MIT BO-
ael pactBopsui 1,11 T (0,01 monb) oxcuaa cenena u 1,2 © (0,01
Mouib) aretrodeHoHa. PacTBOp KUMISATHIN O TIOJHOTO BBIICICHUS
METAJLTMYECKOTO CeJICHa, KOTOPHIH 3aTeM OTICHSIM JACKaHTalueH.
[Tocne oxnakaeHUs B MOJYYCHHBIA PAacTBOP MPH MEPEMEITUBAHUU
no6asisun 0,66 T (0,01 Monp) manononuTpuna, 3atem 1,45 v (0,01
MOJIb) OPOMMMAJIOHUTPWIIA M TIEPEMEIIMBAIM B TEUYCHUE 15 MUH.
Brinagmmii 0caiok oT(HUIBTPOBBIBAIM U MPOMBIBAIU HW30IPOITHIIO-
BBIM criapToM. Beixon 1,25 r (51%).

7. CuHTE3 OCYMIECTBISUTH JJIEKTPOXUMHUYECKUM OKHCICHUEM
cMecH (EHWITIIMOKCAIIS ¢ MAJIOHOHUTPUIIOM B MPUCYTCTBUU OPOMHU-
na Hatpus (cxema 179).

Cxema 179
O O
o CN CN
L og SIIEKTPOJIHN3 CN
NaBr

H CN  1uokcaH

NC CN

Memoouxa. PactBop 1,52 1 (0,01 monp) dhenmnrmmokcans, 1,32 r
(0,02 momb) manononuTpmia u 2,06 r (0,02 Mosb) OpoMuia HaTPUsI B
cvecu 30 M auokcana U 30 MJT BOZBI MOABEPrajiy AEKTPOIU3Y B
Oe3nnadparmMeHHol sueiike, cHabx)eHHON C- aHomOM 1 Fe-kaTomom
(mromap mektpoos 2 cm?) mpu 20 °C U MOCTOSHHOM MIOTHOCTH
toka 100 MA/cM™ HpH TOCTOSIHHOM TepeMemmBanun. 110 OKOHJa-
HuU peakiuu (KoHTpoib TCX) pacTBOpPUTENh OTACISUTN JIEKaHTAIlU-
ell 0T CMOJI00OPA3HOM KHUIIKOCTH, KOTOPYIO PaCTHPAIIA B U30IPOITH-
JIOBOM cripTe. BbiieauBimiics ocagok oTHUIbTPOBBIBAIH, HPOMbI-
BaJM HECKOJbKUMHU MOPIHUSIMH H3OMPOINUIOBOIO CIHPTA W BOJBIL.

Brixonx 0,57 r (23%) [216].
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ONC
CN
H,C H CN
NC 3-(4-MeTra6eH3011) HHKIONPO-
nan-1,1,2 2-rerpakapoonurpun (442). UK, v, em ' 3070, 2270,
1690.
CwMm. oburyro metoauky 38. Bpems peakuuu 2 must, Bexog 60 %,
T. . 206-207 °C [214].
ONC
CN
Br H CN
NC 3-(4-

Bpomo6enzonmn)uuknonponan-1,1,2,2-rerpakapoonntpun  (443).
UK, v, em : 1691, 2261, 3052. *H SIMP (AMCO-dg), &, m.xi.: 8,15 1;
7,85 11; 5,6 ¢. Macc (70 aB), m/z (1o, %): 324 (10) [M'], 183 (100),
155 (50), 105 (30), 76 (75), 50 (80), 38 (25) [217].

1. Cwm. o6mymo meroauky 39. Beixon 82%, 1. mn. 214-215 °C
(pasn.) [215].

2. Memoouxa. K pactBopy (0,01 wmomp) monoruapara (4-
OopoMdenun)rimokcaist B 20 M U30MPONIIOBOTO CIHUPTa MPH Tepe-
MEIINBaHUK B OJHY nopuuto nodasmsum 4,35 v (0,03 Mons) MoHO-
opommanionauauTpriia. CMech TMepeMeniuBaii B TeUCHUE 15 MUH,
BBIJICIUBIIIMNACS 0CA0K OT(HILTPOBBIBAIHN, MOCIEAOBATEIBHO MPO-
MBIBAJIM HEOOJBIIIMMU TOPIUSMH U30MPOIUIOBOTO CIIUPTA U BOBI.
Berxon (85%), 1. . 214-215 °C (pazin.) [217].

ONC

CN

H;CO H CN
NC 3-(4-MeToKCHOeH30 M) IIUKJIO-
nponaHn-1,1,2 2-terpakapoonntpun (444). UK, v, em b 1670,
2260, 3023. 'H SIMP (IMCO-dg), 8, m.i1.: 8,2 1; 7,15 1; 3,9 ¢; 5,65
c. Macc (70 3B), m/z (lyy, %): 276 (25) [M™], 171 (50), 135 (100),

107 (10), 92 (25), 77 (30), 64 (20), 38 (10).
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1. Cwm. oomyro meroauky 39. Boxon 76%, 1. mi. 204-205 °C
(pasn.) [215].

2. Memoouxa. K pactBopy (0,01 wmonp) monoruapara (4-
MeTOKCHU(peHMT)rTHOKcanss B 20 M H30MPOIMIOBOTO CIUPTa MPH
MepeMenTuBaHiy B 0HY ropuuto nobasnsum 4,35 T (0,03 monp) Mo-
HOOpoMMaoHauHUTpIIA. CMeCh MepeMeNnBaIy B TeUeHUe 15 MuH,
BBIJICIUBIIMNACS OCAT0K OT(HHILTPOBBIBAIH, MOCIEAOBATEIBHO MPO-
MBIBAJIM HEOOJBIIMMU TOPIUSIMH U3OMPOITUIOBOTO CIIUPTA U BOBI.
Beixon (80%), T. ur. 204-205°C (pasin.) [217].

H,CO ONC
CN
H;CO H CN
NC 3-(3,4-TumeToKCHOEH30M.)
uuksonponan-1,1,2,2-rerpakapoountpun  (445). UK, v, cm b
3027, 2261, 1673. 'H SIMP (IMCO-de), 8, m.11.: 3,86 ¢; 3,9 ¢; 5,66 c;
7,19 m; 7,65 ¢; 7,98 m. Macc (70 3B), M/z (1,1, %): 306 (10).

Cm. oomyrw metoauky 39. Beixox 75%, 1. mi. 186-187 °C
(pasn.) [215].

O,N ONC

CN

H CN
NC 3-(3-HutposeH3011) HHKJIONPO-
nan-1,1,2,2-rerpakapGonntpun (446). UK, v, cm = 3061, 2271,
1698. 'H SIMP (IMCO-dg), &, m.1.: 5,88 ¢; 7,96 T; 8,42 x; 8,57 C;
8,61 1. Macc (70 3B), M/z (I, %): 291 (15).
Cm. oomyrw meroauky 39. Breixox 78%, 1. 1. 219-220 °C
(pasn.) [215].
ONC
( N CN
S H CN
NC 3-(2-TueHWJIKAPOOHUI ) IIMKJIOTIPOTIAH-
1,1,2,2-terpakapoonntpua (447). UK, v, cm % 3061, 2260, 1652.
'H SIMP (IMCO-dq), 8, m.x.: 5,54 ¢; 7,40 T; 8,27 1; 8,55 1. Macc
(70 3B), M/z (14, %): 252 (45).
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Cwm. ob6myro meroauky 39. Beixon 76%, T. mn. 201-202 °C
(pasn.) [215].

ONC
H;C CN
NC 3-Anerui-3-MeTHIUKIonponan-1,1,2,2-

TerpakapoonnTpua (448). UK, v, cm = 2270, 1715. Crpykrypa
nokazana Mmeronom PCA.

Cwm. o6myo meronuky 38. Bpems peaknum 20 MUH, BBIXOJ
65 %, T. 1. 183-184 °C [214].

O NC
HyC CN
H;C CN
CH3N ¢ 3-AneTuii-3-u30nponWInHKJIONPONAaH-

1,1,2,2-terpakapoonurpui (449). K, v, em 2265, 1710.
Cwm. odomyro meroguky 38. Bpems peaknmn 20 MUH, BBIXOA
67 %, T. ML 176 177 °C [214].

3 ANEeTWI-3-PONUIIMKJIONPONaH-

1,1,2,2-TeTpaKap60HHTan1 (450). UK, v, et 2270, 1705.
Cwm. odmyro meroguky 38. Bpems peaknmm 20 MUH, BBIXOJ
64 %, T. 1. 214-215 °C [214].

One
CN
CN
NC 4-Oxcocnupo[2.4|rentan-1,1,2,2-Terpakap0oo-

uutpua (451). UK, v, eM 1t 2270, 1740. CrpykTypa J0oKa3aHa METO-
nom PCA.
Cm. o6myro meronuky 38. Bpems peaknmm 20 MUH, BBIXOJ
75 %, T. 1. 210-211 °C [214].
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O cN
CN
CN
NC 4-Oxcocnupo[2.5]okTan-1,1,2,2-TeTpakap-

donnrpua (452). VK, v, cm : 2280, 1690.
Cwm. o6myro meronuky 38. Bpems peaknum 20 MUH, BBIXOJ
80 %, T. 1. 161-162 °C [214].
C

o
NH 2’-Okco-1°,2°-murugpocnupo-(3H)-unno-

3’,3-unksaonponan-1,1,2,2-rerpakapoountpua (453). UK, v, cm
2260, 1695. *H SIMP (JIMCO-de), 8, m..: 11,48 ¢; 7,52 T; 7,28-7,18
M; 7,08 1. Macc (70 5B), M/ (I, %): 259 (95) [M]", 232 (30), 216
(60), 204 (25), 195 (100), 189 (30), 168 (50), 140 (55).

CHHTE3 OCYIIECTBIISUTH, UCTIOJB3Ys peakiuio Buaeksucra (cxe-
ma 180).

Cxema 180

CN

0 NC CN
R
+ Nal CN
o +2 >< T o
I\{ - NaBr N
1 -H,0 \R .

Oowan memoouka 40

[Iponseognoe m3arumna (0,01 Monb) cycnenaupoBamu B 10 mu
npornad-2-ona, 3ateM gobarisuid 2,9 r (0,02 MoJib) MOHOOPOMMAJIO-
HOJUHHUTPWIIA, IEPEMELINBAIH JIO NOJIHOTO PAaCTBOPEHHS PEarcHTOB
u no6asnsum pacteop 4,5 r (0,03 Moip) noguna Harpus B 20 M Bo-
Ibl. PeakiimoHHYI0 cMech MepeMenuBaiyd U ocTaBisu Ha 2 4. [lo-
ClIe 3TOTO BBIICIHUBIIMICS OCAJIOK OTGUIHTPOBBIBAIN, POMBIBAIN
OXJIXKJICHHBIM NPOMNaH-2-0J0M, IIEPEKPUCTAITU30BBIBAIIN M CYLININ
B BaKyyM JKCHKaTOpE.
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Hus (453), Beixon 1,83 1 (75%), T. ut. 143-144 °C (pasn.) (mpo-
naH-2-o01) [218].
CN CN
NC
H;C CN
(@)

NH 5’-Metna-2’-okco-1°,2’-nuruapocnu-
po-(3H)-unmo.-3’,3-uukaonponan-1,1,2, 2-rerpakapooHUTPHI
(454). UK, v, em ' 2270, 1690. *H SIMP (IMCO-de), 8, m.1.: 11,4 ¢;
7,3 1; 7,05-6,95 M; 2,3 c. Macc (70 3B), M/Z (1o, %): 273 (95) [M],
258 (100), 245 (25), 229 (20), 209 (60), 182 (25), 165 (15), 153 (20).

Cm. oomyrw meroauky 40. Beixox 84%, 1. . 202-203 °C

(pasm.) [218].

CN CN
NC

CN

(0]
N

\\COZC2H5 1’-9ToKCHKApOOHNIMETHII-2’-0KCO-
1’,2’-quruapocnupo-(3H)-unmoa-3’,3-uukiaonponan-1,1,2,2-
TeTpakapoonuTpua (455). UK, v, cm ' 2270, 1725, 1690. 'H sIMP
(IMCO-dg), 8, m.n.: 7,6 T, 7,32-7,28 m; 4,7 ¢; 4,2 m; 1,25 1. Macc
(70 5B), M/z (1o, %): 345 (35) [M™], 281 (10), 272 (90), 245 (30),
218 (30), 208 (100), 190 (20), 180 (40), 153 (30).

Cm. oomyrw meroauky 40. Beixoxg 78%, 1. 1. 168-169 °C
(pazn.) [218].

CN CN
NC
CN
o
N

\\© 1’-ben3na-2’-oxco-1’,2’-qurugpocnupo-

(3H)-unpmon-3’,3-uukaonponan-1,1,2,2-rerpakapooHUTPUI
(456). UK, v, cM ' 2260, 1685. 'H SIMP (JIMCO-dg), 8, m.x.: 7,54-
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7,50 m; 7,42-7,38 T1; 7,32-7,30; 7,26-7,24 T1; 7,14-7,10 1, 5,05 c.
Macc (70 2B), M/Z (lom, %): 349 (15) [M], 91 (100).
Cm. oomyw meroauky 40. Beixog 72%, T. mn. 171-172 °C
(pasn.) [218].
CN

NC

CN

CN
o

N
)~ch,

o 1’-Aunermi-2’-okco-1’,2’°-quruapocnupo-
(3H)-unpon-3’,3-uuknonponan-1,1,2,2-rerpakapooHUTP U
(457). UK, v, cm - 2260, 1690, 1680. 'H SIMP (IMCO-ds), 8, m.x.:
8,30 m; 7,72-7,68 1; 7,52-7,48 1; 7,42-7,38 n; 2,71 c. Macc (70 3B),
m/z (low, %): 301 (3) [M], 259 (30), 216 (3), 195 (10), 168 (3), 140
(30), 113 (4), 87 (2), 77 (3), 64 (2), 43(100).

Cm. odmyro meroauky 40. Beixon 72%, 1. . 142-143 °C
(pazn.) [218].

NC

C,H;0,C H
NC CN
C,H;0,C

Jmatna  1,2,3-TpunuaHOUKIONPONAH-
1,2-nuxapboxcunara (458).

CMech HM30MEpOB MOJIY4Yald C HEBBICOKMM BbIXoAoMm u3 1,2,3-
TpUIMaHOIMKIoNponan-1,2,3-rpukapOokcunara (cxemal81).

Cxema 181
NCQ 2 C0:Calls NG $COCHs  NCq (COCH  CH0Cq (N
C2H502C~_; \_aCN ——> HA‘CN + 1{7A‘COZCZH5 + HAA‘COZCZH
3 > 3 B B 3 5
NC  TO,C,Hs NC  CO,G,Hs NC  CN NC TN

Memoouxa. 1nanykcycusiit a¢up 3,4 r (0,03 Monb) u ruapun
Harpus 1,4 1 (0,03 mounb) (50%-s1 qucniepcus B MHHEpaIbHOM Maciie)
cmemmBany B 200 min GezBoxHoro rimma npu 10 °C. Cmecs nepe-
MemuBanu 1 HarpeBanu npu 30 °C, moka He BBIASIIIOCH TEOPETH-
YecKoe KOJIMUECTBO ra3000pa3Horo Bonopoaa. K momyueHnoit cmecu
nob6asmsua npu 5-10 °C B teuenue 40 MuH TpudTUN mMpanc-1,2,3-
TpuiaHoukionpomnan-1,2,3-rpukapookcuiar 10,0 r (0,03 moins) B
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150 M Ge3BomHoOTro MMMMa. Ilocie mepeMernuBanus B TEUCHUE HOUN
P KOMHATHOW TEMIIEpaType PacTBOPUTENb OTOTHSUIA MPH TOHH-
KCHHOM JaBJICHHUH U OCTaTOK — KpacHoe macio (mpumepno 30 mi)
BCTpsIXuBaJH ¢ Tpems nopuusiMu 100 mi adupa, oobeaeHHbIe dpup-
HBIE BBITSDKKH COXpaHsA. TBepmbIil ocamok mociae o0padboTku 3¢u-
POM pacTBOPSUTH B TOpsdeidl Boje, OT(PHIBTPOBHIBAIN U (UIBTPAT
BEICYIIMBaNIK Jocyxa. llepekpucramnuzanus octaTka W3 3TaHOJa
nana Hatpui 1,2,3-Tpunmano-1,3-1ukapO03TOKCHIIPOIICHHU: BBIXO/
6,6 r (78%), 1. 1. 295 °C (pasi.). DdupHBIE BHITSKKY BHITAPHBAIIH,
YTO Jajlo CMECh OPAHKEBOI'O Maciia U TBepAoro ocaaka. Ocagok oT-
JACIIAIIN (I)I/IJ'II)TpOBaHI/IeM, IMPOMBIBAJIM XOJIOAHBIM 3TaHOJIOM M BbI-
cywmuBany, noinyywiu 1,1 r ucxomaHoro Hukionpomnana. Macno mno-
ciie (pUIBTPALMK MPOMBUIA BOJOW M OCTABUJIM NIPU KOMHATHOW TEM-
nepatype Ha | Hexa. B TedeHue 3TOro BpeMeHH BBIKPUCTAIITU30BAJICS
Oenprif ocanok. Ocamok OTHesii (QrIFTpOBaHHEM OT Macia, Mpo-
MBIBAIIA XOJOJHBIM 3TaHOJIOM H 3(HUPOM W BHICYIIWBAIH, BBIXOJ
0,6 T (8%) (458) (cmecy amactepeomepoB), T. mi. 114-116 °C.
[TepekpucTamnuzoBanu u3 3TaHona T. . 117-119 °C [219].

CO,CHj
H,CO,C
CO,CH,4

H;COC COCH;  pyepramerna NHUKJIOMPOMNAaH-
1,1,2,2,3-nentakapookcuiar (459). H SIMP, &, m.a.: 3,18 ¢; 3,81c;
3,85 c. *C IMP, §, m.1.: 33,8; 43,0; 52,7; 53,2; 53,4; 163,5; 164,9;
165,0.

CHUHTE3 OCYIIECTBIISUIA JJIEKTPOXUMHUYECKHM OKHCIICHUEM ICH-
TaMETHJI IIpoNaHIeHTakapookcunara (cxema 182).

Cxema 182
CO,CH; H;CO,C
CO,CH;
H;CO,C CO,CH; _dJACKTpOu3
NaBr
. H,CO,C CO,CH
H;CO,C CO,CH CH,OH 3-V2 H 3
2 2 3 CO,CH,

Memoouxa. B GezguadparMeHHYIO SMEHKY ¢ BHELIHUM OXJIaX-
neHneM, cHaOeHHbIM Fe-kaTonom, Pt-aHomoM (paccTosiHuE MEXTY
AJIEKTPOIaMHU 5 MM), MAarHUTHOM MENIalIKoi, TEpPMOMETPOM U 00paTt-
HBIM XOJIOJMJIBHHUKOM, TIOMemanu 8 MMmonb 3¢upa, 4 MMOJIb dIeK-
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Tposuta (MemuaTopa), 20 MJI pacTBOPUTENS M HMPOBOIMIN IJICKTPO-
I3 B PEXHME MOCTOSHHOTO TOKa (ILIOTHOCTH ToKa 220 MA/cM?),
MPOITyCcKas YKa3aHHOE KOJMYECTBO JJIEKTPUUECTBA. PeakimoHHYyIO
CMECh yIapuBajH, MPOMbIBaU 20 MJT BOJIBI U SKCTparupoBasiu 50 mit
xyopodopma. OpraHuYecKuil CI0H OTAENSITH, BRICYIINBAIH CYIb(a-
TOM HATpUs U YIApUBAIIK U MIEPETOHKOM B BaKyyMe BBIJCISUTH SDUP,
BBIXOT 92%, T. 1. 117-118 °C [63].

Os__CHj,
0y 0

H,C CH,

H;C CH;,

00 13-Anermi-3,3,10,10-Trerpame-
Tuaaucnupo[5.0.5.1]rpunexa-1,5,8,12-rerpaon (460). UK (KBr),
v, cM *: 3082, 2965, 2878, 1720. *H SIMP, 8, m.x.: 1,04 ¢; 1,12; 1,70;
2,13¢;2,40¢c; 4,19 c.

CuHTe3 MPOBOIWIMIIA UCXOJS M3 JUMEIOHA W JUXJIOpaleTOHA
(cxema 183).

Cxema 183
Oy CH,
O o o)
CH,CI
JHiC B, = FeCly K3Fe(CN)
H;C CH,Cl H,;C CH;
SIS H,C 00 CH,
OC,H;
o) OCHs Ox_CH; o H,C o
oY o OH
—> "
H,C CH, H;C CH,
0 H,C 9 CHs
H,C CH H,C CH; 3
3 o 3 3 [0X6] 3 CH3 O CH3

Memoouxa. Jumenon 14 r (0,1 monb) u ruapokcun kamus 5,6
(0,1 moub) pacTBopsutd B cMecu MeTanosa (24 mut) u Boasl (18 mur).
PactBop ObIcTpO mpH nepeMeruBanuy 100aBysuM K 1,3-1uxmopo-2-
nponanony 6,4 v (0,05 mons). Uepes 1,5 4 kpucrauimueckuid npo-
IYKT KOHJeHcanuu — 0uc(2,6-mmokco-4,4-muMe THIIMKIOT €KCIT )-2-
MPOIAHOH — OT(HUIETPOBBIBAIIA U OTMBIBAIKM BOmoM (BeIxox 8,7 T
(52%)), mepekpuCTaIM30BBIBAIM W3 BOJHOTO 3TaHoia, T. wi. 161-
163 °C. PactBop 0wuc(2,6-au0KCc0-4,4-TUMETUIIAKIIOTEKCHIT )-2-
npornanona 6,0 T (18 mmons) B Mmeranoie (900 M) u Boze (450 mi)
N00ABJISUIM NP MEPEMELIMBAaHUKM K CBEXKEINPUTOTOBICHHOMY pac-
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TBOPY (450 M) comepxamiemy xiopun sxenesa (111) 6,8 T (54 mmob)
u K3Fe(CN)g 17,1 1 (54 mmois). IlepeMernnBanme MpoaonKain 3 d,
MOCJIE YEeT0 PEaKIIMOHHYI0 CMECh AKCTparupoBaiu dgupom (4 o 500
min). O0benunéHHble BBHITSDKKHM cymmnd (MgSO,), ¢dunbrpoBany,
BBICYIIMBAJIA JIOCyXa W TOJyYalld MaciooOpaszHyro cMech. CMmech
KPHCTAJUTM30BAIM, pacTUpasi B 3TaHOJE, MOIydan JUTHAPodypaHo-
BOE MPOU3BOJHOE, T. . 146-148 °C. OcTaBmmiics MaTo4HBINA pac-
TBOp yNapuBajM A0cyXa B BakyyMe. OCTaTOK pacTHpaIH B 3TAHOJE U
MONYYHIN KpUCTaTUIeckuit mpoaykt (460), Beixomx 23%, 1. 1.
137-179 °C. U3 ocraTka MaToOuHON KUIKOCTU OBLIT BBIACICH TPETHH
npoaykr [220].

H,C CH,

H;C CH;

00 13-Ben3on-3,3,10,10-TeTpa-
Metuiagucnupo[5.0.5.1]rpunexan-1,5,8,12-rerpon (461). UK
(KBr), v, em : 1730, 1705, 1680. 'H SIMP (CDCls), 8, m.1.: 1,05 c;
1,10¢; 2,73 1 (J 12T ); 2,78 1 (J 12 T'w); 2,89 1 (J 12 Tw); 2,97 1 (J
12 Tn); 3,96 ¢; 7,42-7,96 M.

CunTe3npoBanu u3 (PeHWITTHOKCAIS U AuMeIoHa (cxema 184).

Cxema 184
o o
o
Ha 0 o}
, N 0 1. NaH
—_— o
H,C u H,C cp, 2 (PhC00,
0
H,C 00 CH,
0
0 OH 8 o
Z +
wed T X Lo ne i,
H,C 00 CH, H;C Y d CH;

Memoouxa. Ceexenepernannsiii penmwirimokcans 21,7 v (0,16
moJtb) 1 aumenoH 50,0 r (0,36 Moib) mepemMenIuBaiu B CMECH CITHPT-
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Boma (1:1) (150 m) B Teuenne 10 mun nipu HarpeBanuu. Ilpu oxma-
KJICHUH BBIICIMIIOCH MAciIo, KOTOPOE 3aKPHCTAILIHM30BAJIOCH B JIC/SI-
Hoii Oane. [lomy4yeHHBIH oOcamoK OT(UIBTPOBHIBAIIHM, MPOMBIBAIIH
cMechio crupT-BoAa (1:1), BBICYIIMBAIM B SKCHKATOPE, MONYYHIIH
OPOAYKT  KOHAEHcAamuu —  3-ruapokcu-2-[1-(2-ruapokcu-4,4-
JTUMETHII-6-0KCalUKIOreKe-1-eHmI)-2-0KCc0-2-PpeHnad T | -5, 5-11-
METHJIIMKIIOreKc-2-eH-1-0H, 56 T (78%), T. 1. 156 °C (compT).
IMponykt kouaencanuu 5,0 r (12,6 mmoib) B abcomotHom TT'D
(200 M) B atMocdepe azora nobaBisy K quctiepcun NaH B muHe-
pansHOM Macie 0,75t (80%, 25 MMonb) MpU JIETKOM HarpeBaHUH,
MpU 3TOM 00pa30Bajach JKENTasi CyCleH3us. 3aTeM NP KOMHATHOM
TeMIepaType A00aBISLIN Tepeknuch OeHsomna 7,5 T (25 MMonp) He-
CKOJIBKUMH TIOPLUSMH, IIPU 3TOM 00pa30BasicCsi TEMHO-KpPACHBIH pac-
TBOp. K HEMy 100aBmsn elie He3HAYUTENbHOE KOIUYECTBO MEPEKH-
cu OeH30WIa U OCTaBJSUTH HA 12 9 MpW KOMHATHOW TemIiepaType.
3aTeM pacTBOPHUTENH YAASUIM B BaKyyMe, K OCTaTKy J0OaBIISUI BO-
ny u Takoii xe 00beM CH,Cly. TTocie sHEpTHYHOTO BCTPSXUBAHHUS C
koHI. H,SO, BomHBIA CITOif cTam OecHBETHBIM, a OPTaHUYECKHMA
KpacHbIM. Da3bl pazaemnsuy, U3 OpraHMdecKoi (a3sl SKCTparupoBa-
i BoaHbIM pacTBopoM NaHCO;. DkcTpakT 0ObeAMHSIIN, OCTOPOXK-
HO HelTpanu3oBanu koHil. H,SO, oOpa3oBaBmiuiicss po30BbIH Oca-
J0K OT(GHIBTPOBBIBANIM, CYLUIMJIM B 3KCHKarope, momyumwntd [1-(2-
rugpokcu-4,4-mumeTi-6-okcaukioreke-1-eHumn)-2-0kco-2 -heHu-
stunuzeH|-5,5-mumeruiuknorekcan-1,3-nquon 900 mr (18%), T. m.
138 °C (cmuprt). OctaBurytocsi mocie 3KCTPaKLUM MOYTH OecIBeT-
Hy!0 opranudeckyto ¢azy cymmau (MgSQO,), u pacTBopuTeNh OTTO-
Hsud B BakyyMe. OcTaTOK — KpacHOBAaTOE Maciio pa30aBiisuld He-
OOJIBIIMM KOJIMYECTBOM d(Hpa U METPOJICHHOTO 3pHpa U BBIICPIKH-
Banu 5 gueit npu -20 °C, npu 3ToM 00pa3oBaiuCh OECLBETHBIE KpU-
ctayuibl coeaunenus (461), Berxox 200 mr (4%), T. . 192 °C [221].
NC
CeHs CN
H,CO.

P CN
H;CO™ W ¢

o Juvernn  2,2,3,3-terpanmnano-1-genn-
nukaonponuiagocdonar (462). K, v, em 2260, 1280. *H SIMP,
S, m.a.: 3,80 1 (J 12 T'm).
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[Mony4yanu B3amMoOJICHiCTBHEM alKeHa, aKTUBUPOBAHHOTO TPEMs
OAT, B ToM umciie ogHoM (hochOHATHOH, ¢ OPOMMATOHOHUTPUIIOM
(cxema 185).

Cxema 185
C¢Hs CN NC
H_ CN CeHs CN
H;CO * >< — H,CO.
/P\\ X BrY ©CN B CN
H;CO™ H;CO™ _NC

Memoouxa. K pactBopy 2 Mmonb ochoHaTa u 6 MMOIH Majo-
HOHHUTpHIA B 15 M MeraHona M00aBIsIM cMeCh 6 MMOIIb Opoma |
kapOoHaTa HaTpus B 30 My Boabl. BeIAENUBIIMIACS BCKOPE 0CaIOK
IUKJIONponana oThuiIbTpoBbiBai. Beixox 90%, T. mn. 243 °C (arue-
TOH) [222].

Cunre3 coenuHenus (462) 6e3 IKCIepUMEHTa ONMHCaH B paboTe
[223].

NC
CeH; CN
HC0., CO,CH
H3CO™ W N¢ S
0 Metna 1,2,2-Tpunmnano-3-

(numeTokcu-dochopun)-3-GpeHUIUKIONPONAHKAPOOKCHIAT
(463). VK, v, cM - 1760, 2250, 1260. *H SIMP, 8, m.x1.: 3,8 m.

[lomyuanu ananorumyHo coenuHeHuo (462), Berxox 85 %, T. 1.
208 °C (6ensomn) [222, 223].

12. Ilukonponansl, 3aMeleHHbIE LIECTHI0
3J1eKTPOHOAKIENTOPHBIMH IPYNIIAMHU
K nacrosmeMy BpeMeHM M3BECTHBI BAALATH YETHIPE COEIMHE-

HHUS IIPOU3BOJHBIX LIMKIJIONPOIIAHA, MOJHOCTBIO 3aMEIIECHHBIX JJEK-
TPOHOAKLENTOPHBIMU IPYIIIAMH.
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CN
NC CN

NC CN

CN HukjgonponanrekcakapoOOHUTPUI (reKca-
nua-Houukjaonponan) (464). UK, v, em b 2290, 2250,2220. BC
SIMP (CD3CN), 8, m.a.: 106,24 (CN). CtpykTypa n3ydeHa METOI0M
PCA.

Bnepsrie rekcanuanonukiaonponan (I'LIII) Obur cuaTE3u-
pPOBaH MpHU ACHCTBUU mpem-OyTIITUIIOXJIOPUTA HA TETPalHaHO-
STWIEH B cMecu 1,4-mUOKcaH-BOJa MPHU OXJAXKICHUU JICISHOU
Bonoi [224]. [Tonyyenue 'IIIIIT oOBsicHIETCSA pOTEKAaHUEM P si-
Ja TIOCJEeAOBATENIbHBIX IPOIECCOB, IMEPBBIH M3 KOTOPBIX 3TO
MpHUCOeIMHEHNE BOJABI K TeTpamuaHodTuiIeHy (cxema 186) u mo-
cieaylomee TalOTeHUPOBAHHE MO JUIHAHOMETHUIBHOMY (par-
MEHTY TpHU IEeUCTBHH mpem-OyTunrumoxiopuTa. JlanpHeimme
MpEeBpalleHUs] CBS3aHBl C BO3MOXXHOCTBIO MOJYYCHHUS MOHO-
XJOpMaJOHUTpUIIA.

Cxema 186
NC CN NC CN CloC(CH,) NC CN
_ H,0
>_< — |n > < OH HOC(CH3)3 g Cl%_eOH -
B 33
NC CN NC CN NC CN
CN
CN
. a NC__ CN NC CN e oN
H,0 >< NC' CN H
> _— —
-?jIZ)CN NC H NC CN| -HCl ¢ CN
2 cl’ CN CN

Onpepenstomeit cragueit B cuntese I'IIII mo 3toil cxeme
SIBIISIETCSl TIPUCOEJUHEHHE MOHOXJIopManoHoHUTpuiaa k TI[D.
Jls mOATBEPIKIACHUS 3TOM TUIOTE3bl Oblja IMPOBEACHA PEaKIus
MoHOOpomMManoHoguHUuTpuiIa ¢ TLD B BoAHO-IMOKCaHOBOH cpe-
ne (cxema 187). Kak u oxupanock, B pe3ysbTare 3TOTO JKCIIe-
pumenta Ob1n BeimeneH ['IIIIT ¢ Beixomom 80% [225]. Ilocme-
JYIOILIME HcclieqoBaHus mokaszanu, 4yTo BbixoJ ['IIIIIT nmoBeimna-
€TCsl, €CJIM B KAaUECTBE PACTBOPHUTEISI HCIIOJIB30BaTh CMECh JUOK-
caH-aneroHuTpui (9:1).
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Cxema 187

N CN
H NC CN NC CN NC CN
NC H
+ — —_— —_—
NC" Br NC CN NC cN - CHBr e CN
Br CN CN

BriocnenctBun OpiH pazpaboTaHbl v JPYTHE METOIBI TIOTYICHUS
3TOro yHukKanbHOro coenuHenus. Tak, k I'LILII npuBoaut B3aumMo-
JNEHCTBHE TETPAIIMAHOITUICHA C COCIUHCHHSIMH C «IIOJIOXKHTEIh-
HBIM» OpOMOM, HampuMmep, OH OBIT CHHTE3UpoBaH peakiueirr N-
OpOMCYKIIMHUMH/Ia C TETPAIIMAHOITUICHOM B BOJHO-AHOKCAHOBOU
cpene ¢ 47% Beixomom (cxema 188).

Cxema 188

0, CN
NC CN NC CN
>=< + Br-N + H,0 —>
NC CN NC CN
@) CN

[Ipu cmenieHnn MOHOOPOMMAIIOHOHWUTpUIA W OnkapOoHaTa Ha-
Tpus (cxema 189) B coorHomennu 3:1 U B BOIHO-TUOKCAHOBOI cpe-
Jie Tpu oxyaxaeHuu sensHor Boxoi ['LILII Okt BeIENeH ¢ BBIXO-
oM 63% [226].

Cxema 189

CN
NC. H NC CN
>< + NaHCO; —>»
NC Br NC CN
CN

Bonee ynoOHBIM TpernapaTHBHBIM METOJOM CHHTE3a 3TOTr0 CO-
CIMHEHHS SIBJISIETCS MCIIOJIb30BAaHHE YKBHUMOJICKYIISIPHONH CMECH Ma-
JIOHOHHUTPWIIA ¥ IUOPOMMATIOHOHUTPUIIA B IPUCYTCTBHH OMKapOOHa-
ta Hatpus (cxema 190) [226].
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Cxema 190

CN
NC Br NC. H NC CN
>< + >< + NaHCO; —»
Nne” Br NCTH NC N
CN

Bo Bcex meromax nomyuenust I'LILIT B kauecTBe oprann4eckoro
pacTBopuTens NpuMeHstoT 1,4-nmuokcad. Cnenyer OTMETUTb, 4TO
ncronp30Banme 1,4-1rokcana ciocoOCTBYET BBLICICHHIO KOHEYHOTO
MPOJYKTa, TaK Kak OH o0pa3yeT coisBaT ¢ 1,4-THOKCAaHOM cOCTaBa
1:3 (Mo naHHBIM PEHTI€HOCTPYKTYPHOTO aHanusa). MHTepeceH ToOT
(bakT, 9TO aTOMBI KUCIOPO/Ia MOJEKYIHI 1,4-Ar0KCaHa KOOPIUHHUPO-
BaHBI KaK 110 aTOMaM YTJIepoia IUKIIOTPOIIAHOBOTO KOJBIIA, TAK H IO
JIBYyM F'EéMUHAJIbHBIM aToMaM yriiepoja IuaHorpymm [224], oOpa3ys
CBOCOOPAa3HYIO «JIHMOKCAHOBYIO IIyOy», MPEAOXPAHSIONIYI0 €ro OT
IPYTUX HYKICO(PHIBHBIX PEareHTOB, B TOM YHCIE W BOJBL. VIMeHHO
WCIIONIb30BaHUE JMOKCAaHA B KauyeCTBE PACTBOPUTENS OIPEISIHUIIO0
ycnex B nosydeHuu ['TIIII ¢ BBICOKMMM BBIXOAAMH U IIO3BOJIAJIO
CUCTEeMAaTH9ECKH HCCIENOBAaTh ero cBoicTBa. CllefyeT TakKe OTMe-
TUTh, 9TO JUOKCAH, B TOM YHCJIE H B COCTAaBE CMeECeil, OKa3alcs Tyd-
IIMM PacTBOPHUTENIEM JIJIsl CHHTE3a U APYTUX LHKIIONPOINAHOB C IIe-
CTBIO 3JIEKTPOHOAKIIETITOPHBIMU 3aMECTUTEISIMH.

Memoouxku.

1. K cycmensun 0,01 mons TLD B 25 mn 1,4-nuokcana npu-
6aemsun 0,02 Monb mpem-Oytunrumnoxyioputa. CyCleH3UI0 OXJIax-
namu 10 5 °C u 1o0aBIsiiy 1Mo KarusiM 25 Mt Bojbl. M3 peakiimoHHO#
MaccChl BBIAETSUICS KpUCTAJUIMUECKUM npoayKT — conbBar ['LIIII c
JTMOKCAHOM, KOTOPBIH OT(QHILTPOBHIBAIIN M IIPOMBIBAIN JUOKCAHOM
u BoaoH. Ilepekpucramuin3oBeiBai U3 JuokcaHa. Beixox 55 %, T.
. (pasn.) > 162 °C.

2. K pacrBopy 6,4 1 (50 mmons) TLD u 7,25 r (50 MMonb) Mo-
HoOpoMMasoHoHuTpraa B cMecu 90 mn 1,4-nuokcana u 10 mur are-
TOHUTPWIIA TIPY cJIaOOM HarpeBaHWU NMPH MHTEHCUBHOM IE€PEMEIIN-
BaHHUM MPUOABISUTH HEOOMbIUMHU TToprusaMu 200 M1 JIeTHO#M BOJIBI
B TeueHHe | Jaca v MpoJIoiHKaiy MepeMeInBaHue TIPH OXJIaKICHUN
JI0 MCYE3HOBEHHUs B peakiuoHHoi Macce TID (mpoba mo ruapoxu-
HOHY, HCUE3HOBEHHE CHHEH OKpacku). BeimaBmmii ocanok oThuibt-
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pPOBBIBAIM, TIPOMBIBAIM CHadanda XOJOMHOH Bomo#, 3arem 1,4-
mrokcaHoM. Ocallok TMepeKpUCTaUT30BEIBAN U3 1,4-mMOKcaHa U
CYIIWJIN 0 TIOCTOSIHHOM Macchl B Bakyyme. Beixon 8,8 T (91%).

3. K pactopy 1,28 r (0,01 mons) TLD B 10 M 1,4-nuokcana
no6asisun 1,77 T (0,01momp) N-OpoMcykimarMuga. 3aTeM Mpu UH-
TEHCUBHOM TI€PEMEITUBAHIY TPUOABISUIN HEOONBIINMHU TOPITUSIMHI
30 M neastHOM BoABI U B TeueHHue 30 MUH NMPOJODKAIN MEpeMelIu-
BaHWE. BrimaBmmii ocamok OTGUIBTPOBEIBAIN, TIPOMBIBAIH CHaYaja
XOJIOJHOM BOJIOM, 3aTeM JIMOKCaHOM. llepekpucTanan30BbIBAIMN U3
JMOKCAaHa M CYIIWIW JO MOCTOSHHOM Macchl B Bakyyme. Brixoj
0,91 1 (47%).

4. K pactBopy 4,35 r (30 MMOIIB) MOHOOPOMMATIOHOIWHUTPHIIA
B 30 mut 1,4-nmuokcana no6asnsuiu 0,84 T (10 MMoub) ruapokapOoHa-
Ta HATpusl. 3aTeM IPU MHTEHCHMBHOM IEPEMEIIUBAHUM TPUOABISITN
HeOoIpIMMHU opuuaMu 90 M1 TeAstHOH BOABI U B TeueHne 30 MUH
MIPOJIOJDKAH TIepeMelInBaHre. BrmaBmmii 0caiok OTQUIBTPOBEIBA-
JIY, TPOMBIBAJIM CHaYaJla XOJIOAHOW BOJIOM, 3aTeM quokcaHoM. Ilepe-
KPUCTAIUTH30BBIBAIA U3 TUOKCaHA M CYIIWIH JI0 TOCTOSTHHONW MAacChI
B Bakyyme. Beixon 1,21 1 (63%).

5. K pacreopy 7,86 r (0,036 M0jb) THOPOMMAJIOHOHUTPHIIA U
2,32 1 (0,035 monp) manononutpuia B 50 mi 1,4-muokcana u 10 mu
neastHor Boabl po6asisiu 1,97 r (0,23 Monk) ruapokapOoHaTa Ha-
TpHUs. 3aTeM MPH MHTCHCUBHOM IEPEMEIINBAHUU NPUOABISIIN He-
00JIbIIMMHU TIOPIHSIME 150 MIT JICISIHOM BOJBI U TIPOAOJDKAIU TEpe-
MemuBanne B TedeHne 30 MuH. BeimaBmmii ocafiok OTGUIBTPOBHI-
BaJii, TPOMBIBAIIM XOJIOJHOW BOJIOW, 3aTeM quokcaHoM. llepexpwu-
CTAJJIM30BBIBAJIM U3 JIMOKCAHA M CYIIWIH JIO MMOCTOSHHOW MacChl B
Bakyyme. Beixon 1,38 1 (20%).

CO,C,H;

NC CO,C,H;

NC CN
CO,C,Hj

Tpuwdtua 1,2,3-TpUIHAHOIUKIONPONAH-
1,2,3-tpukap6okcuiar (465).

UzBecten Tonbko mpanc-m3omep (465). Ctpykrypa u3ydeHa me-
TonoM PCA.

W3BecTHO MHOTO METOJIOB CHHTE3a 3TOT'0 COSJIMHEHHS UCXOIS U3
3THJI LMAHYKCYCHOTO 3(hpa U ero NpOoU3BOAHBIX.
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1. KompmeHcammsi >TWI OpoMITMaHAIlETaTa IO ICHCTBHEM 2-
HuTpodeHomaTa HaTpus (cxema 191).

Cxema 191
ONa
NO, LO,GHs
H CN NC = C02C2H5
Br” CO,C,H; ~ NCL 4N
C0O,C,H;

Memoouxa. K pactBopy 9,6 T 2-0pom-2-ninanoarnerata B 100 mMa
arietoHa mobasis 8,1 T HaTpueBoil comu O-HUTpodeHomna. Yepes
10 MuH OTIENATN HEMPOPEATHPOBABIIINE PEareHThl (PUIHTPOBAHHEM,
a QUIbTPAT KOHIICHTPUPOBAIH. BBIICIUBIINICS MOYTH OCCLBETHBIN
0CaZloK OT(QHILTPOBBIBAIIH, MEPEKPUCTAIIIM3OBBIBAI M3 A3TaHOJA.
Beixon 2,59 1, T. . 122-124 °C [227].

2. llomydanm KOHIEHCAIWed HATPHUEBOH COJM JTUIIIHAHOAIIE-
Tara ¢ OpOMIIMaHOAIETATOM.

Memoouxa. Cobnroasi OCTOPOKHOCTh, CMEUINBAINA 6 T MeTall-
nmuaeckoro Hatpus B 100 mi cyxoro adupa ¢ 29 T atwimmanoanera-
Tta. Ha crnenyromuii A€Hb, KOrja BECh HATPUMl BCTYNWI B PEAKIUIO,
nobasisuin 50,8 T 3THII MOHOOpOMIIMAaHOAIIETaTa U TEepEMEIINBAIIH
cMmech B TeueHue 2 aHed. Ocagok OTGUIBTPOBBIBAIM WU TEPEKPH-
CTaJINIM30BBIBAJIM M3 3TaHOJIA, IMOJYYUIIN 6eCHBeTHBIe UTJIBbI, BBIXO/J
7,51, 1. . 119,5 °C [228].

3. Konpaencamnus 3Tui1 OpoMiaHoanerara o AeHCTBUEM TpU-
XJIopaterar HaTpHsl.

Memoouxa. Cmecw 10 T (0,05 Mosp) aTHII OpOMITHaHOAIIETATA U
9,7 r (0,05 Momp) Tpuxsopanerara HaTpus B 50 MJI TUMETHIOBOTO
3¢upa STUICHIVIMKONS KUIATWIA C OOpaTHBIM XOJOAWIBHUKOM B
arMocdepe azota | wac. Bergenusmuiicss ocagok (3r) oTQUIBTPOBEI-
BAJIM TOPSYMM M IPOMBIBAIM TOPSYUM pacTBopuTenem. PuibTpaT
KOHIIEHTPUPOBAJIH /10 COCTOSIHHS KPAaCHOTO MacJja, 3aTeM J100aBIIsIn
15 Mt 3TaHONA W 3aMOpakKUBAJIA B MOPO3IIIbHHUKE. OOpazoBaBIIeecs
KPUCTAJUTMYECKOE BEIIECTBO OT(HMIBTPOBBIBANH, BbIX0A 3,5 T (50%),
T. . 122-123 °C [229].

4. Tlomywanu B3aMMOJEHCTBUEM HATPUEBOW CONM ITHILHMAHO-
areraTta ¢ OpoMoM.
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Memoouxa. K oxmaxnennomy no 5 °C pactBopy 226 v (2,0
MOJIB) dTHIIIHaHoanerara B 500 M 6€3BOAHOTO TUMETHIIOBOTO d(H-
pa STHICHIVIMKONS mpubaBisuim 1 1 oxnaxaeHHoro pactBopa 90 r
(2,0 monb) 50% ruapuma HATPUS B MHUHEPAILHOM Maciie B O€3BO/I-
HOM JTUMETHIIOBOM 3(upe 3TrieHrmmkois. [lociie okoHdanus peax-
uuu cMech oxaaxkaand 10 -70 °C u npubasmsuin 160 r (1,0 Mob)
Opoma B Teuenue 1,5 yacos. Jlanee peakIMOHHYIO Maccy OCTaBIISUIN
Ha HOYb, IOCIIE Yero OT(IIFTPOBHIBAIN BBIIEIHUBIIHIICS OpOMU
HaTpuA, a GUIFTPAT KOHIEHTPUPOBAIH NIPH MTOHMKEHHOM JTaBIICHUH
JI0 COCTOSTHUS KeNToro Macia. KoHeuHbli IpoIyKT BBIAEISUIH TyTeM
pacTupaHus Macia ¢ HECKOJIBKMMHU TOPLUUSMH METPOJICHHOT0 ddupa.
BrIxoq KOHEYHOTO COETUHEHHUS TI0CIE TIePEeKPUCTAIUIN3AINN U3 ATa-
Houa coctaBui 45,7 T (41%) [219].

5. OkxucaurenpHas KOHIEHCAUMS JTUILHMAHOALIETATa MOXN I€Eii-
CTBHEM XJIopaMuHa (cxema 192).

Cxema 192
JHON o
3 H COCHs g )\ N C,H;0,C CN
H CN ) (HC,N fm, o NC CO,C,H;
(H3C)N NE

Memoouxa. K pactBopy 0,1 mons sTmimmanoarerata B 10 mu
6ensona npubasnsum 0,1 MOIb 2-XJI0pOTETpaMeTUIITYaHUAWHA, TIPU
3TOM TeMIlepaTypa B PEakIMOHHOW Macce He JOJDKHA MOJHUMATHCS
Boime 20 °C. Jlanee peakmoHHYI0 Maccy IEpPEeMEIIUBaIN B TCUCHHE
2 JHEW, BRIMABIINN TETPaMETHIITYaHUIUH TUAPOXIOPUT OTPIIBTPO-
BbIBAA. OWIBTPAT KOHIIEHTPUPOBAIH MPH TMOHIKEHHOM JaBIICHUH,
OCTaTOK KOPUYHEBOTO IIBETA PACTHPAIH C HEOONBIINM KOJTHYECTBOM
MeTtaHona. [lomydeHHBII KpUCTAIUTMYECKUH OCalOK OT(HHIBTPOBHI-
BaJii, EPEKPUCTAIUIN30BEIBAIIA U3 3TAHOJIA, BBIXOJA cocTaBmi 45%,
T. . 117-119 °C [230].

6. OxucnuTenbHas KOHACHCANWsS JTHIHAHOANIETATa 1O/ JIeH-
CTBHEM IEPOKCH/Ia HUKEIIS.

Memoouxa. B OeH30ne cMemMBalv IMAHOYKCYCHBIH 3(up ¢
TPEXKPaTHBIM U30BITKOM MepoKcHaa HHKels (27 Mr KUCIOpoja/T)
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mipu 4 °C 1 BBIIEP)KUBAJIH, TOJHAMAS TEMIEPATYpy IO KOMHATHOU B
teuenue 2 4 [231].

7. Tlonydanu GOTOTUTUIESCKUM PA3IOKEHUEM LHAHOKAPOITOK-
CHUMETHIINIa U30XMHOMUHMS (cxema 193).

Cxema 193
N CN
C,H:0,C
N CN __hv T2 COCHs
Y CH;CN NC CN

Memoouxa. PactBop 2 T 1IMaHOKApOITOKCUMETHIINIA U30XUHO-
nuHUS B 508 MIT arieTOHUTprIIa 00Iydaiay Mo PTYTHON JTaMIION BBI-
COKOTO JIaBJICHUs 10 00eCI[BEUNBaHUs PeaKIIMOHHON cMecH. PacTBop
KOHIIGHTPUPOBAIH, BBIIAPUBAsl PACTBOPHUTEINb, BBIICIUBIINICS Oca-
JIOK XpoMaTorpadupoBaty Ha CHITHKarene, Bexona 7% [232].

Cunre3 coenunenus (465) omucan takxe B padorax [103, 104,
233-240].

CO,CH;
H;CO,C CO,CH;,4
H3C02C C02CH3
CO,CHs lexkcaMeTnsi  MUKJIOMPOMAHIEKCA-

kap-6okennar (466). 'H SIMP, 8, m.x.: 3,86 c; °C SIMP, &, m.1.:
44.8; 53,6; 163,6. CtpykTypa usyuena merogom PCA [257].

1. CuHTe3 OCYIIECTBISUIM DJIEKTPOXUMHUUYECKHUM OKHUCICHHEM
METHJIMAaJIOHOBOTO ddupa (cxema 194).

Cxema 194
H;CO,C
CO,CH; H;CO,C CO,CH;
3 DJICKTPOJIN3
MHI
CO,CH, & HcoC CO,CH,4
H,CO,C

Memoouxa. B 6e3nnadparMeHHblil snekTpoausep ¢ Pt-anomom u
Fe-xatomom momemamm 2,1 r (16 MMOIB) ITUMETHUI MaJIOHOBOTO
adupa, 4 Mmmonsa Opomuaa autus U nponyckanu npu 50 °C 4 F anek-
TpUYEeCTBA Ha MOJb MCXOJHOTO 3(pupa MpH IUIOTHOCTH Toka 220
MA/cM2. TIo OKOHYAHUK peaknum 1 oxyaxaeann 10 20 °C u3 peak-
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IMUOHHOW CMECH BBIKPHCTAIM30BBIBAJICS TeKcad(hup, KOTOPBIA OT-
(uIpTpOBBIBANH, TPOMBIBAIH MeTaHonoM. Brexox 50-60%, T. 1.
235-237 °C (aueron-meranon) [241].

2. To xe coemuHEeHHE DIEKTPOXUMHUCCKH MOMYYal U3 TeKca-
metun npoman 1,1,2,2,3,3-rekcakapbokcunara B pabore [87]. Uc-
XOJHOE COCTUHEHUE IMONy4Yalld MPUCOSIUHEHUEM MaIOHOBOTO d(U-
pa k ankeHy o Muxasino.

3. TexcameTninoBwldt 3up OBUT MONYYEH DIEKTPOXUMHUYCCKH B
I[Ba dTala C BBICJICHHEM IPOMEXYTOYHOTO Ipomnana (cxema 195) B
pabore [243].

Cxema 195
CoR RO,C. CO,R RO,C_ CO,R
3 < snexrpomns_ RO,C CO,R snexponns
NaBr, NaBr, RO,C COR
COR  cH,0H RO,C CO,R CH;0H

RO,C  CO,R

JeranbHO 3T peakuuu ObUTH u3y4eHbl B pabdorte [63]. IIpu uc-
MOJTB30BAHUH XJIOPUJA JIUTHSA TeKCad(HpPBI IUKIOMPOIaHKapOOHO-
BBIX KHCJIOT TIOJYYarOTCs B KadecTBe nmpumecH [68].

C,H;50,C
C,H;0,C CO,C,H;s
C2H502C C02C2H5
C,H50,C lekcadTusl  IMUKJIONMPONMAHTeKCA-
kapOokcuiaar (467).

1. BrnepBbie CHHTE3 T€KCAdTUIT IIUKIONPONAHIeKcakapOOKCcHiia-
Ta ObUI myOsuKoBaH B 1903 romy, ero mojiy4yajiv B3auMOJICHCTBUEM
JTUHATPUEBON COJIA TreKCadTUII nmponan-1,1,2,2,3,3-
rekcakapookcuiata ¢ 6pomom [73].

2. Tlony4anu (OTOIMTUYECKUM pa3IOKEHUEM JTHKAPOITOKCH-
METUITUAa N30XUHOIHMHMS (cxema 196).

Cxema 196
N C,H;0,C
v, Pyrex | C,H;0,C C02C2H5 CO,C,H;
N __CO,CH ool
hd 3 CH0,C C02C2H5 N CO,CoH;
CO,C,H; C,H;0,C

Memoouxka. PactBop 1 r mpou3BOAHOT0 M30XUHOIMHA B 1 J1 XJ10-
podopma obmydann Y@ nmammoii (Philips HOQ 400) B emxoctu u3

295



cTexina Mapku «Pyrex». PacTBop KOHIIEHTPHUPOBAIH, BBLACTUBIIHICS

ocaJoK xpoMaTorpadupoBany Ha cunukarene. Berxon 25% [244].
CN
NC CN

NC CO,CH;
CN Metua NMEeHTAUAHOIMKJIONPONAH-
kap6oxcnaar (468). UK, v, e *: 2200; 1775; 128.
[omyuanmu B3ammopeiictBuem TLD ¢ mrmankapOMeTOKCHMETHIH-
TuaoM nmubeH3uicenena (cxema 197).

Cxema 197
NC
Se = + /_\
/ - ste
CeHs CN NC CN NC CN
H;CO,C

Memoouxa. TUD u ceneHUINA CMEIIaIN MPU KOMHATHOW TEeM-
neparype B XJIOpOQopMe U BBIACIUBIIMKCA 4epe3 2 4 0CaZoK OT-
(bMIBTPOBBIBANH W TPOMBIBAIH XJIOOPMOM, OUHUINAJH MTpeTapaTHB-
Ho#t TCX. Beixon 98%, T. tur. 175-177 °C [245].

CN

NC CN

NC CO,C,H;
CN OTHI  NEeHTAUMAHOIMKJIONPONAaHKap-

Goxcmaar (469). VIK, v, em ' 2240, 2270, 1750. CtpykTypa H3ydeHa
metoaom PCA.

[omyuanu koHAeHcaluei st 6pomumananerara ¢ TLD.

Memoouxa. B 100 mn abcomotHoro 1,4-ariokcaHa mpu ciabom
HarpeBaHuu pacteopsuiu 6,4 r T, 3aTtem pacTBopsuu 6,78 T 6pom-
[MUAHYKCYCHOTO 3(Hpa, OXJIaXIAI U TIPU HHTEHCHUBHOM TepeMeIlu-
BaHuu no0aBmsn 200 T M3MENbUEHHOTO JibJa HEOONBLUIMMHU MOp-
uusivu B TeueHue 30-40 mun. [locne 3Toro npoxomkany nepeMenu-
BaHHWe 10 ucuesHoBeHus TL[D B peakumonHON Macce (Tipoba ¢ rum-
poxuHOHOM). OcaloK OT(GUIBTPOBHIBAIN, NPOMBIBAJIH OXJIAKICH-
HBIM JIMOKCAHOM, AMATHIOBBIM 3(QUPOM, MEPEeKpPHCTAILIM30BBIBAIIH
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W3 IWOKCaHa M CyIIv B BakyyMme Haa P,Os 10 MOCTOSHHOM MacCHl,

BbIX01 84%, 1. 1. 167-170 °C [246].
CN

NC CO,CH;

NC CO,CH,
CN Jumerua  2,2,3,3-TeTpalUaHOLHUKIIONPO-
nanaukapokenaat (470). UK, v, cm : 1770. 'H SIMP, 8, m.xi.: 4,55 c.
1. Tlomyyanmu B3aUMOJECHCTBHEM JHUKApOOMETOKCHUIMAA THO(DEHA
¢ TLD (cxema 198).

Cxema 198
NC
A\, _ COLCH; NC CN H,CO,C CN
S + — —_—
=
co,ct, nd en -4 N HscoC CN
S NC

Memoouxa. K pactBopy mnmuga 0,21 r (1 MMoib) B XOJIOZHOM
arieToHe (6 MJI) IpH NepeMelIMBaHUM Ha MAarHUTHOW MeIIanKe JI0-
oassum THD 0,14 r (1,1 mMmonb) HeOombiumu mopuusiMu. [locie
KaXI0ro IMpuOaBlIeHUs MOABISUIOCH TEMHO-XKEITOE OKpallMBaHUE,
KoTOpoe ObicTpo nucuesano. [locne npubaBneHus Bcero pearenta (2-
3MMH) nepeMeIInBaHNue MPOOJDKAIN NPy KOMHATHOM TeMIieparype
15 MUH ¥ TIOJyYeHHBIH KENThIM pacTBOp KOHUEHTPUPOBAIM Ha Ba-
KyyMe BOJOCTpYIHHOTO Hacoca. Pactupanue TBeproro ocratka ¢ Xo-
JIOAHBIM O€H30JI0M Jajo kpuctauimaeckuii mpoaykT (0,23 r, 90%),
KOTOPBIN MEepeKpUCTaNIN30BBIBATIN U3 2-TIpomnaHoia, T. wi. 164 °C
[247].

2. Amnanmormyno Obu1 mosdydeH ¢ npumenenunem (10R,11R)-
10,11-mumerokcu-10,11- nuruapoandenso[b,flTuenun-5-unuaen ma-
JIOHOBOW KHCIIOTHI TUMETHIIOBOTO dupa [248].

CN
NC CO,CoHs

NC CO,C,H;
CN Juatun 2,2,3,3-TeTpaliuaHOUMKJIONPO-

nanaukapooxcuaar (470).
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[Monyvany B3anMoOJeCTBUEM MAIIOHOHHTPHIIA C TUITHKETOHMA-
nmoHaToM (cxema 199).

Cxema 199
CO,C,H N
H CN 28215 NC CO,C,H;
2 >< + O:< + Br2 e
H CN CO,C,H; NC CO,C,Hs
CN

Memoouxa. K peakunonnoir cmecu, cocrosmeid uz 38 r (0,575
Moib) MaoHoHUTpHaa u 100 r (0,575 Monb) AUITHUIKETOMAIOHATA
(>kenTast BSI3Kas )KUIKOCTH), TOOABISUIA TIPH TIEPEMEITNBAaHUH a0Cco-
MOTHBIN 3TaHo (250 ). 3aTeM cMech OXJIaXKIaId Ha JeAsSHOl Oa-
He U no6asisi 6pom 52 1 (0,28 MoIb) NOPUUSIMHU TIPU TIEPEMEIITH-
BaHuu. [lomyuyuBmmiicss TeMHBIA KpaCHO-KOPUYHEBBIM pacTBOpP BbI-
JUBANH B 1 KT JIbAa U HOITYYMIN XKEITOE MACI0, KOTOPOE 3aKpHUCTAaI-
JIN30BaJIOCh IIpU HNEPEMCHIMBAHUN B TCUYCHUC HOYMU. OC&I[OK OoT-
(UIBTPOBBIBAIN, TPOMBIBAJI BOJOH W CYLIMIHM HaJ OKCHIOM (oc-
¢opa B Bakyyme. Ilomyunnu 71,5 r (87%), 1. . 129,4-130,8 °C.
[epexpucraniuzanus U3 CMECH 3TaHOI-BOJA AAET Oelble KPUCTAILIBI
¢ T. . 129,6-131,2 °C [249].

CN
NC CONH,

NC CN
CN 1,2,2,3,3-neHTanuaHoOIUKJI0NPONIaHKAP-
Goxcamun (471) UK, v, cm - 3180, 3350, 2240,2270, 1700,1610.
Crpykrypa uzyuena meroaom PCA.

CuHTE3 OCYHIECTBISUIM KOHJACHCanueidl OpomimaHameramMuia c
TLD.

Memoouxa. B 100 M abcomotHoro 1,4-auokcana mpu ciiabom
HarpeBanuu pactopsuin 6,4 T TLD, 3aTtem pactBOpsuin 60 MMONb
OpoMIMaHaleTaMU1a, OXJIKIAIN U PU UHTCHCUBHOM IEpeMEelIn-
BaHuu no0aBmsn 200 T M3MENbUEHHOTO JibJa HEOONBLUIMMHU MOp-
nusmu B Tederne 30-40 mua. [Tocne 3Toro mpoaoKaiy mepeMen -
BaHue 10 ucuesHoBeHust TID B peaknuonHoi macce. Ocamok OT-
(UIBTPOBBIBAIN, TIPOMBIBATIH OXJIAKACHHBIM AMOKCAHOM, JUITHIIO-
BBIM 3()HUPOM, TEPEKPUCTATUTU3OBBIBAIA M3 JUOKCAHA W CYIIWIH B
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Bakyyme Haja P,Os mo mocTtosiHHOW Macchl, Beixon 85%, 1. tur. 200-
202 °C [250].
CN
NC CON(CHy),

NC CN
CN 1,2,2,3,3-nearanuano-N,N-qgumerni-
nuKjIonponankapooxcamun (472). K, v, em 1 2250, 2270, 1670.
Crpykrypa n3zydena merogom PCA.

Coenunenne (472) monaydand aHaJIOTHYHO coemuHeHuio (471),
ucrnosb3ys N,N-gumernn OpomimanarieTamun, Beixon 78%, T. IUL
195-197 °C [250].

O cN

H,c_ O CN

o CN 6,6-Inmernin-4,8-quokco-5,7-

auokcacnu-po[2.5]okran-1,1,2 2-rerpakapoonurpua (473). UK,
v, eM : 2280; 1720. *H SIMP (IMCO-dg), 8, m.x.: 1,95 ¢. Macc (70
5B), M/Z (lom, %): 270 (5) [M'], 255 (5), 168 (20), 140 (7), 128 (7),
102 (2), 88 (3), 76 (10), 58 (10), 43 (100).

CHHTE3 OCYIIECTBISUIM KOHJCHCAIMEH OPOMKHUCIOTHI Membapy-
ma ¢ TIID.

Memoouxa. Kucnory Menbapyma 7,2 T (0,05 Mob) TIpu HHTEH-
CHUBHOM TepeMeIINBaHuu cycrneHaupoBamu B 30 M Boxbl. 3aTteM
HEOOJbIIMMU  TOpUsAMU  aoOaeisin 8,9 1 (0,05 momb) N-
OpOMCYKIIMHUMH/IA TaK, YTOOBI TEMIIepaTypa B PEaKIMOHHON Macce
He npeBbimana 25 °C. 3aTeM nepememuBainu emie 15 MuH, GuibTpo-
Bany, OeCIBETHBIH OCamoOK S5-Opom-2,2-numerui-1,3-nmuokcan-4,6-
JIMOHA TIIATEFHO MPOMBIBAIM BOJOW W CYNIMJIM B BaKkyyme Haj
P,Os. Beixoza 80%, T. mi. 80-82 °C (pasi.).

B 100 mn abcomrotroro 1,4-nuokcana pacteopsum 4,48 r (0,035
moue) TIID, a 3atem 8,9 r (0,04 Moas) 6GpomkuciaoTE Menbpapyma. K
MOJYYeHHOMY PacTBOPY NPH WHTEHCHUBHOM NIEPEMEITMBAHUH B OJIHY
nopuuto 106asnsum 200 T TOHKO M3METIbUEHHOTO JbAa (OT CTEIEHH
W3MEJIBYCHUST 3aBUCST BBIXOJ M YHCTOTA IOJIy4aeMOI'0 BEIIECTBA),
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TIepeMEIIMBAIHM IO €T0 MOJHOTO paciuiaBieHus. OOpa30BaBIIN i-
cs OECUBETHBIH 0CaJOK OTPUIHTPOBBIBANIN, MPOMBIBAIH BOJOM,
3aTeM OXJIAXKJCHHBIM 1,4-THMOKCAHOM, CYIIMIUA B BaKyyMe Hal
P,0s. Beixog 60%, 1. ma. 110-112 °C (pa3n.) (1,4-muokcaH)
[210].

O cN

E><O CN
o) CN

o N 4,12-Tnoxco-5,11-

, ,11-nuokcaancnupo

[2.2.4.2]n01eKan-1,1,2,2-Terpakapoonntpua (474). UK, v, cm "
2280, 1745, 1770. *H SIMP (IMCO-dg), 8, m.1.: 2,26 m; 1,77 m.
Macc (70 3B), m/z (lor, %): 296 (0,5) [M*], 254 (0,5), 168 (10),
140 (5), 128 (14), 115 (15), 88 (18), 84 (100).

CuHTEe3 OCYLIESCTRISAIN aHAIOTUYHO coeauHenuto (473). dns
Opomnpou3BoHOTO, BeIX0a 83%, T. . 110-113 °C (pa3xn.). dus
uukiaonponana (474), seixon 50%, 1. min. 136-139 °C (pasmn.)
(1,4-nuokcan) [210].

O N
<:><O )
0 CN
0] CN 4,13-/Inokco-5,12—

auokcagucnupo  [2.2.5.2]rpunexan—1,1,2,2—reTpakapooHuTpHI
(475). UK, v, cm *: 2280, 1750, 1780. 'H SIMP (JMCO-ds), 8,
M. 2,2 m; 1,75 m; 1,55 m. Macc (70 3B), m/z (1o, %): 310 (2)
[M™], 282 (2), 168 (2), 140 (4), 128 (12), 98 (80), 88 (20), 55
(100).

CuHTEe3 OCYLIESCTBIISAIN aHAJIOTHYHO coeauHenuto (473). dmus
Opomnpou3BoHOTO, BEIX0T 45%, T. . 110-113 °C (pasn.). Jas
nukiaonponana (475), Beixon 50%, T. min. 144-145 °C (pasin.)
(1,4-nuokcan) [210].
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O oN
CN

CN

HN
O:<
HN
CN
O 2,4,6-TpuokconeprugponupUMUIHH-

5-crmponukIonponanterpakapGonntpua (476). °C SMP, 8,
M.1.: 42,52; 66,97; 159,34, 144,28; 107,7.

CuHTE3 OCYHIECCTBIISUIM KOHAeHcanued OpomMOapOUTypoBOH Ku-
caotsel ¢ TIHD.

Memoouka. B cmecu 100 ma abcomrotHoro 1,4-muokcana u
20 M3 aOCONIOTHOTO aleTOHHTpUJIA MpU ciIaboM HarpeBaHHH
pactBopsin 6,4 T (0,05 mone) TID, 3arem pactBopsuin 12,48 T
(0,06 MO1B) MOHOOPOMITPOM3BOIHOTO OAPOUTYPOBOM KHCIOTHI. Pe-
AKIMOHHYIO Maccy oxJaxaanmu 10 5-10 °C u npu MHTEHCUBHOM Tie-
pememBanuy nopuusamMu 1o6asisui 200 T U3MENBUYEHHOTO JIbAa B
teueHue 30-40 muH. IlepemeninBanyue MpoaoJKalIu JO UCYE3HOBE-
Hus B peaknuonHoi mMacce TLD (mpoba ¢ ruapoxuHonoMm). Ilocie
3TOr0 0CaJ0K OT(HILTPOBBIBAIH, MPOMBIBAIN OXJIAKICHHBIM 1,4-
JUOKCaHOM, Cymuian B Bakyyme Haa P,Os 10 mOCTOSHHOI Macchl.
IIpy HEOOXOIUMOCTH MPOAYKT NMEPEKPHUCTAIINU3OBBIBAIN U3 CMeE-
cu 1,4-nuokcan-aneronutpui (1:1). Berxox 85%, 1. . (pasn.) >
200 °C [251].

o
S

1,2,3-Tpu(nunepuaun-1-kapoonu)
uukronponan-1,2,3-rpuxaponutpun (477). UK, v, em*: 2240,
1670. 'H SIMP (CDCls), 7, M.1.: 6,1-6,35 M; 8,27 m.

[omyyanu oxkucCAUTEIHHONW KOHACHCAIUEH MPOU3BOIHOIO IUAH-
arreramuza (cxema 200, X= (CH,)s).
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Cxema 200

XO0C
3 H ><COX Ilepoxcup HUKEs NC CN
H CN XO0C COX
NC
Memoouxa. B OeH3o1e CMEIIUBaIU N-

(TmaHOAETHI ) TUTICPUINH C TPEXKPATHBIM HM30BITKOM IIEPOKCHIA
HUKeTs (27MT KUCIIOPO1a/T) IpU KOMHATHOM TeMIIepaType B TEUCHHE
30 mun. [locie ynaneHus: pacTBOPHUTENS TBEPIBIH OCTATOK OUMIIAIH
xpomatorpadupoBanuemM, Boiaeisst (477) ¢ Beixogom 10%, T. 1.
237,5°C[231].

0o 1,2,3-Tpuc(4,4-nuMeTHIOKCA30-
JUANH-3-KapOoOHNI)-IIMKJIoNponaH-1,2, 3-TpukapooHU TP
(478). WK, v, cm - 2260, 1690. 'H SIMP (CDCls), 7, m.1.: 4,71 c;
4,73 ¢;6,14¢c;6,16¢; 8,45¢c; 8,47 c; 8,5c.

IMonyyanu awajgoruyno coemuuenwmto (477) (cxema 200,
X:(CHzoCH2C(CHg)2)

Memoouxa. B OeH30lle CMENIMBAIA COOTBETCTBYIOIIMN aMHI]
[MAHYKCYCHOW KHCIIOTHI C TPEXKPAaTHBIM H30BITKOM IEPOKCH/A HU-
kenst (27mr kucnopona/r) npu 4 °C 1 BbLICPKUBAJIH, TOJHUMAS TEM-
reparypy 1o KoMHaTHO# B TeueHue 2 4. [locne ynanenus pacTBopu-
TeJIs TBEPJbI OcTaToK ounmamu cyonumariuei (200 °C/0,03 mm pr.
cT.), Berxoxa 43%, T. 1. 235 °C [231].

CO,C,H;
NC CO,CH;
NC CO,CH,4

CO,C,Hs

JumeTun mpanc-2,3-TUITOKCAKAPDO-
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HWI-2,3-IMIMAHOIMKIonponaH-1,1-nukapookcuiar (479). UK,
v, em t: 1767. *H SIMP, o, m.a.: 1,39 1; 3,88 c; 4,40 xB. CTpyKTypa
n3ydeHa metogom PCA.

Memoouxa. Tlonyyanu anamoruuHo coeauHenuto (470). Cmech
wmaa 0,21 r (1 mmonp) u awdTwinunuanodymapara 0,22 1
(Immoms) B ameroHuTpuie (6 MIT) TepeMeNTHBaId Ha MarHUTHOM
memranke npu 50 °C B Teuenue 3 4. [locne ynaneHus pacTBOpUTENS
MpU TOHIKEHHOM JaBJICHUH OCTAaTOK PacTHpalv ¢ 3pupoM U momy-
g O0enbiil Kpuctamwmmdeckuid mpoaykrt (0,15 r), 1. . 100-102 °C
(6enzom-neTponenslit ddup) [247].

O

CN
cl CO,CH,

CO,CH
Cl CN 2203
O Jumernu 1,6-nunuano-3,4-
auxjaopoounmnkiio[4.1.0]rent-3-eH-2,5-nuoH-7,7-TMKaApOOKCHIAT
(480). UK, v, cm *: 1780, 1756, 1728. 'H SIMP (aueron-dg), &, M.1.:
3,85 ¢; 4,02 c. Ctpykrypa usyuena merojgom PCA.

Memoouxa. [lomyuanu ananmormuno coenuHeHuro (470). K cyc-
nernsun wikaa 0,107 r (0,05 mmoib) B cyxoMm aretoHe (4 Mj) mpu
MepeMeIMBaHUN Ha MAarHUTHOW MEIIANKE U OXJIQKJCHUH JT0OABIISIIH
anken 0,12 r (0,55 MMous) HEGOMBIIMME TOPHUAMH. B TeueHue 1o-
OaBIIeHUS TIOSIBIISTIOCH TEMHO-KpPacHOE OKpalluBaHue pacTBopa. Pac-
TBOP OCTaBJISUTH B XOJIOAWJIBHUKE HA HOYb W YIAPUBAIH AOCyXa MPH
MOHW)KEHHOM JaBiieHNH. OpaHXeBblil TBEPABI OCTATOK OYHIIAIH
xpomarorpadupoBannem Ha cuiamkarene (Woelm, 7r), ucmonb3ys
stunanerar-meranon (98:2) B kauecTBe 3MF03HTA. BB monydeH sip-
KO-KeNThli KpucTasummyeckuiit nmopomok 0,142 r (80%), nepekpu-
CTAJUIM30BBIBAIM U3 OeH30a, T. 1. 213-215 °C (6enzon) [247].

NC

H,COC CN

H;COC CN
NC 3,3-Ananernianukaonponan-1,1,2 2-rer-
pakap6onntpua (481). °C SIMP, §, m.a.: 25,06; 25,81; 29,57;
108,73; 190,94. Ctpykrypa u3ydena metogom PCA.
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[Honywanu koHmeHcanue 6pomanerunanerona ¢ TLD.

Memoouka. B 100 mir abcomtoTHoro 1,4-mmokcana mpu cia-
O0om HarpeBanuu pactBopsuiu 6,4 T (0,05 mons) TLD, 3aTem pac-
tBopsutk 10,74 1t (0,06 monp) 3-0pom-2,4-IeHTAHIUOHA, OXJIAXK-
Iany ¥ TIpH MHTCHCHUBHOM TNepeMemunBannu noOaBsum 200 r u3-
MEIFYCHHOTO JIba HEOONBIIUMH TOPIUsIMHA B TeueHue 30-40 muH.
[Tocne 3TOTO MEpEeMENMBaHUE MPOIOHKAIIU 10 UCUC3HOBCHHUS B Pe-
aknuonHoit macce TIID (mpoba ¢ ruapoxmHOHOM). OCamoK OT-
(UIBTPOBBIBAIM, NPOMBIBAIH OXJIAXKICHHBIM 1,4-TUOKCAHOM,
MEePEeKPUCTAIIN30BEIBAIN U3 1,4-THOKCaHA, CYIIWIA B BaKyyMe
Han P,Os mo nmocrosHHOM Maccel. Beixox 63%, T. mi. (pasn.) >
155 °C [252].

O cN
H,C CN

H,C CN

o N 6,6-TumeTnii-4,8-nuokcocnupo|2,5]ok-

Tan-1,1,2,2-rerpakapoonutpui (482). CtpykTypa u3yueHa METO-
noMm PCA.

[Nomyuanu konaeHcanueit Opomaumenona ¢ TLD.

Memoouka. B cmecu 20 mit abcomoTHoro 1,4-nrokcana u 50 M
a0COJIFOTHOTO alleTOHUTPHIIA TPU CIa0OM HArpeBaHUH PaCTBOPSUIIH
6,4 r (0,05 monp) TLID, 3arem pactBopsu 13,14 t (0,06 mMoub) 2-
O0pom-5,5-numeTnin-1,3-nukiorekcaniuona. PeakImoHHy0 Mac-
cy oxnaxzaanu 1o 5-10 °C u npu MHTEHCUBHOM TEepEeMEITUBaAHUT
nopuusmMu no6asisuti 200 T U3MENBYSHHOTO Jibaa B TeueHue 30-
40 muH. [lepemenmnBanue MPOAOIKAIU 10 UCUYE3HOBEHHUS B pe-
aknuoHOU macce TIID (mpoba ¢ ruapoxmunonom). Ilocie atoro
0CaJ0oK OT(QHUIBTPOBBIBATH, MPOMBIBAIN OXJXKICHHBIM 1,4-
JIUOKCaHOM, cymmin B Bakyyme Haj P,Os mo moctosHHOW Mac-
col. [Ipy HEOOXOAUMOCTH MPOAYKT NEPEKPHUCTAIIU3OBBIBAIM H3
cmecu l,4-guokcan-aneronutpuin (1:1). Beixon 85%, 1. mi.
(pazm.) > 112 °C [253].
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O N
CN

CN

O CN 3,3-®ragonanukiaonponan-1,1,2 2-
Ter-pakapéonntpua (483). °C SIMP, §, m.a.: 25,20; 25,52; 107,9;
120,0; 124,8; 138,0; 190,1. Ctpykrypa nzyuena merogom PCA.

[Nomyuanu konaencamnueit Opomunmanarona ¢ TLD.

Memoouxka. B 100 M abcomorHoro 1,4-guiokcaHa mpu cirabom
HarpeBaHuu pactopsuiu 6,4 1 (0,05 mons) T, 3ateM pacTBOpsIH
13,5 r (0,06 momnp) 2-6pomuHaan-1,3-1MoHa, OXTAKIATN U TIPU HH-
TEHCUBHOM IepeMemnBaHuy A00aBmsuy 200 T ©3MeIhUeHHOTO JIbJa
HeOonbmMu nopuusimu B Tedenne 30-40 muH. [locne storo mepe-
MEIIMBaHUE TPOJOKAIN JI0 MCUE3HOBEHUS B PEAKUMOHHON Macce
TLD (mpoba ¢ ruapoxuaOHOM). OCamoK OT(GHUIBTPOBHIBAIH, TPOMEI-
BaJIM OXJIAXACHHBIM 1,4-nHOKCaHOM, Cymmian B Bakyyme Hanx PyOs.
[lpr HEOOXOOUMOCTH NEPEKPUCTAIUIN3OBBIBANA U3 1,4-AHMOKCaHa.
Berxon 90% , T. . (pazm.) > 170 °C [254].

ONC CNg

L

00 1,1,3,3 -Terpaokco[unaaH-2-
cnupo-1-uukaonponan-2 -cnupo-2 -uHaan|-3,3 -TuKapoOHU TP
(484). UK (KBr), v, cM : 2255, 1728, 1593, 1245, 1098, 819, 767,
753. 'H SIMP (JIMCO-dg), 8, m.1.: 7,90 M. *C SIMP (IMCO-dg),
o, m.a.: 22,42; 48,12; 109,79; 122,81; 135,54, 141,87; 185,83.
Macc (70 3B), M/z (lom, %): 352 (63) [M*], 324 (25), 296 (33),
282 (11), 268 (22), 239 (13), 104 (100), 76. CtpykTypa u3ydeHa
meToaom PCA.

Cunres ocymecTBisui  B3aumogeicteuem 2-(1,3-amokco-1H-
uHaeH-2(3H)-winaeH)MaTOHOHUTPHIA ¢ TPUTHYHBIM apoMaTHdde-
cKuM aMuHOM (cxema 201).
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Cxema 201

Memoouxa. PactBop 1,0 mmons ammaa u 420 mr (2,0 MMoIb)
nuiranoankeHa B 100 M1 cyxoro sTaHojia MepeMEIINBAIN IIPU KOM-
HAaTHOM TeMmIepaTrype B T€YEHHE TpeX JHel. B 3To Bpems 1LBeT Me-
HSUJICSI OT JKENTOTO J0 KPaCcHOTO, U 00pa30BBIBAJICS OECIIBETHBIN Oca-
JIOK, KOTOPBIA OT()HUIBTPOBBIBAIM M IMEPEKPUCTAILIM3OBBIBAIM U3
AICTOHUTPUIIA, TOJYYMIH OeclBeTHbIe Wb Bbixom 60%, T.Ium
239-242 °C (aneronutpmi) [255].

O N
I\\I CN
N= CN
CH CN
3 3-Metuni-1-¢penna-nupaszon-2-uH-

5-oH-4-cniupouukionponanterpakapoonutpui (485). Crpykrypa
m3ydyeHa metosiom PCA.

[onmywanu konneHcauueit TLD ¢ OpoMIMpa3zoIMHOHOM.

Memoouxa. B 100 mn abcomotHoro 1,4-ariokcaHa mpu ciadom
HarpeBanuu pactopsuiu 6,4 T (0,05 mons) TLD, 3arem pacTBopsiiu
0,06 monp 4-0pom-3-meTuii-1-peHu-nupa3oin-2-uH-5-0Ha, OXJIaxK-
Jad W TIPU MHTEHCUBHOM mepeMemuBanuu nobasmsum 200 T u3-
MEIFYEHHOTO JIha HeOONMbIIUMH TOpIusaMA B TeueHue 30-40 muH.
[Tocne 3TOrO MEpEMEIIMBaHUE MPOIOJIKAIN 10 UCUC3HOBCHHS B pe-
akunonHoit macce TLD (mpoba ¢ ruapoxuHonom). Ocamok OT-
(bMIBTPOBBIBAIM, TIPOMBIBAIN OXJKICHHON cMechio 1,4-TuoKcaH-
Boja (1:2), ounmanu mepeocakaeHneM Boaon u3 1,4-nuokcana, cy-
mun B Bakyyme Hajn P,Os 1o mocrosHHON Maccel. Beixon 48%, T.
. (pazi.) > 185 °C [256].
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H3C 0 CN

N CN
e
N= CN
cH, N

3-MeTui-1-u3onponui-nupaszo-2-
UH-5-0H-4-cnMpoUUKIJIONponaHTeTpaKkapooHuTpu (486).

IMonyyanu aHanoruyHo coeauHeHuio (485), ncnonb3ys 4-6pom-
3-MeTni-1-uzonponuin-nupaszon-2-uH-5-o1, BeIxox 70%, T. TOL
(paszn.) > 168 °C [256].

3AKIIOYEHHUE

Kak BUIHO W3 MpelnCTaBICHHOTO M3/IaHUs, K HACTOSIIEMY Bpe-
MEHH pa3padOoTaHbl METO/IbI, TIO3BOJISIONINE OJTYYUTh CaMble Pa3Ho-
oOpa3Hble (HYHKIIMOHAIBHO 3aMelIéHHbIe IuKiIonponansl. Ocoboe
MECTO 3aHHUMAIOT DJIEKTPOHOJCHHUINUTHBIE IUKIONPOIAHBI, 3ame-
[ICHHBIC YETHIPbMsI M 0OoJiee BIIEKTPOHOAKICTITOPHBIMU TPYIIAMH,
MIPENMYIIECTBEHHO KapOOHUTPHIBHOW W KapOOHWIBLHOW. MeTomsl
MOJYYEHUS AEKTPOHOACHUILMTHBIX ILIMKJIONPONAHOB B OOJIBIINHCT-
BE CBOEM HE OTJIMYAIOTCS OT KJIACCHYECKHX, XOTS U3BECTHHI U CIIe-
nuduueckne crocodbl ux cuHTe3a. Hambonee pacnpocTpaHeHHbIE
MPOLIECCHI, MPUBOAALIME K TMOJIyYEHHIO IMKJIONPONAHOB, 3TO peak-
UM TUKIONPUCOEINHEHNSI ¥ BHYTPUMOJIEKYJSIPHOTO HYKJIEO(HITh-
HOTO 3aMelleHus. B 4aCTHOCTH, 3TO B3aMMOJEHCTBHE OJIC(DUHOB C
KapOeHaMu (METOABl Pa3IMYar0TCS CIIOCO0aMH T'eHepaluu KapoOe-
HOB), IIMKJTM3aIHs 3aMEICHHBIX KETOHOB, CIOXHBIX 3(HUPOB U HUT-
PHIIOB, B3aMO/ICHCTBHE HENPEACIbHBIX COCTMHEHUH, aKTHBUPOBAH-
HBIX 3JIEKTPOHOAKLENTOPHBIMHU 3aMECTHTEISAMHU C d(UpaMH TaJlon]-
3aMEIIEHHBIX KHCIIOT, KETOHOB MJIM HUTPUJIOB; B3aUMOJECHCTBUE Me-
THUJICHAKTUBHBIX COCJMHEHHH C 3aMENIeHHBIMU oJiepuHamMu U 1,2-
JUTAJIOTEHITAaHOM; peakuyus BunekBucra u ee pa3HOBHIHOCTH.

Bricokast peakunoHHasi ClIOCOOHOCTh W LIIMPOKHKA KpYT HpeBpa-
IICHWH, B KOTOPbIE OHM BCTYMAIOT, JeNaeT JICKTPOHOIePUIINTHEIC
[MUKJIONPOTIAaHbl yIOOHBIMH TPEANICCTBEHHUKAMHU B CHHTE3€ pa3jiny-
HBIX KJIACCOB OPraHUYECKUX COCTUHEHHM.
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