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Haiinen 3G ¢eKTUBHBIN MOAXOA K MOJIYYCHHIO TPYIHOJOCTYIHBIX 3,4-IM3aMEHICHHBIX MPOM3BOJAHBIX THOdeHa: 4,5,9,10-TeTparuapo-
tueno[3',4;5,6]Juuknookral 1,2-c]tnodena, 1H,4H-tueno[3,4-d][1,2]nnokcuna, 4-(ruapoKCUMeTHIT)THOGEH-3-KapOanbaernia, Ha OCHOBE
MOCJIEeZI0OBATEbHBIX TPEBpamieHnit Ouc(2-XI0pnponeHmn)cynbGuaa, KOTOPbIe PeaTn30BaHbl 0e3 BBIIENCHHS MPOMEKYTOUYHBIX COCIH-
HeHuii. Ha mpuMepe ameTwimpoBaHHs H3ydeHa peaknuoHHas crmocobHocTh 4,5,9,10-tetparuaporueno|3'.4;5,6]uukmnookra[l,2-c]-
THO(eHa U TIOKa3aHa BO3MOXKHOCTH MOJy4eHHs OM(YHKIIHOHATIBHBIX MPOU3BOAHBIX C Y9acTHEeM 000uX THO(EHOBHIX IHUKIOB. CTpoeHne

pAna CHHTE3MPOBaHHBIX COCTUHEHHH U3y4eHo metonamu PCA.

KiroueBsie cioBa: 4-(runpoxcumermn)tuoden-3-kapoanpaerun, 4,5,9,10-terparunporuero|3',4;5,6 juuknookral 1,2-ctrnoden, 1H,4H-tneHo-

[3,4-d][1,2] nnokcuH, THODEHBL.

3aMenieHHbIe TPOU3BOIHBIC THO(GEHA HAXOAAT LIHPOKOE
NpUMCHEHHE B Pa3iIM4HBIX cepax HAYKH U TEXHHKH,
Ha4yMHas OT JabOpaTOPHOTO CHHTE3a M 3aKaHYMBAasl MOJY-
YEHHEM JICKapCTBEHHBIX IIPENapaToB M COBPEMEHHBIX
matepuanos.' ' Bomblnoe 3HaueHHE HMEIOT P-3aMellieH-
Hble THO(EHBI, TPEXAE BCEr0 TakWe, y KOTOPhIX 00a
o-TIoNoKeHust cBoOO/HEL. [lon00HbIe THO(EHOBBIE CHCTEMBI
001a1a10T MHOTUMH [IEHHBIMU CBOWCTBAMH M MOT'YT JIETKO
BOBJIEKAaThCA B JaNbHelmue mnpesparenns.' '’ OmHaxo,
KaK M3BECTHO, B CHJIy CHEUM(HUKH PACHpPEICICHHS dJICK-
TPOHHOW IUIOTHOCTH B THO(MEHOBOM IHKIE IpsiMast
(YyHKIMOHANN3AIMS HE3aMENIEHHOT0 THO(EHA MTpeuMyIie-
CTBEHHO NPOTEKAET II0 O-TIOJOKEHHIO, COOTBETCTBEHHO
CHHTE3 [-3aMEIIEHHbIX M 0COOeHHO f3,B'-IM3aMeIIeHHbIX
MIPOM3BO/IHBIX THO(EHA CO CBOOOIHBIMH O-TIOJIOKECHUSIMH,
KaK IIPaBUIIO, SIBIISIETCS. MHOTOCTaIMIHBIM U TPYI0EMKUM
npoueccom, "’ mosToMy paspaGoTka METOJOB MX IOJY-
YEeHUsI OTHOCHTCSl K aKTyaJIbHBIM 3aJadaM COBPEMEHHOMH
OpraHUYeCcKO XUMHUH.

© 2020 JlaTBHHCKHIT HHCTUTYT OPraHUYECKOTO CHHTE3a

B pamkax pemeHnst 3TOH 3alaud MHTEpEC INPECTaB-
JSIFOT METOJBI MoJy4eHus B,f'-1u3aMeIneHHbIX THO(EHOB,
OCHOBAHHbIE HA IHKIM3AIH Ouc(kymyrer)cymboumos. !¢
OTH cynbGHUIBl MOXKHO pacCMaTpUBaTh KaK CEpOConep-
JKallie aHaJIOT! €HIMKYMYJIEHOB, B MOJIEKYJIaX KOTOPHIX B
CONPSDKEHNH B MHTEPHAJIBHOM IOJI0)KEHUH BMECTO ATHIIC-
HOBOTO (hparMeHTa HaxoAuTcs aToM cepbl. Kak u3BecTHO,
SHIIMKYMYJIEHBI, a TaKkKe MX alleTWICH-aJICHOBBIE TAyTO-
Mephl (€HIUHMHBI, EHHHKYMYJICHBI) CIIOCOOHBI IOJBEp-
raThCs LUKJIN3AIMK C 00pa30BaHWEM apOMaTHUECKHX HIIH
IIMKJIOTICHTaIMEHOBBIX TPOM3BOIHBIX (IMKiIM3anus bepr-
MaHa, Maitepca—Cawurto, IImurrena).”* ™ B ciy4ae cepo-
COJIepKAINX AaHAJIOTOB — OHMC(KyMYJIEH)CYIb(UIOB, IHK-
JU3anusl MPUBOIUT K 3,4-AMANKMITHO(GEHOBBIM JUPaIH-
KaJIbHBIM MHTEpPMEANAaTaM, KOTOpBIE CIIOCOOHBI IIpEeBpa-
matbest B P,B'-ausamentennsie THodenst.'"'** TIpu oM
BECh MPOILECC pealu3yeTcs B TPHU OTAEIbHBIC CTaJIHH,
n300paKeHHbIE HAa cXeMe | Ha mpuMepe Npomapruii-
Opomuna: cuHtes Ouc(nponaprn)cyinbsduna (1), ero nome-
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Cxema 1. OnucanHslii B uTepaType cunte3 coeaunenus 39212

HOo= o NayS He= s —CH Base H,C=— S ——CH, Base S5 = S
=
1 2
3
Cxema 2. CuHTe3 npou3BoAHBIX THO(eHa 3, S, 6 Ha ocHOBe Ouc(2-xnopnponeHun)cyabpuia (4)
i S = — S
HZC\\ ,/CH2 76% = S
HO =0 ji jv Cl Cl iorii 'C_C\:' 3
7 - s —— H,C=—~\g~~ =CH, —> Y —
% H,C CH
< 75% Hz 4 2 > i HO =0
6 in situ i S\/;C(')O jii w
0,
i: KOH, MeCN, 20-25°C, 3 h; ji: t-BuOK, MeCN, air, ~30:—40°C, 3 h 86% 5 94% S
i -BuOK, MeCN, 30°C, 6 h; iv: MeCN, air, rt, 10 h 6

pm3arms B ouc(ayuieHwT)cyab(un (2) U IUKIT3AIES TTOCIe/-
Hero B 4,5,9,10-tetparunporueno|3',4;5,6 umknookral 1,2-c]-
trodeH (3) (cxema 1). Berxonsr coenuHeHNs 3 Ha MMOCTE-
HEeW CTaauu, B 3aBUCHMOCTH OT METOAMKH, BapPbUPYIOTCS
ot 12% 1o KOJNMYECTBEHHBIX. | 19222

Hamu pazpabotan MeHee TpyZOEMKHH MOAXOI K CHHTE3Y
coennHEeHUs] 3, OCHOBAaHHBIH Ha HCIIOJIb30BAaHWU JOCTYII-
HOro Ouc(2-xmopnponeHmn)cyibhuna (4), KOTOPHIHA, B CBOIO
ouepenb, MOXET OBITh JIETKO MOJyd4eH u3 2,3-AUXIOp-
IpOTEHa M DIEMEHTHOH Cephbl WIM THOMOYEBHHBL ' B
Ipoliecce BapbUPOBAHUS PACTBOPHUTENEH, OCHOBAHUH U
TEMIIEPaTYpHBIX PEKUMOB (JJaHHBIC TPHBEICHBI B (aiie
COIIPOBOANTEIBHBIX MAaTEPHAIOB) HAWCHO, YTO ONTHMAIIb-
HBIM sBJseTcs ucnoibp3oBanue KOH B MeCN (25 °C, 5 u).
B sToM ciywae Terparmaponmkinooktagutuoder 3 obdpa-
3yeTcs ¢ BBIXOAOM 76% B mepecdeTe Ha UCXOTHBIN Ouc-
(2-xnopriponermn)cynbdun (4). MOXHO TIPEAIIONOKHUTH,
YTO B YCJIOBHSAX PEAKIMU TPOTEKAET IETHIPOXJIOPHPO-
BaHWEe cyinb(uaa 4 ¢ CEIeKTUBHBIM OOpa3oBaHHEM Omc-
(amurenmnm)cynbduna (2), KOTOPBIA in situ TOIBEpracTcs
JadbHEHIINM TpEeBpalIeHUsIM, TPUBOAAIIAM K JUTHO-
(deHOBOMY pon3BogHOMY 3 (cxema 2).

Bo3moxxHOCTh 00pa3oBaHMs OMpajMKaILHOTO HHTEP-
Menuara A, HOCTYJIMPOBAHHOTO B paHee OIyOJMKOBaHHBIX
paborax,'®> kacarommxcs cuHTe3a autHODeHa 3, TOX-
TBEPXKIAETCSl SKCIIEPUMEHTAIHHO TIPH TIPOBEEHHUH Iporiecca
B MeCN B TOKe BO3/lyXa MPH OXJIAXKICHUU B MIPUCYTCTBUU
t-BuOK B kauecTBe ocHOBaHMs. B 3TOM ciyyae 3a 3 4 B
KayecTBE OCHOBHOTO IIPOJYKTA peakuuu oOpasyercs
MIEPOKCU/IHOE COEIMHEHHE — COOTBETCTBYIOUIMH THEHO-
JUOKCHUH 5, KOTOpBI OBUT BBIACNCH C BBIXOJOM 86%
(cxema 2) W BHEpBBIE OXAPAKTEPU30BaH CIEKTPATBbHBIMH
Meronamu. IlpoBeneHHe peaknuu B TEX JK€ YCIOBHAX
(MeCN, #-BuOK, —40 °C) 6e3 BblieeHHs IEPOKCHIA S5, HO
C JIOTIOJIHUTEJIBHBIM BBIZIEP)KUBAHUEM PEaKIMOHHOM cMecH
B TOKE BO3Ayxa B TeueHue 10 4 mpu KOMHATHOH Temme-
parype NpHBOJIUT K 00pa30BaHMIO APYroTro TPYAHOIOCTYI-
HOro f3,B'-IM3aMeIIeHHOr0 TPOW3BOJHOTO THO(QEHA —
4-runpokcumerrnTrodeH-3-kapbanbaernia (6) ¢ BEIXOI0M
75% B mepecuere Ha HCXOJHBIH OMC(2-XIOpHPOIICHMI)-
cynbpun (4) (cxema 2). ToT e caMblii THIPOKCHMETHII-
THO(eHKapOanbaerna 6 OblI MONXydeH M3 MEepOKCHIHOTO
COCAMHEHUS 5 NPH BBIJICPKUBAHUH MOCJICAHETO B PACTBOPE

t+-BuOK B MeCN B Teuenue 6 4 (cxema 2, BBIXOA yKa3aH B
nepecueTe Ha MEPOKCH S).

Xumusi JUTHO(GEHOBOIO HPOU3BOTHOIO 3 10 CHX TIOp
NPaKTHYECKH HE UCCIe0BaHa, OYEBMIHO, BCJIEICTBUC
TpyaHocTel ero nonydeHus. C 1ebl0 H3y4eHUs] BO3ZMOXK-
HOCTeH (yHKUMOHaIM3auKu auTHodeHa 3 HaMu B Kade-
CTBE NPUMEpPa U3YUYCHO €ro aleTHINPOBaHUE, KOTOPOE, KaK
MOKa3aHo, JIETKO IPOTEKaeT IMOoJ| JCHCTBHEM AalleTHII-
xmopuna B PhH B mpucyrcteuu SnCly B kKauecTBe KaTau-
3atopa. Ilpm mnpoBeneHMM peaklMu TOpU  HEOONBIIOM
oxnaxnaenuu (7-10 °C) B Tteuenwme | Y MPOUCXOAUT
oOpa3oBaHHE CMeECH aleTWIMPOBAaHHBIX H30MepoB 7a,b
(cxema 3). M3omepsl 7a,b ObutM BBIICICHBI B HHIUBH-
JIyallbHOM BHUJI€ METOJOM KOJIOHOYHOW XpomaTorpaduu c
IpenapaTUBHBIMHU BbIxogaMu 24 u 27% COOTBETCTBEHHO.
IIpoussomusie THOPeHa 6 u 7a,b CHHTE3MPOBAaHBI B
Hacrosiied padote Brepsbie. OOpa3oBaHUE NEPOKCHIHOTO
IPOM3BOJHOTO THO(EHA 5 GBLI0 OTMeueHo panee.'

Cxema 3. AuerunmpoBanue 4,5,9,10-teTparuipoTueHo-

[3',4;5,6]uuknookra[ 1,2-c]Trodena (3) Ow _Me
~ e
S S
— =
MeC(O)Cl \
S =\ SnCl, Me™ ~O  7a(24%)
—_—
== =/ PhH,7-10°C,1h Me. O &= O Me
3
=~ e
S S
— Sy
7b (27%)

CrpoeHne CHHTE3NPOBAaHHBIX coenuHeHui 1, 3—6 Obuio
JIOKA3aHO CHEKTPANTbHBIMH METOJAaMH W ITOATBEPIKIACTCS
JAHHBIMH 3JIEMEHTHOTO aHanu3a. Kpome Toro, Monexysip-
HBIE CTPYKTYPHI TETParuApOUUKIOOKTaTUTHOGEHA 3 U ero
aIleTHIMPOBAHHBIX POU3BOIHBIX 7a,b JOKa3aHBI METOIOM
PCA (puc. 1-3).

B cnextpax AMP 'H u “C nutnodena 3 u tmemo-
OUOKCHHA S TPUCYTCTBYIOT CHTHAJIBI IPOTOHOB (IBa
CHHIJIETA) W aTOMOB yTjepoja (TpH CHTHama), COOTBET-
CTBYIOII[I€ METHIICHOBBIM IpymIiaM H 3,4-1n3aMEeIIeHHOMY
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S1 v
Pucynok 1. MonekynspHoe CTpoeHUE COCOUHEHHS 3 B Ipen-
CTaBJICHHH aTOMOB 3JUTHIICOMIAMHK TEIUIOBBIX Kojebauuit ¢ 50%
BEPOSTHOCTHIO.

tHodeHoBoMy (parmenty. B cmextpax SIMP 'H u "*C
COCAMHEHUS] 6 KpOME CHTHAJOB aTOMOB THO(EHOBOTO
IIWKJIa IPACYTCTBYIOT CHT'HAJIBI, COOTBETCTBYFOIINE THAPOKCH-
METIIIHLHOH 1 (POPMUIIEHON TPYIIIaM.

CornacHo pamaeiIM PCA, B coemuHenmsx 3, 7a.b,
HE3aBHCUMO OT IPHUCYTCTBUS U MECTOIIOJIOKCHHUS 3aMECTH-
Tesieil B THO(EHOBOM HHMKIJIE, BOCBMHUWICHHBIH IIMKJI HaXo-
mutcss B koH(popMmarmu "kpecno" (puc. 1-3). 3HaueHHs
TOPCHOHHBIX YTJIOB, ONPEEIBIFOIINX KOH(pOpMAIIHo "Kpecio",
B m30Mepax 7a,b 3aBUCAT OT MECTOIOJIOKEHHUS 3aMECTH-
Tessl B THOQEHOBOM mukie. Kpome TOro, aToMel KHCIIO-
pona kapOOHMIBHBIX ()parMEeHTOB B M3oMepax 7a,b obpa-
3YIOT BHYTPHMOJIEKYJIIPHBIE BOJOPOJHBIE CBSA3U C OJXHUM
u3 npotoHoB rpynn CH,.

Takum obpazom, pazpaboraH mpenapaTUBHO 3)deKTrB-
HBI TOAXOJ K TMOJNYYCHHIO TPYAHOAOCTYNHBIX [,B'-1m-
3aMEIIEHHBIX TPOW3BOJHBIX THO(EHA, NMEPCHEKTUBHBIX B
KayecTBe IICHHBIX pEareHTOB, Ha OCHOBE JIOCTYITHBIX

coeanHenuil. CrieyeT OTMETUTbh, YTO HCIIOJIb3yeMbIE IS
TIOJTYYSHHMs KJIFOUEBOTO peareHTa — Onc(2-XJIopIporeHm)-
2,3-1UXJ0pOponeH u

cynbpuna, JJIEMEHTHas  cepa

4
Pucynox 2. MonekyssipHOe CTpOCHHE COeIUHEHUs 7a B Ipea-
CTaBJIEHUHA aTOMOB DJUIMIICOMIAMHU TEIJIOBBIX KoyeOaHuii ¢ 25%
BEPOSATHOCTHIO. I[IyHKTHPOM TI0OKa3aHbl BHYTPHMOJIEKYJISIPHbIE
BOJIOPOJTHBIC CBSI3H.
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Pucynok 3. MonekymsipHoe cTpoeHHe coeauHeHus 7b B mpex-

CTaBJICHUU aTOMOB JJUIMIICOMJAMHU TEILIOBBIX Kosiebauuii ¢ 25%

BEPOSATHOCTHIO. [IyHKTHPOM TIOKa3aHbl BHYTPHMOJCKYJISPHBIC

BOJIOPOJTHBIC CBSI3U.

SIBIIIIOTCSL TEXHOTCHHBIM CBHIPEM, OTXOJaMHU XJIOpopra-
HUYECKUX (IMXJIOPIPONEH) WM HePTEXUMHYECKUX H
METaJTyprHYecKux (cepa) Mporu3BOJICTB.

JKcIepUMEeHTaIbHAs YacTh

UK crekTpsl 3amucanbl Ha crekTpoMerpe Varian 3100
FT-IR B Tabnerxax KBr mnu Tonkom cioe. Criektpst IMP
"H u C 3aperucrpuposansr Ha npuGope Bruker DPX-400
(400 m 100 MTI'y coorBercTBeHHO) B pactBopax CDCls,
BHyTpeHHu# crannapt TMC. Macc-crieKkTpsl 3amucaHbl Ha
xpomaro-macc-criekrpomerpe Shimadzu GCMS-QPS050A
(monmzanmst Y, 70 3B). DneMeHTHBIN aHANIU3 BBITOJHEH
Ha aHanmuzatope Thermo Finnigan Flash cepuun 1112. [ns
KOJIOHOYHOHM Xpomarorpaduu MCIOJIB30BaH CHUJIMKArelb
215-400 mer.

buc(2-xnopriponienun)cyinbdua (4) CHHTE3UPOBAaH IO
JIMTEPATYPHOMY ~METOAy . M3  2,3-IUXJIOPIIPONCHA |
9JIEMEHTHOW Cepbl B OCHOBHO-BOCCTAHOBUTEIIBHOM CHCTEME
runpaszuaruapar—KOH.

4,5,9,10-Terparuaporueno[3',4;5,6]uuxiooxrall,2-c|-
tHoden (3). K pacreopy 0.631 r (3.44 mmonp) Owc-
(2-xnopnponenmwn)cynspuna (4) B 15 ma MeCN noGas-
nstotr 0.77 T (13.8 mMmonp) m3menvuenHoro KOH. Peak-
IIOHHYIO CMECh ITePeMeIINBaroT B TeuerHue 3 41 mpu 2025 °C.
Jlanee peakIMOHHYIO CMeCh OT(UIBTPOBBIBAIOT. OHUIBTPAT
YHapUBalOT, OCTATOK IOJIYYEHHOTO IIPH 3TOM CBHIPOTO
MPOAYKTa OYHMINAIOT METOJOM KOJIOHOYHOH XpOMaro-
rpapun, smoeHT CH,Cly—rekcan, 1:9. dns momydeHus
KpHUCTaia, TPHUTOTHOTO s u3ydeHus merogom PCA,
pactBop coeamHenuss 3 B PhH ocTaBisoT Ha OTKPBITOM
BO3AyXe J0 moiHoro mcmapeHus. Brixox 0.288 t (76%),
. 1. 138-140 °C (. . 138-140 °C*"). UK cnektp (KBr),
v, cM 1 1439, 2863, 2923. Criexrp SIMP 'H, &, m. 11.: 2.99 (8H,
¢, 4CH,); 6.86 (4H, ¢, H tnoden). Criextp SIMP °C, 3, m. 1.:
29.9 (CHyp); 121.9 (C-1,3,6,8 troden); 142.1 (C-3a,5a,8a,10a
tnoden). Macc-ciextp, m/z (Iym, %): 220 [M]" (100).
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Haiineno, %: C 65.83; H 5.40; S 28.75. C1,H,S,. Bbrunc-
neno, %: C 65.41; H5.49; S 29.10.
1H,4H-Tueno[3,4-d][1,2]nuokcun  (5). K pactBopy
0.940 r (5.10 Mmmomnb) 6uc(2-xmoprporneHun)cynbhuna (4)
B 50 mm MeCN nobGasnsior 1.44 r (13 mmons) -BuOK.
PeakmmoHHyI0 CMeCh MEPEeMENINBAIOT B TEUCHUE 3 U IpH
—30+-40 °C u ordunsTpoBHBat0oT. PUIBTPAT YIAPUBAIOT,
OCTaTOK IIOJIYY€HHOTO MPH 3TOM CBHIPOTO MPOAYKTa OYH-
IIal0T METOAOM KOJIOHOYHOH Xpomatorpaduu, >SIOCHT
CHCI. Bexon 0.631 1 (86%), T. ur. 56-58 °C (1. 1. 56—
58 °C"). Cnextp SIMP 'H, 3, m. a.: 5.23 (4H, ¢, 2CH,);
7.02 (2H, ¢, H tHoden). Cnextp AMP °C, 8, m. 1.: 71.9
(CHyp); 117.7 (C-5,7 tnoden); 133.4 (C-4a,7a tnoden).
Macc-cniektp, m/z (Iym, %): 142 [M]" (17). Haiineno, %:
C 50.73; H 4.20; S 22.70. C¢HsO,S. Brruucaeno, %:
C 50.69; H 4.25; S 22.55.
4-(I'mppoxcumerni)Tuoden-3-kapoaabaerna (6).
Mertox I. K pactBopy 1.029 r (5.60 mmomns) Omc(2-ximop-
nponeHmw)cynbpuna (4) 8 50 mx MeCN nobasistor 1.58 T
(14 mmomp) +-BuOK. PeaknmmoHHYIO CMeCh IepeMEIIHBAIOT
B TeueHue 3 4 npu —30+—40 °C, 3aTeM OCTaBJISIIOT HA HOYb
IIpu KOMHATHOH TeMmepatype. Jlaree peakiinoHHYIO cMech
OT(QUIBTPOBHIBAIOT, (GUIBTPAT YHAPHBAIOT, OCTATOK ITOITY-
YEHHOTO TIPH 3TOM CHIPOTO MPOAYKTa OYHIIAIOT METOJOM
KOJIOHOYHOH Xxpomarorpaduu, smoeHT CHCl;-MeOH, 97:3.
Merton II. PactBop 0.711 1 (5.00 MMOIB) TIepokcua 5 B
5 mn MeCN nepememnBarot npu 30 °C B TeueHue 6 4 B
npucytcTBun 0.561 1 (5.00 mmons) +-BuOK. danee peak-
IOHHYIO cMech 00pabatsiBatoT 1o Metoxay [. Bexon 0.560 r
(70%, merom I), 0.668 r (94%, meron II), GecuBetHOE
Macio. UK cnekrp (ToHKWiA cIioif), v, em s 875, 1045,
1543, 1770, 3450. Crextp AMP 'H, 8, m. 1. (J, T): 4.71
(2H, ¢, CHy); 7.22 (1H, 1, J = 3.0, H tnoden) 8.18 (1H, x,
J = 3.0, H toden); 9.90 (1H, ¢, CH=0). Cnextp SIMP "C,
6, M. m.: 59.7 (CH,); 124.9 (C-5 tmoden); 140.7 (C-2
tuoden); 141.6 (C-4 tnoden); 142.6 (C-3 tnoden); 187.1
(CHO). Macc-cuextp, m/z (Iym, %): 142 [M]" (27), 124
(100). Hatineno, %: C 50.97; H 4.30; S 22.32. C¢HgO,S.
Brruucaeno, %: C 50.69; H 4.25; S 22.55.
AunernaupoBanue 4,5,9,10-rerparuaporueno|3',4;5,6]-
uukJa0okra[l,2-clruodena (3). K pacrBopy 0.55 r
(7 mmonp) anermmxiopuna U 1.84 v (7 mmons) SnCly B
40 mur PhH no6asnsror 0.52 1 (2.35 Moib) coenuHeHus 3 B
20 mu PhH B tedenue 20 muH npu temmeparype 7—10 °C.
3areM peakIMOHHYIO CMECh IEPEMEIIMBAIOT NPH JaHHOM
TeMmIieparype B TeueHue 1 4, panee cMmemmBaroT ¢ 50 mu
H,0. IIponykr BeIemnsror skcrpakiued PhH (3 % 20 mu),
9KCTpakT cymart Hajg MgSO, u ynapusatoT. [lonydeHHyro
IIpY ynapuBaHWM (QUIbTpaTa CMECh NPOXYKTOB 7a,b paz-
JIETSIFOT METOJIOM KOJIOHOYHOH Xpomarorpaduu, 3IF0€HT
rekcai—Et,0, 4 : 1.
1,1'-(4,5,9,10-Terparuaporueno[3',4':5,6|Junkaookra-
[1,2-c]Tuen-1,6-quua)audtanon (7a). Bexon 0.173 1 (24%),
OecuBeTHble Kpuctamibl, T. pasit. > 320 °C. UK cnektp
(KBr), v, eM": 1659 (C=0). Cnextp SIMP 'H, §, m. 1.
(/, Tm): 2.42 (6H, c, 2CH3); 3.11 (4H, 1, J = 7.2, 2CHy,);
3.50 (4H, T, J = 7.2, 2CH,); 6.80 (2H, ¢, H tuoden).
Cnextp SIMP °C, 8, m. 1.: 26.1 (CHs); 28.3 (CH,); 29.4
(CHy); 126.7 (C-3,8 tmoden); 135.7 (C-3a,8a Tuoden);

143.8 (C-5a,10a tuoden); 147.2 (C-1,6 troden); 191.3
(C=0). Macc-cuextp, m/z (Iym, %): 304 [M]" (100).
Haiineno, %: C 63.07; H 5.38; S 20.20. C;sH;60,S,.
Brruucaeno, %: C 63.13; H 5.30; S 21.06.

1,1'-(4,5,9,10-Terparuaporueno[3',4':5,6|Junkiookra-
[1,2-c]Tuen-1,8-nuua)amdranon (7b). Beixon 0.193 r
(27%), OecuBeTHBIC KpHCTaLIBL, T. pasn > 320 °C. UK
criextp (KBr), v, em ' 1658 (C=0). Crexrp SIMP 'H, §, m.
n.: 2.45 (6H, c, 2CH;); 3.05 (4H, c, 2CH,); 3.52 (4H, c,
2CH,); 6.93 (2H, ¢, H tnoden). Criektp IMP °C, 8, m. a.:
26.3 (CH3); 28.9 (CHy); 29.7 (CHy); 126.8 (C-3,6 tTnOdeH);
137.4 (C-3a,5a Toden); 143.5 (C-8a,10a tuoden); 146.9
(C-1,8 Toden); 191.3 (C=0). Macc-crextp, m/z (o, %0):
304 [M]" (100). Haiineno, %: C 63.02; H 5.43; S 20.19.
Ci6H160,S,. Beruucneno, %: C 63.13; H 5.30; S 21.06.

PenTreHcTpyKTYpHBIi aHaau3 coeauHeHuii 3, 7a,b
BhINOJIHEH Ha audpaktomerpe Bruker DS Venture Photon
100 CMOS, usnyuenne MoKo. (A 0.71073 A). CtpykTyps
pacumppoBaHbl MPSIMBIMH METOJAMHU C HCIIOJIb30BaHHEM
IaKeTa Iporpamm SHELX.*? TlonoxeHuss aTOMOB BOJO-
poaa paccuMTaHbl reoMeTpudeckd. [loyHble KpHCTasio-
rpadUyUecKue TaHHbIC COeqUHEHHH 3, 7a,b MenOHUPOBAHBI
B KeMOpumxckoM OaHKe CTPYKTYpHBIX JaHHBIX (J€no-
HenTsl CCDC 2009264, CCDC 2009263 u CCDC 2009265
COOTBETCTBEHHO).

@aiul COIPOBOAUTEIBHBIX MAaTEPUAIOB, COICpPIKAIIMM
crektpsl SIMP "H u BC Bcex CUHTE3UPOBAHHBIX COEIU-
HEHUH M PEHTITCHOCTPYKTYpPHBIC JAaHHBIC COCAWHCHHH 3,
7a,b, a Taxke NaHHBIE ONTUMH3ALUU YCIOBUM peakLuu
MOJIy4EeHUs COeAWHEHUs 3 U3 coequHeHus 4, TOCTyNeH Ha
caiire xypHaia http://hgs.osi.lv.

Cnexmpanvubie U ananrumuyeckue OaHHbie ObLIU NOTY-
YeHbl C UCNnoab308aHuemM obopyodosanusa batikanbckoeo
AHATUMUYECKO20 YeHMPAa KOJIEeKMUBHO20 NONb3068AHUA HA
6aze HUpkymckoeo uncmumyma xumuu um. A. E. @asop-
ckoeo CO PAH.
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