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HOBBIE TETPATUA®YJIBBAJIEHBI, COAEPKAIIUE
®PAI'MEHTBI KAPBA3O0JIA U 1,3,5-TPUA3ZHUHA:
CUHTE3, DJJEKTPOXUMHWYECKHUE W OITUYECKHUE CBOMCTBA

CuHTEe3UpOBaHEl HOBBIE TeTpaTHa(yIbBaJeHBI, coaepkamue (parMeHTH KapOa3oia
u 1,3,5-Tpra3zuna, KOTOpbIE NPHUCOEAWHEHBI K TeTparnadysbBaICHOBOMY LHKIYy C IIO-
Motipio MocTuka S—CH,—CH,—O. DnekTpoXxuMHudecKne CBOHCTBA MCXOIHBIX COCTUHEHMI
¥ KOHEYHBIX IPOIYKTOB HCCIEIOBaHBI IUKINYECKON BojbTamrepoMeTpuei. Onruueckue
CBOMCTBA UX PacCTBOPOB U3yUCHBI METOAAMHU abcOpOIMOHHOI Y@ CHEeKTPOCKOHH U (Iryo-
PECLICHTHOM CIIEKTPOCKOIIUHU.

KaioueBbie ciioBa: cONpspKEHHBIM MOJMMeEp, TeTpathuadyibBalieH, JTIOMUHECICHIHS,
LUKJINYECKast BOIBTAMIIEPOMETPHS, HIICKTPOXUMHUUECKOE OKHUCIICHHE.

CuHTE3 W WCCIIEeOBaHHWE DIEKTPOAKTUBHBIX OPTraHMYECKUX COCIWHEHWH —
aKTyajipHas mpoOsiemMa coBpeMeHHOW xumuu M (u3uku. OCOOCHHO WHTEHCHUBHO
pa3BHUBaeTCsl HaIpaBlieHHE, TOCBANIEHHOE CHHTE3Y COIPSDKEHHBIX MOHOMEPOB
Y TIOJINMEPOB, COCTOSMINX OJHOBPEMEHHO W3 DJIEKTPOHOM3OBITOYHBIX U 3JIEKTPOHO-
JEPUIMTHBIX TETePOLUKINYECKUX cHucTeM [1-2], 4TO 0OYCIIOBJIEHO NIUPOKUMHU
MEPCIIEKTUBAMUA WX BO3MOXKHOTO TIPUMCHCHHS, HAlpPUMEpP B OPraHUYECKUX
CBETOMOJaX W CONHEYHBIX Oatapesx [3—7]. OmHUM U3 BO3MOXHBIX ITyTeH
MPUJIAHUS CONPSDKEHHBIM TOJIMMEPAM HOBBIX CBOMCTB SIBJSCTCS BKJIFOUCHUE
B COCTAaB HMCXOJHOTO MOHOMEpa PAa3JIMYHBIX IO CTPYKTYpE DSJICKTPOAKTHUBHBIX
TeTePOLMKINIECKUX (parMeHToOB, HampuMmep TeTpathHadyibBaneHoB (TTd) [8—
14]. Cnocobnocts TT® k oOpaTUMOMY IBYX3JICKTPOHHOMY OKHCICHHIO 10
KaTHOH-parKalia W JUKATHOHA MPU CPABHUTEIHHO HU3KUX MOTCHIMANAX IMPEI0-
CTaBIIIET BO3MOXKHOCTh CO3/1aBaTh HA UX OCHOBE MaTepUalbl, pearupyroiue Ha
M3MEHEHHUE TMOTEHINaIa CPEMIbl, a TAaK)Ke HAKAIUTMBAIOIINE 3apsi, 9TO MO3BOJSET
ucnoap30Bath 1T Td mpu M3rOTOBIECHHH XeMOCEHCOpoB [15-17], akkyMynaTopoB
[18], opranuueckux MoJIeBBIX TPaH3UCTOPOB [19-21].

B nmanHO# paboTe mpejicTaBleH CHHTE3 3aMENIEHHBIX TPUAa3HHOB 1, 2, B 1moIO-
JKEHHH 2 TPHUA3UHOBOTO KOJbIIA KOTOPHIX HAXOMUTCS OOTaThlii 3IEeKTpOHAMHU
Kap0a30JIbHBIN 3aMECTUTENh, a B MOJIOKEHUAX 4 1 6 uepe3 2-CyIb(haHUIITOKCHIIb-
HBI MOCTHK TPUCOETUHEHBI TeTpaTradyIbBalieHOBBIE ()parMeHTHl. J[j1s1 BhITOIIHE-
HUSI 9TOH 3a7adll HaMH OBUT WCIIONB30BaH KOHBEPTEHTHBIN CHHTETHYECKHN METO,
3aBepIIaonias CTagusi KOTOPOTO COCTOAa BO B3aMMOJAEWUCTBUHU MPEIBAPUTEIHLHO
CHUHTE3MPOBAHHBIX TPOU3BOJHBIX TeTpaTHadyibBaicHa 3, 4, comepX aluux OIHY
ITMAHOATHIILHYIO 3aIIUTHYIO TPYTIITY Ha OJTHOM W3 aTOMOB CepHI, ¢ [4,6-0mc(2-ximop-
atokcu)-1,3,5-rpuazun-2-uin|-9H-kap6azonom (5) mo MeToauKe, pa3pabOTaHHON
Bekepom u cotp. [22] (cxema 1).

g nonyyeHns HEOOXOAUMOTO TPHA3WHA S 3aMeIIeHHeM OJHOTO aTOMa XJopa
B IIHAHYPXJIOpUIE AeHCTBHEM KapOazommuntus B cpeqe TT' D OblLT CHHTE3UPOBaH
9-(4,6-nmuxmnop-1,3,5-tpuaszun-2-un)-9H-kap6azon (6) (cxema 1). CTpykTypa TpHua-
3WHA 6 TOATBEpPXK/ICHA TaHHBIMUA MacC-CIEKTPOMETPUH U DJIEMEHTHOTO aHan3a, a
TaKKe IOMOIHUTEIBHO — NaHHBIMH crektpockormu SIMP 'H (Bce curHaist
nporoHoB CH cnBuHYyTH B 00macTh cnaboro mois B cpexHem Ha 0.4 M. 1. 1o
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CPaBHEHHMIO CO CIIEKTPOM He3aMelEHHOro kapbaszona). [lanpHelnee B3auMoaeic-
TBHE 3TOr0 TpPUA3WHA C 2 3KB. 2-XJIOpPITAHONA TPU KHUIISTYEHUH B alleTOHE B
MIPUCYTCTBUM NOTAIIA IPUBOAMIIO K 3aMEIEHHUIO IBYX OCTaBLIMXCS aTOMOB XJIopa
u 00pa30BaHMUIO XJIOPITOKCUIIPOM3BOAHOTO 5. B3ammopeiicTBuem TpuasuHa S c
THOJATaMH Kajus, OOpa3oBaBIUIMMCS in Situ TPU OTLIECIJICHUH LHMAHOITHIIBHOM
TpyHIbl OT coeanHeHui 3 u 4, ObUTH MOTyYeHbI LieJeBble coeanHenus 1 u 2.
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Bropas rpynna ucnonp3yeMbIX B peakUMH HCXOAHBIX coequHeHuidl — TTO 3
[23] m 4 [11, 22, 24] — OpIIa MOJIydeHA KPOCC-COUYCTAHHEM COOTBETCTBYIOIINX
4,5-nu3amenm€nnbix 1,3-mutnon-2-onoB 7 u 8 [25] ¢ 3-{[5-(Meruncynbhanmi)-
2-tHokco-1,3-autnon-4-un|cynbdaHu } TponuoHUTPUIOM (9) [26] npu KUNISTYCHUH
B TpmaTwidocdure [27]. BanmopeilicTBueM KOMIUIEKCHOTO AWTHONATa IuHKA 10
[28] ¢ HEOOXOMUMBIM HYHCIOM JKBHUBAJIEHTOB COOTBETCTBYIOIIETO AJKHIJITajore-
Hua ObUTH CHHTE3MpOBaHbl 4,5-mu3ameniénnbie 1,3-aurtnon-2-tuons 11, 12 [25,
28] m 13 [29-30], HeoOXoammple uia moiyderus 1,3-mutHon-2-oHoB 7 u 8.
Coemunenue 9 [26] ObUTO TOTYUYEHO C UCIOJIB30BAHMEM METOMHMKHU bekepa [22] u3
3,3'-[2-Tuokco-1,3-qutnon-4,5-uun | aucynb(pan I } TMIpOMHOHUTPUIIA 13)
3aMEIICHUEM 3aIlIUTHON ITUaHOATUIIFHOM TPYIIIEI HA METUIIBHYIO (cXeMa 2).
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Cxema 2
BrCH,CH,CN,
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40 °C, 30 muH

SCH,CH,CN

3,7,11 R =R2=Me; 4, 8, 12 R! + R? = CH,CH,; 13 R! =R? = CH,CH,CN

Takum 00OpazoM, B pe3ynbTaTe CHHTE3a ObUIM TONydYeHbl coenuHeHus 1 u 2,
MPECTABIIIONINE COO0N aHCaMOIIM TEeTEPOIMKIOB ¢ o0miel cTpykrypoit D,AD',
SIIPOM KOTOPBIX CIYXKUT 3JICKTPOHOAKICTITOPHBIA TpHUa3HMHOBBINA (parMeHT (A),
OKPY)KéHHBIf/'I SJICKTPOHOAOHOPHBIMHA 3aMCCTHUTCIISIMU, OIHUH nu3 KOTOPBIX
(kxap6azon, D') cmocoOeH MEeKTPOXVUMHYECKH TOIUMEPU30BATHCS, a JIBA JPYTUX
tdparmerra TTD (D) B mporecce dICKTPOXUMUIESCKOTO OKHCICHUS MOTYT 00pa-
30BBIBAaTh YIOPSIOUYEHHBIE CTONKH, (POPMUPYS TAKUM 00pa3oM MPOCTPAHCTBEHHYIO
CTPYKTYpy 00pa3yIomerocs mojJnuMepa.

B Tabn. 1 mpeacraBieHbl TaHHBIE SJIEKTPOXUMUYECKIX U3MEPEHUH, TPOBEIEH-
HBIX I COeAMHEHMH 1—6 METOI0M ITUKIINIECKON BOJIBTAMIICPOMETPHH.

W3-3a HanuuuMsg B MOJIEKYJlaX COEAWHEHHH 5, 6 CHUIBHOIO 3JEKTPOHOAKLEI-
TOPHOTO TPHUA3WHOBOTO (hparMeHTa, CBSI3aHHOTO C Kap0a30JbHON YacThIO MOJIe-
KyJbl, OHH JEMOHCTPHPYIOT OYE€Hb BBICOKHE 3HAYCHHS ITOTEHIIMAIOB OKHCIICHUS
E (puc. 1).

TepBaiii noTeHnuan okucaenns (Eoy') COOTBETCTBYET IIOTEHIIHATY 00pa30BaHU
KaTHOH-PaJMKaIa KapOaszomus, BTopoii motenmuan (Eo’) — MOTeHIMaIy o0paso-
BaHHWIO TUKATHOHA. 3aMEHa aroMa XJopa B COCAMHEHMH 6 Ha 2-XJIOPITOKCH-
TpYNIy MPUBOANT K HE3HAYUTEILHOMY TIOHW)KCHUIO OKUCIIUTENBHBIX MTOTCHIIUAIOB
B coeMWHEHWH 5. V3-3a TOHIKEHUS DIIEKTPOHHOW IUIOTHOCTH TT-CUCTEMBI
kap0a3ona 3a CY€T 3IEeKTPOHOAKIIEITOPHOTO JEUCTBUS TPHA3MHOBOTO (hparMeHTa
MPOTEKaHUE DIEKTPOXUMHUUYECKONW TMONMMEpU3alMd 3aTPyJHEHO, MOITOMY Ha
MOBEPXHOCTH pabodero 3MeKTpoa MOJIMMEPHBIE IIIEHKH He (hOPMUPOBAIIHCE.

Tab6nuna 1
Penoxc-noreHuunassl coegunenunii 1-6

Coemn-— | p 1B | E2ZMB | E.luB Eo' MB E.d,MB Eol’,MB
HEHHE

1 706 1129 1455 3032 530 894

2 885 1172 2352 3336 676 936

3 682 1053 - - 537 834

4 667 1066 - - 544 922

5 2246 3112 - - 2300 -

6 2314 3232 - - 2325 -
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Puc. 1. Iuxnosonsramneporpamma (LIBA) coenurenmst 5 (107 Mois/)
B CH,Cl,, ¢ponossiii anekrponut BuyNPF4 (0.1 Monb/i), ckopocTb
pa3Béprku noreHuuana 100 mB/c, 6 1ukoB

Hna coegunennit 1 m 2 xapakTepHO NPHUCYTCTBHE ABYX OOpaTHMBIX BOJH
OKHUCJICHHUsS] 0 KaTHOH-paguKaia (onl/Eredl) A JOUKaTHOHA (EOXZ/Eredz), OTHO-
CAMIMXCS K OKHCIICHHIO-BOCCTAHOBJICHHIO TeTparrnadyiIbBaJeHOBON YacTH MoJle-
KYJIBI, 9YTO SIBJISI€TCS JOTIOJIHUTENBHBIM JOKa3aTE€IbCTBOM CTPYKTYPBI MOTyUYEeHHBIX
coequHeHul (puc. 2).

[lo mamHeIM Tabm. 1 BHAHO, YTO 3HAYEHWs] TOTEHIMAJIOB OKHCICHHS-
BoccTaHoBJeHAS TTd 1, 2 HECKOIBKO BHINIEC, YeM 3HAUCHMS TAaKWX ITOTCHIIMAJIOB
ucxonuelx TT® 3, 4, U3MEPEHHBIX B TE€X K€ YCIOBUSIX M C UCHOIB30BAHHEM TOTO
xe obopynoBanus. Kpome Toro, mHa LIBA TterparnadyneBaneHoB 1, 2 mpucyt-
CTBYIOT /IBa ITMKa HEOOPATHMOTO OKHCIIEHHUS B 00JIACTH BHICOKUX 3HAYEHUH MTOTEH-
1IHaJIOB (E(,X3 i Ered4), OTHOCSIIIIUECS K OKHUCJICHHIO Kap0a30JpHOro (parmMeHta
Mosiekybl. [Ipu pa3BépTke oT HuKiIa K nukiy B obmactu 10 1300 MB cuna Toka
BO3pacTaeT, a MpH AaJbHEHIIEM pOCTe MOTEHIMaNa CHIKaerca. Pocta mommumep-
HBIX IJIEHOK Ha TIOBEPXHOCTH PabOUEro 3JIeKTPoAa Takxke He HabIroaamoch.

OnTHueckue CBOWCTBAa BCEX COEIUHEHMH HW3y4eHBl Ui UX pacTBOPOB B
xsopodopme (Tadn. 2), muprHa 3anpeméHHoil 30usl £, nepexoga B3AMO-HCMO
paccuyuTaHa Ha OCHOBE 3HAYEHHs JJIMHBI BOJIHBI KPACHOM TpaHHIBI 0O0JIacTH
HOIJIOMEHHS Agnset O popMyie £y = 1240/ Agnser, 2B [31].

1, pA 350 -

250 A

150

50

—50 -

~150 _.I ¢ \L

Puc. 2. 1IBA coemurenns 2 (107 moms/m) 8 CH,Cl,, hoHOBBIH 1eKTpo-
qut BuyNPFg (0.1 momb/i), ckopocTs pa3eépTku notenmmana 100 mB/c,
12 uukioB
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Tabnuma 2
Onruyeckne cBoiicTBa coeaunHeHui 1-6

COSIII/I- 9‘1 > )\'2 > )\'3 > A onsets }len, }LGcn’ 7\31401, E ,
HCHHUC HM HM HM HM HM HM HM A’ M 3%
(D) D) D)
1 243 290 322 496 445 524 636 123 2.50
e | @4 | 14
2 242 288 314 502 444 496 637 130 2.47
22 | @3 | (1.9
3 252 300 - 389 445 639 - 145 3.18
@1 | @1
4 247 294 - 375 451 640 - 157 3.30
(2.0) | (1.8
5 248 279 310 330 443 - - 133 3.75
16) | 23 | @7
6 250 279 322 360 492 - - 170 3.44
(1.8) | 26) | (29

B Y® cnekrpax Tpua3suHOB 6 W 5 HaAOMIOJAOTCS TPU IOJIOCHI MOTJIONICHHS
B obnacti 250-322 HM (JUIMHBI BOJIH MakcuMyMoB A", 1,"™ u A;""™), a Takke
OJIMH WHTCHCHBHBIA MUK (iryopectieHuu mpu 492 u 443 HM, COOTBETCTBEHHO.
Ucxonnpie TT® 3, 4 mornomatot B obactu 252—300 HM 1 UMEIOT J1Ba MaKCUMyMa
nornomenus. B Y@ cnekrpax TT® 1, 2 HabmoAal0TCs TPU MOJOCH MOTIOMICHUS,
Kak M B CHEKTpax IMOIJIONIEHUS HCXOJHBIX TpHa3HMHOB 5, 6. MakcumanabHOMI
ONTHUYECKOU IIOTHOCTHIO (D) 00Jafar0T pacTBOPhI UCXOMHBIX TPHA3UHOB 6, 5, a
MUHUMAIILHOW — pacTBopbl McxonHbix TT® 3, 4. B cmekrpax QuyopecueHIun
TT® 1, 2 HaOMIOAAOTCS TPH MOJIOCHI HCITYCKAHUS (JUTMHBI BOJIH MAKCUMYMOB Az"",
A" u "), TIpu aToM mosocy ucmyckanus A;"" 0JHO3HAYHO MOKHO OTHECTH K
TeTparradyabBaJeHOBON YacTh coeanHenui 1, 2 (puc. 3).

ITo tabm. 2 BugHO, uT0 CTOKCOB CHBHT (A) BO BCEX CITydasx OKa3aJiCsi BeChbMa
BBICOKUM W TIPUMEPHO OJWHAKOBBHIM (~130 HM), 3a HCKIIIOUEHUEM TpHa3wHa 6, 1y
KoToporo 3HaueHne CTokcoBoro capura cocraBuwio 170 uM. HauGonpiiedt mmpu-
HOU 3amnpenéHHoM 30HbI E,"" (~3.6 3B) 001a1aoT HcXoaHble TPHA3UHBI 6, 5, B TO
BpeMs Kak aist TT® 1, 2 sTa BenuuuHa coctaBuia ~2.5 3B.

Iloromomienne Hcnyckanue

230 330 430 530 630 730 A, HM

Puc. 3. CriexTpb! norsoieHust 1 GryopecueHuy coeauHenuid 1 u 2
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U3 pesynpraToB MpOBEAEHHOTO MCCIEIOBAaHUS SCHO, YTO TPHA3HMHOBBIA (par-
MEHT OKa3bIBaeT CHUJIIBHOE BIHUSHHE HA 3JEKTPOXMMUYECKOE MOBEACHUE IOJTyUeH-
HBIX cucTeM. Tak coeguHeHus 1, 2, S, 6 3MeKTPOXUMUYECKU HE MOJTMMEPH3YIOTCS,
XOTs Cco/epKaT Kap0a30d — TeTepOIMKI, MPHUCYTCTBHE KOTOPOTO B CTPYKType
COEIMHEHHS MPAKTHYECKH BCETr/a MPHUBOIUT K ero moimMepu3anun. Kpome toro,
HAJIMYMe TPUAZUHOBOTO AJpa B CTPYKTYPE MONyUYSHHBIX COCAMHEHHI MOBIUSIIO HA
TO, 4TO TeTparnadyibpBalieHOBbIE ()ParMEHTHl OKUCIISIOTCS TPU HECBOWCTBEHHBIX
UM BBICOKMX 3HAYEHUSX MOTeHNHaNoB. OYEeHb BBICOKHE 3HAYEHUS TOTEHIMAJIOB
OKHUCJICHHUS KapOa30JIbHOTO IIHKIIA (E(,X3 u E,' Tabmn. 1) Takkxe MOryT OBITH
00BSICHEHBI IPUCYTCTBUEM DIIEKTPOHOAKIETITOPHOTO TPUA3WHOBOT'O [IUKIIA,

C nmpyroii CTOpOHBI, BeChMa HHU3KWE 3HAUYCHHs IIUPHHBI 3alpemEHHON 30HBI
(E,) nomyyeHHbIx B pabore TTd-3ameménnbIX TpuasuHoB 1 u 2 (~ 2.5 3B) nenaer
9TH COEAWHEHMs TEPCIEKTUBHBIMH JJISI HWCIOJNB30BAaHHSA B OPraHUYeCKOH
aNeKTpoHHKe. Tak, B yHOMSHYTOH BhIIIe padoTe [3] omrcaH CHHTE3 HOBBIX 3¢ dek-
TUBHBIX HCITYCKaIOIUX TOJXyO0OW CBET 3MHTTEPOB, TIOCTPOSHHBIX Ha OCHOBE
3amemEHHoro 1,3,5-Tpra3unHa, KOTOpbIii 00Ja1aeT CXOMHBIM JICKTPOHHBIM CTPOE-
nueMm (D,AD'), rae B xauecTBe NTOHOPHBIX KOMIIOHEHTOB HCIIOJIb30BaHbI THEHUII-
u tpudennnamunorpynmnsl. [llupuna 3ampeménnoi 30Hb1 (E£,) A0 3TUX coenu-
HEHHH cocTaBmia B cpenHeM 2.8 3B. Mcmonb3ys 3TH coenWHEHHUS Kak 3MHC-
CHOHHBIM CJIOH, aBTOPbl CKOHCTPYHPOBaIM M HWCIBITAIM CBETOU3IYYalOLIHe
ycTpoiictBa. M3BecTHB ACHIpPUMEpHBIE TPUA3WHOBBIE COSIAWHEHUS, COJepKallne
apoMaTH4YeCKHe Pa3BETBICHHBIE CTPYKTYPHI. [lomyueHnble sKCTIepuMEeHTaIbHO IS
HHMX 3HAUEHUs IIMPMHBI 3aNpelléHHOM 30HBI TaKKe ONM3KU K 3HayeHHAM F,
MOJIYYCHHBIX HAMH COSAUHEHUH U cocTaBisitoT ~3 3B [32].

B pesynprare Hamero mcciemoBaHUS pa3paboTaH METO]| TONYYEeHHS HOBBIX
JIOHOPHO-AKIENTOPHBIX COMPSDKEHHBIX TETCPOLUUKINISCKUX CHCTEM, MpPEICTaB-
JSFOIIUX TOTEHUUATBHBIH HHTEpEC B KadyeCTBE MaTepHaliOB ISl M3TOTOBIICHUS
YCTPOMCTB MOJEKYISPHON 3NEeKTPOHUKH. CHHTE3UPOBAHO C BEICOKMMHU BBIXOJIAMHU
JIBa HE OMMCAHHBIX B JINTEpAType Pa3BETBIEHHBIX 1,3,5-Tpra3uHa ¢ 1eKTPOHHBIM
crpoennem D,AD', conepkamyx OJHOBPEMEHHO KapOa30JibHBIA M [Ba TeTpaTHa-
(hynbBaneHoBbIX (hparmeHTa. 3y4eHO MX 3IEKTPOXUMHYECKOE OKHUCICHNE U OIITH-
yeckue cBoWcTBa. Ha OCHOBaHHMM SKCIEPUMEHTANIBHO OMNpEAeTEHHBIX 3HAYEHUU
JUTMHBI BOJHBI KPacHOW T'paHHIBI 00iacTu moriomeHuss Y@ crekrpa paccuuTaHa
MIMPUHA 3aMpenIEéHHON 30HBI I KaXJIO0TO M3 MOJYYSHHBIX B Tpoliecce padoThI
COEIMHEHUH.

IKCHEPUMEHTAJIBHAA YACTb

Y® cnekrpsl 3anucanbl Ha crnekrpodoromerpe C®P-2000, mmuna koBetsl 10 MM,
pacTBopuTeNb — Cyxoil xaopodopm, kormenTpamus 10° M. Crekrpsl duyopecueHmuu
3amucaHbpl Ha crnekTpodayopumerpe Shimadzu RF-5301. [InuHa BOJMHBI HCTOYHHKA
B030yxneHus 220 HM, pasmep kroBeTsl 10x10 MM, pacTBOpHTENs — CyXoi Xsopodopm,
kouuenTpauus 10~ M. Crexrpst SMP 'H 3apeructpuposans! Ha npuGope Varian Mercury
plus300 (300 MI'm) B CDCl;, BuyTpennuit crangapt — TMJIC (0.037 M. 1.). Macc-criekTpsl
3ammcaHbl Ha XpoMaTo-macc-criektpomerpe Agilent GC 6890N MSD 5975B, BV, 70 »B.
OnemenTtHblil ananu3 ocyuiectBnén Ha npudbope CHNS-932 ¢upmer LECO Corporation,
colep)kaHue xjopa omnpeneneHo merogoM Il€nurepa. Xonx peakumid, a TakkKe YUCTOTY
CHHTE3MPOBaHHBIX coequHeHui KoHTpoiupoBand Mmetogom TCX (Silufol, Kavalier).
Pa3nenenne cmeceil, O4YMCTKA ILIENEBBIX NPOAYKTOB MPOBEHA Ha KOJIOHKE, 3aIllOJIHEHHOU
cuikareneMm (Lancaster, Silica gel 60, 0.060—-0.2 mm), 1uaMeTp KOJIOHKU U BBICOTA CIIOS
CHJTHKAreJIsi OIpeessUINCh KOJIMYECTBOM OYHIAeMOT0 BEIECTBA.
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DNEKTPOXUMHYECKIE H3MEPEHHsI ITPOBENCHBHI B PACTBOPaX XIJIOPHUCTOTO MeETHIICHA
(0.001 monb/n) mMpH KOMHATHOW TeMIIepaType C HcCholb3oBaHueM rekcadropdochara
terpabytmmammonus (0.1 Moms/m) B KadecTBe (HOHOBOTO 3neKTponuTa. Llumkimmueckue
BOJIbTaMIICPOTpaMMbl 3allMCaHbl HA MOTCHIMOCTATC P-8 ¢ QJICKTPOXUMHUYCCKUM NATYNKOM
Monyns EM-04 B TpEXaJIeKTPOIHOMN AJIEKTPOXUMUYECKON sIUEHKE CO CTEKJIOYTIIEPOIAHBIM
pa60111/1M QJICKTPOAOM, IJIATUHOBBIM BCIIOMOT'AaTCJIbHBIM 3JICKTPOAOM U XHOpCGpe6pHHbIM
3JIEeKTPOJIoM cpaBHeHHUs1. CKopocTh pa3BEépTku notennuana 100 mB/c.

3-{|4',5,5'-Tpuc(MeTmiicyabhanua)rerpaTuadyabBaneH-4-ui|cyabHaHu} nponuo-
auTpua (3). Pactsop cmecu 1.00 r (4.76 mmonb) coequnenust 7 u 1.39 r (5.24 mmMoib)
coequaeHus 9 B 10 Mi TpmdTIIIQOC]HTA HEAIPUPYIOT APTOHOM B TEUeHHE 15 MUH mpHu
KOMHATHOW TeMIepaType, IMOcie 9Yero KWILITAT B Te4eHHEe | U, 3aTeM OXJIaXTAloT M
U30BITOK TprdTHIQOchHUTa ynandaroT ymnapuBaHHeM. OcCTaTOK XpoMaTorpadUpyroT Ha
KOJIOHKe, 3amojHeHHO#W cunukareaeM. Cwmecsio CH,Cl—rekcan, 1:1, mepBoHadaibHO
OTHEJAIOT I0JIydaeMble B IIpolecce romonuMmepusanuu cummerpuusnsle TT®, nocie nx
OTJEJICHHUS] XJIOPHUCTHIM METWJICHOM BBIMBIBAIOT IIENICBOM HPOAYKT peakmmu — TTOD 3.
JlononHuTenbHasi OYMCTKA COENUHEHHS 3 OCYIIECTBISETCS MEPEeKpPUCTALIM3aLUeH U3
anetona. Beixog 0.50 r (25%). KpacHelit menkokpuctammaeckuit mopouok. T. mi. 107—
109 °C (1. mr. 102-104 °C (tomyon—rekcan) [23]). Crexp SIMP 'H, &, m. 1. (J, T'): 2.42
(6H, ¢, 2SCH3); 2.53 (3H, ¢, SCH3); 2.69 (2H, T, J = 7.2, SCHy); 3.02 2H, 1, J = 7.2,
CH,CN) (cooTBeTCTBYET JIUTEPATYPHBIM JaHHBIM [23]).

9-(4,6-Auxaop-1,3,5-Tpuasun-2-uia)-9H-kapodazoa (6). K npeasapurensHo neaspu-
poBaHHOMY aproHoM u oxyaxaéaHomy 1o 0 °C pactBopy 1.42 r (8.5 Mmmoibp) kapbazona
B 50 mut cyxoro TT'® mpukamneiBarotT 4.3 mur 2 M pactBopa (8.6 Mmoinb) n-Buli B rekcane.
CMmech mepeMemuBaroT B TeueHre 30 MUH TP TOH K€ TeMIlepaType, 3aTeM JI00aBIIIOT K
JICAdPUPOBAHHOMY aproHOM pacTBopy 1.56 T (8.5 MmMounb) 2,4,6-tpuxiop-1,3,5-Tpuasuna B
50 M cyxoro TI'®. ITonydeHHYIO PEaKIMOHHYIO CMECh BBIAEP)KHUBAIOT MPH KOMHATHOM
Temnepatype B Tedenne 30 MHUH, a 3aTeM KHUILTAT B TE€YeHHE O U, 1O OKOHYAHWUHU
HarpeBaHusi QUIBTPYIOT, (GUIBTPAT YHAPHBAIOT, OCTATOK MPOMbIBalOT 50 MII aneroHa.
Beixon 2.26 1 (85%). Menkokpucramnueckuid 6ecuBetHslii mopomok. T. mr. 255-256 °C.
Cnextp SIMP 'H, §, m. 1. (J/, Tm): 7.45 2H, 1. n, J=7.2, J= 0.9, H-3,6); 7.53 (2H, T. &,
J=175,J=15,H-2,7);799 2H, n. n, J=7.5,J=0.9, H-1,8); 8.85 (2H, 1, J = 8.4, H-4,5).
Macc-cniektp, m/z (Lo, %): 316 (65), 315 (25), 314 [M]" (100), 192 (17), 166 (20), 140
(18). Haiineno, %: C 57.29; H 2.58; Cl 22.18; N 17.20. C;sHsCL,N,. Boraucneno, %:
C 57.17; H2.56; C122.50; N 17.78.

9-[4,6-buc(2-xa0p3Tokcu)-1,3,5-rpuazun-2-uil-9H-kapo6azon (5). Cmecs 0.75 r
(2.6 mmonp) TpmasuHa 6, 4.20 T (52.0 Mmons) 2-xmopataHona u 1.81 r (13.0 mMMmon)
motama B S50 M ameroHa KumatAT B TedeHue 10 9, 3aremM QuiubTpyror, (GmiIbTpar
YHapUBarOT, OCTaTOK xpomarorpadupyiot Ha komoHke (3moeHT CH,Cly—#-rekcan, 1:1).
Brixox 0.83 1 (80%). Menkokpuctaminueckuii 6ecreTHbIi mopomok. T. mr. 172—173 °C.
Cnextp SIMP H, §, M. 1. (/, Tm): 3.93 (4H, T, J = 6.3, 2CH,Cl); 4.80 (4H, 1, J = 6.0,
20CH,); 740 2H, 1. 1, J=17.2,J =009, H-3,6); 7.51 2H, 1. n, J = 7.2, J=1.5, H-2,7);
8.01 2H, n. n, J=7.2,J=1.2, H-1,8); 8.89 (2H, 1, J = 8.4, H-4,5). Macc-cniextp, m/z (I,
%): 404 (65), 403 (24), 402 [M]" (100), 167 (25), 166 (15), 133 (16), 131 (50), 69 (11), 63
(23). Haiineno, %: C 56.34; H 3.97; Cl 17.48; N 14.19. CoH;Cl,N,O,. Beruucneno, %:
C 56.59; H 4.00; C1 17.58; N 13.89.

9-14,6-buc({2-[4',5,5'-tpuc(MeTuicynbhanui)rerpatuadyabBaneH-4-uicyabhanui}-
ToKcH)-1,3,5-Tpnasun-2-uia|-9H-kap6azoa (1). K neaspupoBaHHOMY aproHOM pacTBOpy
0.17 r (0.4 mmomnsb) coenunenus 3 B 30 ma cyxoro IM®A nobasnsitor pactsop 0.02
(0.4 mmons) KOH B 3 Mt cyxoro MeOH, 3atem mepememmBaroT B TeueHne 30 MUH mpu
20 °C u pobasmnstot pactsop 0.08 r (0.2 mmons) Tpuasuna S B JIM®DA, mepeMemmBaoT
cMmech B Teuerne 6 1 mpu 40 °C. PeakunoHHyr0 cMech pa30aBiIsIOT BOJOH U SKCTParupyoT
CH,Cl,. DxcTpakT ymnapuBarOT M OYHWINAIOT KOJIOHOYHOW Xpomarorpadueil (3moeHT
CH,Cl,—rekcan, 2:1). Bexon 031 1 (71%). KopuuHeBBIil MeNKOKpPHCTAITMYECKUI
nopomok. T. mr. 163-164 °C. Crexrp SIMP 'H, 8, m. 1. (J, T'np): 2.49 (6H, ¢, 2SCH5); 2.52
(6H, ¢, 2SCH3;); 2.53 (6H, c, 2SCHj3); 3.29 (4H, 1, J = 6.3, 2SCH,); 4.79 (4H, 1, J = 6.0,
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20CH,); 7.19 2H, T, J = 7.5, H-3,6); 7.44 2H, 1, J = 7.2, H-2,7); 7.58 (2H, 1, J = 6.6,
H-1,8); 8.17 (2H, n, J = 8.9, H-4,5). Haiineno, %: C 41.01; H 3.15; N 5.21; S 47.62.
C37H34N40,S 4. Beruucneno, %: C 41.16; H 3.17; N 5.19; S 47.52.

9-[4,6-buc(2-{[2-(5,6-quruapo[1,3]nutnosao[4,5-b][1,4] nuTnnH-2-nanaeH)-5-(MeTnI-
cyiabhanui)-1,3-murnon-4-wi|cyashanmia}itoxen)-1,3,5-rpuazun-2-ui]-9 H-kapo6azou
(2). K neaspupoannomy aproHom pactBopy 0.13 r (0.3 mmoins) coenunenus 4 B 20 mi
cyxoro IM®A nobGasnstor pactsop 0.015 r (0.3 mmons) KOH B 2 mut cyxoro MeOH,
nepemeninBaioT B Tedenue 30 muH rpu 20 °C, 3aTeM 100aBisioT o KarisiM pactBop 0.06 r
(0.15 mmomp) TpuasuHa 5 B JIM®A, nepememmBator B TeueHue 10 u mpu 40 °C, 3atem
pazbasittor Bomoi u skctparupyioT CH,Cly. DKeTpakT yrnapuBaroT ¥ OYHINAIOT XPOMAaTo-
rpadpuueckn (AmoeHt CH,Cly—rekcan, 2:1). Brixox 0.19 r (60%). KopuuneBsiit Menko-
kpucraummaeckuii mopomok. T. mr. 155-156 °C. Cuextp SIMP 'H, 8, m. x. (J, [n): 2.46
(6H, c, 2SCH;); 3.29 (8H, T, J = 3.6, 2SCH,CH,S); 3.89 (4H, T, J = 6.3, 2SCH,); 4.80 (4H,
T, J = 6.0, 20CH,); 7.18 (2H, 1, J = 7.5, H-3,6); 7.43 (2H, T, J = 7.2, H-2,7); 7.68 (2H, &,
J= 6.1, H-1,8); 8.18 (2H, n, J = 9.1, H-4,5). Haiineno, %: C 41.22; H 3.19; N 5.22;
S 47.54. C57H30N40,S 6. Beraucneno, %: C 41.31; H 2.81; N 5.21; S 47.69.

Paboma evinonnena npu @urancosot noodepoacke Poccuiickoeo ¢honoa
@yHoamenmanvHuix ucciedosanuii (eparwmot 14-03-00341A4 u 14-03-96003).
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