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HADPTOHHIZOJIbI

8*. PEAKITUH DAEKTPOCOMIBHOI'O 3AMEINEHWY
4,11-TMMETOKCHHADTO[2,3- /] MHO0JI-5,10- T IOHA

s 4,11-gumeroxkcunadro[2,3-fl uHpon-5,10-nuona uccnenoBans HEKOTODPHIE
PeaKuMy 3JIEKTPODHILHOTO 3aMEICHNS; XAPAKTEPHBIE A5 IPOU3BOAHBIX MHAOJMA.
B pesymerate peaxituit Bubcmeitpa, Manmymxa ¥ anymMpoBaHMs IIONYUYEHBI COOTBE-
TcTBYRomMe 3-npousBonusie 4,11 -mumertokcunadro[2,3-f1unnon-5,10-guona.

C uenplo M3ydeHWS PEaKNHMOHHOM CHOCOOHOCTH CHHTE3MPOBAHHOIO DaHEE
4,11-mamerokcmradro [2,3-f lurnon-5,10-mrona [1] maMu HCCIeZOBAHH HEKO-
TOPHIE THOWYHEIE 415 COSAMHEHMA MHAOABHOTO PSAa Peakouy 3ieKTpodmibHoro
3aMemenns ¢ yJyacTmeM craadbx 2JIeKTpodwIoB — peaknumum BmiabcMeiiepa,
MasHuXa, anAIAPOBAHA.

Ilo peaxuun Manrwxa BsammoneiicrsueM 4,11-mmmeroxkcusadro|2,3-f lus-
Aoi-5,10-nuora (I) ¢ nuMermnamunoM 1 dhopMaibaeragom apu 25 °C o Merony
{21 monyuer 3-N,N-gmmermnamunomermn-4,11-mumeroxcuraadro|2,3-f Juamnon-
5,10-mmor (I1) ¢ srxomom 709%.
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Tlpumenenme Gosiee PHEKTHBHOTO AMAHOMETHAUPYIOMEr0 Aaregra —
xaopuaa N,N-aaMerwn(MeTmaes) aMMoars (KPHCTAIMYECKHA pearcatT Mauau-
xa) [3] mossoamnmo modyumTh XpoMmarorpacdmueckm umMcTOS, He Tpebymomee
IOMOMHUTEIBHOM OuncTKA coequacHame 1] ¥ DOBHCHTS €ro BEXOH 10 85%,.

CpaBHEHME WOKA3aJ0, UTO PEAKIMOHHAS CHOCOOHOCTh HE3AMEMIECHHOTO
"adro[2,3-f Juamon-5,10-nmora [4] m madTomMmmommuwora 1 B peakmumm
AMEHOMETWIAPOBAWS A8 000MX COETMHCHAN NPAKTHYECKY OMAHAKOBA — BHIXOX
ocHopamwmii Maramxa 88 u 859, coorsercTBeHHO.

QopMmipoBaare 10 MeTony Bmiscmeitepa—Xaaka [5] asmserca YI_(O6HI:IM
coco0OM IOAYUEHHs aIbAErHI0B HEAOIPHOIO paaa. Ilpe moafope onTAMAIBHEEX
YCAOBHMH IpOBEACHWS peakuww BuiascMmeiicpa mis 4,11-mmmeroxkcunadrol2,3-
fImanon-5,10-grona () ¢ xmopoxucso docdopa u N,N-mumermibopMamumaom
MBl BapBYpPOBANIM COOTHOMICHWC DEAreHTOB ¥ TEMICPATYPHEIA  PEXXUM.
Maxcumanpasii Beixon (609%) 3-dopmmn-4,11-mumeroxcmaadro [2,3-f Jammomn-
5,10-nvora (I11) maGmopanca npm 75 °C u cooTHOmcHWN pearedTos 1 : 3 : 12,
IloprmicH¥E TEMUEPATYPH peaknu® (KaK ¥ MOHWXKEHWE) MPHBONAT K PE3KOMY

* Coobmenme 7 cm. {1].
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CHYDKEHHMIO BHIXOHA a/IBICTHAA H3-32 3HAUMTE/IBHOTO OCMOJICHWS PEaKIHAOHHOMN
Maccel. Beixom mpomykra ¢dopmuwiamposanusa HadbTommEmOoimmoHa | B peaxmum
BurscMelepa okasancs Hipke, 4yeM 3-(hopMripHOIrO nporn3eoasHoro sadto [2,3-f Jun-
101-5,10-xmona (68%), ommcansnoro s padore [4].

Anmnuposammem no peakuum Opupens—Kpadrca [6] coepumenma [
ykcycEbiM amrugpuaoM B nopumcyrcrBum  TiCls mpm 0.5 °C monyuen
3-anernn-4,11-mumeroxcuradro [2,3-f Juagon-5,10-quon. (IV) ¢ Gosee HuskEM
Berxogom (629%,), ueM mpw amuEaHpoOBaHWE HesaMemeHHoro HadTo [2,3-f lammon-
5,10-gmora (79%). Samena TiCl4 ma SnCl4 mwmm AICl3 nmpakTruecky He BAUSET
Ha BRIXOA 3-aNETHIBHOIO mpomasoguoro V.

Croexrper IIMP  coemmuenuii. I[[—IV  moaTBepXiaamT  OpPHEHTAIHIO
971eKTPOoGMIBHOr0 3aMEDICHUS [0 MOJIOXKCHEIO 3 MEPPONBHOTO KOJBLA, O UeM
CBHACTEIbCTBYIOT OTCYTCTBHE CATHAIOB IpOTOHA 3-H, mpeBpameHue CHATHAIOB
HpoToHOB 2-H M3 MyJbTUIUIETOB B AyOMETH 4 MX CMCIIEHWE IO CPABHEHHIO CO
CIeKTpPOM mCxoxuaoro Hadromagoaguora I coorsercreenso Ha 0,81 (cocnumenme
ID), 1,4 (coemmuenne III) u 1,92 M. x. (coemuucnne IV) B craGonompEyo 061aCTh
coextpa. B cmextpe IIMP ocroamms Mammmxa Il mogBiasioTcs CHHIVIETHBIE
CHTHAJIHL ITPOTOHOB: METHJICHOBOrO (bparMenTa mpu 4,3 ¥ AMMETHIAMBHOIDYIIIEL
npu 2,41 M. 1. B cnextpe [IMP anpaeruga III 8 craGomosmeaoi obnacTa coekrpa
THOSBASECTCS XaPAKTCPHBIH CHHIVIETHBIA CWUTHA/ HPOTOHA AMBACTHRAHOM TDYHITHL
npu 10,49 M. 1., a B cexTpe 3-ameTHIRHOro Mpou3BoxHOTe 1V B CHIBHONOIBHOM
00/1aCTH CIEKTpPa -— CHHIVIETHHIA CHTHAN TPOTOHOB AWCTHUIBHON TPYTNBI LpPH
2,69 M. 1. Kpome Toro, 8 cmexrpax IIMP upomseomusix II, III maGmoxaerca
CMEIEHue VIOMPEHHBIX CHHIVIETHEIX CHCHAJI0OB KPOTOHOE rtpymn N—H
OTHOCHTEIBbHO curHajna rpymasl N—H B coexrpe wcxongroro sadTomanoaauosa I
B ci1aboe moste Ha 0,8 m 0,47 M. A. coorBeTcTBeHRO. CHTHAIB OCTAIbHBIX IPOTOHOB
B cmekTpax coeguuenmi [[-—IV cMemaorcs He3HAUNTEIBHO.

B UK cnekrpax coequmennii I1—IV Ha6AOAA0OTCS MHTEHCUBHEIC TIOJOCH
moomerus B obmacrm 1660..1670 m 3150..3350 oM, 00yCIOBICHHEE
saneHTHeIME Konebaruamu rpynn C=0 @ N—H cooteercTBerro. Kpome Toro,
B UK cnexrpax amsaermaa 111 u 3-anerwipeoro npoussogHoro 1V B obnacru 1730
u 1690 cM ° IOIBASIOTCS AOIOMHUTEIBHEE I0JI0CH NOVIOIIEHHS, 00YCI0BIICHHAbBIE
pancaTHEME  koacOanmavu  rpymmsl C=0 JIbZErWAHOIO ¥ AIETHIBHOIO
cparmenTos.

B wmacc-cnextpax* coennnemm II—IV mnMerorcs WMHTEHCHBHBIC IHKH
MonekynspEbBiX moHoB M' 364, 335 m 349, uro COOTBeTCTByeT PaCUECTHBEIM
3HAYCHUASIM.

SKCIITEPUMEHTAJIBHASL YACTDH

Crrextpsi [IMP sarmcaus Ha crektpomerpe Varian Unity 400. Buyrpennuit cragnapr TMC.
YK cnextps! cusrsl Ha criekrpomerpe Perkin-Elmer 599 B sasenmuoBOM Macie, MACC-CNEKTPL! — Ha
XpoMaTO-Macc-cuexkrpoMerpe Varian MAT-112. KoHTposb 32 X0A0M PEaKIHil M TUCTOTOM COSRUHEHMEA
nposomatu MetoaoM TCX sa mnactunkax Silufol UV-254. TIpenapa tTMBHYIO XpoMaTOrpadHIo OCymecT-
BJISUTH Ha CriMarene mapku L 40/100.

3-N,N-TXumeTwiamaaomerri-4,1 1 -gemerokcunadrof2,3-fluagon-5,10-qaon (I). K pacrso-
py 0,2 r (0,65 mmoinp) 4,11-gumeroxcunadro[2,3-f]unnon-3,10-xauona I 8 20 M IMPA nobasmsmor
0,2 r (2,2 Mmoms) xopupa N,N-umMervn (Metruen) ammonus. CMecs narpesaioT npy 75...80 °C 3 1,
OXJ2KAAIOT 10 KOMHATHOH TEMIIEPATYPhI ¥ BHUIMBAIOT B BOAY . K cMecu gobasisiror 20 ma 209, NaHCO3
M 3KCTPArMpPYROT TOIyonoM (3 x 50 mur). KCTpaxT npoMbisaoT BOZOH, cymar MgS0O4 u ynapusamT B
Baxyyme. Kpuctasumsanumeil noIyqeHHOTo COSMHEHMS U3 CMECH rerrran—MeTanon, 3 : 1, nosyaaror 0,2 ¢
(85%) 3-N,N-muMeTrnamuuoMeTi-4, 1 1 -mumerokcunadro [2,3-flumaon-5,10-mumora (II) B Buzge

* J{51st IMKOB MOHOB IIPMBEREHEI 3HAUEHUS M/ Z, B CKOOKAX — OTHOCHTENLHLIE MHTEHCUBHOCTH
B % K M2KCHMaNbHOMY.
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KPUCTAIIOB XKENTOrO 1BeTa. Tnx 143...144 °C. Cuextp IIMP (8 CDCl3): 13,18 (1H, M, N—H), §,22
(1H, 7, 2-B), 7,71 (2H, M, 6-H, 9-H), 7,51 (2H, ™, 7-H, 8-H), 4,30 (2H, ¢, CH2), 4,10 (3H, ¢, OCH?3),
4,07 (3H, c, OCH3), 2,41 m. 1. (6H, c, N(CH3)2). UK cuextp: 3260 (N—H), 1670 cm™ (C=0).
Macc-criextp: 364(100), 326(70), 320(50), 293(45), 274(64),252(47), 215(39) . Hatigeno, %:C69,2;
H 5,6; N 7,8. C21H20N204. Boruucreno, %: € 69,2; H5,5; N 7,7. M* 364.

3-@opmii-4,11-gamerokcaHadTo[2,3-Iuanon-5,10-zuon (II). K 0,31 M (4 MMOM®) CBEXKE-
nepernannoro IM®A npu -5 °C poGasnsror npu nepememusanuu 0,1 vt (1 Mmmois) xaopoxucu doc-
¢opa, mepememuBaIOT IPY KOMHATHOM TeMIEpaType 1 4, oxnaxmazor 50 -5 °C, nobasaszor pacteop 0,1 r
(0,32 mmoutb) 4,11-mumeroxcunadto [2,3-f] mrnon-5,10-auona (1) B 5 mu JIM®PA. PeakumoHHy0 Mac-
cy nepememmsaror 1 u ripu 75 °C. Tlocne oxmakgeHus A0 KOMHATHOM TEMEEPATY DI BBUIMBAIOT B BOAY,
noGasnsior 10%, pacreop KOH 1o pH 7, 0cazoK OTMIBTPOBRIEAIOT, IPOMBIBAIOT BOJO, Cymat. Ocamox
xpomartorpatupyior (CHIHKare)b, 3bup—oenson, 1 : 3). [oxyuaor 0,13 r (60%) 3-opmirn-4,11-pu-
meTokcunadro[2,3-f] uanon-5,10-auona () B BUIE KPUCTANIOB XKEATOrO HBeTa. Ty 263...265 °C (3
auoxcana). Crexrp ITMP (8 AMCO-De): 12,85 (1H, M, N—H), 10,49 (1H, ¢, COH), 8,81 (1H, x,
2-1), 7,74 (2H, M, 6-H, 9-H), 7,54 (2H, M, 7-H, 8-H), 4,11 (3H, ¢, OCH3), 4,08 m. 1. (3H, ¢, OCH3).
UK cnextp: 3320 (N—H), 1730, 1660 emt (C=0). Macc-cnexrp: 335(100), 320(23), 305(20),
288(30), 248(15), 193(10). Haiigero, %: C 68,0; H 3,9; N 4,1. C1o6H13NOs. Beraucneno, %: C 68,0;
H3,9;N4,2.M" 335.

3-Anernn-4,11-gumerokcunadro[2,3-fluanon-5,10-mon (IV). K 2 M YKCYCHOTO aHruipuiaa
nobasisror 0,2 Mx TiCl4 (1,2 MMoms) npu G °C, nepemenmusaior 10 MU ¥ TIpH TEMOEPATYPE HE BHILE
5 °C pmobamnsor pactsop 0,1 r (0,32 mmomb) 4,11-meveroxcumadro[2,3-f1unnon-5,10-mona (1)
B 10 My guxnopsTana. Peaknuonuyo maccy eeraepxusaot 20 u npu 0 °C, mepuopmdgecku
nepeMemuBas. 3aTeM CMECh BUIMBAIOT B BOAY M JKCTPArMpyrotT srmmaueratom (3 x 50 mu). Dxcrpakr
HPOMBIBAIOT BOAOH, cymaT MgSO4 1 ynapuBaloT B Bakyyme. OcTaTtoxk XpoMaTorpadUpyioT (CUIvMKares s,
adup—>oenson, 1: 1).Tlonyuaior 0,075 r (62%) 3-anerun-4,11-gumeroxcuradro [2,3-f] wamon- 5,10-
guosa (IV) B BMAe KpMCTA/LIOB XKenToro usera. T 278...279 °C (u3 auokcawa). Crekrp IIMP
(8 IMCO-Ds): 12,15 (1H, M, N—H), 8,23 (1H, z, 2-H), 7,97 (2H, M, 6-H, 9-H), 7,73 2H, M, 7-H,
8-H), 4,10 (3H, ¢, OCH3), 4,00 (3H, c, OCHz3), 2,69 M. a. (3H, ¢, 3-Ac). HK cnextp: 3250 N—H),
1690, 1660 e (C=0). Macc-cnextp: 349(100), 334(21), 316(18), 302(27), 288(18), 276(20).
Haitaeno, %: C 69,0; H 4,2; N 4,1. C20H15NOs. Bemaucneno, %: C 68,8; H 4,3; N 4,0. M7 349,
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