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PeBu3us cTpykTypsl 2-(3,8-1uapuii-6-oxco-
2,7-nua3zacnupo|4.4|nona-2,8-n1ueH-1-miangeH)MaJI0HOHUTPUIIA.
MoviekyJasipHasi M KPUCTAJLJIMYECKAsA CTPYKTYpa
2-|2-(4-MmeToKCU(PEeHUI)-2-0KCOITII |-2-[5-(4-MeTOKCHU P eHMIT)-
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[Ipu ankunmupoBanuu 2-amuHONpOI-1-eH-1,1,3-TpukapOonutpuna peHannnOpoMuaaMu odpasyrotes 2-(2-apmi-2-0KcodTun)-2-(5-apui-
3-1aHo- 1 H-nuppon-2-ui)MaloOHOHUTPUIIbI, a He H30MepHble UM 2-(3,8-mmapuin-6-okco-2,7-nuazacnupo[4.4]HoHa-2,8-11eHbl, Kak
npeamnonaranock panee. Ctpoenue 2-[2-(4-MeTOKCHU(EHUT)-2-0KCo3THI]-2-[5-(4-MeToKcupeHun)-3-1irano- 1 H-nmuppos-2-ui |MaaoHo-

HUTpUJIA U3YHYCHO METOAOM PEHTTCHOCTPYKTYPHOI'O aHaI13a.

KuaroueBbie ciioBa: 2-amunonpor-1-eu-1,1,3-rpukapbonurpui, S-apui-3-npano- 1 H-nupposl, 3,3'-ciuponupposs, GeHanuI0poMuIbl,

AIKIINPOBAHUE, PEHTTCHOCTPYKTYPHBII aHAIN3.

2-Amunomnpon-1-en-1,1,3-tpukapoonutpun (1), obpa-
3YIOIIUICS TIPH AMMEpHU3alui MAJIOHOHUTPHIIA B INEJIOY-
HOII cpejie,' HCIONb3yeTCs B OPraHMYECKOM CHHTE3e TIpeH-
MyIIeCTBEHHO B KadecTBe CH-KHCIOTHOrO KOMIOHEHTa
TP MOy YeHHH HyHKIHOHATH3NPOBAHHBIX THPH/IHHOB.”

HenaBHO HaMu M3y4YE€HO ANKWJIMPOBAHHUE 2-aMUHONPOII-
1-en-1,1,3-tpuxapborurpmna (1) ¢penammndpomuaamu 2a,b
B pactBope JIM®PA B meno4yHo#t cpesne, IPOTyKTaM KOTO-
poro ommO04YHO OBLIO MPUITUCAHO cTpoeHue 2-(3,8-nuapui-
6-0kco-2,7-nuazacnupo[4.4]HoHa-2,8-1ueH- | -unumaeH)-
MAaNOHOHHTPHIOB 3a,b.°

B HaCTOAIIEM UCCICAOBAHUN B 3TY PCAKIUIO B KaUCCTBC
ANKWIMPYIOIIUX areHTOB ObUIM BBEICHHI (heHAMIOPOMHU-
1el 2¢,d u Gensmwixiopun (cxema 1). B pesynbrare Obutn
MIOJTy4€HbI M30MEpHbIe coeanHeHusIM 3 2-(2-apuii-2-0Kco-
aTHin)-2-(5-apun-3-uuano-1H-nuppoi-2-uin)MaaoHo-
autpmiel Se,d u 2-amuHO-4-peHmnOyt-1-en-1,1,3-Tpu-
kapOonutpma (4). CrekTpaabHBIE METOABI HCCICIOBAHUS
HE MO3BOJIMJIM YCTAHOBUTH UCTUHHYIO CTPYKTYPY HPOIYK-
TOB 3TOTO B3aMMOJEWUCTBHA. [IpHHIMIHAIBHBIM JOBOJOM
MOTJIO CTaTh HaIMYKE B CTPYKTypax 5 HECONPSKEHHBIX
LUAHOTPYIIH, OTCYTCTBYIOIIUX B AJIbTEPHATHBHUX COCIHU-
Henusix 3. Opnako B UK crnektpe coenvHeHust 5 mosoc
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MOTJIOIIEHHsI, COOTBETCTBYIOIMX ATUM TIpyIaM, HE Ha-
6III0/1ATI0Ch, YTO COIVIACYETCS C JAHHBIMH JINTEPaTyphl 00
UX CIIOCOOHOCTH HE Bcerna NposBisAThCs. i oxHO3HAU-
HOTO JIOKa3aTeNbCTBA CTPOEHUSI COEAMHEHUs 5S¢ Obul
MPUMEHEH METOJ PEHTTCHOCTPYKTYpHOTO aHalW3a, YTO
MTO3BOJIIJIO UCKITFOYNTH 0Opa30BaHUE TETEPOLUKITHUECKIX
cucteM 3 B Ka4eCTBE MPOIAYKTOB PEAKITHH.

BeposTHas cxema peaknuy BKIIOYAET TIEPBUYHOE AJIKU-
nupoBadue aumepa Hurpwia 1 pexamumopomumom 2a—d o
METHJICHOBOW TpymIie ¢ 00pa3oBaHHEM IPOMEXYTOIHOTO
npoaykra A (cxema 1), 0 Y4eM KOCBEHHO CBHUJICTEIILCTBYET
BO3MOXKHOCTh IOJTYYEHUS COEIUHEHUS 4 B peakluu
eHaMUHOHMUTpWIIa 1 ¢ OEH3WIXJIOPHUAOM B aHAJIOTHYHBIX
yCIOBUAX. XapakTep pacllelyIeHusi CUTHAJIOB anudarnye-
ckoro dparmenta CH-CH, B crextpe SIMP 'H coemuue-
HUsA 4 COOTBETCTBYET HAIIMUMIO CIMHOBOI cuctembl ABX,
YTO YKa3blBaeT Ha PETHOCEIEKTHBHOCTH ANKITUPOBAHHUS
WMEHHO TI0 METHJICHOBOMY ()parMeHTy MOJIEKYIBL. Brime-
JUTH THIIOTETUYECKUI MHTEpMEnaT A HE yOaeTcs BCIICH-
CTBHE €Tr0 OBICTPOW BHYTPHUMOJEKYJSPHONW IHUKIU3AINHA B
3aMEIIEHHbIM NUppoauaAuH B, oTwemnsomuil Bony u
TpaHchopMUpyOlIKiics B 3aMemeHHbli 2,3-quruapo-1H-
nuppon C. Ilocnemnuit B pe3yibrare MPOTOTPOIHOMN
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a Ar = Ph, b Ar = 4-CIC,H,, ¢ Ar = 4-MeOCH,, d Ar = 4-MeC,H,

TayTOMEPUH MPEBPAIACTCS B 2-IHIHMaHOMETHI3aMEILCHHbIN
nuppost D, criocoOHbI K AanbHEHIIeMy alKWINPOBAHUIO
1o atomy C-2 MaJIOHOHUTPHIILHOTO (hparMeHTa MOJIEKYJIbI,
NPUBOSIIEMY K (DOPMUPOBAHUIO KOHEYHOH CTPYKTYpHI 5.
CoOTHOIIEHNE UCXOAHBIX PEarcHTOB HE U3MEHSET Hallpas-
JieHus peakiuu. [Ipy cOOTHOLIEHNH KOJNMYECTB €HaMHHO-
HUTpWIa ¥ ¢eHanmiaOpomuaa 1:2 BBIXOIBI LIEJIEBBIX
MIPOXYKTOB OBUIM MaKCHMAJIBHBIMH, YTO JIOTIOJHHUTEIHHO
MOJTBEPKIACT IPUBEICHHYIO CXEMY PEaKIIIH.

CTpoeHHEe OJHOTO W3 TOJMYYEHHBIX NPOJYKTOB —
2-[2-(4-meTokcuern)-2-0kcodTri|-2-[ 5-(4-meTokcudeHun )-
3-mmmano- 1 H-nmuppon-2-ui|ManoHoHUTpmIa (5¢) — u3ydeHo
METOZIOM PEHTTEeHOCTPYKTYpHOTO aHanmm3a (puc. 1). Llent-
palbHBIA INUPPOJIBHBIA LUK IUIAHAPEH, a CpeHe-
KBaHpaTHqHLIﬁ BBIXOJI aTOMOB U3 ITINIOCKOCTHU COCTAaBJIACT
s 0.0018 A. ITnockocTs erunproro xomsua C(5)-C(10)
KOIUTaHapHa IJIOCKOCTH MMPPOJIBHOTO IUKIIA, a INOcKocTh C
(18)—-C(23) pa3BepHyTa oTHOCHTEIHFHO Hero Ha 13.0°.

Takum oOpazoMm, NpH aNKUIMPOBAaHWHU 2-aMHUHOIPOII-
1-en-1,1,3-TpukapOoHuTprina GpeHaumIOpOMUIaMU CHHTE-
3UpPOBAaHBl paHee HEW3BECTHBIC 2-(2-apuir-2-OKCOATHI)-
2-(5-apmi-3-mano- | H-nmuppoi-2-wuin)MaToHOHUTPHIIEL.

BKCHepI/lMeHTaHBHaﬂ qacTb

UK cnektpsl 3apeructpupoBanbl Ha npubope Perkin
Elmer FIR Spectrum One B Tabnerkax KBr. Cnekrpsr
SAMP 'H 3apeructpupopanbl Ha npubope Bruker DRX 500
(500 M), cnextpst SIMP 'C 3aperucrpuposansl Ha
cnekrpomerpe Varian VXR-300 (75 MI'n). PactBopurens
s Beex crektpoB SIMP — JIMCO-ds, BHyTpeHHHI
cragmapt — TMC. Macc-ciekTphl 3anucaHbl Ha XpOMaTo-
Macc-criektpomerpe Crommas GC/MS-Hewlett-Packard
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)
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5890/5972, XU (70 3B, obpasip pactBopsuin B8 CF;COOH),
kononka HP-5 MS. DOneMeHTHbIN aHamM3 MpoBeAEH Ha
npubope Eurovektor EA-3000. KonTposb 3a xomoM peax-
UMW U YUCTOTOM MOJYYEHHBIX COEIMHEHUU OCYIIECTBIEH
meronoM TCX Ha mmactunax Silufol UV-254 B cucreme
arieToH-TeKcaH, 3:5, nposBuTeny — napsl noxa u Y® obiy-
yeHue. TemrepaTypsl IUIaBJICHUS OINpeZeeHbl Ha OJIOKe
Kodmnepa. 2-Amunomnpon-1-en-1,1,3-rpukapborurpun (1)
TIOJTyUeH 110 INTEPaTyPHOIl METO/IHKe.
2-AmuHo-4-pennnodyr-1-en-1,1,3-TpukapooHuTpUI
(4). K mepememmBaemomy pactBopy 1.32 r (10 mmomnb)
numepa manoHonutpwia 1 B 20 mun JIM®PA mocnenosa-
TenbHO 100aBisroT 5.60 M (10 Mmmons) 10% BomHOTO pac-
tBopa KOH 1 1.15 mut (10 mmosib) OeH3mixiopuaa, nepe-
mermBaroT npu 20 °C B TeueHue 4 4 U pa30aBISAIOT paB-
HbIM 00BeMoM H,O. OOpa3oBaBimiicss 0cagok OTGUILTPO-
BbiBatoT, npomeiBatoT H,O, EtOH u rekcanom. Bsixon
1.80 r (81%), GecueTHble KpUCTALIHL, T. 1. 140-142 °C
(EtOH). MK cmextp, v, cM : 3397-3295 (NH), 2219
(C=N). Cnextp SIMP 'H, &, m. a. (J, Tu): 3.21 (1H, 1. x,
J=178,J=134)nu 333 (I1H, n. n, J = 8.6, J =134,
CH,Ph); 4.18 (1H, 1, J = 8.0, CHCN); 7.27-7.36 (5H, M,
H Ph); 8.80 (1H, ym. ¢) u 9.03 (1H, yur. ¢, NH,). Macc-
ciextp, m/z (Iym, %): 221 [M-H]'(100). Haiineno, %:
C 70.33; H 4.58; N 25.09. C;3H(N4. Brruucneno, %:
C 70.26; H 4.54; N 25.21.
2-(2-Apun-2-okcodTin)-2-(S-apuin-3-unano-1H-nmuppoJ-
2-mwn)MaJOHOHUTPUWIBI 5a—d (oOmas meronuka). K mepe-
MemmBaeMoMy pactopy 1.32 1 (10 MMoIs) auMepa MajioHO-
autpwia 1 B 20 mur JIM®PA nocnenoBaresibHO 100aBIISIOT
11.20 M (20 mmoins) 10% Bomnoro pacrsopa KOH nu
20 mmonp (eHanmiOpomuna 2a—d, mepeMemmBaOT TpPH
20 °C B Tedenue 2 4 1 pa3daBIAIOT paBHEIM 00beMoM H,O.
OO6pa3zoBaBmmiics 0caioK OT(QUIFTPOBEIBAIOT, TPOMBIBAIOT
H,O, EtOH u rexcanom.
2-(2-Oxkco-2-pennndTua)-2-(5-peuna-3-uuano-1H-
NUppoJI-2-wia)MajoHoHuTpua (5a). Beixox 2.63 1 (75%),
KENTHIN MOPOILOK, T. 1. 244-246 °C (AcOH). UK cnexrp,
v, em 't 3332 (NH), 2228 (C=N), 1682 (C=0). Cnextp
SAMP 'H, 8, m. 1. (J, Tw): 4.95 (2H, ¢, CH,); 7.14 (1H, c,
H-4); 7.37 (1H, T, J = 7.5, H Ph); 748 (2H, T, J = 7.5,
H Ph); 7.63 (2H, T, J = 8.0, H Ph); 7.71-7.79 (3H, m, H Ph);
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8.09 (2H, 1, J = 7.0, H Ph); 12.62 (1H, ym. c, NH). Macc-
cnextp, m/z (I, %): 349 [M-H]" (100), 322 [M-H-HCN]"
(18). Haiineno, %: C 75.33; H 3.98; N 15.81. CH;4N4O.
Brruucneno, %: C 75.42; H4.03; N 15.99.
2-[2-Oxkco-2-(4-xaopdenua)dyTuil-2-[5-(4-xaop-
dennn)-3-umano-1H-nuppo-2-nialmanononurpui (5b).
Brixon 3.31 1 (79%), cBeTno-3eneHbli METKOKpUCTAIIINYE-
ckuit mopomok, T. wi. 228-230 °C (BuOH). UK crexTp,
v, eM 1 3306 (NH), 2226 (C=N), 1692 (C=0). CrekTp
AMP 'H, 8, m. 1. (J, Tw): 4.96 (2H, ¢, CH,); 7.21 (1H, c,
H-4); 7.58 2H, n, J = 8.4, H Ar); 7.75 (2H, 0, J = 8.5,
H Ar); 7.81 2H, n, J = 8.4, H Ar); 8.13 (2H, &, J = 8.5,
H Ar); 12.76 (1H, yur. ¢, NH). Cnexrp IMP °C, 3, m. 1.:
31.7; 44.7; 94.7; 112.0; 113.5; 114.7; 126.2 (2C); 127.6
(2C); 129.3; 129.5 (20); 129.7 (2C); 130.7 (2C); 133.3;
133.8; 134.6; 140.1; 192.7. Macc-criektp, m/z (Lo, %): 417
[M(**C1)-H]" (100). Haiineno, %: C 62.88; H 2.74; N 13.15.
Cy,H»,CLLN4O. Brruucneno, %: C 63.02; H 2.88; N 13.36.
2-[(4-MeTokcudenn)-2-0kcodITi|-2-[5-(4-meToxcu-
dhennn)-3-nnano-1H-nuppoa-2-nia|manononurpui (5c¢).
Bexon 3.20 T (78%), 3eneHbI METKOKPHUCTAJUINYECKUH
nopomok, T. . 200-202 °C (AcOH). K crektp, v, cM
3293 (NH), 2209 (C=N), 1685 (C=0). Cnextp SIMP 'H,
6, M. a. (J, T'm): 3.81 (3H, ¢, OCHj;); 3.89 (3H, ¢, OCH3);
4.85 (2H, c, CHy); 7.02 (1H, c, H-4); 7.06 (2H, 0o, J = 7.6,
H Ar); 7.15 2H, n, J= 7.6, H Ar); 7.67 2H, n, J = 7.4,
H Ar); 8.07 2H, o, J = 7.4, H Ar); 12.48 (1H, ym. ¢, NH).
Crektp SIMP “C, §, m. 1. 31.6; 44.5; 55.5; 56.0; 94.5;
96.1 (2C); 110.0; 114.4 (2C); 114.5; 122.4; 124.7; 127.2
(30); 127.7; 131.2 (2C); 136.2; 159.6 (2C); 164.2; 191.1.
Macc-cniektp, m/z (Iom, %): 409 [M—H]" (100). Haiineno,
%: C 70.16; H 4.35; N 13.59. C,4HsN,4O;. Beruncneno, %:
C 70.23; H 4.42; N 13.65.
2-[(4-MeTuadenni)-2-o0kco3Tuial-2-[5-(4-meTni-
¢penmn)-3-unano-1 H-nuppoJ-2-ui|manononutpui (5d).
Bexon 3.00 r (80%), koprmuHEBBIE KPHCTAILIBI, T. UL 235—
237 °C (AcOH). UK cnektp, v, cM ': 3261 (NH), 2205
(C=N), 1677 (C=0). Crextp SIMP 'H, &, m. 1. (J, ['m): 2.35
(3H, ¢, CHj); 2.44 (3H, ¢, CHj); 4.90 (2H, ¢, CHy); 7.29—
7.30 (3H, m, H-4, H Ar); 7.44 (2H, o, J= 7.5, H Ar); 7.64
(2H, n, J = 8.0, H Ar); 8.00 (2H, n, J = 8.0, H Ar); 12.54
(1H, ym. ¢, NH). Crekrp SIMP °C, §, m. a.: 21.3; 21.8;
44.7; 86.5; 94.4; 110.8; 113.7; 114.9; 125.6; 125.8 (20C);
127.6; 128.9 (2C); 129.9 (2C); 130.0 (2C); 132.7; 135.9;
138.2; 140.5; 145.7; 193.1. Macc-cuektp, m/z (Iom, %):
377 [M-H]" (100). Haiineno, %: C 76.03; H 4.68; N 14.71.
Cy4H1sN4O. Brrunciieno, %: C 76.17; H 4.79; N 14.80.
PeHTreHoCTPpyKTYpHOE MCC/IeIOBAHUE COeJIUHEHMs Sc.
Kpucrammsr coeqmaenus Sc (CysH1sN4O3, M 410.44) moHO-
KJIMHHbIE, pOcTpaHcTBeHHas rpynmna C2/c; a 34.3435(17),
b 7.3699(4), ¢ 17.7338(8) A; B 111.774(2)°; V 4168.3(4)
A3; Z 8; dyyq 1.365; 1 0.095 MM L F(000) 1792. Pentreno-
CTPYKTYpPHOE HCCIIEI0BaHNE KOPHYHEBOTO MOHOKpHUCTAIIA
coequHeHHs Sc¢ ¢ muHerHbIMU pasmepamu 0.44x0.19%0.18 mm
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MPOBECHO TPW KOMHATHOW TeMmmepaType Ha IOuQpakTo-
merpe Bruker Smart Apex II (AMoKa-u3nyuenue,
rpadUTOBBI MOHOXPOMATOP, Oma.x 25.0°, cermeHT cdepbr
—40 < h <34, -8 < k<8, -20 </ < 20). Becero cobpano
16729 otpaxkenuil, u3 KoTopelx 3643 He3aBUCUMBIE
(R-akrop ycpenuenus 0.052). Bouta BBelieHa KOPPEKIIUs
MOTJIOUIEHUS 10 MpOorpaMMme SADABS’ meronom MYJbTH-
ckaHupoBaHus (OTHOWMCHHUE Tyin/Thax  0.7533/0.9830).
Crpykrypa pacmmgppoBaHa OpsSMbIM METOJIOM M YTOYHEHA
MHK B nonHOMaTpHYHOM aHWU30TPOITHOM ITPUOIIMKEHUH C
HCTOJb30BaHUEM KOMIIJIeKca mnporpamm  Bruker
SHELXTL." ITonoxeHns aToMOB BOIOPOAA PACCUMTAHbI
TEOMETPUYECKA M YTOYHEHBI 0 Mozenu "Hae3mHuk'. B
MOJIOCTSAX KPHUCTAJUIA PACIONIoKEeHbl JIU((y3HbIE MHKH
pa3ymnopsa0YeHHON COTBBATHON MOJIEKYITBI BOJIBI, IOATOMY
JUls (MHAIBHBIX PacyeToB ObUla MPHMEHEHa MNpoLeaypa
SQUEEZE c¢ wucnonp3oBaHHMEM IaKeTa IPOrpaMMBbI
PLATON'"' 1ms KOppeKiuuMM NaHHBIX H YJANCHHS IHKOB
JJIEKTPOHHOM  IUIOTHOCTHM  COJbBaTa B  (pUHAIBHBIX
pacuerax. B yrounenunu ucnosnp3oBaHo 3643 He3aBUCUMBIX
otpaxxeHuit, u3 Hux 2337 orpaxenuit ¢ [ > 2o(l) (280
YTOUHSEMBIX IIApPAMETPOB, YHCIIO OTPAKCHUH Ha Mapamerp
8.35, mcrmonmp3oBaHa BecoBas cxema o = 1/[o*(Fo’) +
+ (0.049P)* + 6.2712P], e P = (Fo® + 2Fc?)/3, oTHOIICHHE
MaKCHMAaJIFHOTO (CPEeIHET0) CABHra K MOTPEITHOCTH B TO-
ciaemaeM 1wkie 0.010(0.003). OxoHuaTenbHBIE 3HAYCHUS
dakropos pacxomumocti R (F) 0.0687, wRy(F*) 0.1226 mo
otpaxermsm ¢ I > 20(l), Ri(F) 0.1309, wR(F*) 0.1534,
GOF 1.01 no BceM He3aBUCUMBIM OTpakeHHsIM. OcTarou-
Hasl AJIEKTPOHHAs TUIOTHOCTh U3 pa3HOCTHOro psina dypwe
mocie mocieaHero mukia yrounenns 0.29 u —0.17 &/A°.
[Tonuble kpucTayutorpaduyeckue AaHHBIE JIETIOHUPOBAHBI
B KeMOpupKcKkoM OaHke CTPYKTYPHBIX JIaHHBIX (JICTIOHEHT
CCDC 966966).
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