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BBEJIEHUE

Cpenu TpOM3BOMHBIX HUTPWIOB U aMUIOB HU-
KOTMHOBOM KWCJIOTHI OOHApY:KeHbI aHTOTOHMCTHI
aJIcHO3MHOBBIX pelienTopoB A2A uenoseka [1], uH-
TMOUTOPBI XONMHACTEpa3bl [2], aHTUOKCHUAAHTHI [3],
OJTOKaTOPBI KaIbIIMEBBIX KaHAIOB [4], a Takke coenu-
HEHUs1, IPOSIBIISIONIVE KapAUOBACKY/ISIPHYIO [ 5], po-
TUBOMUKPOOHYIO [6], TPOTUBOBUPYCHYIO |7, 8] aKTHB-
HocTb. OCHOBHBIE METOIBI MX CMHTE3a OCHOBAHBI Ha
CIIEMYIONINX ITOAXOomaX: KoHmeHcaums 1,3-mukap6o-
HWIBHBIX COCIUHEHMI ¢ LIMaHOTHOALleTaMuIoM |9,
10]; xpocc-peumkinzanys 4H-TronupaHoB ¢ amMu-
Hamu [11] wam ankwiMpyrommMu peareHtamu [12];
peaxkiusl HyKJIeo(hUIbHOTO BUHWIBHOIO 3aMeEIIeHUS
[13]; BHYTpUMOIeKysipHas nukiu3aius 1,3-0yranu-
eH-1-tnomnaroB [14]; KoHOeHCcalNsT eHaMUHOKETOHOB
¢ umaHotuoaueramuaoM [15, 16]; B3ammoneiicTBue
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xaimkoHoB ¢ CH-xucmoramu [17, 18]; peakims anbae-
runoB ¢ aBymMst CH-kucnotamu [19—21] v B3aumoneii-
cTBUE apui(TeTapyil)MeTUIMAeHIMaHOTHOALIETaMK -
nmoB ¢ CH-xucmoramu [22, 23].

PE3VJIBTATBI 1 OBCYXJIEHUE

C y4yeToM IPUBEICHHBIX NAHHBIX IO BBICOKOMY
(hapMalIeBTUYECKOMY ITOTEHLMATY (QYHKLIMOHAIN-
3MPOBAHHBIX IMPOM3BOIHBIX HUKOTUHAMUIA U B TIPO-
TOJDKeHWe padoT Mo XUMUM MUpuanHa [24—27] Hamu
pa3paboTaH HOBBIN IEPCIIEKTUBHBIII MHOTOKOMITO-
HEHTHBIN MeTo cuHTe3a [28—33] HUTpuIoB, 3(UPOB
U aMUIOB HUKOTMHOBOM KucioThl. IlokazaHo, 4TO
KOHJIEHCAINST STUI-3-MOPMOIMHO-3-(heHMTaKpHIa-
Ta (la) ¢ MUpUAMH-3-UIMETWINACHIIMAHOTHOALIETA-
MuIoM (2a) u mponapruyiopomunom (3) mporekaeT
B abcomoTHOM 3TaHone Tipu 20°C ¢ oOpasoBaHnEeM
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1: R = Ph, R'= EtO (a); Me, CH,=CH-CH,0 (b); Me, 2-MeOC_ H,NH (c); Me, 4-CIC . H,NH (d).
2: R’= nupuann-3-un (a), dyp-2-un (b), S-metundyp-2-ui (c), 2-CIC H, (d).

6: Hig = Cl, Z = PrOCO (a); I, H (b).
7: Z = PrOCO (a); H (b).

aTUI-2'-MeTnn-6"-(mpor-2-uH- 1 -untmo)-5'-ma-
Ho-1",4’-nuruapo| 3,4’ -6unupuant|-3’-kapookcuia-
Ta (4). BeposiTHO, Ha TIEPBOI CTAINN peaKLIUU OCYILIe-
CTBJISIETCSl B3aMMOJIEiiCTBUE ajikeHa 2 ¢ eHaMMHOM 1
o Ctopky [34, 35] ¢ obpa3oBaHmeM amgaykra A. 3aTeMm
MPOMCXOIUT €ro BHYTPUMOJIEKY/ISIpHAsT LIMKIM3aLIMs,
npuBOIAIIAs K (popMupoBaHUIO 1,4-TUTHAPONUPU-
OUHOBOI CHUCTEMBI, CTaOWIM3UpYIolIeiics B ¢dopMe
conu B. Peanusyouieecsi BOOCASACTBUU aJIKAJIAPO-
BaHue THonara B nponaprundpomuaoM (3) mpuBoauT
K 00pasoBanHmio THo3¢upa 4 (cxema 1).

K mHOMY pe3yssraTy IpUBOOMT B3aMMOIEICTBHE
coenuHenus1 1b ¢ 2-pypdypunnaeHIaHOTHOALIE-
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tamMuaoM (2b) u mponaprundpomuaom (3) B aHaso-
TMYHBIX YKa3aHHBIM BHIIIE YCJIOBMSIX. Pe3syiasrarom
9TOM KOHIEHCAIIMU SBUJIOCh OOpa30BaHUE aJUIMII-3-
aMUHO-2-aueTui-6-metun-4-(bypan-2-un)-4,7-nu-
ruapoTueHo|2,3-b|mpunnH-5-Kapookeunara  (5).
BepositHO, pa3baBieHME peakKLIMOHHOM CMecu BO-
IIOI TIPUBEJIO K TUAPOJIN3Y TPOiHOI cBa3n. O0pasy-
romyecs: uHTepMenuatsl C 1 D BHYTPUMOJIEKYIISIPHO
LIMKJIM3YIOTCS B KOHEUHYIO CTPYKTYpY S, MpeTepreB
MpeIBapUTEIbHO MPOTOTPOITHYIO TayTOMEpU3alIuIo.
Konpencamusa coequnenust 1c ¢ 5-metun-2-dypody-
punMAeHIMaHOTHoalUeTaMUAOM (2€) U aJKWIUPYIO-
IIMMU peareHTamMu 6a,b IIpUBOIUT K TIPOM3BOTHBIM
nupuarHa 7a u 7b.
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YeTbIpexKOMIIOHEHTHAsT KOHAeHcamst V-(4-x710p-
penmn)-3-mopdomiHodyT-2-eHamuna (1d), 2-xmop-
OeH3WMIeHIIMaHOTHoateTamMuaa (2d) u  ajnkwim-
PYIOILIMX PEarcHTOB — STWIMOAMIA W aJUTMIOpOMMU-
Jla — TI03BOJIMJIA CUHTE3UPOBATh S-alTiiI-2-MeTUT-4-
(2-xmopdenni)-N-(4-xnmopdpeHuni)-S5-unaHo-6-
STUITHO-4,5-ANTUAPONMPUINH-3-Kapookcamun,  (8).
B3auMonelicTBie OCYIIECTBISIETCSI B aHAJIOTMYHBIX
YKa3aHHBIM BbIILIE YCJIOBUSIX. BeposITHBIN ITyTh peak-
1IMY BKJTI0YaeT 00pa3oBaHKe B KauecTBe MHTepMeIa-
ToB agnykta A, comn B n stmmmmosdupa tuma 4. 3a-
TeM B IIEJIOYHON Cpele IPOUCXOOUT aLTMIMPOBaHUE
NH-tpyrimiel 1 mocsenytomast  [3,3]-curMaTporiHast
aza-nieperpymmuposka Kisiizena [36]. Hemb3s nckimo-
YaTb W aJBICPHATUBHBIA BAapMAHT MOCIECOHEN CTaauu
JTAHHO MHOTOKOMITOHEHTHOM KOHAEHCALIUU — ITPSIMOE
AJUTWIMPOBAHUE TTOJIOKEHMS 5 AUTUIPOITUPUINHOBOTO
mmkia. OTMETHM, YTO TAaKOTO PoIa MeperpyIrpOBKI
B psiny 2-ayuminTro(ceneHo, a3a)- 1,4-muruaponipunmy-
HOB BITEpBbIe 0OHapY:KeHbI Hamu [37—39].

JAYEHKO u np.

TpexxoMmoHeHTHass KOHIECHCALMSI COSTUHEHUS
le ¢ 2-pypdyprmmmeHmaHOTHOALIETAMUIOM (2b)
U O-XJopaleTaMyaoOM TPUBOIUT K 0Opa3oBaHMIO
9TUJI-3-aMUHO-2-KapbaMouia-6-nponuin-4-(dy-
paH-2-un)tueHo|2,3-b|nupuauH-5-kapookcunata (9)
(cxema 2). BeposITHBII MexaHM3M peaKIIiy BKITIOYAeT
BO3HUKHOBEHUE MHTepMenuaroB A, B u Ttuoadupa
tumna 7. TuoeHOBBIN IUKIT 00pa3yeTcs Ha TTocaenHei
cTanuM mpoliecca roj AecTBUeM 1ieaoun. YeTbipex-
KOMIOHEHTHAas KoHaeHcauus coenuHenus 1f, 3-xop-
OeH3MIMISHIIMaHOTHOALleTaMKa (2¢), (heHaIopo-
Muaa ¥ (popMaMuIa 3aKaHIMBaeTCcsl (POpMUPOBaHMEM
7-metun-N,4-nudenun-9-(3-xaopheHNUI)TUpu-
nmo[3’,2":4,5]tueno|3,2-d|mupnmunnH-8-KapOokca-
muna (10). B xone peakiinu B KauecTBe MHTepMeIaTa
JIOTUMHO TIPEAIIONIOXKUTh 00pa3oBaHME TUEHOIPH-
nuHa E (cxema 2).

Enamunokeron 1f, 2-dypdypununeHImaHOTHO-
ateTamMun (2¢), o-XJopaLeTaMya M IIMKIOTeKCAaHOH
KOHJIEHCUPYIOTCS ¢ 0OpazoBaHueM 7’-mMeTui-9'-(5-me-

Cxema 2
_ al _
0 NH, o
HCONH
EtO NH, | phHN N\ 0 2
0O L NS Ph |
9 (79%) E 10 (77%)
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1. CICH,C(O)NH, RN HN S |. CICH,C(O)NHPh

2. Cyclohexanone K/
Ic.ef

11 (71%)
1: R=Pr, R'= EtO (e); Me, PhNH (f). 2: R= 3-CIC,H, (e), dyp-3-ux (f).
KYPHAJ
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tiidypan-2-un)-4’-okco- N-pennn-3’,4"-qurnm-
po-1"H-cnupo[uuknorekcan- 1,2 -nmupuno|3’,2":4,5]
THeHo| 3,2-d|mupumunyH|-8’-kapookcamuna (11). Ilo
9TOM Ke cxeMe CMHTE3UpOBaH M MPOoayKT 12. Ykakem
Ha TIepCIIeKTUBHOCTD MCTIONB30BaHUS coenmHeHmii 11
n 12 npu co3manuu ymradgoB mGluR1 perenrropon
JUIST  TIO3UTPOHHO-3MUCCUOHHOM Tomorpadum  [40],
MPOTUBOMUKPOOHBIX [41] 1 aHTMOaKTepUaTbHBIX [42]
MperaparoB.

CrekTpaibHble XapaKTePUCTUKU ITOATBEPXKIAIOT
CTpPOEHME CUHTE3MPOBAHHBLIX coenuHeHuil 4, 5, 7a,
b, 8—12. OtmeTiM ocobeHHocTH criekTpoB AIMP 'H
THo3¢upa 4 ¥ TUSHONMUPUINHA 5, B KOTOPBIX CUTHA-
Jiet mporoHoB SCH, 1 OCH,-rpyrin IposIBIISTIOTCS B 2
ny0JieTax, UTo yKa3blBaeT Ha MX MarHUTHYIO HEIKBU-
BaJICHTHOCTb BCJICICTBHE OTCYTCTBHSI CBOOOIHOTO
BpallleHUSI BOKPYI OOMHAPHBIX CBSA3€il B paccMar-
puBaeMbIx (parmenTax. B rpyrmme SCH, koHcraHTa
crH-cnmHoBoro B3aumoneiicteust (KCCB) 4/ = 14.0
I't, a B OCH,—19.4 T1. C nenbto BBIACHEHUS CENEK-
TUBHOCTM PacCMOTPEHHBIX peaKIMii KOHICHCALIMHI
U OJHO3HAYHOI'O YCTAHOBJIEHUST CTPOESHMSI IIPOTYKTOB
coenrHeHU 5, 7b, 8 1 9 M3ydeHBI METOIOM PEHITEHO-

Puc. 1. MouekynsipHas CTPyKTypa COEIMHEHUs 35
B TIPEICTaBICHUN aTOMOB 2JUTATICOMIAMKM aHU30TPOII-
HBIX cMeleHUit ¢ 50% BeposSTHOCTBIO 1o TaHHbIM PCA.
[TyHkTpOM nokazaHa BHYTPMMOJIEKYJISIpHAsI BOTOPOI-
Had cBsizb N—H:--O

crpykrypHoro aHammza (PCA). CtpoeHune MOJIEKYITbI
COCNMHEHMST 5 U COOTBETCTBYIOILIAS HyMEpALMs aTo-
MOB ITpeACTaBIeHbI Ha puc. 1.

1,4-JIuruaponupuaAMHOBBINA LMK B COeNMHEHUN
5 npuHUMaeT KOHGOPMAIIUIO 8aHHA C OTKIIOHEHHEM
atomoB yriepona C*u azota N7 oT cpemHeit TUIOCKO-
CTH, TIPOBEICHHON 4Yepe3 OCTallbHbIe aTOMbI LIMKJIA

Tab6auna 1. BomoponHbie ¢BSI3W B CTPYKTYpax coenvHeHuii 5, 7b, 8 u 9

CBs13b JnuHa cBsI3M, A VYromn, °©
D-H-A d(D—H) | d(H-A) | d(D~A) /(D—H~A)
CoenuHeHue 5
N—H?A-O! 0.81(3) 2.213) 2.8190) 13202)
N'—H’B-02 0.90(3) 2.2203) 3.101Q) 166(2)
N—H--0'® 0.84(3) 1.973) 2.755(2) 156(2)
Coenunenue 7b
N-HMNe | 0.86(2) | 2.380) | 3.2090) 163.1(17)
Coenunenue 8
N-H-N | 0.873(16) | 2.152(16) | 3.0044(14) 165.5(14)
CoenunHeHue 9
N—H'A~Q%¢ 0.88(3) 2.05(3) 2.893(3) 160(3)
N'-H'B-0/ 0.92(3) 1.99(3) 2.908(3) 173(3)
N—HA~O' 0.93(4) 1.99(3) 2.694(3) 1313)
N—H?B-0? 0.82(4) 2.42(4) 3.054(3) 135(3)
O5—HA~O? 0.89(4) 1.96(4) 2.842(3) 169(4)
O—H’B-N'# 0.85(4) 2.16(4) 2.983(3) 161(4)

Kpucrannorpadpuueckue onepauuu i reHepaui CUMMETPUYECKH 9KBUBAJIEHTHBIX AaTOMOB:

“x—Ly,tx+ 1, —y+ b z+lhe—x+ 1, —y+ 1, —z+1;9x—hy, —z+hx,y+Lg/x,—y+2, —z+2¢—x,—y+1,—z+ 1L
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JAYEHKO u np.

Puc. 2. Kpucrajuimdyeckasi CTpyKTypa COSIMHEHUS 5
BIOJb Kpuctayuiorpaduuekoit ocu a. [lyHkTrpom mo-
Ka3aHbl BHYTPU- U MEXMOJIEKYISIPHbIE BOJOPOIHBIC
CBSI3U

Puc. 3. MonekynsipHas CTpyKTypa coeauHeHus 7b
B TIPEACTABJICHUN aTOMOB 3JUTUTICOUIAMU aHU30TPOII-
HBIX cMelleHuit ¢ 50% BeposiTHOCTBIO 10 TaHHBIM PCA

Puc. 4. LleHTpocMMMeTpUYHbBIE AUMEPHI B KPUCTAJLIE
coenuHeHust 7b. TTyHKTUpOM MoKa3aHbl MEXMOJIEKY-
JIIPHBIC BOIOPOIHBIC CBSI3U

(cpenHexBagpaTUYHOE OTKJIOHEHHWE aTOMOB PaBHO
0.011 A), Ha 0.259(3) u 0.131(3) A cooTBeTcTBEHHO.
ALMIBHBIN 3aMecTUTeb KOoIlJIaHapeH TUO(EeHOBO-
My LMKy (topcroHHbIH yron O'"C*C*C? paBen
1.7(3)°), a KapOOKCHMJIATHBIM 3aMecTUTeNlb — Oa-
3aJIbBHOM TUTOCKOCTUA AUTUAPOIMPHUINHOBOIO LIMK-
na (TopcuoHHbI yron O*C* C>C° paseH 4.6(3)°).
Artom asora NH,-aMMHOTpynmbl MMeeT nupamuia-
JIM30BaHHYIO KOH(UTYpaInio (CyMMa BaJIeHTHBIX yT-
J10B Tipu atoMe azota N° pasHa 348(6)°), a aToM a3ota
NH-amuHorpymnsl — IJIAaHAPHYIO KOHMUIypaluio
(cymMMa BaJIEHTHBIX YIJIOB IIpU atome a3ota N’ paBHa
358(4)°). Habmogaemoe cTpoeHre MOJEKYJIbI 5 cTa-
OUIU3UPYETCST BHYTPUMOJIEKYISIPHON BOOOPOIHOM
cBsa3bio N3 H3A---O! (Ta6. 1, puc. 1).

Mornexyna coequHEeHUS 5 conepXXUT acMMeTprye-
cKuii LeHTp npu atoMe yoiepona C* Kpucrasur coenu-
HEeHMUs 5 mpeacTrapisieT paueMar. B kpucranne coenu-
HEHMUSI 5 MoJIeKyJibl 00pa3yloT roppupoBaHHbIE CJIOU,
mapasutenbHblie Tuiockoctu (010), 3a cuyer Mexkmorre-
KYJISIPHBIX BoAopoAaHbIX cBs3eii N—H:-O (taba. 1,
puc. 2). Cion pacrojaraioTcsl Ha BaH-JIepP-BaabCco-
BBIX PACCTOSIHUSIX (pUC. 2).

CrpoeHue MONeKyabl coenuHeHus1 7b 1 cooTBeT-
CTByIOLIIasl HyMepallysi aToMOB TIPEACTaBJIeHbl Ha
puc. 3. MetTnuntro- u 2-MeTuI(pypaHOBBI 3aMeCTHTE-
JI1 B coeMHeHnM 7b npakTyecKy KOoTUlaHapHbI 1IeH-
TPaJIbHOMY NMMPUIMHOBOMY LIMKJTY (TODCUOHHBIE YIJIbI
N=C*S"C"u O"C>C+C? pasunl 2.16(14)° u 8.3(2)°
COOTBETCTBEHHO). N-(2-MeTtokcubeHn)aMUIHbIHI 3a-
MECTUTEIb UIMEET TUTOCKOE CTpOeHUe (MCKITIOUast aTOMbI
BOZIOPOAA METWJILHOM TPYMIIbI, CPeTHEKBAAPaTUUHOE
OTKJIOHeHHe atoMoB pasHO 0.066 A) u pacronaraercs
MOYTH MEPIEHANKY/ISIPHO K LIEHTPATbHOMY TTUPUINHO-
BOMY LMKy (YTOJI MEXIy COOTBETCTBYIOLIMMU ILIOC-
KocTsMM paBeH 89.82(5)°). B kpucrayuie coenMHeHUst
7b MOeKyIbl 00pasyloT LEeHTPOCMMMETPUYHEIEC -
MEPHI 32 CUET MEKMOJIEKYJISIPHBIX BOTOPOIHBIX CBSI3Ei
N—H:--N (1a6m. 1, puc. 4). [lumMepsl yIiakoBaHbBI B CTOII-
KU BIOJIb KpUCTaLIorpaduueckoit ocu ¢ ¥ pacrosiara-
IOTCSl Ha BaH-/IeP-BaaJIbCOBBIX PACCTOSIHUSX (pUC. 5).

CTpoeHue MOJIEKYJIbl COeIUHEHUsI 8 U COOTBeT-
CTBYIOIIIAS HyMepaiuss aTOMOB TIPENCTaBICHBI Ha
puc. 6. 3,4-IuruaponupUIMHOBBIA LMK B COENU-
HeHMH 8 mprHMMaeT KOH(OpMAaIuIo cogha C OTKIO-
HeHueM atoMa ymieponda C* oT cpeaHeil TIOCKOCTH,
MPOBEICHHOI Yepe3 ocTalbHbIe aTOMbI LIMKIA (Cpel-

XKYPHAJI OPTAHUYECKOW XUMUMU Tom 60 Ned 2024
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HEKBaJIpaTMYHOE OTKJIOHEHUe aToMoB paBHO 0.011 A),
Ha 0.131(3) A. BaxXHO OTMETUTB, YTO OOBEMUCTBII BU-
HUJIMETHIIbHBIN 3aMECTUTEITb 3aHUMAeT MEHee CTepy-
YecKU TMPEATNOYTUTEIbHOE aKCHaJIbHOE IOJIOKEHHE.
DTUITHO-3aMECTUTENIbL UMEET  20ul-KOH(pOPMAIIUIO
(topcuonnbiii yron C*S"C"C? pasen 82.95(11)°).
AMMIOTPYIINa pa3BepHyTa MO OTHOIIEHUIO K 6a3aib-
HOW IIOCKOCTU IUTHAPONMPUIMHOBOIO LIMKJIA Ha
yron 32.39(12)°, N-xn10pheHWIbHbII 3aMeCTUTEb
CIIETKA CKPYYEH OTHOCUTEILHO aMUIHOIO (pparMeH-
Ta (Yroll MeXIy COOTBETCTBYIOIIMMU ILIOCKOCTSIMU
paBeH 14.42(17)°). Monekyna coenuHeHust 8 comep-
SKUT 2 aCUMMETPUYECKUX LIEHTPA IIPY aTOMaXx yIIepo-
na Cu C* 1 MoxeT 00pa30oBbIBaTh 4 AuacTepeomepa.
Kpucrann coemunenust 8 mpencrapisier coboii patie-
MaT ¥ COCTOMT 13 SHAHTUOMEPHBIX Map C OTHOCUTEb-
HOW KOH(pUTYpaleil XuparbHbIX aToMOB — 3RS,4RS.

B xpucranne coenuHeHUsT 8 MONIEKYIbI 00pa3yIoT
ropUpoOBaHHBIC CIIOM, IApaUIC/IbHBIC IUIOCKOCTH
(010), 3a cyeT MEXMOJIEKY/ISIPHBIX BOAOPOIHBIX CBSI-
3eit N—H---N (1a61. 1) 1 HeBaJleHTHBIX B3aUMOIEHi-
crBuii Cl---Cl 3.4941(4) A (puc. 7). Cnou pacnionara-
FOTCSI Ha BaH-JeP-BaaIbCOBBIX PACCTOSTHUSIX.

CTpoeHre MOJNEKYJIbl COeAMHEHUS 9 M COOTBET-
CTBYIOILLIASI HyMepalusl aToMOB IIpeACTaBJIeHBl Ha
puc. 8. CoenHeHNEe KPUCTAIIU3YETCS C COJTbBATHOM
MOJIEKYJIOM BOAbI B COOTHOWIeHMU 1:1, T.e. mpen-
crapyisieT coboii kpucraoruapar 9 H,0. Amumo-
1 aMUHOTPYIIIIBI B COENMHEHNN 9 KoIIaHApHBI IIEH-
TpaJIbHOMY THEHO[2,3-H|MUpUINHOBOMY OWLIMKITY
(cpemHeKBampaTUIHOE OTKJIOHEHHE aTOMOB PaBHO
0.053 A), a pypaHOBBIIT ¥ KAPOOKCUIIATHBII 3aMECTH-
TeJIM — MPAKTUYECKU MePIIEHAMKYISIPHBI 3TOMY (hpar-
MEHTY (YIIbI MEXAY TUTOCKOCTSIMU paBHBI 72.14(18)°
u 61.41(19)°, cootBeTcTBeHHO). Habmonaemoe cTpoe-
HME MOJIEKYIBl 9 CTaOMIM3MpyeTCs KaK HaJIudueM
MPOTSDKEHHOM CUCTEMBI COIIPSKEHHBIX CBSI3€H, Tak
1 BHYTPUMOJIEKYISIPHBIMA BOTOPOIHBIMU CBSI3SIMU
N—H-:--O (1abun. 1, puc. 8).

B xpucranie MoneKyabsl coenuHeHnsT 9 oopasyror
LIEHTPOCUMMETPUYHBIE AUMEDPDI O1arogapsi MPOYHLIM
MEXMOJIEKYJIIPHBIM BOIOPOAHBIM cBsizsiM N—H:---O
(tabm. 1, puc. 9).

Hanee muMepsl CBSI3aHbI B JBYXbSIPYCHBIE CIIOM,
napasuienbHbie Tiockoctd (100), 3a cyeT MpOYHBIX
MEXXMOJIEKY/ISIPHBIX BOAOPOIHBIX CBSI3eil C COJIbBAT-
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Puc. 5. Kpucrajuinueckasi ctpyktypa coenuHeHus 7b
BIIOJIb KpUCTA/LTOrpachuueKoii OCH ¢

Puc. 6. MonexkyisipHasi CTpyKTypa COCIMHEHMS 8
B TIPEJCTaBIIEHUN aTOMOB 2JUTATICOMIAMM aHU30TPOII-
HBIX cMelleHu#t ¢ 50% BeposTHOCTbIO 10 naHHBIM PCA

3

L

Puc. 7. Kpucrannuyeckasi CTpyKTypa cOeIMHEHUs 8,
NEMOHCTpUpYloliasi rohpupoOBaHHbIN CJoii, Tapa-
sienbHblil miockoctu (010), mokasaHbl 2 MpOEKLIMU
BIOJIb KpUCTaJLTOTpacdnuecKux oceit b (a) u ¢ (0)
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Puc. 8. MonekynapHas cTpykrypa coenunenus 9-H,0
B TIPEACTaBICHNN aTOMOB 3JUIMIICOUIAMHU aHU30TPOII-
HbIX cMeleHuii ¢ 40% BepoATHOCTHIO o JaHHBIM PCA.
TTyHKTHpPOM MOKa3aHbl BOXOPOAHbBIC CBI3M. YTOJILEH-
HBIM ITYHKTHPOM TOKa3aHO ajbTepHATMBHOE ITOJIOXKE-
HUE Pa3yIopsiIOueHHOTO MPOMWIBHOTO 3aMeCTUTEIST

Puc. 9. LleHTpocuMMeTpUUHbIE AUMEPBI B KpUCTaLIe
coemnHenns 9-H,0. [TyHKTMpoM NoKa3aHbl BOTOPOIHbIE
CBSI3U

Puc. 10. Kpucraumyeckass CTpyKTypa COSIMHEHMS
9-H,0, nemoHcTpupyiOlas IBYXbAPYCHbIE CJIOM, TIa-
pajuienbHble TIockocTH (100), mokaszaHbl 2 MPOeKLUU
BIOJb KpUCTaJIorpacduieckux oceii a (a) u ¢ (0)

HBIMU MOJIeKy1aMu Boabl (Tab. 1, puc. 10). Cnou pac-
ToJIararoTCsl Ha BaH-eP-BaabCOBBIX PACCTOSTHUSIX.

SKCINEPUMEHTAJIbHAA YACTb

ITapaMeTphl 31eMEHTapHBIX SYeeK WM WHTCHCUB-
HOCTb OTPaXXEHW U KPUCTAJUIOB COEMUHEHWH 5
u 7b uaMepeHbl Ha CUHXPOTpOHHO# cTaHuuu PCA
HauuoHanasHOro MccienoBarenbckoro eHrpa “Kyp-
YaTOBCKMIT MHCTUTYT C MCIOJIb30BaHUEM JIBYXKOOP-
nHaTHoro aetekropa Rayonix SX-165 (¢-ckaHupoBa-
Hue ¢ marom 1.0°), (ctpaHa-nipousBoautenab — CIIA).
O0paboTKa 3KCNEePUMEHTATBHBIX TaHHBIX ITPOBEIE-
Ha ¢ nmoMoupio nporpammel iMOSFLM, Bxonsiieit
B komIieke nporpamMm CCP4 [43]. J1ns noay4eHHbIX
JAHHBIX IIPOBEICH YUeT MOIIOLICHUST PEHTICHOBCKO-
ro n3MydeHud 1o mporpamme Scala [44]. [TapameTpsr
9JIEMEHTapHbBIX STYeeK M MHTEHCUBHOCTH OTpPaXKeHMIA
IIIS KPUCTAIIJIOB coeauHeHuit 8 u 9 u3MmepeHbl Ha
nudpaxktomerpe Bruker DS QUEST PHOTON-III
(rpapuTOBBIII MOHOXpOMATOp, (- U W-CKAHUPOBA-
HUe), (MpeanpusITUe-u3roToBUTeNb — (pupma “Bruker
AXS Inc.”, CIIIA). O6paboTka 3KCTIepIMEHTATEHBIX
JAHHBIX TIPOBEJEHA ¢ TIOMOIIBIO TIporpaMMbl SAINT
[45]. 1 mosmydeHHBIX JAaHHBIX TIPOBEAEH YYeT MO0~
IIEHUST PEHTIEHOBCKOIO M3JIyYeHHUs IO IIporpamme
SADABS [46]. OcHOBHBIE KPUCTAUIOCTPYKTYPHBIC
JAHHBIE M TIapaMeTpbl YTOUHEHMS IIPEICTABJICHBI
B Ta0/1. 2. CTpyKTyphl OMNpeaeaeHbl IPSIMbIMUA METO-
JaMU ¥ YTOYHEHbI TTOJTHOMATPUYHBIM METOIOM Hau-
MEHBIINUX KBagpaToB IO F? B aHW3OTPOITHOM IIpU-
OIVKeHUHU [1J11 HeBOIOPOIHBIX aTOMOB. B Kpucrasie
coenvHeHNUsT 9 BbISIBIEHA Pa3ylopsiIOueHHOCTh IIPO-
MUJILHOTO 3aMECTUTENISI MO 2 TIOJOXKEHUSIM ¢ 3ace-
seHHocTsamu 0.7:0.3. ATomMbl BOAOpOAa aMUHOTPYIIIT
U COJIbBATHOM MOJIEKYJIBI BOIbI BbISIBJIEHBI OOBEKTHB-
HO B pa3HOCTHBIX Dypbe-CUHTE3aX U YTOYHEHBI U30-
TPOITHO ¢ (PMKCHUPOBAHHBIMU TapaMeTpaMU CMeEIIe-
nusg: U (H) = 12U _(N) u 1.5U,_(O). Ilonoxenus
OCTaJIbHBIX aTOMOB BOJOPOAA BO BCEX COEMMHEHMSIX
paccurTaHbl TEOMETPUYECKU M BKJIIOUEHBI B YTOUHE-
HME C (PMKCHUPOBAHHBIMU MO3UILIMOHHBIMU MapaMeT-
pamMu (Mozesb Hae30HUuK) U U30TPOITHBIMU TapaMeT-
pamu cmentenust (U (H) = 1.5U, q(C) s CH-rpynim
nl.2U, q(C) JUIST OCTaJIbHBIX rpymm). Bee pacueTsl mpo-
BEIEHBI C HCIIONIb30BaHMEM KOMIUIEKCA IIPOTrpaMM
SHELXTL [47]. Tabnuiisl KoOparHAT aTOMOB, JUIMH
CBsI3eli, BaJIEHTHBIX M TOPCUOHHBIX YIJIOB M aHU30-
TPOIMHBIX MapaMETPOB CMEIIEHUS] COSIUHEHU S,
7b, 8 u 9*H,0 nenonuposanbl B KeMOpumKkcKom
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Tabmuna 2. KpucrannocTpykTypHble naHHbIle coenuHenuii 5, 7b, 8 u 9

449

CoenuHeHue
ITapamerp
5 7b 8 9¢H20
DJIeMEHTHBI COCTaB C HN,O,S C,H,N,O,S C,H,,CIN,0S CH,N,0S
MonexynsipHast 358.40 393.45 484.42 391.44
Macca
A A 0.79272 0.79475 0.71073 0.71073
T, K 100(2) 100(2) 100(2) 150(2)
Pa3mepbl MOHOKpH- 0.12x0.20x0.30 0.12x0.15%0.35 0.20%0.25%0.30 0.15%0.20x0.25
crajuia, MM
CuHroHus MoHoK/IMHHasS TpuxkavuHHas PoMbGuueckas TpuknuHHasg
IIpocTpaHcTBEHHAs P2 /¢ P-1 Pbca P-1
rpymmna
a, A 5.01204) 9.0750(18) 14.2602(3) 7.9441(8)
b, A 35.392(3) 10.228(2) 17.0661(4) 10.8362(10)
¢, A 9.4640(7) 11.474(2) 20.2853(5) 12.0762(11)
a, ° 90 80.87(3) 90 81.043(3)
B, ° 93.513(12) 76.17(3) 90 79.072(3)
Y, ° 90 65.87(3) 90 69.346(3)
v, A3 1675.6(2) 941.5(4) 4936.8(2) 950.64(16)
Z 4 2 8 2
d,rcem? 1.421 1.388 1.304 1.367
F(000) 752 412 2016 412
W, MM ! 0.289 0.265 0.370 0.205
OLuaxes ° 2.489-30.931 2.049-30.973 2.115-32.634 2.525-25.031
H3mepeHHBIX 20801 15316 86455 9285
OTpaXeHU
HesaBrucnmbpix 3729, 0.0426 4283, 0.0472 8967, 0.0469 3349, 0.0307
oTpaxeHui, R,
Hab6momaembix oTpa- 3094 3735 7317 2471
xenuit (c I >2a0(1))
VYTOUHsIEMBIX 238 261 294 274
rapamMeTpoB
R, (1>20(I)) 0.0486 0.0417 0.0360 0.0525
WR, (Bce TaHHbIE) 0.1326 0.1151 0.0938 0.1263
GOFno F* 1.036 1.038 1.033 1.043
T 0.906; 0.955 0.900; 0.960 0.889; 0.918 0.850; 0.945
KoadpuuneHr 0.022(3) 0.057(6) - —
9KCTUHKIIUU
TAY A Vo R eA? 0.532; -0.531 0.272; —0.388 0.575; —0.325 0.362; —0.425
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0aHKe CTPYKTYPHBIX MAaHHBIX, HOMepa IEeIMOHHMPO-
Banusg — CCDC 2251722 (5), CCDC 2251723 (7b),
CCDC 2251724 (8) u CCDC 2261487 (9+H,0).

MK crektper monmydamu Ha mipubope MKC-40
B BazeauHoBoM Macie M KBr (ctpana mpousBomu-
tenb — Poceust). Criektpel IMP 'H u BC perucrpupo-
Bau Ha crniektpodoromerpe Varian VXR-400 (399.97
u 100 MIix coorserctBerHo) B pactopax JIMCO-d,,
BHYTpeHHMIT ctaHgapT — TMC (mipenrpusiTie-m3ro-
ToBUTeNlb — (pupma “Varian”, CILIA). Macc-criekTp
coenmnMHeHMsT 5 cHuMaim Ha criekrpomerpe Agilent 1100
Series ¢ cefiekTUBHBIM neTekTopoM Agilent LS/MSDLS
(o6paszen Beommm B Marpuiie CH,COOH, nonuzarms
3Y, 70 sB), (ctpaHa npousBomutens — CIIA). s
OCTaJIbHBIX COCIMHEHUI MacC-CIIEKTphI TOIyJaln Ha
Macc-CIeKTpOMETpe BBICOKOro pasperteHust Orbitrap
Elite. O6pazen mist HRMS pactBopstmi B 1 Mot JIMCO,
pas0asnsm B 100 pas 1%-noit HCOOH B CH,CN,
BBOIWJIM IITIPULEBBIM HACOCOM CO CKOpocThio 40
MKJI/MAH B UCTOYHUK WMOHM3ALMU 3JIEKTPOpPACITbLIE-
HueM. [10TOKM ra3oB MCTOYHMKA ObLIM OTKIJIIOYEHHI,
HampspkeHUe Ha umie coctapisuio 3.5 kB, TeMmepary-
pa kamsipa 275°C. Macc-CeKTpbl PerMCTpUPOBAIN
B peXXMMaXx IOJIOKUTESIbHBIX X OTPHUIIATEIBHBIX NTOHOB
B opOuTambHOM JoBymke c¢ paspemieHremM 480000.
Buyrpennue kamuOpaHThl — uoH 2JIMCO+H* (m/z
157.03515) B MOJOXUTENLHBIX MOHAX W JTONCIIMICYITb-
(ar-anmon (m/z 265.14789) B oTpuLIATEIbHBIX MOHAX.
DIeMEHTHBII aHAJIN3 11 COSAMHEHUST 5 OCYILIECTBIN-
Jm Ha npubope Perkin Elmer CHN-analyser (cTpaHa-
npousBonuteab — CIIA). TemnepaTypbl IMaBIeHUsI
onpenensii Ha 6j10ke Kodrepa (crpaHa-nmpon3Bomu-
terb — CLA). Xon peakiy ¥ YUCTOTY TOTyYeHHBIX
COeMMHEHUH KOHTponrpoBaiu MeronoM TCX Ha 1ia-
ctuHkax Silufol UV-254 B cucrteme aneToH—TIeKcaH
(3:5), miposiBneHne mmapamMu noga U YM-o0mydeHrEM.
B pabote ucronb30BaHbl KOMMEPYECKU JTOCTYITHBIE
peakTusbl hrupMbl “Aldrich”, CIIIA.

DTia-2’-metuii-6’ - (npon-2-un-1-uaTno)-5-uua-
Ho-1",4’-nuruapo| 3,4’ -ounupuaun] -3’ -Kkapookcuaar
(4). Cmecn 2.6 T (10 MMostb) eHaMuHOKeTOHa lam 1.9 1
(10 MMOJTB) MMPUAVMHWIMETWIMACHIIMAHOTUOAIIETA-
muaa (2a) B 20 mu abcomotHoro ataHona mpu 20°C
nepeMelBaii 2 9 W ocTapisn. Yepes 24 9 mpu
nepeMemBaHun Tnipubasmsum 1.2 M (10 MMoIb)
npomnaprunopomuaa (3), nepeMemBaii 4 4 1 0CTaB-
nam. Yepe3 48 4 peaklIMOHHYIO CMeCh MpU Tiepe-
MENIMBAHUM Pa30aB/IsuId PaBHBIM OOBEMOM BOMIbI,

nepeMelrBaiy 1 4 1 oTUIBTPOBLIBATIM 00pa30BaB-
mmiics ocanok. IlocnenoBaTenbHO MPOMBIBAIN BO-
JIOi1, aTaHOoJIOM M rekcaHoM. Beixom 3.2 1 (80%), cBet-
JIO-3KEeNThIe UTOJIbYAThle KpUCTAILIBI, T.IUL. 145—147°C
(EtOH). UK cnektp, v, cm': 3314 (NH), 2218 (C=N).
Cnextp AMP 'H, 8, m.1.: 0.68 T (3H, Me, J 7.1 T1),
3.64k (2H, CH,0,/7.11Tu), 3.82 1 (1H, SCH,,%/ 19.4
I), 4.11 n (1H, SCH,,J 19.4 T), 4.63 ¢ (1H?), 7.31 n
(2H,,,, J 7.2 Tw), 7.33-7.49 m (4H__ ), 7.67 n (1H,
oo J 8.11T10),842¢ (1H, | ),8500(2H,  ,J8.3 ),
10.00 ymr.c (NH). Cniekrp AMP BC, 0, m.1.: 13.7, 20.9,
59.9, 75.9, 79.0, 89.6, 100.7, 119.1, 124.6, 128.4, 129.2
(20), 129.8 (20), 134.9, 135.5, 140.4, 143.8, 147.8, 148.4
(20), 149.0, 166.1. Macc-criektp (ESI), m/z: Haiine-
Ho 402.1274 [M + H]*. C,HN,O,S. Bbuucieno
402.1198.

Annmnia-3-aMuHO-2-aneTna-6-metna-4-(py-
pan-2-un)-4,7-aurunporuero|2,3-b]mupuaun-5-kap-
ookcuaar (5) mostydyaau aHaJOTMYHO COENMHEHUIO 4,
ucxons u3 2.1 r (10 Mmosb) eHamuHokeToHa 1b, 1.8 T
(10 mMomb) 2-(pypdypuanaeHIIMaHOTHOAlleTAMUIA
(2b) u 1.2 M (10 mmonb) iponapriopomuna (3) co-
OTBeTCTBeHHO. Bhixon 2.4 1 (66%), GecLiBETHBIE KpH-
cTajubl, T.I01. 237—239°C (MeOH), npu Y®-061y4e-
Huu dryopectmpyior. UK criekrp, v, em': 3448, 3321,
3224,3147 (NH,, NH), 1691, 1611 (C=0), 1571 (6NH,).
Crnektp AMP 'H, 6, m.1.: 2.09 ¢ (3H, Me), 2.32 ¢ (3H,
MeCO), 4.49 n (1H, OCH,,%J 14.0 I), 4.60 n (1H,
OCH,,J 14.0 Tu), 5.14 n (1H, CH,=, J_ 10.6 Ty,
5250 (1H, CH,=,J_ 17.311),5.27 (lH"@), 5.56—
5.93 M (1H, =CH), 6.10 ¢ (1H3¢ypm), 6.27 ¢ (1H4d3yp1/m)’
7.30 ymc (2H, NH,), 741 ¢ (1H5¢ypm), 10.07 ymr.c
(IH, NH). Cnektp AIMP BC, o, m.1.: 19.8, 28.1, 32.3,
64.1,97.0, 100.0, 105.4, 108.2, 110.7, 117.3, 133.7, 141.9,
144.0, 148.6, 153.5, 157.3, 166.8, 187.5. Macc-cnektp,
m/z (I, %): 359.1 (100) [M + 1]*. Haiineno, %:
C60.11; H4.95; N 7.78. C . H \N.O,S. Beruncneno, %:
C60.32; H5.06; N 7.82. M 358.4.

IMponua-2-[6-meTna-5-(2-meTokcudennakap-
o0amoun)-4-(5-meTuadypan-2-ui)-3-uaHONUPH -
JuH-2-wirtno|amerar  (7a) ToJydaau  aHAJIOTMYHO
coequuenmio 4, ucxonsd n3 2.8 T (10 MMoib) eHamMu-
HoketoHa 1c, 1.9 r (10 MMoinb) 5-metun-2-pypdypu-
nuaeHnaHotuoaneramuna (2¢) u 1.4 v (10 Mmonb)
MIPOIIMIOBOTO 3(pHpa O-XJIOPYKCYCHOM KMCJIOTHI (6a)
cooTBeTCTBeHHO. Boixonm 3.9 1 (82%), enThblil mopo-
moK, T.Iur. 125—127°C (BuOH). UK cnektp, v, cM™':
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3335 (NH), 2219 (C=N), 1717 (OC=0), 1665
(CONH). Cnextp AMP 'H, 8, m.x.: 0.85 T (3H, Me,
J 6.2 In), 1.52—1.68 m (2H, CH,), 2.19 ¢ (3H, Me),
2.54¢ (3H, Me), 3.74 ¢ (3H, Me0), 4.03 1 (2H, OCH,,
J 6.4 Tu), 412 ¢ (2H, SCH,), 6.32 1 (1H3¢ypaHa, J 3.2
I), 6.94 T (1H,,,,/741Tw), 7021 (1H__ ,J7.1 ),
7.11-7.21 m (2H, 1H4d)ypal—|a +1H ), 7.86 T (IH,_ .. J
7.0 Ti), 9.92 yur.c (1H, NH). Crekrp SIMP BC, 6,
m..: 10.7, 13.7, 22.0, 23.1, 32.9, 56.1, 67.0, 98.4, 109.8,
112.0, 116.0, 117.1, 120.4, 123.5, 126.1, 126.2, 126.8,
137.9, 144.6, 151.2, 156.0, 158.9, 161.6, 165.3, 168.9.
Macc-cniektp (ESI), m/z. Haiineno 480.1608 [M +
H]J*. C,.H,.N.O.S. Boruucneno 480.1515.

2577257 375

2-Metua-4-(5-meruadypan-2-ui)-6-merua-
THO- V-(2-MeToKcuenmmuukoTunamun,  (7b)  nony-
yajau aHaJoOTMYHO coenuHeHuto 4, ucxoasd u3 2.8 T
(10 mmonb) eHammHokeroHa 1c, 1.9 r (10 mMMmoIBb)
S-metmin-2-pypdypumneHuraHoTHOaLeTaMuaa (2c¢)
n 0.62 M (10 MMOJIb) METHIMOINAA COOTBETCTBEH-
Ho. Boeixon 3.0 T (77%), XenTble KpUCTAJIbI, T.IUL
178—180°C (AcOH). UK cnektp, v, cm': 3311 (NH),
2220 (C=N), 1664 (CONH). Cniextp SIMP 'H, 0, m.11.:
2.21 ¢ (3H, Me), 2.53 ¢ (3H, MeS), 2.63 ¢ (3H, Me),
3.75 ¢ (3H, McO), 6.35 1 (IH{DWH, J 3.2 Tm), 6.96 T
(I1H,,,./7.7Tw), 7050 (1H, ,J8.2Tw), 7.11-7.19m
(2H,,), 7872 (1H,_ ,J7.7T1),9.88 yur.c (1H, NH).
Criextp IMP BC, 9, m.n.: 13.4, 13.7, 23.4, 56.1, 98.2,
100.1, 109.7, 112.0, 116.3, 117.0, 120.7, 123.5, 126.1,
126.9, 137.2, 144.8, 151.2, 155.9, 159.0, 163.3, 165.5.
Macc-cnexktp (ESI), m/z: Haiineno 394.1221 [M +
HJ". C, H /N,O,S. Beruncineno 394.1147.

19" 373

5-Anmmn-2-metun-4-(2-xnopdennn)-/N-(4-xmop-
thenun)-5-uuano-6-sTuaruo-4,5-quruaponupu-
nuH-3-kapookcavma (8). Cmech 2.8 T (10 mMMoib)
eHamrHokeToHa 1d u 2.2 t (10 MMoib) 2-x710pOEeH-
swmaeHImaHotroaneramuaa (2d) B 40 M1 adbcosmoT-
Horo 3TaHona npu 20°C nepeMermBaiu 2 94 U OCTaB-
Jstm. Yepes 24 4 nipu niepeMelIMBaHUK IpUOaBIISLIU
0.8 ma (10 mmonb) aTMNIMONMAA, TIepeMeluBaIu 1 u
n octapisuii. Yepes 24 4 mipu nepeMeIMBaHUuM T10-
cienoBatesibHO Tiprbasisum 5.6 mi (10 mmodb) 10%-
Horo BogHoro pactBopa KOH u 0.85 mi (10 MMoIIb)
aTIOpoMIaa, TepeMelBaid 2 4 M pa30aBIIsiva
paBHBIM 00BEMOM Bombl. OOpa30BaBIIMIICS OCAIOK
OT(WIBTPOBBIBATIM U TOCJIEIOBATEIbHO IIPOMBIBATII
BOJIOIA, 3TaHOJIOM U rekcaHoM. Beixon 3.41(70%), Gec-
LIBETHBIC KPUCTAJUIEI, IIpu YP-00myaeHnn diyopec-
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uupyiot, T.I1. 106—108°C (i-PrOH). UK criektp, v,
cm!: 3345 (NH), 2248 (C=N), 1663 (CONH). CniekTp
AMP 'H, 8, m.a.: 1.29 T BH, MeCH,, J 7.2 ), 2.24
¢ (3H, Me), 2.55-2.69m (2H, CH,), 3.02—-3.24 m (2H,
SCH,, J7.2T), 4.76 ¢ (1H, H"Py), 5381 (1H, CH,=,
J e 6:0 T), 5.40 1 (1H, CH,=, J e 10.0 ), 5.57—
6.03Mm (1H, CH=),7.07 1 (1H,,,. J6.9I), 7.27-7.34
(4H,..), 7450 (1H,_ . J 6.9 Itn), 7.60 o (2H,,,,J71
It), 10.04 yur.c (1H, NH). Cnektp SIMP BC, 8, m.x.:
13.7, 26.0, 24.9, 38.9, 40.2, 48.4, 115.6, 117.2, 121.0,
121.1, 122.5, 127.3, 127.8, 128.7 (2C), 128.9, 129.8,
129.9, 130.1, 132.5, 133.8, 137.2, 142.9, 163.4, 165.8.
Macc-criektp (ESI), m/z: Haitneno 482.0867 [M —
HJ". C,;H,,C,N,OS. Boraucineno 482.0939.

257723

DTUI-3-aMHHO-2-KapoaMomi-6-nponui-4-(gy-
pan-2-uwi)tueno|2,3-bmupuaun-5-kapookewnar  (9).
Cwmech 2.3 1 (10 mmonb) eHamuHOKeToHa le u 1.8 T
(10 mMMonb) 2-(pypdypuanaeHIIMaHOTHOAleTAMUIA
(2b) B 40 M1 abcomoTHOTO 3TaHoa rpu 20°C nepeme-
mmBanu 1 4 u octapisiian. Yepes 24 4 K mepeMelnBa-
emMoit cmecu npuoapstiv 0.94 mi (10 Mmoinb) o-XJ10-
paueTaMKia, nepeMeliuBaId 4 4 U npubapisin 5.6
M1 (10 mmosb) 10%-Horo BomHoro pactBopa KOH,
nepeMemBanu 1 4 u ocrapisian. Yepes 24 4 peak-
LIMOHHYIO CMeCh pa30aBJIsijii paBHBIM 0ObEMOM BOIbI
1 OTWIBTPOBHIBAIM 00pa30BaBIIMICSI OCAIOK, I10-
CJIemoBaTeIbHO ITPOMBIBAJIM BOIO, 3TAHOJIOM M TeK-
caHoM. Beixon 3.0 1 (79%), XenTble KPUCTAJUIbI, TIPU
Y®-o6nmyuenun Gayopecunpyior, T.Iur. 135—137°C
(BuOH). UK cmektp, v, cm™': 3405, 3398, 3311, 2990
(NH,)), 1714 (C=0), 1660 (CONH), 1634 (ONH,).
Cnextp AMP 'H, 6, m.1.: 0.90 T (3H, Me, J 7.4 T1),
1.08 T (3H, Me, J 7.8 ), 1.64—1.76 m (2H, CH,),
278 7(2H, CH,, /7.8 I'n), 413k (2H, OCH,, /7.4 Tn),
6.15 yur.c (2H, NH,), 6.73 (1H4¢ypaHa, J 2.1 T), 6.77
I (1H3¢ypaHa, J2.11Tu), 7.33 yur.c (2H, CONH,), 7.96 n
(1H5¢ypaﬂa, J 1.1 Tin). Crekrp AMP BC, o, m.n.: 14.2,
14.3, 22.6, 37.8, 62.0, 99.8, 112.5, 114.0, 120.4, 126.7,
132.7, 145.5, 145.7, 145.8, 158.5, 160.0, 167.1, 167.6.
Macc-cnekrp (ESI), m/z: Haiineno 374.1172 [ M + H]*.
CH,N.O,S. Beraucneno 374.1096.

197 374
7-Metua-N,4-nupennn-9-(3-xnopdenna)nupu-
no[3’,2:4,5]tueno[ 3,2 -d|nupumuann-8-kapookca-
mun (10). Cmecs 2.5 r (10 MMosb) enamuHokeToHa 1f
u 2.2 1 (10 MMOJIb) 3-x10pOEH3UIMACHIMAHOTHOALIE-
tamunaa (2e) B 40 ma abcomoTHoro ataHosna npu 20°C
nepememBanu 1 4 1 octapiasuin. Yepes 24 4 K niepe-
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MemmBaemMoil cmecu npubapistn 2.0 T (10 MMOJIb)
(heHaLMIOpOMMIA, MEpeMELUBAIN 2 Y, TIPUOABIISLIA
5.6 mut (10 Mmmoiib) 10%-Horo BomHoro pactBopa KOH
u octapisuid. Yepes 24 4 peakLIMOHHYIO CMeCh pa30aB-
JISUTM paBHBIM OOBEMOM BOIBI M OT(MIBTPOBBIBATIN
00pa30oBaBIIUIACS 0CAIOK, MOCAEI0OBATEILHO MPOMbI-
BaJIM BOIOIA, TAHOJIOM 1 TeKCAHOM, TIOCJIE YETO KUTISI-
TUJIU ¢ 00PATHBIM XOJIOIUIBLHUKOM B 15 M1 (hopmamu-
na. [ocne oxnaxaeHust 10 KOMHATHOM TeMITepaTyphbl
00pa30oBaBIINIACS 0CanOK OT(HUIBTPOBLIBAINA 1 IIPO-
MBIBAJIN JUSTWIIOBBIM 3¢upoM. Beixon 3.9 r (77%),
JKeJITBI TTopoIIoK, Ipu YM-006mydeHnn Gyopecim-
pyer, T.ru1. 225—227°C (BuOH). UK criektp, v, cm™":
3330 (NH), 1672 (CONH). Criektp IMP 'H, 0, m.11.:
276 ¢ (3H, Me), 7.12 1 (2H,,,,,J 7.2 T1), 720-7.74 m
(10H,,,),8.120(2H, ,/8.0311),9.09¢(1 HZHWMWHH),
10.52 ym.c (1H, NH). Cnekrp AMP BC, 0, m.n.:
23.3, 129.2 (2C), 130.8, 131.0, 131.7, 132.0 (2C), 132.6
(20), 133.8 (20), 135.4 (2C), 136.6, 137.1, 141.0, 143.2,
144.4, 150.5, 155.2, 157.1, 157.3, 158.6, 159.4, 162.7,
164.8, 164.9, 189.2. Macc-criektp (ESI), m/z: Haiine-
Ho 507.1059 [M + H]*. C,H ,CIN,OS. Bbuucneno
507.0968.

7'-Metun-9’-(5-mertundypan-2-ui)-4’-ok-
co-N-penunna-3’,4"-quruapo-1°H-cnupo | uukiaorek-
can-1,2"-nupuno[3’,2":4,5]tueno|[3,2-d]nupnmu-
muH]-8’-kapookcamua (11) monyyanu aHaAJIOTMYHO
COEIUHEHUIO 9 IO CTaguu BBLIACICHUS OcCaiKa, UC-
xonsg u3 2.5 r (10 mmonb) enamuHokeToHa 1f, 1.9 r
(10 mMmoB) 3aMenieHHOTo akprtoHuTpuiIa 2¢ 1 0.94 ¢
(10 MMoOITB) Q-XJTOpaleTaMuaa COOTBETCTBEHHO. 3a-
TeM OCafoK KMISATWIM 3 4 B 25 mi JensgHoit AcCOH
u 1 M (10 mmons) nmkiorekcaHona. Ilocne oxia-
XKICHUS PEAKIIMOHHOM CMECH OO KOMHATHOM TeMIIe-
parypbl 00pa30BaBIINiiCsS 0canoK OTOUIBTPOBBIBAIN
W TIPOMBIBAIM AUSTWIOBEIM 3upom. Bexom 3.5 1
(71%), xentbiii iopoiok, T.1u1. 314—316°C (BuOH),
mpu 220°C cyomumupyetcs. UK criexktp, v, em™': 3330
(NH), 1660 (CONH). Cnextp AMP 'H, 9, m.x.: 1.10—
118 m (2H, CH,), 1.33—1.61 m (2H, CH,), 1.64—1.76 m
(2H, CH,), 1.89-2.02 M (2H, CH,), 2.23 T (2H, CH,,
J6.4Tm), 2.27 ¢ (3H, Me), 2.59 ¢ (3H, Me), 4.90 yrir.c
(1H, NH), 6.29 (1H3¢,ypm, J32Tu),6.73 1 (1H4¢ -
J3.21w), 707t (AH,  ,J7.71w), 7291 2H, /7.7
), 7521 (2H, J7.0 I11), 8.02 yur.c (1H, CONH),
10.50 ym.c (1H, CONHPh). Cnekrp AMP BC, 4,
M. 13.7, 21.8, 22.9, 24.7, 24.9, 26.9, 36.1, 41.8, 69.8,

109.1, 114.8, 119.9 (2C), 124.4, 129.3, 130.1 (2C), 131.9,
138.9, 142.2, 144.7, 154.4, 155.3, 161.3, 161.5, 165.6,
211.2. Macc-cnektp (ESI), m/z: Haiineno 487.1814
[M+ H]".C_H N, O.S. Boruucieno 487.1726.

2777260 473

7’ -Metuia-N-(2-metokcudennn)-4’-ok-
co-3'-pennn-9’-(dbypan-3-un)-3’,4 -nurunm-
po-1’ H-cnupo[uuknonenra-1,2 -mapuno[3’,2:4,5] -
THeHo| 3,2-d]mapuvmaun] -8’ -kapookcamun (12) momy-
yaJii aHaJIoTMYHO coemvHeHuto 11, vcxonsa u3 2.8 r
(10 mmomb) enammHokeroHa lc, 1.8 r (10 MMonb)
3-dypdypumuaenunanornoauetamuaa  (2f), 1.7 T
(10 mmonp) a-xnopaneranuavaa v 0.9 s (10 mmosnb)
LIMKJIONIEHTAaHOHA COOTBETCTBEHHO. Bhixom 3.8 r
(68%), xenthlii mopoiok, T.mw1. 207—209°C (BuOH),
npu Y®-o6nmyyennu dayopeciupyet. UK cniekrp, v,
cm': 3328 (NH), 1675, 1656 (C=0). Crextp AMP 'H,
0, m.1.: 1.75 yuc [4H, (CH,),], 1.91 yur.c (2H, CH,),
2.12 ym.c (2H, CH,), 2.63 ¢ (3H, Me), 3.75 ¢ (3H,
MeO), 6.84-7.02 m 2H_ ), 711-7.15 m 2H__ ),
7200 (1H, . J 7.9 ), 732T(2H ,J 7.6 T), 764
n(CH, J76 In), 7.66 ¢ (IH,,, ) 785T(2Hd s
7.9 Fu) 8.66 yur.c (1H, NH), 10. 12y1u c(1H, CONH)
Criextp SAIMP BC, §, m.1.: 22.6 (2C), 23.0 (2C), 56.1
(20), 64.4,102.3, 114.4, 112.3 (2C), 115.0, 120.8, 120.9,
122.1 (2C), 124.2, 124.4, 126.3, 127.3 (2C), 128.9, 134.6,
138.8, 141.4, 149.1, 151.9, 157.0, 158.2, 159.4, 164.9,
167.7. Macc-cniektp (ESI), m/z: Haiineno 565.1914
[M+H]". C_H,N,O,S. Beraucieno 565.1831.

327728 474

SAKJIIOYEHUE

TpexKoMIoOHeHTHasT KOHAECHCALIMsI eHAMUHOKETO-
HOB, apWI(TETapWI) METUIUIEHIIMAHOTUOALIETAMUIOB
W AIKWIMPYIOIIMX PEAreHTOB, MHULIMMPYEMas peak-
uueit Ctopka, NpyuBOAUT K 00pa3oBaHUIO (PYHKIIHO-
HaJIbHBIX MIPOM3BOMHBIX HUKOTHHAMMUIA.

VBenmuueHne KOMIOHEHTHOCTU KOHIeH caluu 110 4
TTO3BOJIIET CMHTE3MPOBAThL BasKHBIE B OMOJIOTMIECKOM
OTHOLLIEHUY MUPUAOTUEHOITUPUMUANHBI U UX CITUPO-
3aMeleHHbIE aHAJIOTH.

BJIIATOJAPHOCTH

ITyb6naukauust moarorosaeHa nmpu noaaepxke Ipo-
rpamMbl  PYJIH crparernyeckoro axkaaeMHUyecKoro
JIMAEPCTBA.

KOH®JINKT MHTEPECOB

ABTOpBI 3asBJISIIOT 00 OTCYTCTBUM KOH(MJIMKTA UH-
TEPECOB.
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Multicomponent Synthesis of Nicotinamides
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New nicotinamide derivatives have been synthesized by reactions of enamino ketones, aryl(hetaryl)
methylidenecyanothioacetamides, alkylating agents, formamide, and cycloalkanones. The structure of some of
the synthesized compounds has been determined by X-ray analysis.

Keywords: Stork reaction, nicotinamide, thieno[2,3-b]pyridines, X-ray analysis

XKYPHAJI OPTAHUYECKON XUMMUMU Tom 60 Ne 4





