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CHHTE3 1 MOJEKYJISPHOE CTPOEHUE
4-HATPO-9-OEHWJI-2,3-TUTUJPO-1H- U1 9-THIPOKCH-3-OKCO-
9-®EHWJI-2,3-TUTHIPO-9H-UHIEHO[2,1-c]IUPUINHOB
" 3,7-TAPEHNJI-3a,4,5,6-TETPATHIPOUHIEHO[2,1-c]-
HN30KCA30JIO0[5,4-d|ITAPAINHA

HutpoBannem  N-ankun-9-¢enun-2,3-guruapo-1H-unneno[2,1-c|[nupuiuHOB ~ HUTPUTOM
HAaTpUs B YKCYCHOM KHCJIOTE€ HOJYYeHbl HX 4-HUTPOIPOU3BOAHBIE ¥ IMOOOYHBIA HPOAYKT
OKHCICHUS — 2-MEeTHJI-9-THAPOKCHU-3-0KCOo-9-penmn-2,3-nuruapo-9H-unneno[2,1-clnupuaus.
Metonom PCA n3ydeHo ux MoneKyJsipHOe cTpoeHue. B3anmonelicteueMm 1-runpokcu-2-¢peHnn-
2-xmopazoMeTHHa ¢ 2-MeTun-9-¢enun-2,3-auruapo-1H-unneno[2,1-cloupunuaoMm B IpHCYTCTBHU
TPUAITUIIAMUHA TOJIy4YeH NPOAYKT [2+3 ]-1mkionpucoenuuenus — S-metun-3,7-qudennn-3a,4,5,6-
TeTparuApouHaeHo(2,1-clusokcazonol5,4-dnupuaus.

KaroueBbie caoBa: N-ankuia-4-uutpo-9-dennn-2,3-auruapo-1H-unneno|2,1-clnupunussl,
9-rupoKCH-2-MeTUII-3-0Kc0-9-penmn-2,3-nuruapo-9H-unneno[ 2, 1 -cjoupumun,  3,7-AUMETHI-
3a,4,5,6-terparuapounieHo| 2, 1-cJuzokcasono| 5,4-d|nupunun, PCA.

[IpuHIATT XUMHUYECKOTO MOIU(PHUIMPOBAHUA W3BECTHBIX TNPHUPOAHBIX W
CHHTETUYECKHX OMOJOTHMYECKH aKTUBHBIX BEIIECTB M WX NPEANICCTBEHHUKOB
SIBIIIETCSI IO CHX IOp OJHWUM W3 OCHOBOIIOJNATAIOMIMX B CTPATETHH CO3IaHUS
HOBBIX JeKapcTB [l], XUMHYECKHUX CPEICTB 3alIUTHl W JIEYCHUS PACTCHHU U
JKUBOTHBIX [2], a Takke muImeBbIX M00aBok [3]. [Ipomoimkas cucTeMaTHIeCKue
HCCIeNOBaHUs XUMUH [4, 5] 1 OMOTOTHIECKO aKTUBHOCTH [6, 7] IPOU3BOIHBIX
WHACHONMPUANHOB, B HACTOAMICH paboTe MBI IMMOCTAaBWIM 337ady H3YYUThH
HampaBieHus: TpeBpameHnii  N-ankwmi-9-penmn-2,3-aurunpo- 1 H-uaneno[2,1-c]-
nupuIMHOB 1a,b pu ux B3aUMOJIEHCTBUM C HUTPUTOM HATPUsI B KUCJION cpejie,
a Takke ¢ OEH3THAPOKCHMOMIXIIOPUIOM B TIPUCYTCTBUH OCHOBaHHS. BakHOCTB
(YHKIIMOHANM3AWN JTHX OMDKaWIIMX TPEAIIECTBEHHHKOB MPOTHBOAJLIEP-
rudeckoro cpeactBa TedopuwHa [1] odeBHAHA, XOTS IICIIEBYI0O XHUMHYECKYIO
MOIN(UKALMIO TIOCIEIHETO HENb3s CYUTATh OYEHb IMPOCTOW 3amadei, eciu
y4ecTh BeChMa 3HAUHUTENbHYI0 XMMHUYECKYIO JTAOMIBHOCTD MPENNIeCTBEHHUKOB
[5]. Ilpexxne Bcero mpw HW3YYEHHWH pPEAKIHH MEXKAYy HUTPUTOM HATpUS U
nHAeHONMpuANHaMU la,b OBUTO yCTaHOBIEHO, YTO OCHOBHBIMU IIPOyKTaMH
SIBJISIFOTCSL 4-HUTPOIIPOU3BOJIHBIE 2a,b, BBIIEIECHHBIE C MTOMOIIBIO KOJOHOYHOM
xpomarorpaduu B BHJE TPAaHATOBO-KPACHBIX KPUCTAIOB ¢ BbIxoaoM 50 u 49%
COOTBETCTBEHHO.
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B UK cnekrpax CHHTE3MpOBaHHBIX COCTUHEHUH HAOIIOAAIOTCS BBICOKO-
MHTEHCHBHBIC MOJIOCHI ToryToutenns mpu 1320 u 1514 cM ', xapakTepHbie 11
HUTPOTPYIII, CONPSHKEHHBIX € OJEQHHOBOM CBsI3bI0. B Macc-criekTpax obomx
COeNIMHEHMH PUCYTCTBYIOT TIHKH MOJIEKYIApHBIX HOHOB M, monoB [M-H]",
[M—OH]", [M-—HNO]" u [M-NO,]" pa3nuyHOii MHTEHCHBHOCTH, MOITBEPKIaA-
o1re OpyTTO-POpPMYJIBI TPOAYKTOB 2a,b. O TOM, YTO HUTPOIPYIIa HAXOIUTCS
mpu C(4) TeTparuaponupUANHOBOTO KOJIBIIA, CBUICTEIBLCTBYET, BO-TIEPBBIX,
OTCYTCTBHE TPHUIUIETHOTO CUTHaja MpoToHa H-4 (B MCXOAHBIX COEAMHEHUSX OH
Habmonancs B obnactu 6.87 n 6.80 M. 1.); BO-BTOPBIX, 3HAYUTEIbHBINA CIBUT
B cimabeie ot (A = 0.6 M. 1.) ayOner-myOJeTHOro curHajia OEH30JIbHOTO
nporoHa H-5, 4ro MokeT OBITH CBSI3aHO TPEXKAE BCETO C HAXOXKICHUEM
3NeKTpoHoakenTopHoil rpynmnsl NO, B TICEBIONEPHU-TIONOXKEHUH K ITOMY
MPOTOHY H €€ JIe33KpaHupyromuM 3 dexrom. I 0HO3HAYHOTO TTOATBEP KICHHSI
TOro ()akTa, 4YTo B YCIOBHAX DIIEKTPOPHUIBHOTO HHUTPO3ZUPOBAHUS MPOUCXOIAHUT
OKHCIIEHHE HHUTPO30TPYMIBI A0 HUTpOTpymmbl, Obl1 mpoBeaeH PCA wHutpo-
coenuHenus 2a (puc. 1, Tadmn. 1 u 2).

WNnpeHonupuanHoOBasi 4acTh MOJIEKYJBl 2a (3a MCKiIoueHHeM aroma N(2))
MPAKTHYECKHU TUIOCKas (CpeJHEKBaJApaTHYHOE OTKIOHEHHE aTOMOB OT CpeaHei
miockoct coctapisger 0.018 A). Atom N(2) BBIXOAUT U3 3TOi MIOCKOCTH Ha
0.618 A u, crenoBaTenbHO, TETPArHAPONUPUIMHOBBIA LUK MMeeT KOH(MOp-
Manmo coga. Hurporpynma pacronioxkeHa MpakTUYECKH KOIUIAHAPHO C ILIOC-
KOCTBIO HHACGHOMHUPHUANHA (YToJd MEXAY COOTBETCTBYIOUIMMH IIJIOCKOCTSIMH
60°), B To BpeMsi kKak (DEHWIBHBII 3aMecTHTEeNb pa3BepHyT Ha yron 50.3°
10 OTHOIICHHIO K TOM K€ IUIOCKOCTH.

Atom N(2) umeer mupaMUAAIbHYI0O KOHQHUIyparuio (CyMMa BaJICHTHBIX
yrioB mipu atome N(2) pasHa 334.6°).

JnuHBI CBs3eM W BaJCHTHBIE YTJIBI B MOJIEKyJe 2a HMMEIOT CpeaHecTa-
THCTUYECKHE 3HAUCHUS [8].

[Ipu cuHTE3e HUTPOCOEAMHEHHUS 2a U3 PEaKIMOHHOW CMecH OBbUI TakKxke
BBIZICIEH C BEIXOAOM 17% MPOIYKT 9aCTUIHOTO OKHUCICHUS McXomHoro la —
9-runpokcu-3-o0kco-2,3-TurugponHIeHONupuaInH 3. DT0 coennHEeHHe 00pa3o-
BaJIOCh B pe3ylibTaTe M30MEPHU3AlNU S-MPAHC-TAUCHOBOTO (parMeHTa B S-yuc-
JMEHOBYIO CUCTEMY, 3aKpEIUICHHYI0 OKucieHueM rpynnsl 3-CH;, B ketorpymmy
¢ oOpazoBaHHEM TEPMOJWHAMHYECKH YCTOWYMBOW O-TUPHUIOHOBOM CHCTEMBI.
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Puc. 1. MonekynspHas CTpyKTypa coeauHeHHs 2a (aToMbl moka3aHsl 40%-BepOosITHOCTHRIMA

DJUTUIICONAaMHM aHU30TPOITHBIX CMeI].[eHHﬁ)

Tabnumal
Jiunbl cBa3eid (/) B cTpyKType 2a
Cpsi3b LA CBsi3b LA
O(1)-N(1) 1.193(3) C(5)-C(6) 1.388(4)
O(2)-N(1) 1.205(3) C(6)-C(7) 1.362(4)
N(1)-C(4) 1.460(3) C(7)-C(8) 1.397(3)
C()-N(2) 1.444(3) C(8)-C(8A) 1.373(3)
C(1)-C(9A) 1.483(3) C(BA)-C(9) 1.481(3)
N(©2)-C(3) 1.442(3) C(9)-C(9A) 1.353(3)
N(2)-C(10) 1.456(3) C(9)-C(11) 1.470(3)
C(3)-C4) 1.492(3) C(11)-C(12) 1.387(3)
C(4)-C(4A) 1.356(3) C(11)-C(16) 1.398(3)
C(4A)-C(%9A) 1.466(3) C(12)-C(13) 1.371(3)
C(4A)-C(4B) 1.484(3) C(13)-C(14) 1.373(3)
C(4B)-C(5) 1.381(3) C(14)-C(15) 1.367(3)
C(4B)-C(8A) 1.416(3) C(15)-C(16) 1.369(3)
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Tabnuma 2
BanenTHble yribl (©) B CTPYKTYype 2a

Yron ®, rpan. Vron , Tpaji.
O(1)-N(1)-0(2) 121.9(3) C(6)-C(7)-C(8) 120.2(2)
O(1)-N(1)-C4) 120.8(2) C(8A)-C(8)-C(7) 118.6(2)
O(2)-N(1)-C4) 117.3(3) C(8)-C(8A)-C(4B) 121.36(19)
N(2)-C(1)-C(9A) 109.70(19) C(8)-C(8A)-C(9) 129.6(2)
C(3)-N@2)-C(1) 111.79(18) C(4B)-C(8A)-C(9) 108.98(17)
C(3)-N(2)-C(10) 110.9(2) C(OA)-C(9)-C(11) 126.70(19)
C(1)-N(2)-C(10) 111.9(2) C(9A)-C(9)-C(8A) 108.16(19)
N(2)-C(3)-C4) 112.31(18) C(11)-C(9)-C(8A) 125.14(17)
C(4A)-C(4)-N(1) 124.0(2) C(9)-C(9A)-C(4A) 110.12(18)
C(4A)-C4)-C3) 122.3(2) C(9)>-C(9A)—C(1) 128.5(2)
N(1)-C4)-C(3) 113.7(2) C(4A)-C(9A)—C(1) 121.40(19)
C(4)-C(4A)-C(9A) 116.04(19) C(12)-C(11)-C(16) 117.9(2)
C(4)-C(4A)—C(4B) 137.4(2) C(12)-C(11)-C(9) 120.85(19)
C(9A)-C(4A)-C(4B) 106.52(17) C(16)-C(11)-C(9) 121.27(18)
C(5)-C(4B)-C(8A) 118.8(2) C(13)-C(12)y-C(11) 121.1(2)
C(5)-C(4B)-C(4A) 135.0(2) C(12)-C(13)-C(14) 119.8(2)
C(8A)-C(4B)-C(4A) 106.18(18) C(15)-C(14)-C(13) 120.2(2)
C(4B)-C(5)-C(6) 119.1(2) C(14)-C(15)-C(16) 120.4(2)
C(7)-C(6)-C(5) 121.8(2) C(15)-C(16)-C(11) 120.5(2)

[TomobGHbIE TpoIlecCHl MOTYT COMPOBOXKIATHCA MPOTOTPOIHBIM CABHUTOM
C(1)—C(9), a Boicokast C(9)—H KxucnoTHOCTh TpHAPUIMETHHOBOTO MPOTOHA [9]
MPUBOIUT K JIETKOMY OKHCJICHHIO 3TOTO (pparMeHTa J0 COOTBETCTBYIOIIETO
kapOuHona. Hamo oTMeTnTh, 4TO coenuHeHne 3 UMeeT TeMIepaTypy IJIaBjIeHus,
crektpsl UK, SAMP "Hu MAaccC-CIIEKTPBI, UICHTUYHbIE TAKOBBIM [JIS1 BEIIECTBA,
KOTOpO€ paHee MBI MOIYYMIA OKHUCIEHHEM HCXOAHOTo la TMOKCHIOM MapraHiia
mpu KoMHaTHOM Temmeparype [5]. C nenpio OKOHYATENBbHOI'O YCTAHOBICHHS
CTPOCHHSA U CTEPEOXMMHUYECKUX OCOOCHHOCTEW coenuHeHHs 3 ObUT IpOBEAEH
ero PCA (puc. 2, Tabn. 3 u 4).

WupeHonmupuanHOBEI  QparMeHT MOJNEKyJNbl 3 TPaKTHYECKH IIOCKUH
(cpenHekBapaTUYHOE OTKJIOHEHHE aTOMOB OT CPETHEH IIIOCKOCTH COCTaBISET
0.024 A). ITnockocTh eHUITBHOTO 3aMECTUTENS PACIIONOKEHA MO/ yriIoM 74.7°
MO OTHOIIECHHWIO K TUIOCKOCTH MHACHONUPUIMHOBOTO ()parMeHTa, a IUIOCKOCTb
TpexaToMHoi rpynmnupoBku (C(9)-0(2)-H(20)) — nox yrimom 84.5°.

Atom N(2) umeeT MIOCKOTPUTOHAIBHYIO KOH(UTYparyio (CyMMa BaJICHTHBIX
yriioB mipu atrome N(2) pasaa 360.0°).

JmMHBI CBSI3eM W BAJICHTHBIC YITIBI B MOJICKYJiEe 3 MMEIOT CpPEIHECTAaTHC-
THYECKHe 3HaYeHU [8].
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Puc. 2. MonexynsapHas CTpyKTypa coeauHeHHs 3 (aToMbl oka3aHbl 50%-BepOITHOCTHBIMU
3JUIUNCOMAAMHU aHU30TPOIHBIX CMEILEHHI

Monekynsl 3 B Kpuctamuie o0pa3yioT LEHTPOCHMMETPHUYHBIE IMMEpHI 3a
CYeT MEXXMOJIEKYJISIPHBIX BOJIOpOIHBIX cBsizeit O(2)-H(20)...0(1) [-x, v+ 1, —
z+1](0...02.759(2), H...0 1.81(2) A, £ O-H...O 177(1)°) (puc. 3).

Puc. 3. lleHTpocHMMETPHYHBIE TUMEPBI COEMHEHHS 3 B KPUCTAIIIE, TyHKTUPHBIMU THHHAMH
MOKa3aHbl BOJZOPOAHBIE CBSI3H
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Tabnuma 3

Jnunbl cBsa3eii (/) B cTpykType 3

CBs13b LA CBa3b LA
O(1)-C(3) 1.2575(14) C(6)-C(7) 1.3939(19)
0(2)-C(9) 1.4319(14) C(7)-C(8) 1.3951(19)
C(1)-C(9A) 1.3547(17) C(8)-C(8A) 1.3854(17)
C(1)-N(2) 1.3756(15) C(8A)-C(9) 1.5387(17)
N@2)-C(3) 1.3894(16) C(9)-C(11) 1.5247(16)
N(2)-C(10) 1.4678(16) C(9)-C(9A) 1.5281(16)
C(3)-C4) 1.4360(17) C(11)-C(16) 1.3902(18)
C(4)-C(4A) 1.3643(16) C(11)-C(12) 1.3945(18)
C(4A)-C(9A) 1.4240(16) C(12)-C(13) 1.3923(19)
C(4A)-C(4B) 1.4655(16) C(13)-C(14) 1.386(2)
C(4B)-C(5) 1.3932(17) C(14)-C(15) 1.381(2)
C(4B)-C(8A) 1.4024(16) C(15)-C(16) 1.3886(19)
C(5)-C(6) 1.3907(18)

bruta Takke ocymiecTBiIeHa peakius WHACHONMHMpUAMHA la ¢ OKCHMOM
xnopberzanpaeruna 4. [locnenHuii B NMpHCYTCTBHM TpPUATHIAMHHA MpEBpa-
IIaeTcs B MBHUTTEP-HOH 4a, KOTOPHIA BCTYyHAaeT ¢ cOeNWHEHHEeM la B peakiuio
[2+3]-IHUKITOIPUCOEAMHEHUST C BO3MOXKHBIM 00pa3oBaHWEM JBYX H30MEPOB.
B pesynbrare xpomarorpadudeckoro paszeneHuss ObUIO BBIIEICHO JHUIIb OJTHO
BemiecTBO (C BBIXOJAOM 29%), UMEIOIIee M0 CHEeKTPAIbHBIM JaHHBIM CTPOSHHE
TeTparuaporuHAeHo|2,1-cuzokcazono[5,4-d|mupuauna 5.

Tabnumna 4
OcHOBHbIEe BajIeHTHbIE YIJIbI ((® ) B CTPYKType 3
VYron o, Tpaj. Vron , Tpaf.
C(OA)-C(1)-N(2) 20.41(11) 0(2)-C(9)-C(11) 107.05(9)
C(1)-N2)-C(3) 122.83(10) 0(2)-C(9)-C(9A) 112.92(9)
C(1)-N(2)-C(10) 119.88(10) C(11)-C(9)-C(9A) 113.90(10)
C(3)-N(2)-C(10) 117.28(10) 0(2)-C(9)-C(8A) 111.77(10)
O(1)-C(3)-N(2) 119.28(11) C(11)-C(9)-C(8A) 110.86(9)
O(1)-C(3)-C4) 124.06(11) C(6)-C(5)—C(4B) 118.15(12)
N(2)-C(3)-C(4) 116.66(10) C(5)-C(6)-C(7) 120.95(12)
C(4A)-C4)-C3) 120.13(11) C(1)-C(9A)-C(9) 129.65(11)
C(6)-C(7)-C(8) 120.76(12) C(16)-C(11)-C(9) 119.65(11)
C(8A)-C(8)-C(N 118.64(12) C(12)-C(11)-C(9) 121.47(11)
C(8)-C(8A)-C(9) 127.92(11)
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Tabnunma 5
OcHoBHBIE KpUCTALIOrpadyecKHe JaHHbIE M TApaMeTPbl YTOYHEHHUS
JJISl COeJUHEHMUI 2a 1 3
CoenuHenne 2a 3
BpyTro-popmyma Ci9H6N20, CioHsNO,
M 304.34 289.32
T,K 293 120
Cunronus MoOHOKINHHAs MoHokIHHas
[IpocTtpaHcTBeHHas rpymna P2i/c P2\/c
a, A 10.757(2) 13.3169(9)
b, A 15.027(3) 9.5943(6)
c, A 10.025(2) 11.0655(7)
B, Tpax. 107.65(2) 93.932(5)
v, A3 1544.2(5) 1410.47(16)
VA 4 4
d,, /em™ 1.309 1.362
F(000) 640 608
W, MM 0.086 0.089
20 1ax, TPAI. 54 54
Yucno
HU3MEPEHHBIX OTpa’keHUH 3527 12 949
HE3aBUCHUMBIX OTPaKCHUH 3335 3054
HAOJF0TAeMBIX OTPaKCHHMA 1959 2612
cI>20(l)
YTOYHSIEMBIX [TapaMeTPOB 208 259
R, (I>20(l)) 0.056 0.042
wR, (Bce TaHHBIE) 0.140 0.116
GOOF 1.004 1.024
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B ero cnextpe SIMP 'H nBa npotoa H-4 HCHBITHIBAIOT 3HAYMTENbHBI
dKpaHupyomui 3@ dekr GeH3anbIMMHHHOTO (parMenTa U pe3oHUPYIOT B BHIE
IBYX HyOsieT-nyOneTHhIX cCUTHaioB B obmactu 2.51 u 2.82 m. n. (B cmekrTpe
HCXOAHOTO coefnHeHus la aHamormunele aBa npoTtoHa H-3 nmatoT onuH
cuHIIIeTHBIH curHan npu 3.41 M. n.). I'emunansHas KCCB 3Tux npoTOHOB
cocrasiusier 2J = 11.0, a °J = 7.0 u 4.0 Ty COOTBETCTBEHHO. JTO CBHUIE-
TEIbCTBYET 00 aKCHAIBHOM TOJOXEHHH METHHOBOTO mpoToHa H-3a, KoTopsIit
PE30HHUPYET B BUJE TPUILUIETHOTO cUrHaia npu 3.97 m. a. PaccMorpenue moaenu
JlpeiiiuHra TpexMepHOi MOJIEKYJIbI 5 TaksKe MOKA3bIBACT, UTO OJ1arojaps sp-
koHpurypanuu atoma C(6a), a Takke yuactuto aromoB C(3a), C(6a) u C(11b) B
KECTKOW  CIHUPOCOWICHEHHOW  CHCTEME JBYX  IATHWICHHBIX  IUKJIOB,
MUMEPUINHOBBIA UK JOJDKEH UMETh KOH(OpMalmio coghsl ¢ aKCHabHBIM
pacmonioxkerreM TmpotoHa H-3a. [{ns JOMOTHUTENRHOTO TOATBEPKICHUS
CTPYKTYpHI coeJHeHMsI 5 Ob11 poBeaeH aHanu3 MerogoM NOESY. IIpoctpan-
CTBEHHOE CTPOCHHME HM30MEPHOIO aJAyKTa LHKIONPUCOEINHEHU 5 OBLIO
YCTAHOBIICHO IIPH MOMOIH aByMepHoro >ddekra OBepxaysepa Ha supax 'H.
Tak, B ciektpe 2D NOESY naGmromaercs orcyTcTBytommii B cnektpe COSY
Kpocc-niuK Mexy nporoHamu H-3a (3.97 m. 1.) u opmo-nipoToHamMy (peHHUIIBHOTO
3amecturerst mpu C(3) (7.78 M. 1.). DTOT QakT yka3sIBaeT Ha TO, UTO YKA3aHHEIC
sIpa MPOCTPAHCTBEHHO COJIKEHBI, YTO BO3MOXKHO JIMIIH B ClIy4yae CTPYKTYpHI 5.

B 3aximodeHne cTaThil OTMETHM, YTO HUTPOCOCTUHEHUE 24, B COOTBETCTBUH
¢ mpenckazanueM uHTepHeT-porpaMMbel PASS [10], mepcrekTuBHO AN €ro
OMOTECTHPOBAaHHUS B KauyeCTBE CPEICTBA JUIsl JICUCHHUS IICHXOCEKCYalbHBIX
paccTpoiicTB, 001e3HN AbIreiiMepa U THIIEPTOHNH.

SKCHEPUMEHTAJIBHAA YACTb

Cnextper SIMP 'H 3apeructpupoBadbl Ha crekrpoMerpe Bruker WM-400 (400 MI')
B CDCl;, BuyTpennnii stamon TMC. Macc-cnekrpsr (OY) nomydens! Ha npubope MAT-112
C IPAMBIM BBOZOM 0Opaslia B HCTOYHHK HOHOB IIPH HMOHU3MpYIomeM HampspkeHun 70 3B.
UK cnexrpsr 3amucansl Ha cnekrpoMerpe IR-75 B tabmerkax KBr. Jns TCX wmcrmomb3oBamn
mwiactuel - Silufol UV-254 (mposiBnenne mnapamu wuona). Komonounyio xpomarorpaguro
npoBogwn Ha cunukarene (Silicagel L 32/63). Coenunenns 1a u 1b momydeHsl, Kak OMHCAHO
B pabote [11].

PentreHocTpykTypHoe ucciae1oBanue coequHenuii 2a u 3. Kpucramns! coeauHenuit 2a u 3
BbIpalieHbl B OcH3ome. IlapamMeTpbl >JIE€MEHTapHBIX SYEEK M HMHTEHCHMBHOCTH OTPaKCHUH
n3MepeHsl Ha aBromatuuecknx Iudpakromerpax Syntex P2, (T = 293 K, AMoKa-u3nyuenue,
rpaduToBEI MOHOXpOMarop, 0/20-ckanmpoBanue) (coequ- Hernue 2a) u Bruker SMART 1000
CCD (T = 120 K, AMoKo-u3ny4deHue, rpadUTOBBIi MOHOXPOMATOpP, (- U (M-CKaHHUPOBAHUE)
(coenunenne 3). OcHOBHbIE KpHCcTauIOrpaduueckue JAaHHbIE W TapaMeTpbl yTOYHEHHs
npencraBieHsl B Tabn. 3. CTpyKTypsl 00OMX COCIMHEHHMIl ONpesieNeHbl NMPSAMbIM METOIOM H
yTouHeHbl noaHoMaTpudHeiM MHK B aHM30TpOnHOM NMpuOIMKEeHNH JUI HEBOJOPOJIHBIX aTOMOB.
[MonoxeHust aTOMOB BOAOpPOAA B CIIydae COCAWHEHHs 2a pacCUUTaHbl T'€OMETPHYECKH U
YTOYHEHBl B W30TPOITHOM MPUONMKEHHH C (DUKCHPOBAHHBIMU IO3MLIUOHHBIMH (MOJEINb
"nae3uuka") ¥ TemnoBbIMU (Uiso(H) = 1.5U(C) nna rpymnel CH; u Uy, (H) = 1.2Uq (C) mna
BCEX OCTAIBHBIX TPYII) HapaMeTpaMu. ATOMBI BOZOPOJA B CIydae COSAUHEHHUS 3 JIOKAIN30BaHEI
00BEKTHBHO B pa3HOCTHEIX Pypbe-CHHTE3aX W yTOYHEHBI H30TPOIHO. Bee pacdeTs mpoBeneHs! ¢
ucrionb3oBanueM komiurekca mporpamm SHELXTL PLUS [12]. Tabaump!l KoOopAWHAT aTOMOB,
JUTIH CBSI3¢H, BAJICHTHBIX YIJIOB U aHU30TPOIHEIX TEMIIEPAaTypHBIX MapaMeTpoB Ul COSAUHEHHI
2a u 3 nenonupoBanbl B KeMOpumkckom Oanke cTpykTypHbBIX qaHHBIX (CCDC 658025 u 658026
COOTBETCTBEHHO).
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2-Metunia-4-auTpo-9-pennn-2,3-quruapo-1H-unneno[2,1-clnupuaun (2a). K pactsopy 2 r
(7.7 mmomnb) nHAeHOMMpUArHA 1a B 15 Mm AcOH B Teuenne 1 9 moGapnstor moprmsmu 0.53 T
(7.7 mmomne) NaNO,. Cwmecp nepememmBator eme 0.5 4 mpu 20 °C, 3areM HeHTpaIH3yrOT
HaCHIMIEHHBIM pacTBopoM coxael (pH 7) m skcrparupyior s¢upom. OxcrpakTt cymar MgSOy,
YIapHUBalOT PACTBOPHUTENL M OCTATOK PA3NENSIOT Ha XpOMAaTorpaduueckoi KOJIOHKE (DIIFOCHT
TeKCaH, 3aTeM 3THialeraT-rekcas, 1:5). Crauana nomydatot 1.17 v (50%) coennHenus 2a B Buje
IPAHATOBO-KPACHBIX KPHCTAMIOB, T. mi. 102—103 °C. UK cmektp, v, M 1320, 1514 (NO,).
Crextp SIMP 'H, 8, m. 1. (J, ['m): 2.48 (3H, ¢, CH;); 3.53 (2H, ¢, H-1); 3.78 (2H, ¢, H-3); 7.20-
7.50 (8H, M, Hypo); 8.18 (1H, 1. 1, °J = 7.6 u *J = 1.0, H-5). Macc-cniektp, m/z (I, %): 304
M]" (4), 303 (7), 302 (10), 287 [M—OH]" (7), 286 (11), 278 (12), 274 (27), 273 [M-H-NO]"
(100), 258 [M-NO,]" (47), 257 (30), 242 (11), 230 (19), 215 (15), 202 (17), 201 (22), 189 (7), 77
(4). Haiimeno, %: C 75.21; H 5.44; N 9.15. C;gH4N,O,. Bpruucneno, %: C 75.00; H 5.26;
N 9.21. M 304.

3areM ¢ xpomatorpaduueckoil KOJIOHKH MOHPYIOT 9-THAPOKCH-2-MeTHI-3-0KC0-9-(eHuni-
2,3-quruapo-9H-unneno|2,1-clmupuaun (3) B Bume OexeBbIX KpHcTawioB. Beixon 0.38 r
(17%). Ho t. . (143145 °C), cnextpy SIMP 'H, macc- u MK crekTpaM BeIecTBo 3 HISHTHUHO
paHee BBIIEIECHHOMY U ONMCAaHHOMY B pabote [5] BemecTBy.

2-ben3ni-4-uutpo-9-pennn-2,3-quruapo-1H-unaeno[2,1-clnupuann (2b)  momyyarot
AQHAJIOTUYHO coeanHeHuto 2a. Bwixox 49%. Temuo-Oopnosele kpucramibl, T. mi. 80-82 °C.
UK criextp, v, cM s 1328, 1521 (NO,). Crextp SIMP 'H, §, m. 1. (J, T): 3.39 (2H, ¢, H-1); 3.73
(2H, ¢, H-3); 3.83 (2H, ¢, NCH,C¢Hs); 7.23-7.49 (8H, M, Hypor); 8.16 (1H, 1. 1,°J=7.5 u /=
1.0, H-5). Macc-cnektp, m/z (I, %): 380 [M]" (8), 379 (8), 363 [M—OH]' (20), 349 [M-H-
NOJ" (5), 334 [M-NO,]" (7), 333 (21), 242 (11), 215 (15), 91 (100), 65 (23). Haiineno, %: C 78.73;
H 5.47; N 7.34. C,5H»0N,O,. Beraucneno, %: C 78.95; H 5.26; N 7.37. M 380.

5-Metuna-3,7-nudenni-3a,4,5,6-rerparuaponnaeno|2,1-cjuzokcaszono[S,4-dlnupumun (5). K
oxsakaeHHoMy 10 0—5 °C pactBopy 0.3 T (1.93 MMoms) Gensruapokcumomxiopuaa 4 B 20 M
abcomoTHOro 3¢upa mocteneHHo (3a 10 mun) mobasmaor 0.19 r (1.93 mmoms, 0.27 M)
TprTHiIaMuHa. CMech nepememmuBaioT 0.5 4, ocaok OTQIIBTPOBHIBAIOT, a K OXJIAKACHHOMY 10
0 °C ¢unbrpary (0o6pa3zoBaBiemMycst N-okcuxy OSH30HHTPIIIA) OCTOPOKHO JOOABIISIOT PacTBOP
0.5 r (1.93 mmomnp) naaeHonupuanHa 1a B 30 Mt abcomoTHOTO dupa. 3aTeM CMECh KUTATAT 6 4.
PactBopuTens ymapuBaroT B BaKyyMe, OCTaTOK pa3JelsioT HA XpOMAaTorpaduueckoil KOJIOHKE,
amoeHT 3tunanerar-rekcas, 1:1. [Momxygator 0.21 r (29%) coenunenus S B BUIe CBETIO-KENTHIX
KpHUCTAILIOB, T. . 145-147 °C. Cnextp SIMP 'H, §, M. 1. (/, T'm): 2.27 (3H, ¢, CH3); 2.50 (1H,
o J=121u%=17.1,H,4);2.82 (IH, n. n, J=12.1 u >J=5.8, H,-4); 3.42 (1H, 1, 2J = 13.8,
H-6); 3.61 (1H, 1, %J = 13.8, H-6); 3.96 (1H, 1, °J = 7.0 u °J = 5.9, H-3a); 7.09-7.79 (14H, M,
Hapow)- Macc-criektp, m/z (I, %): 378 [M]" (28), 335 [M-CH,NCH;]" = @, (23), 334 (16), 258
[@—Ph]" (37), 231 (67), 204 (100), 203 (87), 202 (46), 145 (42), 105 (29), 77 (51), 42 (87).
Haiineno, %: C 82.38; H 5.75; N 7.62. CycH»,N,O. Boruucneno, %: C 82.54; H 5.82; N 7.41.
M 378.
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