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OmpezeneHa MONEKYJIsApHas M KPHCTAIMYECKas CTPYKTypa MeETHJ |-M30mMpOIeHHUII-
5a,5b,8,8,14a-nenramernii-1,2,3,3a,4,5,5a,5b,6,7,7a,8,9,14,14a,14b,15,16,16a,1 6b-uxocarumpo-
rukItonenral 7,8 benantpo[2,1-b]kapbaszon-3a-kapookcmnara. Coenunenue Cs;,HsNO, II kprc-
TAJUTM3YeTCsl B XMPaJbHOW NpoCTpaHCTBeHHOH rpymme C2: a=27,0380(5), b=7,9817(15),
c=18,1980(3) A, B = 123,580(3)°.

Kamwuyerble cJoBa: l-usonpornenui-5a,5b,8,8,14a-nearamerni-1,2,3,3a,4,5,5a,5b,6,7,
7a,8,9,14,14a,14b,15,16,16a,16b-uxocaruapormkionental 7,8 penantpo[2,1-b]kapdazon-3a-
KapOOKCHIIAT, PEHTTeHOCTPYKTYPHBIN aHANN3.

B nuteparype onucan cuHTE3 psga TPUTEPIECHOBBIX MHAOJIOB 10 peakunu Pumepa [ 1—3 ]. Tlo-
Ka3aHo, 4TO 5'-XJIOpUHIIONOOETYTMHOBAs KUCIOTa O0NaaeT BBICOKOW IUTOTOKCHYHOCTBIO i1 Vitro
[2,3]. B nanHoii paboTe mpuBeAEHBI CUHTE3 U CTPYKTYpa METHIOBOTO 3dupa 2,3-uHI0I00eTyIOHO-
BOI KHCIOTHI. OTMETHM, YTO CTPYKTypa TeNTalHWKINIeCKHX COCIMHEHWH, MOJYYeHHBIX Ha OCHOBE
TPUTEPIICHONIOB, MPAKTHUECKH HE U3y4alach.

JkcnepuMeHTalbHasA YacTh. K pactBopy 2 mmonb (0,94 1) MeTunoBoro s¢upa 6eTyI0OHOBOR
kuciotsl (1) B 25 M nensHo# ykcycHo kuciaoTsl npubasuiu 10 mmoins (1,09 mor) PANHNH, u kumns-
THJIA ¢ OOpaTHBIM XOJOAMIFHUKOM B TeueHne 6 4. Peakunonnyio maccy BeumuBany B 200 it 5 % HCI,
0cazioK (MIBTPOBAIH, IPOMBIBAIIN 10 HEUTPAIBbHON peakLuy, CYIIHIN Ha BO3ILyXe, OCTaTOK XpOMaTo-
rpadupoBanu Ha kKonoHKe ¢ Al,Os, 3MOMpys TOCIENOBATENBHO TMETPOICHHBIM IPUPOM, OCH30JIOM.
Brixon coegurenus 11 coctaun 0,81 1 (75 %). Kpucramibsl amst peHTTeHOCTPYKTYpPHOTO aHaim3a Obl-
JIY TIONy4YeHbI KpucTaum3aiueit u3 6enszona. Haitneno, %: C 82,00, H 9,40. C;;H5;NO,, 0,25(CsHg).

Berancneno, %: C 81,95, H 9,38. R, 0,67; Ty, 210—214 °C; [oc]?0 + 38° (¢ 0,3, CHCI;). Cnektp AMP

'H (CDCly), 8, m.1.: 0,89, 1,02, 1,06, 1,22, 1,31 5 ¢ (15H, 5CH;), 1,31—1,96 m (20H, CH,, CH), 1,72 ¢
(3H, H-30), 2,20 u 2,23 o6a n (2H, H-1, J 8,2 '), 2,80—3,01 m (1H, H-19), 3,71 ¢ (3H, OCHs), 4,62
u 4,78 o6a ym. ¢ (2H, H-29), 7,18 a (1H, H-apom., J 6,9 I'n), 7,23 nn (1H, H-apom., J 4,2 'u, J
9,1 I'm), 7,35 nn (1H, H-apom., J 3,8 ', J 8,9 I'n), 7,45 n (1H, H-apom., J 6,7 I'y), 7,75 ym. ¢ (1H,
NH). Crextp SIMP °C (CDCLy), 8, m.1.: 14,7, 15,7, 16,3, 19,2, 19,3, 21,4, 23,1, 25,7, 29,8, 30,6, 30,8,
32,1, 33,5, 34,0, 37,0, 37,2, 38,3, 38,4, 40,7, 42,4, 47,0, 49,3, 49,4, 51,3, 53,2, 56,6, 107,0 (C-2), 109,3
(C-29), 110,3 (C-apom.), 117,9 (C-apom.), 118,8 (C-apom.), 120,9 (C-apom.), 128,3 (C-apom.), 136,1
(C-apom.), 140,9 (C-3), 150,5 (C-20), 176,7 (C-28).

Crektpsl SIMP °C u 'H peructpuposamn na crextpomerpe Bruker AM-300 (75,5 u 300 MI'n
COOTBETCTBEHHO), BHyTpeHHHH cTaHAapT — TMC. PeHTreHOCTpyKTypHOE HCCIIeJOBaHUE TIPOBEIIN Ha
mudpaxromerpe Bruker SMART APEX II. Temneparypy riaBieHus: Onpeaessuid Ha HarpeBaTelIbHOM
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cronuke Boetius. TCX-ananu3 npoBoaunu Ha ruactuakax Copogun (3AO Copbnonumep, Poccus),
UCIIONIB3YSI CUCTEMY pacTBOpuTeneil xmopopopm-stuianerar, 40:1. BemectBa obnapyxuBanu 10 %
PacTBOPOM CEPHOM KHMCIIOTHI ¢ ocaenytomuM HarpeBanueM nmpu 100—120 °C B Treuenne 2—3 MUH.
PentrenocTpykrypHblii aHaiau3 coenuHenus (I). CeeTno-xenTeie TOHKUE TUTACTHHYATHIC KPH-
cramibl  CsgsHspsNO, (M=561,32) mpu 100 K monoxmuuusle, a=27,038(5), b=7,9817(15),
c=18,198(3) &, B=123,580(3)°, V=23271,9(10) &3, pocTpaHCTBeHHas Tpymma C2, Z=4,
s = 1,140 Mr/7°, DxcrepumenTanbblii HaGop 19450 oTpaenmii momyuen Ha audpakTOMeTpe
Bruker SMART APEX2 CCD mpu 100 K (AMoK,,- uznyuenue, 0,,,x = 27°) ¢ MOHOKpHUCTaJIa pa3Me-
pom 0,12x0,08x0,01 mM. OO6pabOTKy MCXOIHOTO MAacCHBa M3MEPECHHBIX MHTCHCUBHOCTEH MPOBOIIIIH
no nporpammaM SAINT u SADABS, BkimtoueHHbIX B nporpaMMublii maketr APEX2 [4]. CtpykTypa
pacummdpoBaHa IPSMBIM METOIOM M yTouHeHa nmosHoMaTpuuHeiM MHK B aHM30TpOnHOM npubnmxe-
HHUHM U HEBOJOPOJHBIX aTOMOB IO F ,fk,. ATOMBI BOOpPO/Ia IOMEIAIN B TEOMETPHUECKH PACCUUTAH-

HBIE TIOJIO’KEHHUS, 3a uckmodenneM aroma H1 mpu N1, mojgokeHrue KOTOPOro JIOKAIM30BaHO U3 pa3Ho-
CTHOTO CHHTE3a DJIEKTPOHHOH IUIOTHOCTH, W 3areM paccrossane N—H HOpMHpOBaHO Ha BETUYHHY
0,9 A. ATombl BOJIOPOJIa YTOUHSAIM € UCIOJIb30BaHUeM Mozenu HaesfaHuka (Uio(H) = nU(C,N), rae
n=1,5 11 aTOMOB yriepoaa METUIbHBIX Ipymm, # = 1,2 ansa octaneHeix atomoB C u N). Ilpu yTou-
HEHUH WUCTIONB30BaU 4622 HE3aBUCHUMBIX OTpakeHUs. CXOIUMOCTh YTOYHEHHS O BCEM HE3aBHCH-
MBIM OTpaxeHus M wWR, = 0,1217 (R; = 0,0623 mo 2680 otpaxkenusim ¢ /> 2c(/)). Bee pacuersl npo-
Bomwm Ha IBM PC ¢ uncnonp3oBanmem mporpammaoro komiuiekca SHELXTL [5]. KoopauHath
aTOMOB U TeMIeparypHble (aKTOpbl JeTOHUPOBaHbl B KeMOpHUIKCKOM OaHKe CTPYKTYPHBIX JaHHBIX
(CCDC) Ne 798818; http://www.ccdc.cam.ac.uk/products/csd/request/.

Pe3yabTathl u ux o0cy:kaeHue. B pe3ynbTare B3anMOAEHCTBUS METHIOBOTO 3(pupa OeTyIoHO-
BOH KUCIOTH I ¢ peHMITHApa3HHOM TIPH KUIITICHUH B JICASHONW YKCYCHON KHCIOTE MO peakiuu du-
niepa TOJYYEeHO HOBOE COCIUHEHHWE — METHIOBBIA 3dup 2,3-uHmonoberynoHoBord KuciaoTsl 11
(puc. 1). C ucnonp3oBaHWEM PEHTTEHOCTPYKTYPHOTO aHallM3a YCTAHOBJIGHA MOJIEKYJISIpHAs W KpH-
craimmdeckas ctpykrypa coenuaenus Il (puc. 2). Coenurenne 11 kpucramumsyercs B BUAE CONbBaTa
¢ MOJIeKyJI0i OeH3oina B cooTHomeHnn 1:0,25 (Mosekyna OeH3oJa pacnojaracTcsi Ha OCH CUMMETPUHU
BTOpOro mopsanka). O6mwmii Bua monekynsl Il mpusenen Ha puc. 2. MHOONBHBIN (QparMeHT UMeeT
TUTOCKOE CTPOEHHE, a CBA3aHHBIA C HUM IHKI A XapaKTepu3yeTcs OOBIYHOW I MUKJIOTeKCeHa KOH-
dbopmarueit monykpecia ¢ Beixogamu atoMoB C5 m C10 M3 IJIOCKOCTH OCTAJIBHBIX aTOMOB ITUKJIA
B MPOTHBOIIOJI0XKHEIE cTopoHb! Ha 0,212(7) u 0,547(7) A cooTBeTCTBeHHO. OCTaIbHBIC WIECTHWICHHBIC
mukiel B, C u D XapakTepusyroTcs KOHQOpManuel kpecia U UIMEIOT MpaHC-PaciioiokeHne OTHOCH-
TEJILHO APYT NIpyTa, a MSATHYWICHHBIH UK HAXOIUTCSA B KOH(OPMALIUU KOHEepma ¢ BBIXOJAOM aToMa
C17 ua 0,697(6) A U3 ILIOCKOCTH OCTJIbHBIX aTOMOB LUKIA. TakuMm ob6pazoM, crpoerre MosreKysl 11
CXOZHO CO CTPOSHHEM HEIIaBHO HCCIIEIOBAHHOTO Hamu MeTwi |-m3omponeHun-5a,5b,8,8,11a-nenra-
MeTrI-9-0kco-10-[(E)-1-peHmmeTnuaeH |mepruaponuKio-enTalaxpu3en-3a-kapookcumara [ 6 ].
WHTepecHO OTMETUTD, YTO, HECMOTPS HA HAJIMYKE KHUCIOTO NPOTOHA mpH atome N1 U aTOMOB KHCIIO-
polla — TMPOTOH-aKIENTOPOB, B KpucTaumdeckoi cTpykrype Il He oOpasyercss MexXMOJIEKyIIpHOI

L.

COOCH,

@ (In
Yenoeue peaxnun: a. PhNHNH,, AcOH, 100 °C.

Puc. 1. Cxema cuHaTe3a MeTII |-m30mporeHun-5a,5b,8,8,14a-nearameTri-
1,2,3,3a,4,5,5a,5b,6,7,7a,8,9,14,14a,14b,15,16,16a,1 6b-uxocarugpounkionenTa| 7,8 penantpo[ 2, 1 -bJkapdazon-
3a-kapOokcuiara
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Puc. 2. CtpykTypa meTrn 1-u3onponenmn-5a,5b,8,8,14a-nenramermn-1,2,3,3a,4,5,5a,5b,6,
7,7a,8,9,14,14a,14b,15,16,16a,1 6b-ukocarunporukionenral 7,8 |penantpo[2,1-b |kap6aszon-3a-kapbokcunara 11
B [IPEICTAaBJICHUH aTOMOB AJUTUIICOUIAMHU aTOMHBIX cMeleHui ¢ 50%-i1 BeposITHOCTBIO

BOJIOPOHOM CBSI3M, YTO, MO-BHIUMOMY, CBS3aHO CO CTEPHUYECKUMH TMPENATCTBHAMU. Kpucrammmde-
ckas ymakoBka Il crabuin3upoBaHa oObIYHBIMU BaH-/I€P-BaalbCOBBIMH B3aMMOACHCTBUAMHU.

BriBoa. BriepBbie OCyIIECTBIEH CUHTE3 U METOJOM PEHTTEHOCTPYKTYPHOI'O aHalU3a OXapaKTe-
pHU30BaHa CTPYKTypa MeTwn |-m3omponenni-5a,5b,8,8,14a-nmenramernn-1,2,3,3a,4,5,5a,5b,6,7,7a,8,9,
14,14a,14b,15,16,16a,16b-uxocaruaporukionenral 7,8 benantpo[2,1-b]kapbazon-3a-kapOokcuiara.

PaGora BrITONTHEHA TpHM YacTUYHOM (hrHAHCOBOM moanepxke rpanta lIpesnaenta Poccuiickoii
depepanuu 1 TOCYIApPCTBEHHON TTOIEPIKKH MOJIONBIX poccuiickux yaeHbx (MK-7360.2010.3).
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