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Cmamows nocmynuna 13 nosops 2009 e. C dopabomxu — 22 dexabps 2009 .

Metomom PCA ompeneneHa KpucTtajuimdeckas CTpykrypa 4,5-Ouc-¢penun-8a-henu-
3,4,4a,5,6,8a-rexcaruapo- 1 H,8H-mupumuno[4.5-d jmupumuaiH-2,7-1M0Ha U BEISIBIICHBI €€ KOH-
(hopmaIioHHEIE 0COOCHHOCTH.

KnwueBbie cJoBa: KpHUCTAUIMUECKas  CTpPyKTypa, 4,5-Ouc-penmi-8a-peHm-
3.4,4a,5,6,8a-rexcaruapo- 1 H,8H-mupumuno[4.5-d jmupumuaus-2, 7-070H.

Kak n3BecTHO, MHOTOKOMITOHEHTHBIE PEAKIH CTAIHA TOCTOSTHHO PA3BHBAIOIIMMCS METOJIOM II0-
JIYYSHUsI HOBBIX OMOJIOTMYECKH aKTUBHBIX COSJMHEHUH U JIEKAPCTBEHHBIX cpencTB. C ydacTHeM Tpex
wi Ooliee COeNMHEHHMI OHW (DOPMUPYIOT HOBBIM TPOIYKT, COJEPXKAIIUN OCHOBHBIC CTPYKTYpPHBIC
YaCTH BCEX MCXOIHBIX MOJIEKYII.

YuuThIBas BBINICU3I0KEHHOE, MbI 33JIAJIUCh LIEIbI0 MPOJAOJDKUTh UCCISIOBaHUS 10 MOAU(UKa-
[IUU Peakny BUHKUHEIUTH ¢ MCIIOJIb30BaHNEM apOMATHUECKUX KETOHOB. B KadecTBe apoMaTHUECKUX
KETOHOB I McclieoBanms ObuT BeIOpaH ametodenon [ 1 ]. Konaencamms O6en3anpaeruaa, amerode-
HOHa M KapOammuJia B HM3OIPOIUIOBOM CIMPTE B MPHUCYTCTBHU KoHIeHTpupoBanHoi HCIl mpuserna
K oOpa3zoBanuto 4,5-0uc-¢penwi-8a-penmi-3,4,4a,5,6,8a-rexcaruapo-1H,8H-mupumuno[4,5-d Jnupu-
MuauH-2,7-nmroHa (I).

B mactosmieit paboTe ommcaH pPEHTICHOCTPYKTYPHBIA aHanmu3 4,5-Onc-denni-8a-heHui-
3,4,4a,5,6,8a-rexcaruapo-1H,8H-mupumuno[4.5-d [mupumuaun-2,7-nquona (I).

IKcnepuMeHTAIbHAA YacTh. Cunte3 coequHeHus I
ommcad B padore [ 1 ]. Kpucramn ms PCA momyden nBy-

KpaTHOM kpuctaumsauued coennHeHus I w3 sta”ona. O O
PentrenoctpykTypHoe uccienoBanue coeauneHus I mpo-

BefeHo Ha mudpakromerpe Bruker SMART APEX II HN NH
CCD (T =296 K, AMoK,-u3iry4enue, rpaduTOBBIII MOHO-

XpOMaTOp, (- U ®O-CKAaHUPOBAHUE, 20, = 56°). © E Ph I1311 0

Kpuctamnsr monoruapara coequaenus I (CyH,pN4O; -

-H,O, M, =416,47) 6enbie, Ty, = 165—167 °C, xybuueckoro raduryca, pasmep 0,30x0,30x0,30 mm,
MOHOKIHMHHBIE: a = 11,2789(12), b= 17,4774(19), ¢ = 10,5751(11) A, B=94,719(2)°, V'=2077,6(4) A,
npocTpaHcTBeHHas rpynna P2,/c, Z=4, d.= 1,332 r/em’, 1= 0,090 mm . MI3MepeHbl HHTEHCHBHOCTH
23736 otpaxkeHuii (5127 He3aBUCUMBIX OTpakeHuit, R;, = 0,025), nas KOTOPHIX BBEACHA MOIYIMITH-
puyeckasl monpaBKa Ha MOMIOLIEHUE ¢ MOMOILbI0 nporpamMmMbel SADABS [2 ].

Crpykrypa coenunenus I pacimdpoBana npsMbiM METOJIOM U YTOYHEHA METOJIOM HAaMMEHBIITUX
KBaJI[PaTOB B aHU30TPOITHOM IMPUOJIMKSHHUH JIJII HEBOJIOPOIHBIX aToMOB. Kpucramn coenunenus I co-
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Ci8 Puc. 1. MonekynsipHasi CTpyKTypa MOHOTHJIpara co-
C19 cl1 enunenus . AnbTepHaTHBHAS TO3MIMS PasyropsIo-

o1 C10 Clp UCHHOIl MONEKYITbI BOJIBI C MEHbIIEi 3aCETEHHOCTRIO HE
C20 npescTaBiena. B monekyne I mpuBeneHsl TONBKO aTo-

MBI BOJIOPOJIa aMHHOTPYIIN, & Takke aTOMBI BOJIOpOJa

IIpY aCUMMETPUYECKUX aroMax yriiepona. Ltpuxosoi

JUHWEH TIOKa3aHa MEXMOJIEKYIIsIpHAs BOJOPOIHAs
CBSI3b

JIEPKUT COJIbBATHYIO MOJIEKYJY BOJBI, pa3ymnops-
JIOYEHHYIO I10 JBYM IOJIOKEHHSIM C 3aCEJIEHHO-
ctamu  0,7:0,3. AToMBl BOJOpPOAA AMHUHOTPYIIIL
1 CONbBATHOW MOJIEKYJIBI BOJBI BBISBICHBI O0BEK-
TUBHO B Pa3HOCTHBIX cHUHTe3aX Pypbe U BKIIOUE-
Hbl B YTOYHEHHUE C (PUKCUPOBAHHBIMHU ITO3UIIMOH-
HBIMH ¥ WU30TPOINHBIMH TETJIOBBIMHU MapaMeTpaMu
(Uss(H) = 1,5U,(0) 1 Upso(H) = 1,2U,(N)). Ko-
OpAMHATHl OCTAJbHBIX aTOMOB BOAOPOJA PacCUH-
TaHBl U3 TEOMETPHUYECKUX COOOpaKCHHH W yTOU-
HEeHbl 1Mo Mozenu "Hae3mHuKka" ¢ TernoBbIMU mapaMeTpaMi (U,qg(H) = 1,5U,,(C) mnsa rpynn CH;
1 U,(H) = 1,2U,,(C) mst Bcex ocTanbHBIX TpyT). OKOHYATEIBHBIC 3HAYCHUS (PaKTOPOB PACXOIIMO-
cte paBHbl R; = 0,041 nms 4084 HezaBucuMBIX oTpaxenuit ¢ /> 26(/) m wR, = 0,111 ans Bcex He3aBu-
CHUMBIX OTpaxkeHui. Bee pacuetsl mpoBeneHs! ¢ moMornsio komiuiekea nporpamm SHELXTL [ 3 ].

Crpyxtypa I nenonuposana B KemOpumkckoM OaHKe CTPYKTYpHBIX AaHHBIX (HOMEp OETIOHHPO-
Banusg CCDC 732855).

Oocy:xaenue pe3yabTaToB. CTpoeHHE U KPUCTAJUIMYECKAs yITAKOBKAa MOHOTHApPATAa COSAMHEHUS
I moxa3zans! Ha puc. 1 u 2, JUIMHBI CBA3EH U BaJIEHTHBIE YIUIbI B MoJiekysie I mpuBenens! B Ta0. 1.

Bunknmaeckas cucrema Monekysbl I oOpazoBana aByMs yuc-cousieHeHHbBIMH 110 cBsizu C(4a)—
C(8a) rekcaruaponmupUMHINHOBEIMHI ITUKIaMU (TopcuoHHbIH yron H(4a)—C(4a)—C(8a)—C(21) pa-
BeH 48,2°) (cMm. puc. 1). Oba mecTHYIeHHBIX TUKIa UMEIOT KOHPOpPMAaIHIo cogdhsl (OTKIIOHEHUS aToMa
C(4a) ot cpemanx turockocteit C(8a)N(1)C(2)N(3)C(4) (mmockocth A) u C(5)N(6)C(7)N(8)C(8a)
(rmockocth B) paBubl —0,611 1 0,680 A COOTBETCTBEHHO). IHTepeCHO OTMETUTH, YTO aTOM KHCIOPOJIa
O(1) cymiecTBEHHO BBIXOIUT U3 IIOCKOCTH A (oTKI0oHEHHE cocTaiser 0,137 &), B TO BpEMs Kak aToM
kuciaopoga O(2) GpakTHUECKH JIGKUT B aHAJIOTUYHOMN TUIOCKOCTH B (OTKJIOHEHHE COCTABIISICT MEHBIIIC
0,001 &). OTOT (PakT, MO-BUAUMOMY, OOBICHSICTCS MCKAKCHHEM IUIaHAPHO-TPUTOHAIBHONH KOHQUTY-
pauuu atoma azota N(1) (cymma BaneHTHBIX yIioB mpu atome azota N(1) paBHa 355,4°), yuacTByto-

= G@ﬁ g Puc. 2. BonoponHble cBA3H

1 yNakoBKa MOJEKYJ CO-

enqunenus 1 B kpucramie

| II (BOIIOPOIHBIE CBSI3U TOKa-

3aHbI [ITPUXOBBIMH JIMHUS-
MH)
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Tabnuma 1
Ochognvie mescamommvie paccmosinus d (A) u sanenmuule yeavl © (rpaj.) ous moaexynot 1
CBsi3b d CBs3b d CBs3b d

o(1)—C(2) 1,2361(14) N@B3)—C4) 1,4481(16) N(©6)—C(7) 1,3447(15)
02)—C(7) 1,2435(14) C(4)—C(4a) 1,5418(14) C(7)—N(8) 1,3460(14)
N(1)—C(2) 1,3492(15) C(4a)—C(5) 1,5422(15) N(8)—C(8a) 1,4639(13)
N(1)—C(8a) 1,4565(14) C(4a)—C(8a) 1,5414(15)

C(2)—N@3) 1,3529(17) C(5)—N(6) 1,4555(14)

VYron 0} VYron o VYron 0}
C(2)—N(1)—C(8a) | 124,51(10) || C(4)—C(4a)—C(8a) | 111,11(8) [ C(7)—N(8)—C(8a) 126,35(9)
N(1)—C(2)—N@3) | 117,56(10) || C(5)—C(4a)—C(8a) | 108,38(9) || N(1)—C(8a)—C(4a) | 107,30(8)
C(2)—N@B)—C(4) | 125,98(10) || C(4a)—C(5)—N(6) | 108,00(9) [ N(1)—C(8a)—N(8) 108,46(9)
NB3)—C(4)—C(4a) | 109,28(9) || C(5)—N(6)—C(7) 123,06(9) || C(4a)—C(8a)—N(8) | 109,52(8)
C4)—C(4a)—C(5) | 112,11(9) | N(6)—C(7)—N(8) 117,54(10)

mero B 0Opa3oBaHUM MEXKMOJle-
KyJSIpHOH  BOJOPOIHOH  CBSI3U
C COJIbBATHOM MOJIEKYJIOM BOJIbI
(cM. HKe). [InanapHO-TpUTOHANB-

Taonuma 2

Hapamempor 6000pooubix ceszeli (d, Au o, Tpaj.) 6 MoHO2UOpame
coedunenus I*

[Mapamerp d(D—H) | dH...A) | d(D...A) | ®(D—H...A)

HbIC KOH(i)I/IpraLII/II/I K€ OCTallb-

HbIX artoMoB asota N(3), N(6) N(1)—H(IN)...0(3) 0,91 1,94 |2,8292) 167
u N(8) paxTruecku He UCKaKECHBI N(1)—H(IN)...0(3") 0,91 1,75 |2,657(2) 178
(CyMMbl  BasIeHTHBIX YITIOB TP N(6)(6N)...O(2)#1 | 0,92 1,99 |2,902(2) 167
atomax asota N(3), N(6) u N(8)  N(g)psNy..o#2 | 090 | 211 [29752)| 160
pashbr 359,4, 360,0 m 360,0° co-  53) _H3A)..02)#3 | 098 | 1,83 |2,753(2) 155
OTBCTCTBGHHO). DeunnpHpie 3a- O(3')—H(3A)O(2)#3 0,96 1,83 2,756(2) 161
MCCTHTC/IM TIPH aTOMaX YIICPOMd 3y p3p). 042 | 0,95 | 1,92 |2,756(2) 147
C(4) u C(5) opueHTHPOBAHEI, CO- 0G')—H(3B)...0(1}%2 | 0,96 192 |2.7542) 144

OTBETCTBEHHO, IICEBIOAKCHATILHO
U TICEBI0KBATOPHATIBHO. DeHuITb-
HBIA 3aMECTHUTENb MPH aTOME YT-
nepona C(8a) 3aHMMaeT IICEBIO-

* D — MpOTOHOJOHOP, A — MPOTOHOAKIIEIITOP.

[Tpumeuanue. CuMmmerpuyeckue npeoOpa3oBaHMs Ui SKBU-
aKCHAJbHOE IOJOKEHHE II0 OT- BAICHTHBIX aTOMOB: #1 —x, —y, —z+2; #2 x, —=y+1/2, z+1/2; #3 x, —y+1/2,
HONIEHMIO K MHMPUMHAMHOBOMY Z—1/2.
iy N(1)C(2)N(3)C(4)C(4a)C(8a) n mceBIOIKBATOPHAIBEHOE TTOJIOKEHNE TT0 OTHOIICHHIO K THPH-
munrHoBOMY KTy C(4a)C(5)N(6)C(7)N(8)C(8a).

Coenunenue I sBisercst quacTepeoMepoM C YEThIPhMSI aCHMMETPUYECKUME LIEHTPAMHU TP aTo-
Mmax yriepona C(4), C(4a), C(5) u C(8a). Kpucrann coenunenus I mpencrasisier pamemaT ¢ OTHOCH-
TEeTHLHOW KOHPUTYpAIMEeH XUPATLHBIX aTOMOB — rac-4R*,4aR* SR*,8aS™.

B kpucramne monekynsl I o0beuHeHb! B roQprpoBaHHbIE CIIOH, apalliebHbIe MII0cKoCcTH 0YZ,
MOCPEICTBOM BOJOPOAHBIX CBSI3€H Kak HANPSMYIO MEXAy COOOH, Tak M uepe3 COJNbBATHYIO MOJCKYILY
BOJIBI (CcM. puc. 2, Tadm. 2). Cnenyer 3ameTuTh, uto amuHorpymnmna >N(3)H B oOpazoBaHuu BOJOPO/I-
HBIX CBSI3EH y4acTHs HE IPUHUMAET.
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