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MeTogoM MOHOKPHCTAIBHON AN(PPAKLHHE ONPENETIEHO CTPOSHHE MUPUIOHYKCYCHON KuenoTel C7H-N, 05,
Kpucramisr MmoHokmuuHbIe: a = 7.4502(15), b = 10.006(6), ¢ = 9.960(3) A, B =109.96(2)°, Z = 4, mp. Tp.
P2,/c. CtpykTypa peleHa NpsMbIMH METONAMH U yTO4YHeHa nonHoMaTpuyHeiM MHK B anusorponHom
npubmmwkeHun g0 R 0.0387. CrpoeHme NpOAYKTa ee BHYTPUMOIEKYIAPHOH NerugpaTauuyn
C;HgN,0,B | F4 onpene1eHo METONOM CHCTEMATHYECKOTO NIOKCKA; YTOYHEHHE IPOBONIIOCE METONOM Pu-

senbpa (R, = 0.045, R, = 0.58, R, = 0.026, ¥* =i
b= 11.446%(3) c= 7’6027(1) A B= 100. 83(2)°,
POLMKJIOB IIOCKAsL.

BBEJJEHHME

[auHas padoTa sBIsAETCA NPONOIKEHHEM IPOBO-
IAMBIX HAMH CTPYKTYPHBIX HCCIENOBAHHII TeTepo-
IHKJIHYECKHX COSTHHEHHH, 00IafaloHX CocOOHO-
CTBIO JIETKO BCTYNATE B Pa3iNHyHbIE NEPErPYNIHPOB-
KH H peakuud TpaHcopmanmu uuknos [1-12].
CraTbs MOCBAILIEHA M3YYEHHIO CTPOECHHUSA MUPHAOH-
ykcycHoH kucnotel C;H-N, O, (I), a Taxzke npoaykTa
ee BHYTPMMOJIEKYJSPHOH HeruapaTauny (UMKIH3a-
HH) 2-0KC0-2,3-AUrHApooKco30m10[1,2-a|nupaaunus
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=
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—————————————
(2) CICH,COOK*
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NH

SKCIIEPUMEHTAJIBHAS YACTD

ITapameTprl anemenTapnoi saeiiku 1 C;H,NO; on-
PefesiIl H YTOYHAIN 1o 25 pedaekcaM B HHTEpBaje
yriaoB 14° < 0 < 16° Ha apToMaTHYECKOM TH(PAKTO-
metpe CAD-4 [14] (AMoK,, rpaduTOBbII MOHOXPO-

MaTop). KpHCTaJIJIbI I morokmuHHEIE: a = 7.4502(15),
b 10.006(6), ¢ = 9.960(3) A, B = 109. 96(2)°
V=697.9(5) A?, dyypy = 1.457 rfem?, W(AMo) = 0.116 Mm !

Z =4, np. rp. P2,/c. Ha Tom xe pudpakTomeTpe npu
KOMHATHOMH TeMIIEpPaType METOAOM ()-CKAHHPOBAHHSA
¢ Kpucraya pasmepoM He 6oinee 0.48 % 0.48 x 0.06 mm
B obOnacTh yriaos 2.98° < 0 < 28.97° uzmepeno 1745
otpazxeHnii ¢ [ = 206(/). ITepBuuynas o6paboTka mMac-

'E-mail: rybakov@biocryst.phys.msw.su

473

e
e N
I

69). Kpucrannsl moHoknuuHbie: a = 10.4979(3),

L= 4, np. rp. P2,/n. Cucréma n3 gBYX COUYIEHEHHBIX TeTe-

tetpadropbopara — C;HgN,0,B\F, (II). [Tauusie o
CTPOCHHH YKa3aHHBIX MOJIeKy1 B KeMOpmmkckom
OaHKe CTPYKTYpPHBIX pdaHHbIX [13] oTcyTcTByIOT.
CHHTE? MHPUAOHYKCYCHOH KHCIIOTHI I OCyIIecTBIIsAIn
aNKUIHPOBAHHEM IHPHUAOHA XJIOPYKCYCHOH KHCIIO-
TOH B MPHCYTCTBHH mieioyud. [Ipouecc muKIH3amum
mupupnHa I B conp okcazonmommpuaunns II ocyine-
CTBJIANM NEACTBHEM YKCYCHOTO aHTHAPHOA C MOCIIe-
AYIOIIHM OCTOPOKHBIM A00aBIEHHEM TeTpagTop-
OOPHOH KHCIIOTHI

BE,

Acy O
HBF4

COOH

cHBa JH(PAKIHOHHLIX NAHHBIX NPOBOMMIACH C HC-
none30BanueM nporpammbl WinGX-98 [15]. Crpyk-
Typa penieHa npsAMbIMH MeTogamMu 1 yroudeHa MHK
B AHH30TPONHOM INPHOMIDKEHHH MO MPOrPAMMHOMY
kommnekcy SHELX97 [16]. Bce aToMbI MOTIEKYJIIBI BO-
IOpPOJA IOKAIH30BAHBI H3 PA3HOCTHOTO CHHTE3a 3JIEK-
TPOHHOH IIOTHOCTH H YTOYHEHBI B H30TPOITHOM PH-
omrekennn. OxoHvaTenbHbie 3HaYeHns R, = 0.0387 u
wR, = 0.0793. OcraTo4nasa 31eKTPOHHAS MIIOTHOCTh
uMerna smauenns Ap,,,. = 0.124 w Ap,, =—0.132 3/A3.

KoopiuHaTel aTOMOB M HX TEIUIOBbIE IMapaMeTPhI
npuBefeHsl B a0, 1.

HrdpakIHOHHBII IKCNEPUMEHT s
C;H¢N,0,B F, (I) npoBopguics npu KOMHATHON TeM-
nepatype Ha aBTOMAaTHYECKOM MOPOIIKOBOM [IH-
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Tadmua 1. [To3suuuoHHBIE TApaMETPHI aToOMOB (>< 10H u
UX M3OTPONHbLIE TemioBhie mapameTpsl (A% x 10%) mns
MoOTeKybl I

PBIBAKOB # 1p.

Taomma 2. [To3mpioHHbIe nIapaMeTpPhl ATOMOB (x10%) u ux
U30TPOIHBIE TEILIOBbIE NAPAMETPHI (A2) pyis monekyibl I1

ATtoMm x ¥ Z Byso
N(1) 9(7)| 2021(8) 8178(11) | 1.56(7)
C(2) 1313(10) | 1858(9) 8553(16) | 1.56
C(3) 1830(8) 715(9) 8354(14)| 1.56
C4) 942(11) | -153(8) 7795(13)| L1.56
C(5) —-401(10) 83(8) 7412(13) | 1.56
C(6) —883(10) | 1182(10)| 7607(14)| 1.56
C(7 —282(10) | 3240(10) | 8468(12)| 1.56
C(8) 1095(12) | 3721(7) 9063(14)| 1.56
0Q2) 2001(6) 2839(6) 9089(8) 1.56
0(8) 1417(6) 4710(5) 9476(8) 1.56
B 961(17) [ 3254(15)| 3844(24)| 3.7(5)
F(1) 1134(8) 4387(5) 3513(10) | 2.78(8)
F(2) 966(9) 2664(5) 2345(7) 2.78
F(3) 1927(6) 2763(5) 4970(8) 2.78
F(4) —101(6) 3003(6) 4395(9) 2.78
H(3) 2697(71) 596(66) | 8610(82)( 4.0
H4) 1254(75) | -915(56) | 7655(96)| 4.0
H(5) -991(77) | -543(60)| 7033(85)| 4.0
H(6) =1779(70) | 1333(71)| 7369(96)| 4.0
H(7A) —786(69) | 3358(66) | 9425(90)| 4.0
H(7B) —=729(71) | 3638(60)| 7401(78)| 4.0

AToM X y z Uses!Unso
N(I) 6745(2) 1982(1) 302(1) 34D
C(2) 6691(2) 955(1) 1403(1) 34(1)
0(2) 5112(1) 701(1) 1553(1) 42(1)
C(3) 8427(2) 281(2) 2085(2) 46(1)
C4) 10050(3) 636(2) 1854(2) 57(1)
C(5) 10030(3) 1702(2) 937(2) 61(1)
C(6) 8396(3) 2349(2) 288(2) 49(1)
C(7) 4980(2) 2696(2) -217(2) 38(1)
C(8) 4411(2) | 3690(1) 706(1) | 33(1)
O(81) 2943(2) 4305(1) 226(1) 55(1)
0@®2) | 5628(2) | 3828(1) | 2001(1) | 4L(D)
H(3) 8440(20) | —-421(19) | 2727(19)| 56(5)
H4) 11190(30) 100(20) | 2324(19) | 63(5)
H(5) 11170(30) | 1910(20) 760(20) [ 78(6)
H(6) 8190(30) | 3100(20) | —-370(20)| 73(6)
H(7A) 3960(20) | 2079(16) | —588(15)| 38(4)
H(B) 5130(20) | 3178(18) | —1010(20) | 60(5)
H(82) 5090(30) | 4480(20) | 2460(20)| 80(6)
dpakromerpe XRD-7 (Seifert-FPM, Freiburg)

(ACuK,, Ni-dunerp) ¢ marom 0.02°. Coemunenne II
BECbMA HECTAOMIBHO M CKJIOHHO K PeakUHsM caMo-
KOHAeHcauun. }3-3a BEICOKOH THTPOCKONHYHOCTH 0

HEeCTaOHILHOCTH HCCIefyeMbli IOPOIIOK Ob11 IOMe-
IIEH B KIOBETY B “CyXoH”~ KaMepe, 3allOJIHEHHOH ap-
TOHOM, ¥ H30JIMPOBAH OT BO3IEHCTBHS aTMOChepHOi
BIIar'H TOHKOH NONMH3(HpHOI INeHKol. [TapaMeTpsl

I, 10*, umm
1.8
X5
0.9}
OF 00000000 © WA MR 800000 0 A B O
1 1 1 1 i i
10 20 30 40 50 60 70 80

20, rpan

Puc. 1. OxcnepHMeHTAIbHBIIN H PA3HOCTHEIA (YTOYHEeHNe 0 PATBeNbAY) ciekTphl Ana coenunenns I1.

KPHUCTAJIIOTPA®HA Tom 47 N3 2002
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1.411(16)
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C(
1.509(2)

Puc. 3. Hymepauus aTOMOB, Me:KaTOMHbIE DACCTOSHHA H CTPOEGHUE KATHOHA [Ins coenunenns IL

3JIEMEHTAPHOH AYeHKH OIpefeneHbl NMPOrpaMMOI
pupuiuposanus ITO [17] B maTeprane yrmos 12° <
<20<150° muanekcoB 0 <h<6;0<k<7;-5<[<5.
IIpocTpaHcTBeHHAs TPYNIa ONpeAesIeHa MO CHCTeMa-
THYECKHM noracaHusaM oTpaxkenwi. Kpucrammer II
mMoHokmmHHBIE; a = 10.4979(3), b = 11.4467(3),
c=7.6027(1) A, B = 100.83(3)°, V = 897.3(1) A’,
dyre = 1.6502 r/cm®, p(ACu) = 15369 cm!, Z = 4,
np. rp. P2,/n.

IlpeaBapuTenbHas HHQOPMALHUA O CTPYKTYpe MO-
nekynsl Il monyuena na ocnose nanubix IMP-cnek-
Tpockomun. VicxogHas reoMeTpHYecKas MOIENb MO-
JIEKYJIbI IOCTPOEHA NOTY3MIHPHYECKIAMHU H IMITUPH-

KPUCTAJUIOTPA®PHA Tom 47 N3 2002

YeCKHMH METOJAaMH ¢ HCIONB30BAHHEM INPOTPAMM
MOPAC 6.0 [18] u PCMODEL [19]. CtpykTypa pe-
mIieHa MeTomoM ‘“‘cucremMatmdeckoro momucka” [20] ¢
HCIIONB30BAHAEM 3aIaHHBIX MOJIEKYJISPHBIX (hpar-
MeHTOB. [TonHONpOMUTEHOE YTOYHEHHE CTPYKTYPHI
no meromy PurTBenbia mpoBOOMIOCH HPOTrPaMMOR
MRIA [21]. B kavecTBe (PyHKIHH NPODHUIA HCIOTb-
30Banack ncepno-Voight gpyuxkuus, ¢oun annpokcu-
MHpOBanca nonuHomaMn YeOwvmmesa 5-ro mopsagka.
ITapamerpsr TekcTyphl B Hanpasneuuu [010] yrou-
HAMACH Mo Mopenn Mapma—[onnaca [22]. Temnno-
BbI€ NApaMeTpbl HEBOJOPONHBIX aTOMOB MOJEKY-
JAPHOTO KapKaca BO BpeMsl yTOUHEHHS YCPETHAIHCE.
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Ta6muua 3. TTapameTpsl MEXKAaTOMHBIX KOHTAKTOB [24] B 1

PBIBAKOB u p.

D-H d(D-H) diD---A) dH---A) wDHA A Omnepanys cHMMeTpHI
C(7)»-H(74) 0.95(2) 2.643(2) 2.44(2) 92(1) 0(2) (x, y,2)
C(3-H(3) 0.95(2) 3.322(2) 2.60(2) 134(1) 0O(81) (l-x,y=-1/2,1/2-72)
C4)-H@4) 0.98(2) 3.315(2) 2.80(2) 114(1) O(81) (x+1, 12—y, z+1/2)
C(4)-H(4) 0.98(2) 3.526(2) 2.57(2) 166(2) 0(82) 2-xy-1/2,12-7)
C(5)-H(5) 0.95(2) 3.612(3) 2.87(2) 136(2) 0O(81) (x+1,y,2)
C(6)-H(6) 0.97(2) 3.481(3) 2.75(2) 132(2) 0O(81) (l-x,1-y,-2)
C(7)-H(7B) 0.96(2) 3.377(3) 2.87(2) 114(1) O(81) (1-x,1-y,-2)
C(7)-H(7B) 0.96(2) 3.626(2) 2.67(2) 172(2) 0(2) (X, 12—y,2-1/2)
C(7)»-H(7B) 0.96(2) 3.339(2) 2.93(2) 107(1) 0(82) (x, 1/2—y,z2-1/2)
O(82)-H(82) 0.96(2) 2.535(2) 1.61(2) 162(2) 02) (l=x,y+1/2,1/2-3)

[Ipumeuanne. D — aTom-ioHOp; A — aTroM-akienTop; H — atom Bogopopna; (paccrosHusi d — B A, yroa 0 — B rpap).

Ta6muma 4. ITapameTps! MexkaTOMHBIX KOHTAakTOB* [23] B 11

D-H d(D-H) diD---A) d(H---A) wDHA A Onepauysg cuMMeTpUR
C(7»-H(7B) 0.97(6) 3.15(1) 2.60(7) 116(4) F(4) (x, v, 2)
C(6)-H(6) 0.94(7y 3.49(1) 2.88(7) 124(6) 0O(8) (x=1/2,12-y,z-1/2)
C(6)-H(6) 0.94(7) 3.33(1) 2.75(7) 121(5) 02) x=1/2,1/2-y,z-1/2)
C(6)-H(6) 0.94(7) 3.53(1) 2.63(8) 162(6) F(1) x=1/2,1/2-y,z2+ 1/2)
C(6)-H(6) 0.94(7) 3.40(1) 2.80(8) 122(6) F(3) (x=1/2,1/2-y,z+1/2)
C(7)»-H(74) 0.99(8) 3.53(1) 2.82(8) 129(5) F(3) x=1/2,12-y,z+ 1/2)
C(5)-H(5) 0.96(7) 3.21(1) 2.47(7) 134(5) F(2) (=x,-y, 1-2)
C4)»-H4) 0.95(7) 3.69(1) 2.98(7) 133(5) F4) (—x,—y,1-2)
C(3)»-H(3) 0.91(7) 3.29(1) 2.87(7) 110(5) O(8) (12-x,y-1/2,32+7)
C(3)-H(3) 0.91(7) 3.26(1) 2.68(7) 123(5) F(1) (12-x,y-1/2,3/2+7)
C(4)-H@4) 0.95(7) 3491 2.81(7) 129(5) F(3) (12-x,y-1/2,3/2 +2)
C(4)-H4) 0.95(7) 3.63(1) 2.84(8) 142(5) 0(2) (1/2-xy-1/2,3/2+7)
C(3)-H(3) 0.91(7) 3.49(1) 2.78(7) 136(6) F(4) (x+1/2,12-y,z+ 1/2)
C(7)-H(74) 0.99(8) 3.17(1) 2.50(8) 126(5) 0(8) (-x,1-v,2-2)
C(7»-H(74) 0.99(8) 3.06(1) 2.72(6) 1014) F(2) x,v,1+2)
C(T-H(7B) 0.97(6) 3.15(1) 2.38(7) 136(5) F(1) (—x,1-y,1-2)

IIpumevanue. D — aToM-I0HOp; A — aToM-akuenTop; H — arom Bofopona; (paccrosiaus d — B A, yroa ® — B rpan).

Taxke ObLIH yCpemHEHbI H TEIUIOBBIE HMapaMeTphI
aToMoB ¢propa aHHOHa. OKOHYATEeIbLHBIE NMapaMeT-
pbl yrounennsi: R, = 0.045, R,, = 0.58, R, = 0.026,
x*=4.69,rne R, =Z|l,- I |/Zl,, R, =Zw|l,- I.|/Zwl,,
R,=ZX0l /2l ; |,— HabmronaeMas HHTEHCHBHOCTD; [, —
pacyeTHas WHTEHCHBHOCTH. OJKCIEePHMEHTATBHBIM
PEHTreHOBCKUHA M PAa3HOCTHBIA CHEKTPHI IPEICTaB-
neHbl Ha puc. 1. KoopmaHaTeI aTOMOB 1 HX H30TPOII-
HbI€ TEIUIOBBIE NAPAMETPBI IPHBEAECHEI B Ta0M. 2.

IIpocTpaHcTBEHHOE PACTIONOXKEHHE ATOMOB B MO-
nekynax [ u Il m ux Hymepaums noka3aHsl Ha puc. 2 i
3, NoNyYeHHBIX C HCHOJIB30BAHHEM paduuecKOro
nakeTa nporpamm PLUTONO96 [23].

PE3YIIBTATHI 1 UX OBCYXIEHHE

Panee HamMu OBUIM CTPYKTYPHO HcCIemoBaHbI N-
3aMelIeHHbIE MIHPHAOHLI-2, cofepkKaine (PeHalHIb-
[3] 1 napa-auTpOdeHAMNBLHYIO IPYIIIBI Y ATO-

Ma asora [8]. Crpoenne nupunuHOBOro ¢)parMeHTa
MOJIEKYIBI | aHAIOrHYHO CTPOEHHIO HCCIENOBAHHBIX
panee nmupugoHoB. AToMmel O(2) u C(7) nexkaT B mio-
CKOCTH reTepouukna. B mupuamHoBOM ¢hparmenTe
HaOmrogaeTcsa YepenoBaHne MIHH (POPMATBHO TPO-
CTBIX H ABOHHEIX CBA3eH (puc. 2) ¢ oOpa3oBaHueM
KBa3HHEHOBOIO CTPYKTYPHOTO ¢parmenTa
C(3)=C(4)-C(5)=C(6). Topcuonusni yroa C(2)-
N(L)-C(7)-C(8) pasen 77.2(2)°, 4T0 HCKIIOYAET 00-
pa3oBaHUE BHYTPHMOJIEKYIAPHOH BOXOPOAHOM CBA-

KPHUCTAJIJIOTPA®US  Tom 47 N3 2002
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3m O(2)---H(82)-0(82). AHanorayHasd KapTHHA Ha-
Omoganach HAaMu U B ciayvae 1,2-THrugpo-2-HMHHO-
I-kap6okcaMeTHIIApHANHA [5], rae naocKocTH Kap-
GOKCHIILHON IPYIIbI H THPHANHOBOTO HUKJIIA COCTAB-
nsinm peyrpanHbni yroa 80.81(5)°.

B kpucrammnyeckon CTpykType I oOHapykeHO
CYILECTBOBAHHE CETH MEKMOJIEKYIAPHBIX BOXOPOA-
HBIX CBsI3€ll, MapaMeTpbl KOTOPBIX NPHBCIEHBI B
Tabmn. 3.

Iletepounknnuecknit KaTuoH Il umeeT nnanapHoe
CTPOEHHE; HanbobIIee OTKJIOHCHPIQO 4TOMOB OT
mnockoctu Ounukiaa cocrasnger 0.01 A. Arom O(8)
TaK:Ke JICXKHUT B ITOH INTOCKOCTH. MIHTEepecHO comoc-
TaBHTH CTpYKTYpHLIe H3MEHCHHA NPH NHKIH3aIHANA
I — II. Kak 6b110 OTMEUYEHO BBIIIE, B MOJEKyNE |
HaOmIomaeTca OTYETIMBOE YEPENOBAHHE IJIMH CBs-
3ell B mMIECTHWIGHHOM IHKJe. B xofe mukimzanmn
[UTMHBI CBsI3€il B MIECTAWIEHHOM (PparMeHTe CTaHO-
BATCA MEHee KOHTPAaCTHBIMH (BCIENCTBHE OONBIIEN
[eNOKaNN3alfH CBA3eH B KATHOHE), XOTA U COXpaHs-
I0T JUEHONONOOHYIO c*rpy'KTypy. Bwmecre ¢ TeMm Kap-
OOHHNBHBIA (PParMEHT AMHHOIPYIILI TEPSET CBOIO
OBOECBSI3HOCTh IPH UHMK/IH3ALUH, YTO, BO3MOXKHO,
yKa3bIBaeT HA 3HAUUTENBLHYIO JTOKATH3alHIO 3apana
Ha aTOMe a30Ta B KATHOHE.

140
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OTMeueHHad CTPYKTYpPHas OCOOEHHOCTE CTpOe-
HAg KaTHOHA [l cBHaeTensCTBYET O TOM, YTO apoMa-
TH3aLHH OHUUKNA NMPH €ro o0pa3oBaHHH H3 MOHO-
IHKJIa He mpoucxomuT. B cTpoeHnn Kpucranmmdec-
KOH crpykryper I OTMeYeHa cucreMa
MEKMOJIEKYNAPHBIX KOHTAKTOR C Y4acTHEM aTOMOB
BOAOpOfa, Kuciaoposa u gropa (tabn. 4). Pacyersl
3THX KOHTAKTOR MPOBEAEHBI ¢ HCIIOIB30BAHHEM NPO-
rpammbl PARST-95 [23]. Cpennsis nnuna ceasu B-F
B TETPa3APHYECKOM aHHOHe cocTarnseT 1.321(19) A.

ABTOpBI IPA3HATEIbHBI IPO(PECCOPY HHCTHTYTA
xaMun BepnuHckoro yunsepcurera um. ['ym6onea-
ta 3. KeMuuny 3a mo06e3H0 NPeqoCcTaBIeHHYIO BO3-
MOXKHOCTH NPOBEICHHA MOPOIIKOBOIO AH(PAKTO-
METPHYECKOr0 3KCNEPUMEHTA, 4 TAKXKE BBIPAXKAIOT
6maromapHocTk Poccmiickomy ¢ouny ¢yHpamen-
TaNbHBbIX HCCIENOBAHNH 32 (PHHAHCOBRYIO MOAJEPK-
KY B OIUIaTe JIMIEH3HH Ha oNIb3oBaHne KeMOpumxK-
CKHM OQHKOM CTPYKTYPHBIX HAHHBIX (rpaHT Ne 99-
07-90133) n noppep:kky pabOT MO CHHTE3y (TpaHT
Ne 99-03-33076).
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