KPHCTAJIZIOTPA®HSA, 2001, mom 46, Ne 6, c. 1069-1071

CTPYKTYPA

YK 548.73,547.7

OPTAHUYECKHNX COEIUHEHUN

PEHTTEHOCTPYKTYPHOE KAPTUPOBAHUME
B TETEPOLIMKJINYECKOM JIU3AVIHE. 5. TU®PAKTOMETPUYECKOE
NCCIEJOBAHHUE CTPYKTYPbBI KPUCTALJIOB I'MAPOXJIOPUIA
2-TNAPOKCH-3-TPUOTOPAIHETWINMHUIA3O[1,2-a]ITAPUTUHA
IIPH 180 K
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MeTooM peHTIeHOCTPYKTYPHOT O aHANTN3a YCTAaHOBJIEHO CTPOEHHE THPOXIOPHAA 2-THIPOKCH-3-TpHpPTO-
panetanamugasol1,2-aJmipuguaa CoH F;CIN,O, mpu 180 K. CTpykTypa pelneHa NpAMBIMH METOTAMHU H
yrounera MHK po R = 0.0296. Onnoit 3 ocoOeHHOCTEH CTPOEHHs KpUCTaia ABIseTcs 00pa3oBaHue CH-
creMbl Bogoponnbix cazeii: N-H---Cl™ ¢ napamerpamu N---Cl 3.09, N-H 0.83, H---C1 2.33 A, N-H--Cl 153°
1 O-H--CI” ¢ napamerpamu O--Cl 2.87, O-H 0.95, H--C1 1.92 A, O-H---Cl 178°, npuuem aTOMsI XJ10pa cBsi-
3aHbI C MCXOHBIM Pa3HLIMM CHMMETPHYECKUMHE IIPe0Opa30BaHHsIMH.

BBEJIEHUE

Iannast paboTa CIYKHT NPOJOJKCHHEM CEpUH
HCCNEAOBaHHI reTepONUKINYECKAX COETHHEHU, KO~
TOpbIe 0011aJal0T CIOCOOHOCTRIO BCTYNATh B peak-
LMK HUKIU3a0id 1 TparnchopManan nukios [1-8]. B
OTHOM M3 MNpeAbIAYIIMX cooOlieHnid [6] omucaHO
CTPOEHHE COJIM THAPOXIIOPHAA 2-0KCH-2,3-TUTHIpOH-
mupaso[1,2-aJmupupuna C,H,CIN,O (I), koTopas sB-
JSETCS UCXOJHBIM MPONYKTOM JUJIA MOJYYeHUs TH[-
pOXJIOpHa  2-THAPOKCH-3-TpHdTOpaneTHINMHIA-
30[1,2-a]mupuguaa CyHGF;CIN,O, (II). Cuures II
ocymiecTsieH o0padoTkoit I TpudTopyKCcycHbIM aH-
THAPHAOM TIO peaKiuu
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B peakunonsHoMm cocype oOpasoBanuck OecuBeT-
HbIE KPHCTAlbl NpH3MaTH4YeCcKoro raburyca. Ilpu
MONBITKE HM3BJIEYbL KPHCTAIBI H3 MATOYHOrO pac-
TBOpa TOCHEMHHE MOJHOCTHIO PACTPECKUBANKCH B
teuenne 30 c. M3-3a BeICOKOH NleTy4ecTH TPHATO-
PYKCYCHOrO aHruipuaa paboTsl mo oTéopy KpucTa-
JOB s Lejell pPeHTTeHOCTPYKTYPHOTO aHalu3a
MPOBOJMIINCE B CTPYE OXJIAKACHHOrO a30Ta 1Moy Ou-
HOKYJISIPHBIM MHKPOCKOIIOM B IOJISIPU30BAHHOM CBe-
T6.

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

ITosunmonHBIE TApaMeTPhl ATOMOB (xl()“) W UX 3KBHBAa-
MEHTHBIE M30TPONHbIe TemnoBble napametpbl U, /U,
(A% x 10%) pnst Momekyaet 11

ATtom 5 y B Ui Ui
Cl 4755(1) | 1286(1) 1458(1) 31(1)
C(1) 3540(1) | 4336(3) 2447(1) 20(1)
C(2) 3885(1) | 6417(3) 2227(1) 20(1)
0(2) 3887(1) | 7359(2) 1538(1) 25(1)
N(3) 4231(1) | 7391(2) 2873(1) 21(1)
C4) 4123(1) | 6006(3) 3505(1) 21(1)
C(%) 4354(1) | 6330(3) | 4286(1) 26(1)
C(6) 4148(1) | 4654(3) | 4803(1) 30(1)
c 3721(1) | 2694(3) 4548(1) 31(1)
C(8) 3501(1) | 2434(3) 3778(1) 26(1)
N(9) 3704(1) | 4117(2) 3262(1) 20(1)
C(10) 3099(1) | 2626(3) 2024(1) 22(1)
0(10) 2867(1) 733(2) 2301(1) 31(1)
C(11) 2904(1) | 3220(3) 1149(1) 26(1)
F(1) 2773(1) | 5869(2) 1006(1) 34(1)
F(2) 2434(1) | 1766(2) 885(1) 45(1)
F(3) 3305(1) | 2518(2) 743(1) 35(1)
H(2) 4186(9) | 8630(40) | 1523(12) | 49(5)
H(3) 4488(8) | 8570(40) | 2893(10) | 37(5)
H(5) 4635(7) | 7800(40) | 4407(10) | 31(4)
H(6) 4300(7) | 4780(40) | 5344(10) | 36(4)
H(7) 3585(8) | 1560(40) | 4901(11) | 37(4)
H(8) 3208(7) | 1230(30) | 3562(9) 29(4)
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PBLIGAKOB 1 ap.

CrpoeHue reTepolHKIRYECKOro KaTuoHa II.

ITo crepennsam n3 Kembpumkckoro 6aHKa CTpykK-
TYPHBIX aHHBIX [9] peHTreHOCTPYKTYPHbIA aHaIu3
II paree He MpoBOAKICH.

SKCIIHEPUMEHTAJIBHAS YACTb

Kpucranns! coegunenus I mpunapnexaT K MOHO-
KIUHHOW cuHroHuu. IlapameTphl 3neMeHTapHOR
AYeiKM onpefenessbl 1 yroynensl no 1097 pednekcam
B obuyactu yrioB 0 5°...25° Ha aBTOMaTHYECKOM JIA-
pakromerpe IPDS (AMoK ,, rpachuTOBBIil MOHOXPO-
marop) mipu T = 180(2) K: a = 23.761(5), b = 4.856(1),
c=17.713(4) A, =100.41(3)°, V=2010.1(7) A3, Z =8,
np. tp. C2/c, d,,, = 1.762 r/cM?, ;L(?LMO) 0.415 mm !,
Ha Tom ke gudpakToMeTpe U IPH TOM XKe TeMnepa-
Type METO[IOM (D-CKaHHUpOBaHusi B 0OnacTy yrios 6
3.16°...26.19° mamepeno 4505 orpaxkenuii c [ = 26(1).
O6paboTka KcepHMeHTaNbHOrO Habopa gudpak-
LHOHHBIX JAaHHBIX IPOBOJKIACH 10 KOMILIEKCY IIPO-
rpamM X-RED-107. KoopaunaTbl HEBOJOPOIHBIX
aTOMOB OBUIH NOTYYEHBI C HCIOIB30BAHHEM MPAMBIX
MeTofoB ¥ yroynensl MHK B anuzoTponHom npu-
OnmKeHun 1o nporpaMmaoMy kommnekcy SHELX97
[10]. ITo3unmu Bcex aTOMOB BOIOPONa ObLIIH TIOKAIH-
30BaHBI M3 Pa3sHOCTHOTrO (hbyphe-CHHTE3a 3NEeKTPOH-
Hoit mnotHocTH. CtpykTypa yroudeHa MHK B annso-
TponmHoM (71d aToMoB H n3orponsom) npubnuxe-

HiH 10 R1 = 0.0296 (wR2 = 0.0642). KoopguHaThI |

4ATOMOB U HUX M30TPOIIHBIE TEMIOBbIE MapaMeTpsl,
3KBHBAJIEHTHbIE COOTBETCTBYIOIIMM aHW30TPOII-
HBEIM, TIpeficTaBleHkl B Tabmune. OcraToyHas anek-

TPOHHAs MIIOTHOCThL UMEET 3HAYEHUs AP, = 0.240
M AP, = —0.184 ¢/A3. M306paskenue KaTHoHa (¢ HY-
MepanHel aTOMOR) OJTYY€HO ¢ HCTTOb3BOAHUEM IIPO-
rpammbl PLUTONO96 [11] 1 noka3ano Ha pUCYHKE.

PE3YJIbBTATBI U1 UX OBCYXIEHHE

IIpoTuBononom B coenuuenun 11 cnykut Xnopup-
aHnoH. I'eTepouUkIHYecKnil KATHOH UMeeT IIIaHap-
HOE CTpOeHHe; Hanboublce OTKIOHEHHEe aTOMOB OT
miockoctu 6unukna cocrapuser 0.015(1) A. Crpyk-
Typy conei I u Il B 061iem Bue MOKHO IpeCTaBUTh
onHoMH u3 Tpex cTpykTyp (R = H nnu COCF;):

H+ H+
=N A =N # N\
H R R H R

A B

Kak MbI ycTaHoRunH paHee [6], cTpykTypa conn |
oTHocuTed K Tuny A. Mexay Tem crpykrypy conu 11
(monyyaemoii anunupoBanneM I) cnefgyet ogHO3HAY-
HO OTHECTH K Tumy B, a He K Tuny C. O6 aToM cBuje-
TEJNLCTBYET JIOKaAU3alys IPOTOHOB y aToMOB N(3) 1
O(2) u orcyrcTBHe npoToHa y atoMa C(1).

HMHTepecHO COMOCTAaBUTE CTPYKTYPHBIE U3MEHE-
HUs npH auunupopanuu [ — II. Ilpu conocrasne-
HUH JJTIUH CBA3CH B HCCIIEOBAHHBIX KATHOHAX MOXKHO
3aMeTHTh, YTO B MIECTHUIEHHOM retepoumkiae II
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PEHTITEHOCTPYKTYPHOE KAPTHUPOBAHMWE

kBa3unueHoBbId pparment C(5)C(6)C(7)C(8) craHo-
BUTCsL OoJiee KOHTpAacTHBIM, 4eM B 1. [IpoTonuposa-
HHE 9K30LHKIMYeckoro aroma O NpuBOAMT K nepe-
pacnpeneneHHIO ITHH CBA3€H B MTHIWIEHHOM LIUKJIE.

B wactHocTH, nyMHA cBa3n (C2)-0(2) yeennunsa-
ercd, a giuHa ca3u C(1)-C(2) yMeHblIaeTcs B COOT-
BETCTBHH C OXKHJaeMbIM paclpeleIcHHEM [IJIHH CBS-
3ei B keToHHOM (I) m eHombHOM (II) coemmHeHMsX.
Mozxno 3akntouuts, yro BBegenue rpynnbsl COCF; k
atoMy C(1) B KeTOHHOH popMe A IPUBOAUT K IOBbI-
LIEHHIO KHMCIOTHOCTH OCTaBIIErocs MpOTOHA M cTa-
OMIU3aluu eHONBHOU (popMbl B. BMecrte ¢ TeM rpyn-
na COCF;, no-sugnMoMy, cnabo conpszkeHa ¢ €HOlb-
HbIM (pparmeHToM B II, MOCKONBKY JnuHa CBS3H
C(l)—%(lﬂ) (reTeporMKI—ania) AOCTaTOYHO BEIHKA
(1.44 A).

137,038 H+ H+
: 3 138 140
- Z ’ﬁy 1.200 et iy P ’Tslv\l 130 OH
N 0T Nf
cr » C- R

I (popma A) IT (dopma B, R = COCF,)

Eme onno# oco6erHoCTRIO cTpoenus 11 apngercs
o0pa3oBaHNe CHCTEMb] BOTOPONHBIX CBS3EH: U3 HUX
N(3)-H(3)---Cl" ¢ napameTpamm N(3)---Cl" 3.09, N(3)—
H(3) 0.83, H(3)---Cl- 2.33 A, N(3)-H(3)---Cl- 153°,
MPHUYEM aTOM XJIOpa HMEET CHMMETpPHYHOE peodpa-
3oBanue (1 —x, 1 +y, 1/2—z). Bropas O(2)-H(2)---CI-
¢ mapametpamMur O(2)---Cl- 2.87, O(2)-H(2) 0.95,
H(2)--Cl- 1.92 A, O(2)-H(2)-Cl- 178°, a aTom Xmopa
UMeeT OTAUYHOE OT NEPBOr0 CHMMETpHYECKOE TIpe-
obpazosanmue (x, 1 +y, 2).

ABTOpBI TpH3HATENBHBI Npodieccopy MHCTATYTA
xuMuH BepnuHckoro yHuBepcureTa uM. ['ymbonsara

KPUCTAIIJIOTPA®PHUSA Tom 46 N6 2001

1071

3. Kemunny 3a q100€3HO IPeJOCTABIIEHHYIO BO3MOXK-
HOCTb TIPOBEACHUS NUQPPAKTOMETPHIECKOrO 3IKCIE-
pUMeHTa, a TakXe BbIpaxkaioT GnaropapHocThs Poc-
cuiickoMy oHay (PyHIAMEHTANIbHBIX MCCIEN0BaHUI
3a (DHHAHCOBYIO TONICPKKY B ONJaTe JHUIEH3WH HA
nonb3oBanne KeMOpUIKCKIM GaHKOM CTPYKTYPHBIX
maHHbIX (rpaHT Ne 99-07-90133) u mopaepKKy CHHTE-
THYECKHUX nccaenoBanuil (rpant Ne 99-03-33076).
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