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MeTonoM PEeHTIeHOCTPYKTYPHOTO aHAIW3a OMpe/eieHa KPHCTAIMYecKass CTPYKTypa BIIep-
BbIC CHHTE3MPOBAHHOI'O MOJICKYJISIPHOTO KOMILUICKCHOTO coemuHeHus ¢ropuaa cypbmbi(1ll)
¢ L-nevinuaom coctaBa SbF3(C¢H3NO;) (pomOuueckass cunronus: a=>5,7948(8), b=
=6,2433(9), c = 28,594(4) A, Z=4, mp. tp. P2,2,2,). CtpykTypa obpa3oBana u3 Monekyn SbF;
U L-JNefiiHa, CBSI3aHHBIX B IOJIMMEPHBIC IIEMTH MOCPEICTBOM OMICHTATHBIX MOCTHKOBBIX Kap-
GOKCHIIBHBIX TPYII MOJEKYJ aMHHOKHMCIOTEL. CraGbiMu cBs3savu Sbe-+F(1)° cocennue uemnu
COEJIMHSAIOTCS B TIOJTUMEPHBIE JIGHTHI, KOTOPbIE BOAOPOAHBIMU CBsi3iMA N—H-+-F u N—H:---O
00BETUHSIOTCS B KapKac.

KamoueBble €J0Ba: peHTTCHOCTPYKTYPHBIH aHAIN3, KPHCTAJUINYECKast CTPYKTypa, QTo-
pux cypsmbI(11l), L-nedmH, MOJIeKyIIpHOE KOMITICKCHOE COeTHHCHIE.

OTopun cypeMbI(1ll), Oyayun kucmoroit JIbionca, MPOSIBISIET aKIENTOPHBIE CBOMCTBA KaK K 3a-
PSKEHHBIM, TaK U MOJICKYJISIPHBIM OPTaHUYECKHUM JINTAHIaM, COJEPKAIUM aKTHBHBIC TOHOPHBIC IICH-
Tpbl. JleTanpHO M3y4eHa akKienTopHas ciocoOHOCcTh SbF; 1o oTHOIIEHHIO K (PTOPUI-HOHAM U APYTUM
annoHaM KucioT [ 1, 2 ]. CBeneHust 0 KOMIUICKCHBIX COeMMHEHUAX SbF; ¢ MOJEKyISIpHBIMH JTUTaH/Ia-
MU orpanuyensl [ 3 |. Panee HaMu ObUIH TOJTyYEHBI M CTPYKTYPHO HCCIIEIOBAHBI MOJIEKYJIAPHBIE KOM-
iekcHble coenuHenus: propuaa cypbMel(Ill) ¢ rmuuunom [4 ] u D,L-BamunoM [ 5 ]. Llensio HacTos-
el paboThl SABISLIOCH PEHTTCHOCTPYKTYPHOE HCCIIEOBaHUE BIEPBBIE CHHTE3WPOBAHHOTO MOJIEKY-
JSIPHOTO KOMITTEKCHOTO coennaennst SbF; ¢ L-netinmaom coctaBa SbF3(CsH 3sNO,).

JxcnepuMeHTadbHasa yacTh. Coenunenne SbF;(CqH 3NO,) nonydyeno B3aumoneiictuem SbF;
u L-neiinrHa B BogHOM pactBope HF. HeoOxoaumele i peHTTeHOCTPYKTYPHOTO MCCIIEIOBaHUS MO-
HOKPHCTAJIJTBl COSTMHEHHSI BBIPAIIEHBI MEUICHHOW KPUCTAILIH3AIIe BOJHOTO pacTBOpa MpH KOMHAT-
Hoi Temnepatype. becuBerHbie npo3paunbie kpuctamibl SbF;(CsH 3sNO,) umeroT GpopMmy miacTHHOK
U OTHOCSATCS K POMOMYECKON CHMHIOHMHU. KpHCTaibl JISTKO PaCTBOPUMBI B BOJEC M HEMPOYHbBIE: MPH
MaJIelIlieM MEXaHHYECKOM BO3JCHCTBHH TUIACTUHKU BBITMOAIOTCS W MPOMCXOJUT CIIBUT MHKPOILIA-
CTHHOK BJIOJIb MJIOCKOCTH ab. OTOOpaHHast A peHTI€HOBCKOTO MCCIIEIOBAHMUS MJIACTUHKA KpUCTaJlIa
ObLIa IPUKIIEEHA K CTEKISIHHON HUTH SIOKCHIIHOW CMOJIOHN, a e Je)opMUpPOBAHHBIC Kpasi ObUIN pac-
TBOPEHBI 1TOJT MUKPOCKOTIOM YBIIQ&XKHEHHOH (puiibTpoBasibHOM Oymaroii. Takum oOpa3om, ObLT MOTydeH
00BEKT sl CheMKH B (hopme Kpymioi ruractuHku TomuHor 0,20 MM u paamycom 0,18 mMm. Pentre-
HOBCKHi1 3kcriepuMeHT BoinosHeH npu 203 K Ha nudpaktomerpe SMART-1000 CCD ¢upmer Bruker.
OcHOBHBIE KpHcTaorpauyeckue MaHHbIE W PE3yJbTaThl YTOYHEHHUS CTPYKTYPHI TPHUBEICHBI
B Tabn. 1. COOp AKCHEpUMEHTANLHBIX JIAaHHBIX MPOBEICH METOJOM (M-CKaHWpoBaHuUsi ¢ marom 0,2°
1 sKkcno3unueit mo 20 ¢ Ha o uH Kaap TpeMs rpynmnamu o 906 kanpos mpu 3HaueHusx yraa ¢ = 0, 90
u 180° u paccrosHun kpuctau—muaerekTop 45 mM. [lormomenne y4TeHo Mo SKBUBAJICHTHBIM OTpaske-
HUSIM.
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Tabnuma

1

Kpucmannoepaguueckue oannvie, napamempwi sxcnepumenma u ymounenus: cmpykmypul SbF3(CsH 3NO,)

®dopmyna
MornexymspHas Macca
Temneparypa, K
JlnmvHa BOJTHBI, A
CuHroHust
[IpocTpancTBeHHas rpymnmna
a, b, c, A

v, A

VA

p(BbI4.), r/cm’

W, MM

F(000)

Pasmep kpucramia, Mmm

O6uactb cOopa JaHHBIX 110 0, rpaj.

MHTtepBanbl HHAEKCOB OTPAXKEHUI
W3mepeno / He3aBUC. OTpakKeHUH
Otpaxenuti ¢ [ > 20(])
[lepeMeHHBIX YTOYHEHHS

S

R-daxrop o /> 2a(/)

R-daxTop 1Mo BceM OTpaKCHHUSIM

Ocr. 511. II0THOCTH (max / min), e/A°

CeH 3NO,SbF;
309,92
203(2)

MoK, (0,71073)
PombOuueckast
P2,2,2,
5,7948(8), 6,2433(9), 28,594(4)
1034,5(3)

4
1,990
2,682
600
0,36x0,36x0,20
4,33—28,54
—6<h<7, -8<k<8, -38</<38
8925 /2629 (Ry = 0,0367)
2551
122
1,262
R1=0,0311, wR2 =0,0704
R1=0,0323, wR2=10,0707
1,294 / —1,563

CtpyKTypa ompeJiesieHa MPsIMBIM METOJIOM U YTOYHEHA METOJIOM HAaUMEHBIINX KBAJIPAaTOB B aHU-
30TPONHOM NPHUOIMKEHUH HEBOJOPOIHBIX aTOMOB. ATOMBI BOAOPOJAA MOJICKYJIbl L-IeIMHA Onpese-
JICHBI TEOMETPUYECKH U YTOUHEHBI B MOJICJIN HAC3JHHKA.

COop 1 penakTUpPOBaHKUE JAHHBIX, YTOUHEHHUE ApaMETPOB 3JICMEHTApHOHN SYEHKHU IPOBECHBI 110
nporpammam SMART u SAINT Plus [ 6 ]. Bce pacuetsl 1o onpeneneHuIo 1 yTOYHEHHIO CTPYKTYPBI
BbimoHeHk! 1o nporpammaM SHELXTL/PC [ 7 ]. CIF daiin, cogepxamuii moiHyr WHHOPMAIHIO 10
HCCIIEeNOBaHHON cTpyKType, 061 aemonupoBan B CCDC mom Homepom 745254, oTKymaa MOXKET OBITh
CBOOOJIHO TOJIyUEH 0 3alpocy Ha MHTepHeT-caiite www.ccde.cam.ac.uk/data request/cif. OcHOBHBIC
JUTMHBI CBSI3€H U BaJICHTHBIE YIJIbl HCCIIEJOBAHHOTO KOMIUIEKCHOTO COeIMHEHNUS TPUBEICHBI B Ta0. 2.

TaObnuma 2

Hexomopuwie onunvl cesaszeti (d, A) u sanenmmuvie yenol (0, Tpan.) 6 cmpykmype SbF;(CeH 3NO,)

CBs13b d CBs13b d VYron o) VYron o
Sb—F(3) | 1,9251(6) || Sb—O(1) | 2,4745(7) | F(3)SbF(1) 86,38(2) || F(1)SbO(2)* 83,02(3)
Sb—F(2) | 1,9498(6) | Sb—O(2)* | 2,5618(7) | F(3)SbF(2) 86,77(3) || F(2)SbO(1) 75,65(3)
Sb—F(1) | 1,9736(6) Sb'"F(l)b 2,8616(6) | F(3)SbO(1) | 79,28(2) || O(1)SbO(2)* | 115,00(2)

F(3)SbO(2)" | 80,73(2) || F(1)SbO(1) 154,37(2)
F(1)SbF(2) 82,49(3) || F(2)SbO(2)* | 161,40(2)

Koxsl cummerpuu: * x, y-1, z; b —x+1, y+1/2, —z+3/2.
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a Puc. 1. UK criektpsl oriomieHus L-neinuHa (a)
* 1 SbF3(CsH3NOy) (6)
.ﬂnl PesyabTatel u ux obcy:xkaenmne. C 1enpro moiyde-
ww,! HUS PEIBAPUTEIIBHBIX CBEIACHUH O CTPOSHUH CHHTE3HPO-
6 | * BaHHOIO KoMIuiekcHoro coeauneHus SbF;(CgH3NO,) (I)
* * uccienoBan ero MK crekTp morioiieHus, KOTOPbIHA co-
AM noctasieH ¢ MK cnexkrpom monekyinsl L-neiinuna. (MK
V'Ui" CIIEKTPHI TIOTJIOMICHUSI 00pa3IOB PETUCTPUPOBAIH B 00-
= * nactu 400—4000 cm ! o CTaHJapTHON METOJMKE B Ba3e-
4000 2000 1000 400 ‘mHOBOM Mmacie). B UK crmekrpe L-nmeiiumna (puc. 1, a)
Bosnogoe uncio, cm~! B 00JIaCTH YaCcTOT BAJCHTHBIX KoJjiebanwii rpymmer COO

MPUCYTCTBYET WHTEHCHBHAs I0J0Ca MOIJIOUIEHUA Npu
1582 cM !, cooTBeTCTBYIOIIAs JCMPOTOHMPOBAHHON KapOOKCHIBHON IpyIiie aMHHOKHCIOTHL. B 00-
nacti 2600—3100 cM ' IpHCYTCTBYET MIMPOKast HHTEHCHBHAS [OJI0CA C HECKOIBKIMH MAKCHMyMaMH,
KOTOpasi IPHHAJIEKHUT MOJOKUTEIBHO 3apskenHoii rpynne NHJ. Hannune B coenunennn L-neifiu-

Ha senpotonnposanHoil COO-TPyYIIIBI, a TAKKE TONOKHUTEIBHO 3apsHKEHHON rpymmnsl NH3 ykasbiBa-

eT Ha [[BUTTEP-MOHHOE CTPOCHHE aMHUHOKHCIIOTHI.

UK cnektp xommekca I (cm. puc. 1, 6) B o6nacti yactor 600—2000 cM ' NPaKTHUYECKH MONHO-
CTBIO COBIIAJ[Aa€T CO CIEKTPOM HCXOJHOTro L-neiinmHa (Huxe 600 cM ! B UK cIeKTpe KoMiuiekca [
MIPUCYTCTBYIOT TIOJIOCHI TTOTJIOMIEHUS CBs3elt Sb—F momekymsr SbF;). Hebompmme paszmuams HaOIro0-
JAKOTCS NUIIb B OOJNACTH YacTOT BaleHTHbIX Konebauuii NH3. Hapsmy ¢ mupokoil momocoil mpu

2600—3110 cm ' B MK crektpe I mprcyTCTByeT TakiKe T0I0Ca TOMJIOMEH s CPeIHeil MHTEHCHBHOCTH
¢ MakcuMyMoM Tipu 3250 cM ' 1 meperuGom mpu 3190 v . HaGiroaeMblii CABUT B KOPOTKOBOIHO-
ByI0 0011acTh mosoc nornomienust rpynmsl NH] B UK crieKTpe KOMILIEKCHOTO COerHEH s |, BeposiT-

HO, 00ycJIOBJIeH ocnalleHueM XapakTepa BOJOPOJHBIX CBA3EH B KOMIUIEKCHOM COCJMHEHHUH 110 CPaB-
HEHHUIO C BOJOPOIHBIMH CBSI3IMH B L-JIeHIMHE.

Hanuuue B Mosnekyne L-neininHa, BXOASIICH B COCTaB KOMIUIEKCHOTO COeIMHEHUs [, nenpoToHu-
poBanHO# KapGokcHibHON rpynmsl COO™ U MONOKUTENBHO 3apsKEeHHOM rpyrnbl NH ykasbiBaer Ha

COXpaHEHHUE [[BUTTEP-UOHHOTO CTPOCHUS ATOM MOJEKYJbI IPU 00pPa30BaHUU KOMIUIEKCHOTO COC/IHHE-
Hust ¢ SbF;. 3akimodenus, cienannbie Ha ocHOBaHNU MK-CceKTpOCKOMYEeCKOTo HCCIICIOBAHUS CTPOC-
HUA CHUHTE3UPOBAHHOI'O0 COCOAMHCHUA I, IMOATBCPIKACHBI IIPU OIPEACICHUU €T0 KpHCTaHHH‘IeCKOﬁ
CTPYKTYPBHI.

Kpucrammueckast cTpyKTypa KOMIUIEKCHOTO coenuHeHus | oOpa3zoBana rpymmamu SbF; u Mode-
KyJamMu L-neiHa, o0beIMHEHHBIMIA aTOMaMHU KHUCJIOpoJa OMICHTATHBIX MOCTUKOBBIX KapOOKCHIIb-
HBIX TPYIIT MOJIEKYJT aMUHOKHUCIIOTHI B TOJMMEPHBIC TICTH, BHITSIHYTHIC BJIOJb OCH b KPHUCTAILIA.

B okpyxeHHe atoMa cypbMbl KOMIUIEKCHOTO coemuHeHust I (puc. 2) BXomsaT Tpu aroma ¢ropa
mosiekysbl SbF; ¢ paccrosHusimu Sb—F 1,9251(6), 1,9498(6) u 1,9736(6) A (cm. Tab. 2), KOTOpBIC

Puc. 2. dparmMeHT noauMepHoOi
Lenu B cTpykrype |
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HE3HAYUTEIBHO OTIMYAIOTCS OT ANMH cBsizeil Sb—F B cTpykrype kpucramia SbF; (Sb—F 1,90(2),
1,90(2) u 1,94(2) A) [ 8 ]. biuzkue 3HaueHUsT UMEIOT TaK)Ke U BasieHTHBIE yTrasl F—Sb—F B kpucran-
nyeckod ctpykrype | (M. Tabi. 2) u B cTpykrype SbF; [ 8 ]. DT qaHHBIE CBHIETEILCTBYIOT O HE-
3HAYUTEJIILHOM HCKakeHuH rpynnbsl SbF; mpu oOpa3oBaHMH KOMILIEKCHOTO COSAWHEHHUs ¢ L-medim-
HOM.

[TomuMmo Tpex aTomoB F B OmkaifiieM OKpy»XEHUH aToMa Sb MMEIoTCs TakKe J1Ba KapOOKCHITb-
HBIX MOCTHKOBBIX aToMa O OT IBYX coceHHX Mouiekyn L-nefiuHa (Sb—O 2,4745(7) n 2,5618(7) &)
(cm. puc. 2). Cessu Sb—O B ctpykrype | mo cpaBHeHUto co cBa3simu Sb—F cnalbie (mpenmytect-
BEHHO MOHHBIC) M XapaKTEPHBI IJIT MOCTUKOBBIX CBsI3eit Sb—O. AHAJOTHYHEIE IO JUTHHE MOCTHKOBEIC
cBs3u Sb—O (Sb—O0 2,524(2) u 2,552(2) &) Hal/IeHbl B KPUCTAJUTMYECKON CTPYKTYpe KOMIUIEKCHOTO
coequHenns Gropuaa cypbMbi(11) ¢ D,L-BanmHoM [ 5 |, Tak:Ke MMEIOIIETO IIET0YeYHOE CTPOCHHE.

Kpucrannuueckas cTpykTypa COeAMHEHHs | CyIIeCTBEHHO OTIMYAETCS! OT CTPYKTYPhl aHAIOTUY-
HOTO TI0 COCTaBy MOJICKYJISIPHOTO KOMIUIEKCHOTO coeamHeHus ¢ropuaa cypbMbI(IIl) ¢ raummHOM,
SbF;("NH;CH,COO") (II) [4]. B ctpyxrype Il rpynna SbF; o6pasyer BecbMa HpOYHYIO CBSA3b C O]I-
HAM aTOMOM KHCIIOpoAa ACTIPOTOHHPOBAHHOW KapOOKCHIILHON TPYIIBI MOJIEKYJBI TiauiuHa (Sb—
0(2) 2,240 A). OO0pa3yromuiics KOOPIUHAIIMOHHBIN TIOJIMIIp aToMa CYpbMBI UMeeT (OopMy TpPHTO-
HanbHOU Ounupamuasl SbF;OE ¢ BakaHTHOH BepIIMHON B SKBATOPHUANBLHOW TNIOCKOCTH, 3aHATON He-
TI0JICJICHHOM 3IIEKTPOHHOI mapoii (E) nona Sb*".

I'eomeTpuueckue XxapakTEepUCTUKHU MOJIEKYJbl L-IeHMHA B CTPYKTYpe KOMIUIEKCHOIO COEIMHE-
HUSI | aHAIOrMYHBI TAKOBBIM B CTPYKTYpe Kpuctamia L-neiinuna [ 9 |. Jnunsl csazeit C—O B kapOok-
CHJILHOHM TpyMIle MOJICKYJIbl L-JTeWHa, BXOISIIEH B COCTaB KOMIUIEKCHOIO COeAMHEHUs I, nmeroT
suauenns 1,2448(11) u 1,2658(10) A, aro XapaKTepHO Ui JUIMH MOJIyTOpHbIX cBs3eil C—O nenpoTo-
HupoBanHoHi rpynnsl COO B kapOokcuiaTax MeTamwioB. Pacnpenenenne oTpUUAaTEIbHOTO 3apsiia 1Mo
00enM cBsa3siM C—O B KapOOKCUIIBHOW IpyTIe MOJIEKYJIbl L-eiinHa u 00yCIOBINBACT CPAaBHUTEIb-
HO citadbie cBs3u Sb—O B KOMIUIEKCHOM coequHeHUU. OCTaIbHBIC JUTMHBI CBSI3ei B MOJICKyIIe L-Jel-
mmaa C—C (1,517(2)—1,541(1) A) n C—N 1,485(1) A MMEIOT THIHYHBIC 3HAYCHUS UL MOJIEKYT
AMHHOKHCJIOT.

B oxpyxenun atoma Sb B mpenenax BTOPOH KOOPAMHAIIMOHHOM chephl MMeeTcs eie oaHa ooee
crmabast cesi3b Sb...F(1)° (cM. TaGu1. 2), mOCPeICTBOM KOTOPOH MOMMMEPHBIE LIEIH B CTPYKTYpe MOmap-
HO OO0BEAMHSIOTCS MeX1y coOol B jeHThl. [locneaane Bogopoaabimu csa3smu N—H...F u N—H...O
00BEUHAIOTCS B TPEXMEPHBIH KapKac.

BeinonHenHoe peHTreHocTpykrypHoe uccienoBanune SbF;(CsH3sNO,) nokasano, 4To reomeTpu-
YyecKre xapakTepucTuku rpynn SbF; u L-neiiunHa, BXOAAMIMX B COCTaB COSIMHEHNUs, HE MPeTepIesn
CYLICCTBCHHBIX M3MCHEHHUI 10 CPAaBHEHMIO C TaKOBBIMH B Kpuctaimax SbF; m L-neiiunna, mostomy
BIIEPBEIC TTOJYICHHOS MOJICKYJIIpHOE KoMIutekcHoe coenuHenne SbF;(CqH 3NO,) MoxkeT OBITh Takke
MPEJICTaBIICHO KaK afayKT SbF; u L-neinuHa.
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