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MeToIoM pPEeHTIeHOBCKON JU(paKkIny MOBTOPHO YCTAHOBJIEHA KPHCTAJUIMYECKAst U MOJIEKY-
nspHas cTpykrypa 4-xmop(6ensomnokcumernin)rpudropennana 4-ClIC¢H,COOCH,SiF;. Ko-
OpAMHAIMOHHBIA MOJIM/IP aTOMa KPEMHUSI B Hell — TpHUTOHAIbHAs Ounmpamua. JinrHa akcu-
aJIbHOM KoOpAMHAIIMOHHOH cBsi3u O — Si 2,074(1) A.

KiawueBble €JI0Ba: MOJNEKYJISIPHAsi CTPYKTYpa, PEHTTeHOCTPYKTYPHBIN aHAIIU3, PaKo-
HOUJIBI, (APOMIOKCUMETHI ) TPUPTOPCUIIAHBI.

[Ipomomxas ucciaenoBaHUS MOJIEKYJSIPHONW CTPYKTYPBl (2pOMIOKCHMETHI)TPU(TOPCHUIAHOB,
M03/IHEE HAa3BaHHBIX JIPAKOHOUIAMHU, MBI YCTAHOBIJIM METOJIOM PEHTI€HOBCKOW JAU(paKIuu MpHu HU3-
kori temrrepatype (120 K) kpucTammmgeckyro W MOJCKYJSIPHYIO CTPYKTYpYy 4-Xiop(OCH30MIOKCH-
metmi)pudropemiana, 4-CICcH,COOCH,SiF; (I) [ 1]. 30 et ToMy Ha3zaja KpUCTaLIMYeCcKasi CTPYK-
Typa coenuHenusi I Obiia ompeneneHa Jaumb (OTOMETONOM HpU KOMHaTHOW Temmepatype (293 K)
[2]. DTo OBLT OIMH M3 TIEPBBIX MIPEACTABUTENCH HOBOTO KJIacca OPTaHWICCKUX COCTMHECHUN TIEHTAKO-
OPAMHUPOBAHHOTO KPEMHHSI — JIPAKOHOUJIOB.

JKcnepuMeHTalIbHAs YacTh. Habop skcreprMeHTaNbHBIX HHTEHCUBHOCTEH OT MOHOKJIMHHOTO
kpucramia (0,31x0,23x0,21 mm) monyuen Ha audpakromerpe Smart APEX Il ¢ koopnuHatHeIM ze-
tektopom mipu Temmeparype 120(2) K. Kpucramrorpapudeckne mapamMeTpbl: NpOCTPaHCTBEHHAsS
rpynma P2/n, a=28,9134(9), b=10,6500(10), ¢ =10,0133(10) A, p=193,63(1)°, ¥ =948.,63(16) A®,
Z=4, M=254,67, dy.=1,783 r/em’, F (000) = 512. M3mepensr naTeHCHBHOCTH 10822 OTpaskeHMIA
(MoK ,-n3mydenue, TpadUTOBBII MOHOXPOMATOp, (O-CKaHHPOBAaHHE, 20, = 60°, ydTeHO morioile-
Hue), 2762 (I > 2c(/)) HE3aBUCUMBIX OTPAKEHHUsI OBUIH UCIIONB30BAHBI IS JAIbHEHIIIEr0 YTOUHEHUS
1o R =0,0362, GOOF = 1,066.

Crpyxkrypa I pacumdpoBana npsiMbiM mMeToj oM u yrounena MHK B mosHoMaTpudHOM aHU30-
TPOMHO-M30TPOITHOM TIpUOIIKeHnn 1o F>. Bce pacueThl BBIMOTHEHHl HA KOMILIEKCE MPOrPaMM
SHELXTL97 V5.1. CIF-daiin, conepkamuii MoJHYI0 HHPOPMAIIAIO TI0 MCCICIOBAHHOW CTPYKTYpE,
nenonupoBad B CCDC nox Homepom 808980 (www.ccdc.cam.ac.uk/data request/cif). [nunbr cBsizeit
B | mpuBeneHsl B TabIMIIE, HyMepanys aTOMOB YKa3aHa Ha pUCYHKE.

O6cy:xneHue pe3yabTaToB. CpaBHEHHE T€OMETPHUECKUX MTapaMeTpoB MOJeKybl I, pacumdpo-
BaHHOU (oromeronom mpu 293 K [2 ], co 3HaYCHHUSIMH, YCTAHOBJICHHBIMM Ha aBTOMAaTHYE€CKOM [IH-
¢pakrometpe npu 120 K, npuBogurcs B Tabnuie. Mx conocraBieHne CBUACTEIBLCTBYET O COOTBETCT-
BHU TIOJTYYSHHBIX B 000HX CITydasx pe3yJbTaToB.

KoopanrannonHsIil monmmsap atoma KpeMHuUs B MoJieKkyJie | — TpuronansHast OunmpamMuaa ¢ ato-
mamu F1 1 Ol B ee akcnanpHBIX BepUIMHAX, IPH 3TOM BaieHTHBIA yroi F1SiO1 (175,66(6)°) 6mu3ox
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Jlnunv cesseii d (A) sanenmuvie yenvl o (rpaz.) 6 monexyne 4-CICcH4COOCH,SiF; (I)

CBsi3b d CBsi3b d
120 K ®doromeron 293 K 120 K ®doromeron 293 K
Si—Ol1 2,0737(12) 2,08(2) C2—C3 1,472(2) 1,43(3)
Si—F1 1,6079(11) 1,56(2) C3—C4 1,395(2) 1,35(4)
Si—F2 1,5849(11) 1,59(2) C4—C5 1,391(2) 1,45(4)
Si—F3 1,5894(11) 1,62(2) C5—C6 1,395(2) 1,30(4)
Si—Cl1 1,8659(16) 1,84(3) C6—C7 1,387(2) 1,45(4)
01—C2 | 1,2391(19) 1,20(3) C7—C8 1,389(2) 1,37(4)
02—C2 | 1,3157(19) 1,37(3) C8—C3 1,392(2) 1,41(4)
C1—02 | 1,4616(18) 1,54(3) Cl1—C6 | 1,7325(16) 1,76(3)
VYron o) o) VYron [0 o)
F1SiO1 175,66(6) 173,0(5) 02C1S1 113,79(10) 113,6(6)
F1SiF2 98,52(6) 101,4(5) 02C2C3 | 114,67(13) 111,1(5)
F1SiF3 98,49(6) 99,1(6) 01C2C3 | 124,63(14) 128,2(6)
F1SiCl 95,57(6) 92,2(6) C4C3C2 | 119,87(14) 120,3(7)
0O1SiC1 80,12(6) 81,4(6) C8C3C2 | 119,66(14) 119,3(5)
O1SiF2 83,53(5) 82,5(6) C8C3C4 | 120.46(14) 121,5(6)
O1SiF3 84,29(5) 83,6(5) C3C4C5 | 119,96(15) 118,0(7)
C1SiF2 123,55(7) 122,0(5) C4C5C6 | 118,46(14) 118,0(8)
C1SiF3 120,84(7) 123,2(5) C5C6C7 | 122,26(14) 126,6(7)
F2SiF3 110,58(6) 109,4(5) Co6C7C8 | 118,55(14) 113,9(7)
C202C1 | 113,24(12) 112,3(6) C7C8C3 | 120,23(14) 121,5(8)
SiO1C2 111,79(10) 113,6(5) Cl1C6C7 | 118,02(12) 119,1(7)
01C202 | 120,69(14) 120,3(6) Cl1C6C5 | 119,71(12) 118,4(7)

K uneanbHomy 180°. [lnnne koopaunanmonnoit cesizu Si—O1 (2,0737(12) &) YAEISIIOCh 0c000€ BHU-
MaHHE MPH M3YYCHUU KPUCTAUITMYECKOH CTPYKTYpPBL. DTO PACCTOSHHE 3HAYMTEIBHO KOPOYE CYyMMBI
BaH-J[CP-BAATbCOBBIX PAIAYCOB aTOMOB KPEMHIS M KHCII0poza (3,6 A) i JHIIb HECKONBKO IPEBBIMIACT
PacCTOSIHUE MEXIYy dTUMHU aTOMaMH B COCAMHEHMSIX TETpaKoOpAMHUpoBaHHOTO kKpeMuus (1,67(3) &)
[3]. bonbmioe BiusHUE HA €€ JJIMHY OKA3bIBAET BXOXKICHUE ITOW CBA3U B MSATUWICHHBINH KOOpIMHA-
nuoHHkIH rereponuki SiC102C201.

Brixos aToma KpeMHHS M3 3KBATOPUAILHOW IJIOCKOCTH Ounupamuisl ASi, 00pa3oBaHHOI aToMa-
mu C1F2F3 B cropony aroma F1, cocraBmser 0,218(2) A, atomsr F1 u Ol PaBHOYIAJICHBl OT ITOU
mrockoctd (1,825(5) u 1,853(4) A cootBercTBeHHO). OBBIMHO CYMTACTCS, YTO BETHUIMHA ASi OTpakaeT
THOPUAM3ALIUIO aTOMa KPEMHHUsI B €T0 THIIEPBAJICHTHBIX COCMHEHUSIX, HATIpUMEp B crulaTpaHax [ 4 |.

OTKIIOHEHHS SKBaTOPHABHBIX BAJIEHTHBIX YTJIOB MpU arome KpemHus oT 90° B monekyne I Tak-
JK€ CBUJCTENBCTBYIOT 00 HCKaXCHUH KOOPAMHALIMOHHOTO MOJIMAIpa aToMa Si, 9KBaTOPUAIbHBIE YTIIBL,
HarpaBlieHHbIe K aroMmy ¢ropa F1, 6onbmie 90°, a k atomy kucinopoga Ol — MeHbIlle PSIMOTo yria
B HWJIcaJIbHON Ounupamuze. [IBa U3 TpexX BAJICHTHBIX YIVIOB B SKBATOPUAIILHON IIOCKOCTH KOOPAWHAIIU-
OHHOTO TIONUApa aToMa KpeMHus 0iau3ku k 120°
(F2SiC1 = 123,55(7); F3SiC1 = 120,84(7)°), a no-
HIDKCHHOE 3HAYEHHE TPEThEro SKBATOPUATBHOTO
yrima F2SiF3 (110,58(6)°), ckopee Bcero, o0obsic-
HsaeTcs O6oipmmM o6beMoM rpymmsl CH,. Cyte-

Mosekyia 4-x510p(0eH30MIOKCUMETHIT ) TPU(TOPCHITa-
Ha, 4-CIC(H4,COOCH,SiF;
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cTBeHHOEe oTiamume BasieHTHOTo yriaa C1SiOl1 (80,12(6)°) ot 90° 00yciaoBIEHO BXOXKICHHEM €TO
B 3aMKHYTBIN MSTHYJICHHBIA KOOPAMHAMOHHEIH retepornka SiO1C202C1.

JIByrpaHHbIH yroil MEXAY ISATUWICHHBIM T'eTEPOLMKIOM M OCH30JbHBIM KOJBIIOM COCTaBIISIET
13,02°, topcuonnbie yriabel C4C3C201 u C8C3C202 orauuaroTcss MEXay coOoi MeHee ueMm Ha 1°
1 paBHBI 12,8(1) u 13,6(1) rpax. [IATHUIEHHBIH TETEPOIMKI UMEET CIIa00BBIPAKEHHYIO KOH(POPMAIIHIO
KOHBepTa ¢ yriaoM otruba 6,62° BepumuHsl, 3aHsaToil aromoMm yriaepoaa Cl. nuna cBasu C2—C3,
pasnas 1,472(2) A, xapaktepHa A cBs3u Ca—C=0, umeroniell MOBBIIEHHBINA TOPSI0K BCIEICTBHUE
COTIPSDKEHUS B TUIOCKOW OEH30MIOKCH-TPYTIIIE.

MexatomHOe akcuanbHOe paccrosaue Si—F1 (1,6079(12) ﬂ) HECKOJILKO OO0JIbIIIEe OJHOMMEHHBIX
sKkBaTOpHanbHEIX Si—F2 u Si—F3 (1,5849(11) u 1,5894(11) A), oueBHIHO, 9TO 0GYCIOBICHO OCIAG-
JSIIOILUM mpaHc-BIUSIHAEM KapOoHHIbHOTO Kucnopona Ol Ha atom ¢ropa F1. Jnuna cesazu Si—Cl1
(1,8659(16) A) Grmska k BepxHel TpaHWIe 3HAYCHHH JUIHH CBsseil Si—C B KPeMHHAOPraHHICCKIX
COCIMHECHHSX C TeTpadJipuuecKuM aromMoM kpemuus (1,84—1,88 &) [5] Crsaszp C2—O1 (1,239(2) &)
cierka ymmHeHa, a C2—O02 (1,316(2) /0\) COKpaIleHa OTHOCUTEIHLHO COOTBETCTBYIOMINX CTAaHIAPTHBIX
3Ha4YeHuu [ 6 ].

IIpuBenennslie B TabiuIle JaHHBIE CBUAETENbCTBYIOT, YTO JUIMHBI CBSI3E€H U BaJIGHTHBIE YTJIBI MPU
120 K u 293 K gocratouno oymm3ku (£0,02). DTo mMO3BOIAET YTBEPIKIATH, YTO TEOMETPUS MOJIEKYITBI I
npu 120 K kauecTBEHHO JOCTATOYHO XOPOIIO COBIAJACT C PaHEE ONPEICICHHON (OTOMETOIOM MPHU
293 K.

B 3akmroueHne X04eTCsl OTMETUTh, YTO PEHTIC€HOCTPYKTYPHBIMU JaHHBIMHU, PaHEE I10JIy4YE€HHbIMU
(dboToMeToIOM, HE CIIeqyeT MpeHedperars.
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