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CUHTE3 U CTPOEHME p,-OKCO-6uc[(APOKCO)TPUAPUJICYPbMbI]

A.H. E¢ppemos
HOxHo-Ypanbckul eocydapcmeeHHbili yHUsepcumem, 2. HensbuHck, Poccus

BsanmMopetictBrueM TpUpCHUI- U TPH(napa-TOIUI)CYPEMEL ¢ 2,4-mudTop-, 2-xmop-4-drop-
u 2,5-mudropdheHonaMu B PUCYTCTBUH mpem-OyTunruaponepokcuaa (1:1:1 MonsH.) B OHATH-
J0BOM 3¢upe mosydeHsl ¢ BBIXOJAOM 10 98 % ,-okco-Oucl(2,4-madTopdeHokco)Tpudenu-
cypema] (1), pp-okco-6ucl(2-xmop-4-propdenokco)rpudenmwicypemal (2) u pp-okco-6ucl(2,5-
mudropdenokco)-tpuc(napa-ronmun)cypoema] (3). CoeauHeHns MASHTU(GUINPOBAHBI METOAAMHU
NK-ceKTpocKony B peHTTeHOCTPYKTYpHOTOo aHanm3a. [lo nanaeiM PCA, aToMBI CypeMEBI B CO-
eqnHeHnAX 1-3 UMEIOT UCKaKEHHYIO TPUTOHAIHHO-OUMHPaMUJAIbHYI0 KOOPAMHAILIUIO C aTOMa-
MH KHCJIOPOJa B aKCHAJbHBIX TMO3UIMAX. MOJIEKYJIbl COSTUHEHHS 2 IIEHTPOCUMMETPUYHBI, WH-
BEPCHOHHBIA LIEHTP MPEICTAaBICH MOCTHKOBBIM aTOMOM Kucliopoaa. AxcuanbHble yriiel OSbO
Majo pasiauyarTcs U cocTaBiusioT 176,32(11)°, 179,00(10)° B 1; 178,6(4)° B 2; 176,3(2)°,
175,8(2)° B 3. Cymmbl s3kBaropuanbHbix yrioB CSbC wumeror 3Hadenus 359,20(14)° u
359,12(14)° (1), 359,0(5)° (2), 358,4(3)° u 359,4(3)° (3). ®parmentsr Sb—O-Sb monekyn 1-3
u3orHyTh, yrael SbOSb cocraBmsaror 140,87(13)°, 141,0(10)°, 142,3(3)°. Cpennue 3HaYCHHSA
paccrosauii Sb-C B coemumenusx 1-3 cocrapmusior 2,111(3), 2,202(9), 2,110(8) A coorserct-
BeHHO. TepmuHanbHbIe cBsA3u Sb—O mimHHEE, 4eM cBsi3u Sb—O ¢ MOCTHKOBBIM aTOMOM KHCIIO-
pona. [lnockue apunpHBIE KOJbIIA TOBEPHYTHI BOKPYT cBsizell Sb—C TakuM oOpa3om, 4TOOBI MH-
HUMU3UPOBATh BHYTPU- U MEKMOJICKYJISIpHbIE B3auMoneiicTBus. OpraHuzanust MOJEKYN B KpH-
CTaJulaX COeNMHEHUH 00yCIIOBIEHa BOJOPOJHBIMU CBSI3SIMH C ydacTHeM aTomoB ¢Topa H-F 2,47—
2,62 (1), 2,57 (2), 2,50-2,52 (3) A, a Taxxe 3a cuer CH-'1t B3auMosieiicTBuil KOJel apuiIbHBIX U
APOKCUTHBIX JTUTaHIoB. [ToIHbIe TaOMHIBI KOOPAMHAT aTOMOB, JJIMH CBSI3€il U BaJICHTHBIX YIJIOB Je-
noHupoBaHsl B KeMOpumkckoMm OaHke cTpykTypHbIX IaHHBIX (Ne 1986167 (1); 1976823 (2);
1976209 (3); deposit@ccdc.cam.ac.uk win http://www.ccdc.cam.ac.uk/data_request/cif).

Knouesvie cnosa: mpuapuncypoma, 2,4-ougpmopgenon, 2,5-ougpmopgenon, 2-xaop-4-
@mopgeron, Ny-okco-6ucf(apoxco)mpuapuicypomal, peaxyus OKUCIUMETbHO20 NPUCOEOUHEHUS,
PEHMEenOCMPYKIMYPHbII GHATU3.

Beenenne

businepapie npou3BosiHbIE CYpbMBI(V) CHMMETPHYHOTO CTPOCHHS, TJC B KauecTBE MOCTHKOBOTO
aToMa BBICTYIIAeT aTOM KHCJIOPOJa, MPEACTABIAIOT cOO0H psia Hambosiee CTPYKTYpHO OXapakTepH30-
BaHHBIX cypbMaopranuyeckux coeauneHui [1]. [IpousBogusie obmeit hopmynsl (Ar;SbX),0, coxep-
XKale B CBOCH CTPYKType rpynmupoBKy Sb—O—Sb, MOTyT MMeTh KOHIIEBBIC JIMTAHIBI X Pa3InIHON
MPUPOABI: OKCUMaTHBIe [2-5], kapOokcunatHeie [6—12], opranocynbdonatasie [13—15], apokcuanbie
[16-20], uzouuanatueie [21], HUTpO- [22], ranorenunueie [23—-26] u aApyrue OpraHUYECKHUE TPYIIIbI
[27-32]. [Ipu 3TOM HEKOTOpBIC JMTaHAbI, 00IaJAIOIIKE JCHTATHBHIMUA CBOHCTBAMHM, MOTYT BBIIOJIHSITH
JIOTIOJTHUTENILHYI0 MOCTHKOBYIO (DYHKIIMIO IOMUMO atoMa Kuciopoja [2, 4].

B Hactosmeli paboTe BHepBbIE MO PEAKUUH OKHUCIUTEIBHOTO NPUCOCAWHEHUSI MEXKIY TpUapuil-
CYpbMOM 1 (peHOJIOM B IPUCYTCTBHUU Mpem-0yTUITHIPONCPOKCHIA B TUITUIOBOM 3(PHpPE CHHTE3UPOBA-
Hbl TPU TPEIACTABUTENS  L,p-0KcO-Ouc|(apokco)rpuapmwicypembi]:  [PhsSbOC¢H;F,-2,4[,0 (1),
[Ph3SbOCH;3(C1-2)(F-4)],0 (2), [p-Tol;SbOCsH;F>-2,5],0 (3) u ompeneneHsl UxX CTPYKTYpHBIE OCO-
OEHHOCTH METOAOM PEHTI€HOCTPYKTYPHOTO aHAJIN3a.

IKCNepUMEeHTAIBLHAS YaCTh

Cunre3 p,-okco-oucl(2,4-nudproppenoxco)rpudenmicypemsi] [Ph;SbOCH;F,-2,4],0 (1).
Cwmecs 0,100 r (0,283 mmons) tpudenuncypsmsl, 0,037 r (0,283 mmons) 2,4-mudropdpenona u 0,036 r
(0,283 MMmou1b) 70%-HOTO BOJHOTO PacTBOpa mpem-0yTHITHaAporepokcuaa B 30 M1 TUITUIIOBOTO 3dupa
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Xnmusa aneMmeHToopraHM4eCKux coeaguHeHUN

BeiiepkuBanu npu 20 °C B teuenue 24 4. Ilociie mepeKpUCTALIU3ANMHA TBEPAOTO OCTaTKa M3 CMECH
pacTBopuTeseH Toayo — n3onponanon (2:1 oobemH.) monyuminu 0,136 T (98 %) GecrBETHBIX KpUCTA-
noB coequaeHus 1 ¢ T. 1. 163 °C. UK-cmektp, v, em s 3053, 2997, 1585, 1579, 1496, 1477, 1435,
1330, 1313, 1301, 1269, 1251, 1205, 1178, 1161, 1130, 1093, 1068, 1022, 997, 958, 914, 846, 817, 812,
734,721, 692, 657, 607, 590, 513, 487, 457, 420.

Haiineno, %: C 58,64; H 3,95. C4sH3¢05F4Sb,. Brruncieno, %: C 58,80; H 3,71.

AHaJIOTUYHO MOTyJaJIu coeTuHeHUs 2 1 3.

Cunre3 p,-okco-ouc|(2-xaop-4-propdenoxco)rpudenniicypbmoi] [Ph;SbOCH;(CI-2)(F-4)],0 (2).
becusernsie kpuctamisl, Berxon 95 %, 1. wi. 204 °C. UK-cnektp, v, em s 3072, 3049, 2997, 1595,
1570, 1479, 1435, 1398, 1332, 1300, 1253, 1188, 1161, 1120, 1076, 1064, 1043, 1022, 997, 925, 912,
856, 804, 744, 731, 713, 692, 678, 576, 563, 501, 459, 433.

Haiineno, %: C 56,15; H 3,84. C4sH3405F,Cl1,Sb,. Beraucneno, %: C 56,90; H 3,59.

Cunres p,-okco-ouc|(2,5-mupropdenoxco)rpuc(napa-romur)cypbmel]| [p-Tol;SbOCH;F,-2,5],0 (3).
Becusernsie kpucrtamisl, Beixon 97 %, 1. 1. 208 °C. UK-cnektp, v, cm 3028, 2953, 2922, 2858,
1614, 1593, 1575, 1498, 1425, 1396, 1313, 1284, 1234, 1211, 1193, 1186, 1147, 1097, 1068, 1016, 972,
844, 829, 800, 781, 740, 705, 694, 623, 611, 584, 524, 487, 445, 406.

Haiineno, %: C 60,74; H 4,60. Cs,H4305F,Sb,. Berancieno, %: C 60,93; H 4,55.

HK-cnexrpsl coenunennii 1-3 3anuceiBanu Ha MK-cnektpomerpe Shimadzu IR Affinity-1S B Ta0-
nerkax KBr B o6macti 4000-400 cm .

Pentrenocrpykrypublii anaau3 (PCA) kpucraimioB coepaunennid 1-3 mpoBeneH Ha TUQpaKTo-
metpe D8 QUEST ¢upmsr Bruker (MoK ,-usnyuenue, A = 0,71073 A, rpadgurosslit MOHOXpoMaTOp) HpH
296(2) K. Coop, penakTupoBaHuE JAHHBIX U YTOUYHEHHE MAapaMETPOB DJIEMEHTAPHOU SUCHKH, a TaKXKe
yueT morjouieHus nposeaensl no nporpammam SMART u SAINT-Plus [33]. Bee pacuetsl o onpenene-
HUIO U YTOYHEHHUIO CTPYKTYP BBIONHEHBI 110 Tiporpammam SHELXL/PC [34], OLEX2 [35]. CTpyKTypsl
OTIpEJICJICHBI TMPSIMBIM METOJIOM M YTOYHEHBI METOJIOM HAaNMEHBIINX KBaJpaTOB B aHU30TPOITHOM IPH-
OMKEeHNM 17151 HEBOAOPOIHBIX aToMoB. Kpucramiorpaduueckue NaHHbIE M PE3yJdbTaThl YTOYHEHUS
CTPYKTYp IpuBecHbl B Tabnuue. IlonHpie TabauLbl KOOpAUHAT aTOMOB, AJIMH CBS3CH U BaJICHTHBIX YT-
JOB JenoHupoBaHbl B KemOpukckoMm OaHke CTpYKTYpHBIX NaHHbBIX (Ne 1986167 (1); 1976823 (2);
1976209 (3); deposit@ccdc.cam.ac.uk unm http://www.ccdc.cam.ac.uk/data_request/cif).

Kpucrtannorpadmyeckue paHHble, napameTpbl 3KCNEPUMEHTa U YTOYHEHUsA CTPYKTyp 1-3

[Tapametp 1 2 3
M 980,27 1017,20 1064,42
CuHTrOHHSA TpuknuHHas OpTopomOudeckas MoHOKIMHHasA
IIp. rpynma P1 P2,2,2 P2,/c
a, A 10,238(2) 11,681(7) 12,084(5)
b, A 12,017(3) 12,768(7) 14,514(10)
c, A 17,356(6) 14,508(11) 27,844(16)
0, Tpaj. 99,864(15) 90,00 90,00
B, rpan. 93,978(11) 90,00 99,86(3)
Y, Tpam. 95,044(9) 90,00 90,00
v, A’ 2088,0(10) 2164(2) 4811(5)
Z 2 2 4
p (BBIW.), T/CM 1,559 1,561 1,470
1, MM | 1,352 1,421 1,180
F(000) 972,0 1012,0 2136,0
Pa3mep kpucraiuia, MM 0,37 x 0,15 x 0,11 0,38 x 0,33 x 0,09 0,27 x 0,06 x 0,04
Obaacts C6°f;a§aHH“X mo 26, 5,98-82,82 5,616-56,99 6,36-62,2
WHTepBasbl HHIEKCOB ~18<h<18, “Isshs15, “17<hs17,
oTpaseHit —22<k<22, -15<k<15, -20<£k<20,
—32<1<32 -16</<16 —40<1<40
M3mepeHo oTpakeHui 186009 31093 151629
He3zaBHCHUMBIX OTpakeHHUI 27907 (Riy = 0,0486) 4520 (R, = 0,0509) 15404 (Ry,: = 0,3561)
IlepeMEHHBIX YTOUHEHMS 514 222 574
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Ecppemos A.H. CuHmes u cmpoeHue
H2-0Kco-6uc([(apokco)mpuapuiscypbmbi]
OKoH4aHue Tabnuubl
ITapametp 1 2 3
GOOF 1,049 1,050 1,010

2 2 R, =0,0640, R, =0,0773, R, =0,0874,

R-gpaxroper nio F7>20(F") WR, = 0,1490 WR, = 0,2164 WR, = 0,1650

R-daxTopsl o Bcem R, =0,1318, R, =0,0855, R,=0,2711,

OTPAXKEHUSIM wR, =0,1894 wR, =0,2273 wR, =0,2231

OcTaTowias SIEKTPORHAA, 4,29/-1,34 2,36/-1,45 0,62/-1,72
w10THOCTH (Max/min), e/A

Oo0cy:xxnenne pe3yJbTaToB

W3BecTHO, YTO METOA CHHTE3a, B OCHOBE KOTOPOT'O JIEKHUT PEaKLHs OKUCIUTEIFHOIO MPUCOETUHE-
HUS, 3apEKOMEHJIOBaN ceOsl B MOTYYCHUU MPOU3BOJHBIX CYpbMBI(V) CHMMETPHYHOTO CTPOCHUS 00IIeH
dopmynbl Ar;SbX, (rme X — 3MeKTpOOTpHLATENbHBIH JIMTaH) Kak BbICOKOA(pGEeKTHBHBINH [36-39].
JlaHHBII METOJ| TaKXKe TMPUTOCH U IS MOTydeHU OMSIIEPHBIX TPOU3BOIHBIX MATHBAIIEHTHON CYPHMBEI,
I7ie B KA4eCTBE MOCTHKOBOI'O 3BE€HA BRICTYIIACT aTOM Kuciopona [6, 7, 16—19].

B nmanHOM paboTe CUHTE3 L,-0KCO-6uc|(apOKCO)TPUAPHICYPbMBI| OCYIIECTBIICH O PEAKI[MK OKHUC-
JUTENFHOTO TIPUCOCTUHECHUS MEXAY TpPUPEHWI- U TpU(napa-TONWi)CypbMOH, (EHOJIOM H mpem-
Ooyrunruaporepokcuom (1:1:1 MOIBH.) B AM3THIIOBOM dUpe MTPH KOMHATHON TeMIleparype:

2 Ar;Sb + 2 HOAr’ + 2 +-BuOOH — [Ar;SbOAT’],0 + 2 +-BuOH + H,0,

Ar = Ph, Ar’ = C¢H3F;-2,4 (1), C4H3(C1-2)(F-4) (2);
Ar =p-Tol, Ar’ = C¢H3F,-2,5 (3).

YCTaHOBNICHO, YTO HE3aBHCUMO OT COOTHOILEHHS HCXOIHBIX PEareHTOB, MPOAYKTAMHU B3aUMOCH-
CTBHS SIBJISIOTCS OUsZIEPHBIC COCAMHEHHS CYPbMBI.

Crpoenue coequHeHUH moATBEpkAeHO MeTofamu MK-crekTpockonmuu M peHTTeHOCTPYKTYpPHOTO
ananusa. Kpucramnel, npuroansie anst PCA, Obutn BbIAETCHBI MOCIE NEPEKPUCTAIUIN3ALNH POLYKTOB
peaKkuy U3 CMECH TOJIyoJI — u3onponanon — st 1 u 2, 6en3on — okrad — g 3. CoequHeHHs mpen-
CTaBISIIOT COOOW TBEpJbIE, YCTOMUMBBHIE HA BO3JyXe OCCIIBETHBIE BEUIECTBA C YETKOW TeMIIepaTypoi
TUTaBJICHUS.

B UK-cnekTpax coenunennii 1-3 HabmoqaeTcss HHTEHCUBHAS TI0JI0CA TTOTIIONICHHUS BAIGHTHBIX KO-
neGauuii pparmenta SbCs npu 457, 459, 487 cM ' cootsercTBenHO. ITonoca nornomenus mpu 1251 (1),
1253 (2) u 1234 (3) cm ' xapaxrepusyer konebanust vV(C—O). MK-CIeKTpbI COeIMHEHHIT COaepKaT MO-
JIOCHI BAIICHTHBIX KOIeOaHMI yTIepOIHOro CKeleTa apuiibHbIX rpymis: 1585, 1496, 1435 ecm ' (1); 1595,
1479, 1435 cm ' (2); 1614, 1498, 1425 cm ' (1). BanenTusiv konebannsam csseii Ca—H oTBeuaet momo-
ca MOIJIOMIEHHs CcpeHell MHTeHcuBHOCTH npH 3053 (1), 3049 (2), 3028 (3) cM ', a BHEIIOCKOCTHBIM
neGOopMaOHHBIM KOJIeOaHHUsAM 3THX K€ CBA3EH — BBHICOKOMHTEHCHBHBIE MOJIOCHI Tpu 734 u 692 (1),
731 1 692 (2), 740 u 694 (3) cM . MeTunbHas rpymma B UK-criekTpe coeMHEHNs 3 MMeeT XapaKTepH-
CTHYECKHE MONOCH! pH 2922 1 2858 ¢M ', OTHOCSAIIMECS K BAJCHTHBIM aCHMMETPHUHBIM U CHMMETPHY-
HBIM KOJIeOaHHsIM JIaHHOM TPYIIIBI COOTBETCTBEHHO. Hamnune aToMOB XJiopa B COSIMHEHUH 2 OTpaka-
etcst B IK-crieKTpe IpHCYTCTBHEM MHTEHCHBHOI OIOCHI IpH 713 ¢M ', OTBeyaromeli BaleHTHEIM KO-
ne6anusMm cBsizu Ca—Cl [40].

Ilo manueiM PCA, atompl CyppMBI B COEIMHEHHSX 1-3 HMMEIOT HCKaXEHHYI TPUTOHAIBHO-
OUIMUpPaMUIATBHYI0 KOOPIMHALMIO C aTOMaMH KHCJIOpOJa B aKCHANbHBIX nmo3uuusx (puc. 1-3). More-
KYJIBI COCIUHEHUS 2 [EHTPOCUMMETPUYHBI, MHBEPCHOHHBIA LEHTP MPEACTaBICH MOCTHUKOBBIM aTOMOM
KHCIIOpO/Ia.

Axcuanpabie yrie1 OSbO mano pasnuuarotes u coctaBisitot 176,32(11); 179,00(10)° B 1; 178,6(4)° B 2;
176,3(2); 175,8(2)° B 3. Cymmsl skBatopuaibHbix yrioB CSbC wumetor 3Hauenus 359,20(14)° u
359,12(14)° (1), 359,0(5)° (2), 358,4(3)° u 359,4(3)° (3). ATOMBI CYypbMBI BBIXOAAT U3 TockocTei [Cs] B
CTOPOHY MOCTHKOBOTO aToMa kuciopona Ha 0,109, 0,114 A (1); 0,121 A (2); 0,152, 0,094 A. dparmenTs
Sb—O-Sb monekyn 1-3 uzornyTsl, yriuel SbOSb coctaBmsror 140,87(13); 141,0(10); 142,3(3)°, uto xa-
pPakTepHO Ul paHee CTPYKTYPHO OXapaKTEPU30BAHHOM L,-0KCO-Ouc[(apokco)rpuapmicypsmei]| [16—-19].
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Xumus ANieMeHToopraHn4yeCKnx coeam HeHUNn

[Tnockue apuibHBIE KOJIbLIA TOBEPHYTHI BOKPYT cBsizeil Sb—C Takum 00pa3om, 4ToObl MUHUMH3HPOBATh
BHYTpPHU- U MEXMOJIEKYJIIPHbIE B3aUMOJICHCTBUS. JIByrpaHHbIE YIJIbl MEKIY IKBATOPUAIbHBIMU IJIOCKO-
ctsimu [Cs3] ¥ IIIOCKOCTSIMH apHITBHBIX JIUTAHA0B COCTaBISIIOT 56,54° (C(1)-C(6)), 52,10° (C(11)-C(16)),
46,27° (C(21)—-C(26)) u 53,54° (C(41)-C(46)), 9,32° (C(51)-C(56)), 41,91° (C(61)-C(66)) (1); 31,38°
(C(1)-C(6)), 41,62° (C(11)-C(16)), 54,65° (C(21)-C(26)) (2); 44,72° (C(1) — C(6)), 37,74° (C(11)—
C(16)), 59,66° (C(21)—-C(26)) u 63,35° (C(41)—-C(46)), 39,80° (C(51)—-C(56)), 31,82° (C(61)—-C(66)). Un-
TEPEeCHO OTMETHTB, UTO MIOcKOCTh Kombia C(51)—-C(56) coeaunenus 1 npakTHUECKH COBIAIAET C IKBa-
TOpPHUAJIbHOM IMJIOCKOCTHIO.

F(4) C(73)

I(3)
C(64)

: C(l_ 1)_ 0(2)

Puc. 2. CTpoeHue coegnHeHus 2
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Ecppemos A.H. CuHmes u cmpoeHue
H2-OKco-6uc[(apokco)mpuapusncypbmbi]

C(57)
C(54)
C(53) C(55)
C(27)
c@3) \ cosy CU3HCAY)
F(1) @) C(56)
C(22) 14 s
c33) _Nee) co C(46) F3)
/0(2) a5 W, @) 0(3) _
CG4) & CG31) C(26)9C(16) = )
Sb(1) el C(45) C(73)
CB5 N C(36) o(1) @b C(44
C42) Q7 ((:(4)7')
FQ) cn c(h) 3" N2y
2) C(61) ‘.‘ C(75) C(74)
C(6) C(66) C(63)
G F(4
3) ) ‘C(64) C))
@ CGs) |
C(67)
()

Puc. 3. CtpoeHue coeamHeHus 3

Cpennue 3Hauenus paccrossauii Sb—C B coequnenusix 1-3 cocrasisiror 2,111(3), 2,202(9), 2,110(8)
A coorserctBenno. Tepmunanbuble cBaszu Sb-O (2,118(3), 2,141(2) A B 1; 2,192(12) A B 2; 2,113(5),
2,123(6) A B 3) nnunnee, yem casu Sb-O ¢ MocTHKOBBIM aToMoM kucropoa (1,984(2), 1,994(2) A B 1;
2,037(3) A B 2; 1,980(5), 1,982(5) A B 3). [laHHble paccTOAHMS B (PEHMIBLHBIX TPOU3BOIHBIX JJIHHHEE,
4YeM B 1apa-TOMWIBHOM. BakHO OTMeTUTh, B psiny coeaunenui 2, 1, 3 Habmogaercsi yKOpoUeHHUe CBS-
3eii Sb—O,epw 1 paccrosamii C-O (1,39(2) (2), 1,339(4) u 1,332(4) (1), 1,326(9) u 1,327(10) (3) A), uto
CBSI3aHO C YBEIUYEHHEM DIIEKTPOOTpUIATENbHOCTH apokcuaHeix nurannoB [OC¢H;(CI-2)(F-4) <
OC¢H3F,-2,4 < OC¢H;F,-2,5].

Opranuzanysi MOJEKYJl B KpUCTajulaX coequHeHui 1-3 oOycioBieHa BOJOPOAHBIMHU CBSI3IMH C
yuactueM atomos ¢ropa H-F 2,47-2,62 (1), 2,57 (2), 2,50-2,52 (3) A. B kpucramie coemuHenus 2
IPUCYTCTBYIOT KOHTAKTHI, BKIIOUaromue aroMsl xaopa: H-+Cl 2,71 A u Cl--Cl 3,22 A. Crpykrypupo-
BaHME B 2 U 3 Takke ocyiecTBisiercs 3a cueT CH: - -m B3auMoaecTBUI KOl apUIIbHBIX U apOKCUIHBIX
JIUTaHIOB.

BrIBOABI

Takum 00pazom, B3auMoaencTBUE TpU(EHII- U TPU(1apa-TOIuI)CypbMbl ¢ 2,4-nudTop-, 2-x510p-4-
¢drop- u 2,5-qudTOopdeHoIaMu B IPUCYTCTBUU Mpem-0yTHITHAPOIIEPOKCHIAa BHE 3aBUCUMOCTH OT MX
MOJIHOTO COOTHOIICHHUS TPHBOJIUT K 00Pa30BaHUIO MPOU3BOJHBIX CYpbMBbI(V) MOCTHKOBOTO CTPOCHHUSL.
[lo naHHBIM PEHTTEHOCTPYKTYPHOT'O aHaJM3a aTOMbI CYPbMBI B LL-OKCO-Ouc[(apOKCO)TpHapHiCcCypbMe]
HUMEIOT UCKKCHHYI0 KOOPJMHAIIMIO TPUTOHATILHON OWIIpaMH/IBI C aTOMaMH KHCIIOPO/Ja B aKCHAITLHBIX
noJjoxeHusx. PopMUpOBaHHE MTPOCTPAHCTBEHHON CTPYKTYPHI KPHCTAIIIOB 00YCIIOBIEHO 00pa3oBaHUEM
BOJIOPOJHBIX CBSI3€H ¢ y4acTHEM aTOMOB I'aJIOI€HOB.

BaarogapHocTn
Bripaxato 6nmarogaprocts mpo¢. B.B. llapytuny 3a nmpoBeneHHbIE PEHTI€HOCTPYKTYPHBIE HCCIIe-
JTIOBaHMsL.
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SYNTHESIS AND STRUCTURE
OF p2-OXO-bis[(AROXO)TRIARYLANTIMONY]

A.N. Efremov, efremov_an94@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

Wp-Oxo0-bis[(2,4-difluorophenoxo)triphenylantimony] (1), p,-0xo-bis[(2-chloro-4-fluoro-
phenoxo)triphenylantimony] (2), and p,-0xo0-bis[(2,5-difluorophenoxo)tris(para-tolyl)antimony]
(3) have been obtained by the interaction of triphenyl- and tri(para-tolyl)antimony with 2.4-
difluoro-, 2-chloro-4-fluoro-, and 2,5-difluorophenols in the presence of fert-butylhydroperoxide
(1:1:1 mol.) in diethyl ether in yield up to 98 %. The compounds have been identified by IR spec-
troscopy and X-ray diffraction analysis. According to the X-ray diffraction analysis antimony
atoms in compounds 1-3 have a distorted trigonal-bipyramidal coordination with oxygen atoms
in axial positions. The molecules of compound 2 are centrosymmetric, the inversion center is
represented by a bridging oxygen atom. The OSbO axial angles differ little and are 176.32(11)°,
179.00(10)° in 1; 178.6(4)° in 2; 176.3(2)°, 175.8(2)° in 3. The CSbC equatorial angle sums are
359.20(14)° and 359.12(14)° (1), 359.0(5)° (2), 358.4(3)° and 359.4(3)° (3). The Sb—O-Sb frag-
ments of molecules 1-3 are bent; the SbOSb angles are 140.87(13)°, 141.0(10)°, 142.3(3)°. The
average Sb—C distances are 2.111(3), 2.202(9), 2.110(8) A in compounds 1-3, respectively. The
Sb—O terminal bonds are longer than the Sb—O bonds with the bridging oxygen atom. Flat aryl
rings are rotated around the Sb—C bonds in such a way as to minimize intra- and intermolecular
interactions. The organization of molecules in the crystals of compounds is due to hydrogen
bonds with the participation of fluorine atoms H--F 2.47-2.62 (1), 2.57 (2), 2.50-2.52 (3) A, and
is also due to the CH: = interaction of the rings of aryl and aroxide ligands. Complete tables of
coordinates of atoms, bond lengths and valence angles are deposited at the Cambridge Crystallo-
graphic Data Center (No. 1986167 (1); No. 1976823 (2); No. 1976209 (3); depo-
sit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk/data_request/cif).

Keywords:  triarylanimony,  2,4-difluorophenol,  2,5-difluorophenol,  2-chloro-4-
Sfluorophenol, py-oxo-bis[(aroxo)triarylantimony], oxidative addition reaction, X-ray diffraction
analysis.
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