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CWHTE3 U CTPOEHUE XNOPO(NEHTAXJIOP®EHOKCULA)
TPUC(3-®TOP®EHUN)CYPbMbI (3-FCgH4);SbCI(OC4Cls)

A.H. Echpemoe
FOxHO-Yparnbckul 2ocyGapcmeeHHbIlU yHUsepcumem, 2. YensbuHck, Poccus

BsaumopeiicTBreM TUXJIOpHIA mpuc(3-propheHi)cypbMbI c ouc(2,3,4,5,6-
nenraxyuoppenokcunom) mpuc(3-propdenun)cypsmsl (1:1 MonbH.) B OeH30JI€ CHHTE3UPOBAaH
xnmopo(nenraxiophenokcun) mpuc(3-bpropoderuna)cypsmsl (1). CoequHeHne HASHTUPHUIIUPOBA-
HO MetojaMu MK-criekTpockonuu U peHTreHOCTpyKTypHOro aHanuza. B MK-cnekTpe coenune-
Hus 1 HaOIrOMaeTCs moJioca MOTJIOMICHUS BaIeHTHBIX KoJiebaHuit pparmenta SbCs mpu 432 oM
Takke MpUCYTCTBYET WHTEHCUBHAS IMOJIOCA MOTJIOMEHUs pu 1267 eM !, XapaKkTepu3yrllas Ba-
neHTHsIe Kojebanus cBsa3u C-O. Ilo nanasiM PCA, KoopauHaIUsS aToMa CypbMBI — TPUTOHAJIb-
HO-OMNMpaMUJaibHAasE C aroMaMM XJIopa M KHCIOpoJa B  AKCHAIBHBIX — MO3ULHUAX
[Co4H,OCI4SbF;, M= 707,79; cHHrOHHA TPUKIMHHAS, TPYIIa CHAMMCTPHH P1; a 9,486(6),
b 11,548(7); ¢ 12,382(11) A; a 73,61(2), P 87,03(3), v 84,221(19) rpax.; ¥ 1294,2(17) A*; Z2;
1,724 MM"; F(000) 668,0; pasmep kpuctamia 0,26x0,22x0,11 mmM; obracTh cOopa IaHHBIX O 20
5,7-62,22 rpan.; ”HTEepBaIBl HHACKCOB oTpakeHU —13 <A <13, -16 <k <16, -17 <1< 17; BCe-
ro otpaxenuit 79173; nezaBucumbIix otpaxkenuit 8254; R;,; 0,0560; nepemMeHHbIX yTouHeHus 317,
GOOF 1,021; R, = 0,0482; wR, = 0,1167; ocTaro4Has 3JIeKTpOHHAs IIOTHOCTE 1,91/-0,56 e/A3].
Axcuanpupiii yron OSbCl B monekyne coemunenus 1 cocrammser 179,14(8)°. Cymma yrios
CSbC B 5KBaTOpHANILHOM IUIOCKOCTH cocTaBisieT 360°, mpu 3TOM 3HAYCHUS WHIMBHIYAJIbHBIX
YIJI0B H3MeHsI0TCs B npenenax 113,49(15)°—-126,16(15)°. JInuna akcuanpHOI cBsi3u Sb—O kopo-
Ue JUTMH 3KBAaTOpHANIbHEIX cBsseil Sb—C u coctapmser 2,092(3) A. ®opmupoBanye KpHCTAITHYE-
CKOW CTPYKTYpBI coeMHEeHUsI 1 TPOUCXOMT 3a cYeT 00pa30BaHUs cIabbIX MEKMOJIEKYIISIPHBIX
xonTakTtoB C—H---Cl 2,89 A u F--Cl 3,08, 3,11 A. IlonHble TabIHIBI KOOPIMHAT aTOMOB, IIHH
CBs3ell M BAJICHTHBIX YIJIOB JCTMOHHPOBaHbI B KeMOpHKCKOM OaHKE CTPYKTYPHBIX MaHHBIX
(Ne 1849662; deposit@ccde.cam.ac.uk; http://www.ccde. cam.ac.uk).

Knrouesvie crosa: ouxnopuo mpuc(3-gpmopgpenun)cypomei, ouc(2,3,4,5,6-nenmaxiopghernorcud)
mpuc(3-¢pmopgenun)cypomul,  xaopo(nenmaxiopgerokcuo) — mpuc(3-gpmpogenun)cypvmol,
peakyus nepepacnpeoeneHust iuean008, peHmMeeHOCMPYKMYPHbIUL AHATIU3.

Beenenue

HecmoTtpst Ha Gosnbiioe pazHooOpasue OpraHM4ecKHX COSIWHEHHWH MATHBAJICHTHOM CYpbMBI, CMe-
HIaHHOJIMTaHHbIE TIPOU3BOIHEIE CYypbMbI 001Iel Gopmynsl Ar;SbXY (X, Y — anmekTpooTpuIaTenbHbIe
JIMTaHbl) U3Y4YEHBl MEHEEe Bcero. M3 COoeqMHEHMH 3TOr0 TUMA CTPYKTYPHO OXapaKTepHU30BaHO JIMIIb
HECKOJIBKO COCMHEHHM, YTO, BUIUMO, CBSI3aHO C TPYAHOCTSIMH BBIACTICHUS WHANBUAYAIBLHOTO BEIIECT-
Ba M3 PEAKIMOHHON CMeCH B KpUCTaTHIeckoM Bue [1-8].

[Nony4yeHnue XJIOPApOKCHIOB TPUAPWIICYPBMBI OCYIIECTBIISIIOT JBYMSI CIOCOOaMH, OMUCAHHBIMU B
nuteparype. [lepBblii 3akitodaercs B paciieruieHun cBsizu Sb—O B y-0kcobuc|(XI0po)Tpruapuiicypbme ]
¢deHonom [9], B OCHOBE BTOPOTO JICKUT PEakLus IepepacrpelesieHus JUrainoB mexny Ar;SbY, u
Ar;SbX, [1-8, 10-13].

B mHacrosmield paboTe  BIEpBBIE CHHTE3UpOBaH  XJiopo(meHTaxjopdeHokcun)  mpuc(3-
(hrpodheHIIT)CYphMBI 1I0 PEaKlUU NepepacipeieCHus JTUraHA0B MEXay AuxjopuaoMm u o6uc(2,3,4,5,6-
nenraxjaopdenokcugom) mpuc(3-GTopPeHnn)CypbMbl U ONPEACTCHBl €ro CTPYKTYPHBIE 0COOEHHOCTH
METOJIOM PEHTI€HOCTPYKTYPHOT'O aHAJN3a.

JKCNepUMeHTAIbHAA YacTh

Xaopo(nenraxiaopdenoxcun) mpuc(3-prpodennma)cypsmsol (1). Pacteop 17 mr (0,018 Mmosb)
ouc(2,3,4,5,6-nenraxnopdenokcuna) mpuc(3-prpodenuna)cypbMbl 1 9 mr (0,018 mMmonp) auxiopuma
mpuc(3-prpodern)cypbMbl B 3 M1 OeH30/1a HAarpeBalid B 3alasHHON amIrysie Ha BOASHOW OaHe mpu
80 °C B Teuenue vaca. [locne oxmaxnenus k cmecu npubasmsn 0,5 M1 renTaHa ¥ KOHIEHTPUPOBAIU
pactBop 1o oobeMma 0,5 M. BrinaBmime OecliBeTHbIE KPUCTAIUIBI OT(WIBTPOBBIBAIN M CYLIVIIH Ha BO3-

34 Bulletin of the South Ural State University. Ser. Chemistry.
2019, vol. 11, no. 1, pp. 34-41



CuHmes u cmpoeHue xnopo(neHmaxsopgheHoKcuoa)
mpuc(3-¢pmopgperust)cypbmbi (3-FCeH4)3SbCI(OCCls)

E¢ppemos A.H.

nyxe. Iomyunmu 9 mr coeuuenns 1 (56 %) ¢ 1. . 133 °C. UK-ciiektp (v, eM '): 3093, 3070, 3059,
3030, 2954, 2924, 2854, 1587, 1573, 1531, 1519, 1471, 1423, 1394, 1367, 1355, 1311, 1301, 1267,
1217, 1165, 1132, 1085, 1053, 997, 989, 896, 867, 854, 783, 775, 731, 715, 675, 657, 648, 636, 543,
524,441,432, 401. Haiineno, %: C 55,55; H 4,53. C,4H,,0CISbF;. Beruucneno, %: C 55,65; H 4,44.

HUK-cnexrp coenunenus 1 3amuceiBanu Ha MK-cniekrpomerpe Shimadzu IR Affinity-1S B Tabner-
kax KBr.

Pentrenocrpykrypublii anamu3 (PCA) kpucramia 1 mpoBeeH Ha aBTOMATHYECKOM YETHIPEX-
kpyxHom qudpakromerpe D8 QUEST dupmbr Bruker (Mo K,-uznyuenue, A = 0,71073 A, rpadurosbiii
MoHoxpomarop) npu 296(2) K. Coop, penakTupoBaHue JaHHBIX U YTOYHEHHE MAapaMETPOB 3JIEMEHTap-
HOW S/YEHKH, a TaKKe ydeT MOTJIONIeHUs MpoBeleHb! ¢ noMoinsio nporpamm SMART u SAINT-Plus
[14]. Bce pacdeTsl IO ONPEACICHUIO U YTOYHEHHUIO CTPYKTYDP BBIIIOJHEHBI C MOMOIIBIO MPOrpamMM
SHELXL/PC [15] u OLEX [16]. CTpyKTyphl OIpeneneHbl MPsMbIM METOIOM M YTOUYHEHBI METOAOM
HaMMEHBIINX KBaJIPaTOB B aHU30TPOITHOM MPUOIMIKEHUH Ui HEBOJAOPOAHBIX aToMoB. Kpucramiorpa-
(udeckue NaHHbIC M PE3YNbTaThl YTOYHEHHs CTPYKTYp NPUBEACHBI B Ta0l. 1, reoMeTpuieckue Xapak-
TEPUCTHKH KOOPIMHALUOHHOTO MOJU3pa aroMa cypbMbl — B Tabin. 2. IlomHele TaObmuupl KOOpAUHAT
aTOMOB, JUIMH CBSI3€H W BaJICHTHBIX YIJIOB ACMOHHUpOBaHbl B KeMOpumxckoM OaHKe CTPYKTYPHBIX OdaH-
HbIX (Ne 1849662; deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Tabnuua 1
Kpucrannorpadmuieckue faHHble, NapamMeTpbl 3KCNEPUMEHTA U YTOYHEHUA CTPYKTYpbI 1
ITapametp 3HayeHne
M 707,79
CHHTOHHSA TpuxnuHHas
IIp. rpynna Pl
a, A 9,486(6)
b, A 11,548(7)
c, A 12,382(11)
0, Tpa. 73,61(2)
B, rpan. 87,03(3)
Y, Tpa. 84,221(19)
7N 1294,2(17)
Z 2
p (BbI4.), r/CM’ 1,816
U, MM 1,724
F(000) 688,0
Pasmep kpucrania, Mm 0,26 x 0,22 x 0,11
O6usacth c6opa maHHBIX 0 20, rpa. 5,7-62,22
MHTepBaibl HHIEKCOB OTPAKCHUI —13<h<13,-16<k<16,-17<1<17
V3MepeHo oTpakeHUH 79173
HezaBucumpIx oTpakeHUI 8254 (R = 0,0560)
IlepeMeHHBIX yTOUHEHHS 317
GOOF 1,021
R-daxtopsl o F->20(F") R, =0,0482; wR, =0,1167
R-(akTOopsl IO BCe OTPaKESHUSIM R, =0,0825; wR, =0,1330
OcTaroyHast 31eKTPOHHAS ;‘[HOCTHOCTL (min/max), 1.91/-0.56
e/A
Tabnuua 2
OcHoBHble ANuHbI cBA3ewn (d) U BaneHTHbIe yribl (w) B CTPyKType 1
CBsi3b d, A Vron ®, Tpaj.
Sb(1)-CI(6) 2,448(2) O(1)Sb(1)CI(6) 179,14(8)
Sb(1)-0(1) 2,092(3) O(1)Sb(1)C(1) 91,28(13)
Sb(1)-C(1) 2,112(4) O(1)Sb(1)C(21) 88,96(14)
Sb(1)-C(21) 2,116(4) O(1)Sb(1)C(11) 88,80(15)
Sb(1)-C(11) 2,115(4) C(1)Sb(1)CI(6) 88,11(12)
O(1)-C(31) 1,323(4) C(1)Sb(1)C(21) 126,16(15)
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OKOH4YaHue Tabn. 2

CBsI3b d, A Vron ®, Tpajl.
F(1)-C(3) 1310(7) C(HSb(HC(1 1) 120.35(15)

F(3)-C(23) 1,347(6) C(21)Sb(1)CI(6) 90,92(12)
F(2)~(13) 1,296(8) C(11)Sb(1)CI(6) 92,03(13)
CI(2)-C(33) 1,722(4) C(11)Sb(1)C(21) 113,49(15)

CI(1)-C(32) 1,719(4) C(31)0(1)Sb(1) 127.92)

O0cy:xneHue pe3yJibTAaTOB

Peakiuu nepepacnpeneneHust TUraH 0B SBISIOTCS (Q(EKTUBHBIMA B CHHTE3€¢ OPraHMUYECKHX IPO-
W3BOJIHBIX TSATHBAICHTHOW CyphbMBbI HECHMMETPHYHOTO CTpOeHUs. Tak, B3aWMOJCHCTBHE TEHTAaapHII-
cypbMbl ArsSb ¢ mpou3BogHBIME CypbMBI 0011l hopmyibl Ar;SbX, NpUBOAUT K 00pa30BaHUIO MPO-
nykTa obmei hopmynsl ArySbX (X = OAr' [17], OC(O)R [18], ON = CRR' [19]) ¢ BEICOKHM BBIXOIOM.
OpHako TpHMEHEHWE JaHHOTO METoja JUIsi CHHTE3a CMEIIAaHHOTO AWrajoreHuna oomeil gopmysist
Ph;SbCl1(Br) u3 auranorennnoB TpueHUICYpbMbl cumMMmeTpuaHoro crpoenust Ph;SbCl, u Ph;SbBr, He
YBEHYAJIOCh YCIIEXOM: B PEaKIIMOHHOW CMECH MPUCYTCTBOBAJ HApsAY C MCXOTHBIMH BEILIECTBAMH LieJie-
BOIl MPOYKT, KOTOPBIN HE yAaJIO0Ch BBIIEIUTh B MHAUBUAYATbHOM cocTostHuH [20].

B nmanHoii pabote cuHTe3 xjopo(neHraxnopdenokcuna) mpuc(3-prpoderun)cypbmbl  (3-
FCeH4);SbCI(OCsCls) (1) ocymiecTBiIeH MO pPeakUUH IepepacnpeneicHus JUraHI0B MEeKAY AUXJIOpH-
oM mpuc(3-propdenun)cypemsl 1 6uc(2,3,4,5,6-nenraxiopdenokcuniom) mpuc(3-GTopPeHnn)cypbMbI
B OCH30JIe B 3allasHHOM aMIlyJie IPH HArPEeBaHWU HA BOJSHOW 0OaHe B TeUeHHE 4aca ¢ MOCICAYIOIMINM
KOHILIGHTPUPOBAHNEM pacTBOpa U A00aBICHUEM TeNTaHa:

(3-FCgH,)3SbCl, + (3-FCeH,)sSb(OCeCls), — 2 (3-FC4H,);SbCI(OCCls).

Ucxonmuwiii auapoxcun mpuc(3-propdeHun)cypbMbl OBUT MOTYYEH MO PEaKlUuN OKUCIUTEIHHOTO
npucoeuHeHuss — Mexay — mpuc(3-propdenun)cypbmoii, NEHTAXJIOPPEHOIOM | mpem-
OyTHIATHAPOTIEPOKCUIOM IO paHee N3BECTHOM MeToauke [21].

B UK-cnektpe coenunenus 1 HaOm0qaeTCs 1MOJIOCA MOTJIONICHHS BAJICHTHBIX KOJicOaHui (hparMeH-
ta SbC; mpu 432 cM . TakoKe IPHCYTCTBYET HHTECHCHBHAS T10JI0CA MOMJIOMmeHHs mpu 1267 cM ', Xxapak-
TepU3yIoLas BaJeHTHbIE Konebanus cBsizu C-O.

I[lo pgamaeiMm  PCA, atomM cypbMbl B MOJEKyJe xiopo(meHtaxjaopheHokcuaa) mpuc(3-
(bTpodeHnIT)CYypbMbl IMEET KOOPIUHAILIUIO UCKKEHHON TPUTOHATIBHON OUITUPAaMHIIBI ¢ TeTepoaTOMaMU
B aKCHAJIbHBIX TOJIOKEHUSX (CM. PUCYHOK).

| C(25)

CI(3)

c3)

CtpoeHue coeauHeHus 1
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E¢ppemos A.H. CuHmes u cmpoeHue xnopo(neHmaxsopgheHoKcuoa)
mpuc(3-¢pmopgperust)cypbmbi (3-FCeH4)3SbCI(OCCls)

AKcuaJbHBIN yron B Mosiekyse coeaunenus 1 coctasnser 179,14(8)°. Cymma yrnos CSbC B k-
BaTOPUAIBHOM TIOCKOCTH cocTaisieT 360°, mpu 3TOM 3HaUYEHUS] MHAWBUIAYAJIbHBIX YIJIOB U3MEHSIOT-
cs B uaTepBaie 113,49(15)°—126,16(15)°. ®dparmenT SbC; MpakTUYECKHU IJIOCKUH, aTOM CYPbMBI BbI-
xoauT u3 mnockoctu [C;] Ha 0,010 A k aTomy X70pa B aKCHaabHOM MONIOKEHNM. BajeHTHBIE YIIIBI
MEXy aKCHAIBHBIMU U dKBatopualbHbIMU 3aMectutensmMu OSbC (88,80(15)°-91,28(13)°) u CISbC
(88,11(12)°-92,03(13)°) masio oTuuaroTcs OT Teoperndeckoro 3HadeHus 90°. Kondopmarius apuib-
HBIX JIMTaH/IOB MO0 OTHOIICHHUIO K KBaTOpHANbHOU mockocTH [C;] mpomnemnepHas. JIByrpaHHbIe YIibl
MEXAy TIUIOCKOCTSAMH apulbHBIX Tpymm coctaBisaor 21,27° [C(1)-C(6)], 56,48° [C(11)-C(16)]
u 59,20° [C(21)-C(26)].

Jlnunsl cBsaseit Sb—C BapbupyroT B npezenax 2,112(4)-2,116(4) A. Jlnuna akcuanbHoit cBsizu Sb—O
KOpOYe JUIMH SKBATOpHaTbHBIX cBszell Sb—C u coctasnser 2,092(3) A, uro xapakTepHo st 6OJIBIIMH-
CTBA JIMAPOKCHIOB TpHapwicypbMbl [22]. Paccrosnue Sb—Cl (2,448(2) A) Heckonmbko Gonble CyMMBI
KOBAJIEHTHBIX PAJMYCOB aTOMOB CypbMbI U Xjopa (2,40 A [23]), xax u paccrosuue Sb—O (2,092(3) A)
TI0 OTHOIIEHHMIO K CyMMe KOBaJIeHTHBIX panuycoB aTomoB O u Sb 2,07 A [23]. BaxxHO OTMETHTB, 4TO
mmHa cBsizu Sb—Cl B coenunenuu 1 kopoue, yem B auxiopune mpuc(3-dpropdenmwicypsmsl) (cpenHee
snavenue 2,461 A) [24]. Paccrosane Sb—O npu 3TOM YyTh MEHbIIE CPEIHErO 3HAYCHUS B MOJEKYJIE
6uc(2,3,4,5,6-nentaxnoppenokcuna) mpuc(3-bprpodenun)cypsmsi (2,102(2) A) [21].

CrpyKTypHasi opraHuzanus B Kpuctamie coenHeHus: 1 o0ycioBieHa HaTM4IueM ciaadbIX MEeXMOIIe-
KynsapHex koHtakto C—H--Cl1 2,89 A u F---Cl1 3,08, 3,11 A.

BoiBoabI

Takum o0pa3oM, B3auMojeicTBue auxiopuaa u 6uc(2,3,4,5,6-neHraxnopdenokcuna) mpuc(3-
¢TopdeHmn)cypbMbl MPUBOAUT K OOpa30BaHMIO NPOU3BOJHOTO HECHMMMETPHYHOIO cTpoeHHus (3-
FC¢H4);SbCI(OC4Cls). Cmemenre paBHOBECHsS B CTOPOHY 00pa30BaHMs KPUCTAIIIOB, MPUTOJHBIX JUIS
PEHTTCHOCTPYKTYPHOTO aHAIH3a, MPOUCXOINT 33 CUET MEJICHHOTO KOHICHTPHPOBAHUS PEaKIIMOHHOM
CMecH, cofepiKalleld anudaTuuecKuil yrieBonopod. PEHTTeHOCTpYKTYpHBIM aHaau3 MoKas3all, YTO aTOM
CypbMBI B XJopo(nienTaxnopdeHokcuae) mpuc(3-GprpodeHnn)cypbMbl HMEET NUCKAKEHHYIO TPUTOHAIb-
HO-OMTTMpaMHUJIANIEHYIO0 KOOPJIWHAIIMIO 3aMECTUTENICH C apOKCUIHBIM JIMTAHJIOM M aTOMOM XJIOpa B aK-
CHAJIbHBIX TIO3UITHSIX.

BbaarogxapHocTn
Bripaxato 6marogapHocts npod. B.B. [llapyTtuny 3a mpoBe[CcHHBIC PEHTTEHOCTPYKTYPHBIC UCCIIC-
JIOBaHMUS.
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SYNTHESIS AND STRUCTURE
OF TRIS(3-FLUOROPHENYL)ANTIMONY
CHLORO(PENTACHLOROPHENOXIDE) (3-FC¢H.);SbCI(OCCls)

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

Tris(3-fluorophenyl)antimony chloro(pentachlorophenoxide) (1) has been synthesized by
the interaction of tris(3-fluorophenyl)antimony dichloride with #ris(3-fluorophenyl)antimony
bis(2,3,4,5,6-pentachlorophenoxide) (1:1 mol.) in benzene. The compound has been identified by
IR spectroscopy and X-ray diffraction analysis. The absorption band of the stretching vibrations
of the SbC; fragment at 432 cm™" is observed in the IR spectrum of compound 1. There is also an
intensive absorption band at 1267 cm™, which characterizes stretching vibrations of the C-O
bond. According to the X-ray diffraction analysis the coordination of the antimony atom is trigo-
nal-bipyramidal with the chlorine and oxygen atoms in the axial positions [C,H;,OCI4SbFs,
M= 707.79; the triclinic system, space group P 1; a 9.486(6), b 11.548(7); ¢ 12.382(11) A;
0 73.61(2), B 87.03(3), y 84.221(19) degrees; ¥ 1294.2(17) A%; Z 2; u 1.724 mm™'; F(000) 668.0;
crystal size 0.26x0.22x0.11 mm; 26 for data collection 5.7-62.22 degrees; index ranges
—-13<h <13, -16<k< 16, —17 <1< 17; total reflections 79173; independent reflections 8254;
R;,; 0.0560; variables 317, GOOF 1.021; R, = 0.0482; wR, = 0.1167; residual electron density
1.91/-0.56 ¢/A’]. The OSbC] axial angle in the molecule of compound 1 is 179.14(8)°. The sum
of the CSbC angles in the equatorial plane is 360°, while the values of the individual angles vary
in the interval 113.49 (15)°-126.16 (15)°. The Sb—O axial bond length is shorter than the Sb—C
equatorial bond lengths and equals 2.092 (3) A. This pattern is characteristic of most triaryl-
antimony diaroxides. The formation of the compound 1 crystal structure is due to the formation
of weak intermolecular contacts C-H---C1 2.89 A and F---Cl1 3.08, 3.11 A. Complete tables of co-
ordinates of atoms, bond lengths and valence angles are deposited at the Cambridge Structural
Data Bank (No. 1849662; deposit@ccdc.cam.ac.uk; http://www.ccde. cam.ac.uk).

Keywords: tris(3-fluorophenyl)antimony  dichloride, tris(3-fluorophenyl)antimony
bis(2,3,4,5,6-pentachlorophenoxide), tris(3-fluorophenyl)antimony chloro(pentachlorophenoxide),
ligand redistribution reaction, X-ray diffraction analysis.
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