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Annomayus. B3auMoneWcTBHEM SKBUMOJIIPHBIX KOJIMYECTB NeHTa(eHMICYypbMbl U Ouc(3-
¢dropdennnaneraTo)TpueHUICYpbMbI B OEH30II€ TONTydeH ¢ BeIxonoM 92 % 3-dropdenunanerar ret-
padenuncypemsl (1), koTopslit Ob11 uaeHTH(UIMPOBaH MeTonamu MK-ciekTpockonun M peHTreHocT-
pykrypHoro anamm3a. PCA npoBoanmm Ha mudpakromerpe D8 QUEST ¢upmsr Bruker, kxpucramnorpadu-
YEeCKHe XapaKTePUCTHKU 3JIEMEHTAPHOH sTMeHKH COeTUHEHNUS CIICAYIOIIMe: MPOCTPAHCTBEHHAS TPYIIa MO-
HokmuaHas Cc, a = 10,2427(6), b = 17,7825(7), ¢ = 14,6472(5) A, P = 95,260(4), V =2656,60(17) A°,
Z=4, pyq = 1,458 r/CM3, p=1,072 MM_I, F(000) = 1176,0, pa3zmep kpucramia 0,32 x 0,2 x 0,09 mm,
Jrara3oH coopa maHHBIX 10 20, rpam: 6,952—-56,992, nuana3on mHAekcoB —13 < h < 12, —-19 < k <23,
—19 <1 <19, gyucno usmepeHusix pediekcos 9906, uucio HezaBucuMbIX pediiekcos 4334, R;, = 0,0228,
GOOF = 1,139, uucno napametpos 330, R, = 0,0350, wR, = 0,1042. TTo nanasiMm PCA, aToMBbI CYypbMBI
B COCJIMHEHHUU UMEIOT UCKAKCHHYIO TPUTOHAJIBHO-OMIHPAMUIAIbHYI0 KOOPANHAILIMIO C aTOMOM KHUCJIO-
pona KapOOKCHJIATHOW TpPyNIbl B aKCHAIBLHOM IMOJIOKEHUU. AKcHaibHbI yron CSbO cocraBiset
175,9(2)°. Cymma sxBatopuaibHbix yriaoB CSbC paena 357,1(9)°, paccrosuus Sb—C,., [2,109(7),
2,117(5), 2,146(5) A] 3mauntensHo kopoue mumH cBsseit Sb—C, [2,194(7) A] u Sb-O [2,244(4) A].
Opraau3anus MOJEKyl1 B KpHUCTayule coequHeHus 1 obycioBieHa BOmOpoAHBIMU CBsA3sMu U CH---7-
B3aUMO/ICHCTBUSIMU KOJICI] apWIIBHBIX M KapOOKCHIBHBIX JUraHaoB. IlonHble TabIMIBI KOOPANHAT aTo-
MOB, JUIMH CBSI3€H W BaJICHTHBIX YTJIOB JICTIOHHpOBaHbl B KeMOpHIKCKOM OaHKe CTPYKTYPHBIX JaHHBIX
(N2 2055555; deposit@ccdc.cam.ac.uk nim http://www.ccdc.cam.ac.uk/data_request/cif).

Knrouesvie cnoea: neHTaQCHIWICYpPhMa, ouc(3-propdhenunaneraro)TpupeHIICYpbMA,
3-droppennnanerar TeTpadeHUICYPHMBI, CHHTE3, PEaKIHs IIepepaclpeieliCHNs INTaHI0B, CTPOCHHUE
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SYNTHESIS OF TETRAPHENYLANTIMONY 3-FLUOROPHENYLACETATE
FROM PENTAPHENYLANTIMONY
AND TRIPHENYLANTIMONY BIS(3-FLUOROPHENYL ACETATE)
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South Ural State University, Chelyabinsk, Russia
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Abstract. The interaction of equimolar amounts of pentaphenylantimony and bis(3-
fluorophenylacetato)triphenylantimony in  benzene yielded 92% tetraphenylantimony  3-
fluorophenylacetate (1), which was identified by IR spectroscopy and X-ray structural analysis. X-ray
diffraction analysis was performed on a D8 QUEST diffractometer from Bruker. The crystallographic
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characteristics of the unit cell of the compound are as follows: monoclinic space group Cc,
a=102427(6), b = 17,7825(7), ¢ = 14,6472(5) A, B = 95260(4), V = 2656,60(17) A’, Z = 4,
Peatc = 1,458 g/cm3, p=1,072 mm, F(000) = 1176,0, crystal size 0,32x0,2x0,09 mm, data collection
range for 20, deg: 6,952-56,992, index range —13 <A < 12,-19 <k <23,-19 </ <19, number of meas-
ured reflections 9906, number of independent reflections 4334, R;,, = 0,0228, GOOF = 1,139, number of
parameters 330, R; = 0,0350, wR, = 0,1042. According to X-ray diffraction data, the antimony atoms in
the compound have a distorted trigonal-bipyramidal coordination with the oxygen atom of the carbox-
ylate group in the axial position. The axial angle CSbO is 175,9(2)°. The sum of the equatorial angles
CSbC is 357,1(9)°, the Sb—C,q distances [2,109(7), 2,117(5), 2,146(5) A] are significantly shorter than
the Sb—C, [2,194(7) A] and Sb—O [2,244(4) A] bond lengths. The organization of molecules in the
crystal of compound 1 is due to hydrogen bonds and CH---rt-interactions of the rings of the aryl and car-
boxyl ligands. Complete tables of atomic coordinates, bond lengths, and bond angles have been depo-
sited with the Cambridge Crystallographic Data Center (No. 2055555; deposit@ccdc.cam.ac.uk or
http://www.ccdc.cam.ac.uk/data_request/cif).
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Beenenue

Hauano u3yuyenus peakuuii nepepacnpeneieHus JUraigoB B PALy apHIbHBIX COeIMHEHUH MSTHBA-
JIEHTHOHN CypbMBI OTHOCUTCA K 1974 1., korna ®depriocon u XaBiH NpH NEPEKPUCTAIUIN3ALNN JUTH-
pokcuaa TpudeHWICYpbMbI U3 XJopodopma B aTMocdepe Bozayxa Habmoaanu obpa3oBaHue kapOoHaTa
ouc(terpadenmncypbsmsbl) [1]. OueBuano, yro (opmupoBanue ¢parmenra PhySb MoxHO 00BICHHTH
TOJILKO OOMEHOM (PEHUIIBHBIX 3aMECTUTENICH MEXAy aTOMaMH CypbMBbI. M3ydasi cTpoeHue MpoOr3BOIHO-
r0 CYpbMBI, TIOJyYE€HHOTO U3 AMXJIOpHAA Tpu(eHUICYpbMbl U OKcanaTta cepebpa, Cosepbu ¢ Musuinn-
TOHOM TIOKAa3aJIH, YTO JaHHOE COoeMHeHne uMeeT coieobpasnoe crpoenue [PhySb][Ph,Sb(0x),] (Ox =
0,CCO,) u npeanoa0KHUIA, YTO OHO MOKET OBITH MOJIYUYEHO U3 AUXJIOPHIA TPHU(PEHUICYPHMBI [2].

PemuB mccnenoBaTh B3aMMOIEHCTBHE MEHTAapUICYPbMBI C TMPOM3BOIHBIMU 00IIeH (OPMYIBI
Ar;SbX, (X — aneKTpooTpHIaTEeNbHBIN JIMTaHA) aBTOPbI [3] monarany, 4yTo OyAeT UMETh MECTO JHOO
o0Opa3oBaHHe KOMIUIEKCOB HOHHOTO THIIA, MO0 MepepachpeielieHne OpraHnIecKuX PaluKalioB U CHH-
T€3 MPOU3BOJHBIX HECUMMETPUYHOTO CTpoeHus. JeHCTBUTEN HO 00HAPYKEHO, 4TO MeHTa(eHWICypbMa
pearupyer ¢ IUrajioreHuIaMu, THOeH30aTOM U JUPOJaHUAOM TPU(GEHIICYPbMBI ¢ 00pa3oBaHHEM IPO-
JIYKTOB HECUMMETPHYHOTO CTPOCHHUSI — TaJoreHuaa, OeHzoara u poJaHuaa TeTpadeHUICYPbMbI COOT-
BETCTBEHHO, C BBIXOIOM 10 99 %. C momorpio 3Toro 3¢pekTuBHOro crnocoda cuHTE3a MPOU3BOJHBIX
cypbMbl obmield popmyiel ArySbX (X — 37MeKTpOOTpUIATEIbHBINA TUTraHa) ObLIM MOTY4YEHBI POAAHHUIIBL,
HUTPATBI, KApOOKCHIIATHI, CYJIb(OHATHI, OKCUMAThl M apOKCHUBI TeTpaapuiicypbMbl [4—27]. [Ipenmyie-
CTBOM JIaHHOT'O METOJIa CHHTE3a COeAUHEHUH Ar,SbX ABIsIeTCS BBICOKHIA BBIXOJ U JIETKOCTh BBIICTICHHUS
LIEJIEBOTO POIYKTA, a TAKXKE MIATKUE YCIOBHS NPOBEACHUS PEAKIIH.

C 11enbI0 MPOIOIKEHIS U3YUCHHUS pPeaKkIiu repepacipe/ieieHus! JIMTaHI0B B PsIy apIbHBIX COCIMHe-
HHH TISITUBAJICHTHOW CYpbMBI M3YUCHO B3aMMOJICHCTBHE SKBHMOJISPHBIX KOJMYECTB TEHTA(QEHUICYPEMBI C
ouc(3-propdenmnaneraro)rpudeHIICYpbMOI B OEH30I1E.

JKCcnepUMeHTAIILHAS YaCTh
Cunres 3-pTopdenmnanerata TerpadeHIICYpbMbl (1) OCyIIECTBISUTN O METOJUKE PEaKLUH Hepe-
pacrpenencHus JUranaoB, ONMCAaHHOH B paboTax [27,28].
3-@roppenmnanerar Terpadenmiacypsmbl (CsHs)sShOC(O)CH,CcHF-3 (1): OnemHo-KenThie
KpUCTAbl, BEIXOA 92 %, Ty = 146 °C. UK-cnextp (v, cM '): 3107, 3061, 2974, 2927, 1639, 1612,
1587, 1477, 1436, 1311, 1298, 1276, 1269, 1247, 1186, 1159, 1145, 1136, 1064, 1020, 997, 962, 929,
918, 875, 781, 742, 732, 721, 702, 690, 642, 578, 522, 470, 457, 445, 424. Haiineno (%): C 65,75; H
4,52 Jlﬂﬂ C32H26FOZSb BBIYUCJICHO (%) C 65,89, H 4,50
HK-cnexrp coenunenus 1 3anuceiBanu Ha MK-cnekrpomerpe Shimadzu IRAffinity-1S B TabneTtke
KBr B o6macti 4000400 cm .
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PCA kpucramna 1 mposenen Ha mudpakromerpe D8 Quest ¢pupmbr Bruker (MoKo-uznyuenue,
L =0,71073 A, rpaduToBsiii MoHOXpoMaTop) mpr 296(2) K. C60p, penakTUpOBaHHE TaHHBIX M YTOUHE-
HUE TMapaMeTPOB JJIEMEHTAPHOM SUYEHKH, a TaKKe Y4eT MOTJONICHUsS MPOBEJCHBI 10 TporpammamM
SMART u SAINT-Plus [29]. Bce pacdeTsl 0 onpeieNIeHHI0 U YTOYHEHUIO CTPYKTYPhI BBITIOJTHEHBI 110
nporpamMam SHELXL/PC [30] u OLEX2 [31]. CtpykTypa omnpeneneHa npsiMbIM METOJOM U YTOUYHEHA
METOIOM HaUMEHBIINX KBaJPaTOB B aHU30TPOITHOM MPHOIMKESHUH [T HEBOJAOPOIHBIX aTOMOB.

Kpucranmnorpaguueckiie JaHHbIC U pe3yabTaThl YTOUHEHUSI CTPYKTYpBI IPUBEIEHBI B Tabm. 1, oc-
HOBHBIC JUTMHEI CBSI3€H U BaJICHTHBIE YTIIbI — B Ta0M. 2. [ToHbIe TabauIlbl KOOPAWHAT aTOMOB, JUTHH CBSI-
3¢l M BAJICHTHBIX YIJIOB JICIOHUPOBaHbl B KeMOpHIKCKOM OaHKe CTPYKTYpHBIX AaHHBIX (Ne 2055555;
deposit@ccdc.cam.ac.uk unu http://www.ccdc.cam.ac.uk/data_request/cif).

2025.T. 17, Ne 1. C. 191-196

Ta6bnuua 1
Kpuctannorpaduyeckue AaHHble, NapamMeTpbl 3KCNEPUMEHTa U YTOYHEHUS CTPYKTYpbI 1
[TapameTp 1
Crexunomerpuyeckas popmyna C;5,Hy6FO,Sb
M 583,28
CuHroHus MoHoKITMHHas
IIpocTpaHcTBeHHasl rpynmna Cc
a, 10,2427(4)
b, A 17,7825(7)
c, A 14,6472(5)
oL, Tpa. 90,00
B, rpan. 95,260(4)
Y, Tpaj. 90,00
7N 2656,60(17)
Z 4
Piurs T/CM 1,458
L, MM 1,072
F(000) 1176,0
Pasmep kpucranna, MM 0,32 x 0,2 x 0,09
JwnamazoH cOopa JaHHBIX 10 20, Tpaj. 6,952-56,992
Jlnarma3oH UHICKCOB —-13<h<12,-19<k<23,-19</<19
Yncno u3MepeHHBIX peeKcoB 9906
UncTo He3aBUCUMBIX pe(IeKCOB 4334
R, 0,0228
GOOF 1,139
Uucno mapameTpoB 330
R-dakropsl o /> 20(J) R, =0,0350, wR, =0,1042
R-daxTopsl o BceM pediiekcam R,=10,0374, wR, =0,1078
OcTtaroyHast 3JIeKTpOHHAs IUIOTHOCTH (max/min), e/A’ 0,80/~0,91
Tabnuua 2
ONuHbI CBAA3en U BaneHTHbIe yribl B CTPyKType 1
CBs13b d, A VYron , Tpaj.
Sb(1)-0(1) 2,244(4) C(31)-Sb(1)-0O(1) 175,9(2)
Sb(1)-C(11) 2,146(5) C(21)-Sb(1)-C(11) 121,7(3)
Sb(1)-C(31) 2,194(7) C(1)-Sb(1)-C(11) 116,5(3)
Sb(1)-C(21) 2,117(5) C(1)-Sb(1)-C(21) 118,9(3)
Sb(1)-C(1) 2,109(7) C(48)-0O(1)-Sb(1) 122,3(4)
0(1)-C(48) 1,280(8) O(1)-C(48)-C(47) 113,7(6)
0(2)-C(48) 1,218(9) 0(2)-C(48)-0O(1) 126,1(6)
C(48)-C(47) 1,558(10) 0(2)-C(48)-C(47) 120,2(6)
F(1)-C(43) 1,355(13) C(41)-C(47)-C(48) 111,6(5)
Sb(1)--O(2) 3,371(11) F(1)-C(43)-C(42) 118,3(10)
BectHuk OYpIlY. Cepusa «Xumus». 193
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O0cy:xneHue pe3yJibTATOB

W3BecTHO, UTO peakuuu nepepacnpeacacHus JUraHI0B C y4acTHEM MeHTad)eHUICYPbMbI U TUKap-
OokcuiaTa TpUPEHUICYPbMBI, HE3aBUCHMO OT COOTHOIICHUS! UCXOMHBIX PEareHTOB MPOTEKAIOT ¢ 00pa-
30BaHMEM OHHUEBBIX MPOU3BOJAHBIX cypbMbI Phy;SbOC(O)R [3-8]. B npomomkeHue HacTosei padoTsl
UCCIICIOBAHO  B3aUMOJACUCTBHE  SKBUMOJLSIPHBIX  KOJNMYECTB  MeHTadeHWwIicypbMbl H  Ouc(3-
(dbropdeHnnaneTaTo)TpuPEHWICYpbMbl,  CIUHCTBEHHBIM  MPOAYKTOM  KOTOPOTO  SIBISIC  3-
¢dropdennnanerar rerpadeHUICYpbMBI (1), BBIIEICHHBIH U3 PEaKIIMOHHON CMECH ¢ BBIXOIOM 92 %.

PhH
PhsSb + Ph;SH[OC(O)CH,C4H,F-3], — 2 Phy,SbOC(O)CH,C4H,F-3
1

Hamnune B MK-cniekTpe moiay4eHHOro KOMILIEKCAa MHTEHCUBHOW IOJIOCHI TOTJIOMICHUS B 001acTH Ba-
JNIEHTHBIX KoJTe0aHuii KapGoHMIbHEIX rpymm (1639 cM '), CBHIETENBCTBYET O NMPUCYTCTBHH B HEM Kap-
6onmnbHOM rpynmsl [32]. B MK-cniektpe 1 Takyke MPUCYTCTBYIOT MOJIOCH! TOTJIONIEHHUS BaJICHTHBIX KO-
nebGauuit dparmenta SbC, mpu 457, 445 cM ' 1 TIOIOCH BANCHTHBIX KONEGAHMIT yIIIEPOIHOrO CKeneTa
apwibHbIX rpymm (1477, 1436 cM ). BanentHsM KonebanusM cBsseiil Cy—H OTBEUAIOT 0JI0CKH! MOTIIO-
uieHus cpenHei nurencuBHocty mpu 3107 u 3061 CMfl, a BHEIUIOCKOCTHBIM JTe(hOpMAITMOHHBIM KOJe0a-
HHSIM 9THX e CBSI3eil — HHTEHCHBHBIC ITOMOCHE pu 732 1 702 cM .

C nenbo MOATBEPKACHUS CTPOEHUs KoMIUiekca 1 ObUIO POBEICHO €ro PeHTIeHOCTPYKTYpHOE HC-
cnenoBanue. [lo nanasiM PCA atom cypeMmbl B coeanHeHHH 1 UMeeT TpUroHAIbHO-OUNMpaMUIaIbHYIO
KOOPIUHAIINIO (CM. PHCYHOK).

F1

CtpoeHue 3-cbTopcheHnnauerarta retpadeHuncypbmbi (1)

B akcuallbHOM TOJIOKCHHH HaXOJUTCS aTOM KHCIIOpOAa anuiaaTHOro 3amectureis, yron OSbC,
paBeH 175,9(2)° (tabn. 2). MatepBan BaneHTHBIX yrioB OSbC,,, coctaBmser 82,25(19)-87,1(2)°, atom
CYPBMBI BBIXOJUT M3 9KBATOPHAIbHOH mockocT Ha 0,211 A B cTOpoHy akcHaIbHOTO aToMa yriaeposa.
CymmMa yriioB CSbC B 5KBaTOpUANBHON IIIOCKOCTH paBHa 357,1°, Ipu 3TOM YTIIBI MEX/y SKBaTOPHAIb-
HBIMH apUIIEHBIMH 3aMECTUTENISIMUA HEPaBHOIIEHHBI U cocTaBisitoT 116,5(3), 118,9(3), 121,7(3)°. AnuHbl
cBeit Sb—C., [2,109(7)-2,146(5) A] menbme paccrosiaust Sb—Cy [2,194(7) A]. Paccrostane Sb—O
cocrapisieT 2,244(4) A n 61u3k0 K MOJOOGHBIM PACCTOSHUAM B KapOOKCHIIATaX TeTpaapuicypbMbl [33].
B monekyne coemuuenus 1, kKak ¥ B JPyruX anuiaTtax TETPaapriCypbMbl, PACCTOSHUE MEXIY aTOMOM
CYPBbMBI M aTOMOM KHCJIOpOJia KapOOHWIBHOH rpyrmsl Sbe--0=C [3,371(9) A] Menbie cymmsl BaH-z1ep-
BaalbCOBBIX PaJMyCOB COOTBETCTBYIOMMX atoMoB (3,7 A [34]). OTMeTHM, 4TO B OTIMYUE OT GOJIBIIHH-
CTBa KapOOKCHIJIATOB TETPaapwIICypbMbl, B KOTOPBIX KOHTAKT IIEHTPAILHOI'O aToMa MeTajia ¢ Kapbo-
HUJIBHBIM aTOMOM KHCJIOpOJIa pacroiiaraercs BHyTpu Hauboubiiero yria CSbC [33], kontakt Sb--O=C
pacnonaraetcs BHyTpu yria C(1)Sb(1)C(21), cocraBmsromero 118,9(3)°.
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BrIBOABI

Takum oOpasoM, B3anMoeHCTBHEM MTeHTadeHIICYPbMBI ¢ Ouc(3-hTopdeHnnaneraTo) TpueHIICY ppMON
B OeH30jie ¢ BbIxomoM 92 % monyueH 3-propdenunanerar TerpapeHmacypbMbl (1), KOTOpBIA OBLI
uaeHtTuuuupoBan MetogamMu MK-cnmekTpockonuu W peHTTeHOCTPYKTypHOTrOo aHanm3a. [lo naHHBIM
PCA, aTtoMmsbl cypbMBbI B coeuHEHHH 1 HMEIOT NCKaKEHHYIO TPUTOHAJIBHO-OMIUPAMUAATIBHYIO KOOPIH-
HaIlMI0 C aTOMOM KHCIJIOpOJia B aKCHAJbHOM IOJOXEHWH, IPU 3TOM HAJIMYUE BHYTPUMOJEKYJISIPHOTO
KOHTAaKTa MKy aTOMOM CyPbMbI M aTOMOM KHMCJIOpoJa Kap6oHuabHoi rpymmsl Sb--O=C [3,371(9) A]
MIO3BOJISIET TOBOPUTH 00 YBENWYEHHH KOOPAMHALIMOHHOTO YHCIIa aTOMa CYypbMBI J10 6.
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