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CWHTE3 U CTPOEHUE BUC[3,4-ANOTOPEEH30ATA]
TPUC(2-METOKCUPEHUN)CYPbMbI
[(2-MeO)C¢H,]:Sb[OC(0)CeH3(F,-3,4)], U BUC[BEH3ONCYNIb®OHATA]
TPUC(2-METOKCU®DEHUIN)CYPbMbI [(2-MeO)CeH,]:Sb[0SO,CeHs],

B.B. WWlapymuH*?, M.O. Mopodeukux
FOxHO-Ypanbckuli 2ocydapcmeeHHbIl yHusepcumem, HYensbuHck, Poccus
% sharutin50@mail.ru

Annomauyus. Buc[3,4-nudpropoensoar| mpuc(2-metoxcupenun)cypbmsl (1) u 6uc[denzoncynbdonar]
mpuc(2-meTokcueHmwT)CYypbMbI (2) MOTyYSHBI IO PEAKIIMKA OKUCITUTEILHOTO MPUCOCAMHEHUS U3 TpHa-
puncypeMbl 1 3,4-1udTopOeH30iHOM/0eH30CYNIB(OHOBOM KHCIOTHI B NMPUCYTCTBUHM THAPONEPOKCHIA
TpetnyHOTro OyTHia B 3¢dupe. Crpoerne 1 u 2 ycranosneno Meronamu MK-cnekTpockonuu U peHTIeHo-
crpykrypaoro a"anuza (PCA). Kpucrammst 1 [CssHp;07F4Sb, M 757,32; cuHroHus TpUKINHHAS, TPYIIIA
cummMetpur P-1; mapamerpsl staeiiku: a = 9,219(4), b = 9,507(6), ¢ = 20,240(11) A; a = 99,43(3)°,
B =95,756(16)°, y = 107,90(3)%; V' = 1643,6(16) A*; Z=2; pyu = 1,530 r/cm’; 20 6,68—54,98 rpas.; Bce-
ro orpaxeHudd 31858; He3zaBUCHUMBIX oOTpaxkeHHMH 7153; uMcino yTouHAEeMbIX HapameTpoB 427;
Rie = 0,0429; GOOF 1,051; R, = 0,0265, wR, = 0,0551; ocrato4yHasi 3JE€KTpOHHAas IJIOTHOCTb

(max/min); 0,30/—0,44 ¢/A*], 2 [C33H3,06S,Sb, M 757,46; CHHIOHHUS MOHOKIHHHAS, TPYIIIA CHMMETPUH

C2/c; mapametphl sueiixu: a = 21,157(9), b = 10,363(4), ¢ = 18,285(7) A; B = 126,590(13) rpan.,

V=32192) A’, Z = 1; pyua = 1,563 r/em’; 20 6,012—54,234 tpan.; Becero otpaxennii 32454; He3aBuCH-

MBIX OTpakeHu# 3541; uncno yrounsaeMbix napametpoB 231; Ry, = 0,0283; GOOF 1,161; R, = 0,0283,
wR, = 0,0659; ocTaTO4HAs MEKTPOHHAS IUIOTHOCTH (max/min); 0,74/—0,83 ¢/A’] coctost m3 TpuTO-
HaJIbHO-OMITMPaMUIATIBHBIX MOJIEKYJI C 3JIEKTPOOTPHULATEIFHBIMY JIMTAaHJAMU B aKCHAJIbHBIX MOJIOXKe-
Husx. Jmanbl ceszeit Sb—C BapbupyioT B unTepBane 2,093(2)-2,125(3) A, panentnsie yrasr OSbO
NpUHUMAIOT 3HadeHus 176,63(6) u 174,52(10)° cootBercTBeHHO. PacctosHus Sb—O B 1 (2,1106(17) n
2,1149(17) A) xopoue, yem B 2 (2,128(2) u 2,128(2) A). BuyrpumonekyssipHble KOHTakThl Sb--O
B 1 (3,162(2) u 3,257(2) A) 3HauntensHo Menbine, yem B 2 (3,617(2) u 3,617(2) A), u He npesbimaroT
CYMMY HX BaH-J€p-BaanbCoBEIX pamuycos (3,7 A). TlonHble TaGNUIBI KOOPAWHAT aTOMOB, JUTHH CBA3EH
M BaJCHTHBIX YIJIOB IJIS CTPYKTYp ACTOHMPOBaHB B KeMOpHIKCKOM OaHKE CTPYKTYPHBIX ITaHHBIX

(Ne 2123247 (1), Ne 2116583 (2), deposit@ccdc.cam.ac.uk; http://www.ccdc. cam.ac.uk).

Knwueevte  cnosa:  cunte3,  6uc(3,4-mupTopbeHsoar)  mpuc(2-MeTOKCU(EHIUT)CYPbMBI,
ouc(benzoncynbdonar) mpuc(2-METOKCUPECHIIT)CYPBMBI, 0COOCHHOCTH CTPOCHHUS, PEHTTEHOCTPYKTYP-

HBIM aHAJIN3

Jna  yumuposanusn: lapytun B.B., Mopogeukux M.O. Cunrte3 u crtpoeHue o6uc[3,4-

nudTopOeH3oara] mpuc(2-MeTOKCU(EHNIT)CyPbMbI [(2-MeO)CgH,]3Sb[OC(O)CsH;(F>-3,4)],

n

bucl[oenszoncynbdonara] mpuc(2-merokcudenmn)cypsmbl [(2-MeO)CeH,]3Sb[OSO,CeHs], // Becthuk
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SYNTHESIS AND STRUCTURE OF TRIS(2-METHOXYPHENYL)ANTIMONY
BIS[3,4-DIFLUOROBENZOATE] [(2-MeO)C¢H,]:Sb[OC(O)CcHs(F2-3,4)]
AND TRIS(2-METHOXYPHENYL)ANTIMONY BIS[BENZENESULFONATE]
[(2-MeO)C¢H4]3Sb[OSO,CeHs)2

V.V. Sharutin, M.O. Morodetskikh
South Ural State University, Chelyabinsk, Russia
& sharutins0@mail.ru

Abstract. Tris(2-methoxyphenyl)antimony  bis[3,4-difluorobenzoate] (1) and  #ris(2-
methoxyphenyl)antimony bis[benzenesulfonate] (2) were obtained by oxidative addition reaction from
triarylantimony and 3,4-difluorobenzoic/benzenesulfonic acid in the presence of tertiary butyl hydrope-
roxide in ether. The structure of 1 and 2 was established with the use of IR spectroscopy and X-ray dif-
fraction analysis (XRD). Crystals 1 [C;35H,,0,F4Sb, M 757.32; triclinic syngony, symmetry group P—1;
cell parameters: a = 9.219(4), b = 9.507(6), ¢ = 20.240(11) A; a = 99.43(3)°, B = 95.756(16)°,
v=107.90(3)°; V = 1643.6(16) A3; Z=2; peac = 1.530 g/cm3; 20 6.68—54.98 degrees; total reflections
31858; independent reflections 7153; number of specified parameters 427; R;,, = 0.0429; GOOF 1.051;
R, = 0.0265, wR, = 0.0551; residual electron density (max/min); 0.30/—0.44 ¢/A3], 2 [C33H3100S,Sb,
M 757.46; monoclinic system, symmetry group C2/c; cell parameters: a = 21.157(9), b = 10.363(4),
c=18.285(7) A; B =126.590(13) deg., V =3219(2) A3, Z = 1; pear. = 1.563 g/cm3; 20 6.012-54.234 de-
grees; total reflections 32454; independent reflections 3541; number of specified parameters 231; R;, =
0.0283; GOOF 1.161; R, = 0.0283, wR, = 0.0659; residual electron density (max/min); 0.74/-0.83 e/A3]
consist of trigonal bipyramidal molecules with electronegative ligands in axial positions. The Sb—C
bond lengths vary in the range 2.093(2)—2.125(3) A, The OSbO bond angles take values 176.63(6)° and
174.52(10)°, respectively. The Sb—O distances in 1 (2.1106(17) and 2.1149(17) A) are shorter than in 2
(2.128(2) and 2.128(2) A). Intramolecular Sb-+-O contacts in 1 (3.162(2) and 3.257(2) A) are significant-
ly smaller than in 2 (3.617(2) and 3.617(2) A) and do not exceed the sum of their van der Waals radii
(3.7 A). Complete tables of atomic coordinates, bond lengths and bond angles for structures have been
deposited in the Cambridge Structural Data Bank (No. 2123247 (1), No. 2116583 (2), depo-
sit@ccdc.cam.ac.uk; http://www.ccdc cam.ac.uk).

Keywords:  synthesis,  fris(2-methoxyphenyl)antimony  bis(3,4-difluorobenzoate),  tris(2-
methoxyphenyl)antimony bis(benzenesulfonate), structural features, X-ray diffraction analysis

For citation: Sharutin V.V., Morodetskikh M.O. Synthesis and structure of ris(2-
methoxyphenyl)antimony bis[3,4-difluorobenzoate] [(2-MeO)CgH,]3Sb[OC(O)C¢H;3(F»-3,4)], and tris(2-
methoxyphenyl)antimony bis[benzenesulfonate] [(2-MeO)CgH,]3Sb[OSO,C¢Hs),. Bulletin of the South
Ural State University. Ser. Chem. 2024;16(2):77-85. (In Russ.) DOI: 10.14529/chem240208

Beenenue

WHTrepec k cMHTE3y HOBBIX COSAMHEHUI CypbMbI BO MHOTOM ONpPENETISAETCS PACIIUPSIOIIAMCS OTEH-
[UAJIOM Pa3NIMYHBIX oOyacTell IPUMEHEHUSI B MPAKTUYECKOW AESTENLHOCTH: B ()apMaleBTUUECKOW Tpo-
MBIIIIJICHHOCTH, B KAUYCCTBC 6I/IOHI/IJ10B, q)YHFI/I]_II/UIOB, a TaKKC pCarcHTOB B TOHKOM OPraHM4Y€CKOM CHUHTE3C
Y KOMIIOHEHTOB KaTAJIMTHYECKUX CHCTEM NPH HOJIMMEPU3aL1, aHTHOKCHUIAHTOB U Ap. [1].

W3BecTHO, YTO B3aMMOJEHCTBUE TPH-NAPA-TOIUICYPBMBI ¢ TPUPTOPYKCYCHOH, TPUXIIOPYKCYCHOH,
HoaykcycHo, TomyoncynbhonoBoi kucnoramu (HX) B pacTBope Toiyosia B IPUCYTCTBUH WM B OTCYT-
CTBHE KHCJIOPOJa BO3/AyXa HIPUBOJUT K 00pa30BaHUIO AUKAPOOKCUIATOB TPHAPHIICYPHMBI 110 ABYM KOH-
KYPUPYIOIUM MEXIy co00il HampaBieHHsIM ¢ 00pa30BaHHEM NPOU3BOAHBIX IMATHBAJICHTHONH CYpbMBI
o0mieit popmyisl p-Tol;SbX, (X — octaTok KapOOHOBOW KUCIOTHI) [2].

p-TolzSb + 2HX —  p-Tol;SbX,

-H,
p-Tol3Sb + 2HX + 1/20, — p-Tol3SbX,
-H,0
78 Bulletin of the South Ural State University. Ser. Chemistry.
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Wapymun B.B., Mopodeukux M.O. CuHmes u cmpoeHue 6uc[3,4-du¢pmopbeH3zoamaj
mpuc(2-memokcugheHus1)CypbMbl...

B ocHoBe apyroro s¢dexTuBHOro crnocoda CHHTE3a COCAMHEHHUN MATHBAJICHTHON CYPBbMBbI JIC)KHUT
Apyrasi peakiysi OKHCIUTENFHOTO MPUCOSIUHEHHS, KOTJa U3 TPUAPUIBHBIX COCIWHEHUH CYPbMBI, KH-
ciotel HX 1 mepokcuia monyvaroT apuiibHbIE TPOU3BOJIHBIC MATHBAJICHTHOU CypbMBI Ar;SbX,. Yka-
3aHHasl peakiysi BIEpPBbIE ObLIA OCYIECTBIICHA HA MPUMEpPE CHHTE3a AMalerata TPUPEHWICYPbMBI U3
Tpu(EHWICYpPbMBI, YKCYCHOW KHCIIOTHI M IIepokcuaa Bogopoaa [3]. iMenHo mo 3To# cxeMe ObUIM CHH-
Te3upoBaHbl Huc-(1-agamantankapOoKcwiatT) TpudeHICYpbMbI [4], Ouc(Opomarnerar) mpuc(2-METOKCH-
S-Opomdenun)cypbMbl [S], 6uc(2-autpodeH3oar) TpudeHWICYpbMbl [6], 6uc(l-amamMaHTaHKapOOKCHIIAT)
TPU-M-TOIMICYPbMEI [7], 6uc(uukinonponankapOokcuiar) mpuc(5-0pomM-2-MeToKCUQEeHMIT)CYpbMHI [8],
mubenzoatr  mpuc(4-N,N-mumetunamuHoheHnn)cypeMbel - [9],  6uc(2-metunbdenzoar) mpuc(4-N,N-
muMerunamMuaopermn)cypbMel [10], 6uc(4-metundenzoar) mpuc(4-N,N-TuMeTHIIaMUHOPEHIIT)CYPbMBI
[11], 6uc(2-auTpoben3oar) mpuc(5-6pom-2-merokcudeHmn)cypbMsl [ 12], 6uc(xmopanerar) mpuc-(5-6pom-
2-MEeTOKCU(EHNIT)CYPbMBI, ouc-(bpomanerar) mpuc-(5-6poM-2-MeTOKCU()EHIIT)CypbMBI u
ouc(nonanerat) mpuc(5-0pom-2-MeTokcudeHuwn)cypbMbl [13], 6uc(4-autpodenunanerar) mpuc(S-
OpoM-2-mMeTokcueHIn)cypbMbl, Ouc(2-merokcubenzoar) mpuc(5-0poM-2-MeToKCH(DEHUT)CYypbMBl 1
ouc(enunnponuonar) mpuc(5-6pom-2-meTokcupenun)cypembl [14], 6uc(4-oxcubensoncynspoHar)
tpudenmicypomsl [15]. Cepusi a-rupOKCHKapOOKCHIATHBIX KOMIUIEKCOB TpU(EHUICYPbMBI ObLIa TIO-
Jy4eHa 0 PEaKUUH OKHCIUTEIFHOIO MPHUCOCIUHEHUS U3 TPU(EHUICYPbMBI, KApOOHOBOM KUCIIOTHI U
THUAPOTIEPEKUCH TpeTUYHOro OyTHia [16].

n RR'C(OH)-COOH
Ph;Sb + 2 t-BUOOH — Ph,Sh(OH), — > Ph,;Sb(RR'C(OH)-COOQ),
- 2 t-BUOH -nH,0 R=R=H n=1

R=Ph R =Hn=1
R=Ph R =Hn=2
R=R'=Ph,n=2

OTMeTuM, 9TO, HECMOTPS Ha HAIWYHE JIBYX KapOOKCHIBHBIX TPYII B 0Opmo-(PTaneBoil KUCIOTe, ee
B3aMMOJCHCTBUE C TPUPECHWICYPHMOI B MPUCYTCTBUU MEPOKCHIA BOIOPOJA MPOTEKAET MO KiIacCHye-
CKOW CXEME PeaKlru OKUCIUTEIbHOTo nprucoeauHenus [17]. OcoOeHHOCTbIO MOJIEKYIISIPHON CTPYKTYPBI
mdranara TpUGEHWICYPHMEI SIBIISIETCS OTCYTCTBHE BHYTPHMOJIEKYJISIPHOW BOJIOPOTHOMN CBSI3H, Xapak-
TepHOU AN opmo-dTaneBoll kuciaoTel. U3 auxnopunga tpudeHUICYypbMbl U KapOokcuiara cepedpa B
TeTparuapodypane cUHTE3UpoBaH 6uc(2-okcndeH30aT) TpueHUICYPbMEI ¢ BbIXo1oM 73 % [18].

[o peaknyy OKHCIUTENHLHOTO MPUCOSAUHEHHS U3 TPUAPUIICYPHMEI 1 KAPOOHOBOW KUCIIOTHI ¢ OoJee
BBICOKMMH BBIXOJIAaMH 00pasyroTcs 6Ouc(npornuonar) TpudeHwIcypbMbl [19], 6uc(uonamerar)
mpuc(4-proppennn)cyppmMel U Ouc(neHtadpTopOenzoat)  mpuc(4-gropdenun)cypemsr - [20],
ouc(l-anamanTankapOookcunar)  mpuc(4-propdpeHmwn)cypbMbl UM Ouc(IMKIONPOIaHKapOOKCHIIAT)
mpuc(4-dprophenmn)cypbmbl [21], buc(xiaopauerat) mpuc(4-propdeHus)cypbMsbl, dOuc(4-HUTPODHEHUI-
anerat) mpuc(4-gprophenun)cypembl 1 qudenzoat mpuc(4-proppennn)cypbmsl [22], TuKapOOKCHIATHI
mpuc(3-proppennn)cypbmsl [23, 24], nuakpunaTsl TpUGEHWICYpbMBI [25, 26], aubensoat tpu(mema-
Tonua)cypbMbl  [27], 6uc(2-autpodensoat)pu(3-propderun)cypembl  [28], Ouc(denunmnponuonar)
tpudenmwicypembl  [29], 6uc(4-oxcubenzoat) tpudenumncypsmel [30], ouc(3-propdennnanerar),
ouc(nenrapTopOensoat) u ouc(2,3-nudropodenszoat) mpuc(3-bpropdenun)cypbmsr [31].

IIpu B3anMOAEHCTBUM 3KBUMOJISIPHBIX KOJIMYECTB TPHAPWICYPbMBI, kucaoTsl HX u nepokcuna Bo-
nopoza B d3¢upe 00pa3yroTCsl COSAMHEHHS CYpPbMBI MOCTHKOBOTO THNA (A13SbX),0, uTO, HanpuMep, Ha-
OmomaeTcst B peakuusix TpUu(EHUICYPbMBI ¢ CATUIMIIOBON KUCIOTOH, Koraa ¢ BeixonoM 40 % oOpasyet-
Csl MOCTUKOBOE COEIMHEHHE CYpbMBbI, 00Ja/aiomiee MPOTUBOOITYX0JIeBOM akTUBHOCTRIO [32]. B anano-
THYHBIX YCIIOBUSX U3 TPU(DEHUIICYPHMBI M TPOIHOJIOBON KUCIIOTHI B IPUCYTCTBUH MEPOKCHIA BOJIOPOAA
obpazyercs py-okco-ouc[(nponuonaro)rpudpenuncypema] [Ph;SbOC(O)C=CH],0.

PeakumonHast cmocoOHOCTE TPUAPUIICYPBMBI B PEAKIMAX OKHCIUTENLHOTO MPUCOCANHEHHS C apeH-
Cynb(OHOBBIMU KHCJIOTaMH BO MHOTOM CpaBHHMa C aHAJIOTMYHBIMH PEaKIMIMHU KapOOHOBBIX KHCIIOT.
Tak, B3auMOJECHCTBHEM TPU(Mema-TOMUI)CYPbMBI C OCH30JICYIb(OHOBOM KHCIOTOH B NMPHCYTCTBHU
THIPONEPOKCUAa TpeTHYHOro OyTwia B 3dupe CHHTe3upoBaH Ouc(OeHzosncynbpoHaT) Tpu(MeTa-
TONUIT)CYPbMBI [33]. B aHAIOTHYHBIX YCIOBHSX pearupyeT TpHAPHICYPbMa C apeHCYIb(pOHOBBIMU KH-

BectHuk OYpIlY. Cepusa «Xumus». 79
2024.T. 16, N2 2. C. 77-85



XuMusa aneMeHTOOpraHU4eCcKMX coeguHeHUi
Organometallic chemistry

cnotamu [34—37], onHako B3aumonencTBUue mpuc(3-MEeTUIPEHII)CYPbMBI ¢ TpU()TOPMETaHCYIb()OHO-
BOW KHCJIOTOW B TIPUCYTCTBUH mpem-0yTUITHIPOIIEPOKCHAa B 3(hUpe MPUBOAUT K 0Opa30BaHUIO TPEX-
SIIEPHOTO  KOMIUIeKca HoHa(3-MeTundenun)Tpuctubokcan-1,5-nuumn-ouc(tpudpropmerancynsponara),
BBIJICJICHHOTO TIOCIIE MEPEeKPUCTAJUIM3ALUN M3 CMeCH OEH30J-OKTaH B BHJIE COJbBaTa ¢ OEH30J0M
CF3OSOzsb(3-MCC6H4)3OSb(3-MeC6H4)3OSb(3-MCC6H4)3OSOZCF3 - PhH [38]

Coenunenus cypbMbl o0mel popmynsl Ar;SbX, (X — 3JeKTpooTpHLIaTeNbHas TPyMia), coaepKa-
HIMe B apWIBHBIX JIMTaHJAX MPU aToOMe CYpbMBI pa3iniHble QyHKIHOHAJIBHBIC Tpynmbl [8, 14, 39-46],
M3y4YeHbl B TOpa3fo MEHbILIEH CTENEeHH, YEM COOTBETCTBYIOLIME (EHUIBbHBIE MPOU3BOIHBIC, OJHAKO
MMEHHO HEKOTOpBIE MX MPEICTABUTENN MPOSBIISIOT MPOTHBOOIYXOJIEBYI0 AKTUBHOCTH [32] M aHTH-
JICHIIMAaHUO3HBIC CBOWCTBA [46], MO3TOMY HCCIICIOBAHUE CUHTE3a U CBOWCTB MOAOOHBIX COSTMHEHHUI TIPe/I-
CTaBJISICTCS BAXKHOU 3a/1a4ei.

B nacrosmeit pabote n3ydeHsl CUHTE3 U OCOOCHHOCTH cTpoeHust ouc(3,4-mudropdbensoara) mpucl(2-
MetokcudeHmn|cypsMbl (1) u 6uc[oenzoncyiabhonata ] mpuc(2-meTokcudeHun)cypoMsi (2).

JKCNepUMeHTAIbHASA YacTh

Coenunennst 1 1 2 CHHTE3UPOBAIIH TI0 METOJIUKE, ONIMCAHHOM B [ 1], 13 mpuc((2-MeTokcueHU |CypbMBI
u  3,4-nmupropben3oncynbHoHOBON/OCH30JICYIbPOHOBOW  KHCIOTBI B TPUCYTCTBUU  mpem-
OyTHITHAPOIIEPOKCHIA B pacTBOpe 3dupa (MOJIBHOE COOTHOLICHHE HUCXOAHBIX peareHToB 1:2:1). Ilocne
yIaIeHUs] PAaCTBOPUTEIIS U IEPEKPUCTAIUIM3ALUH LIEIEBOT0 NPOAYKTa U3 cMecH OeH3om-okTaH (1:2 00b-
eM.) ToJy4aiu ¢ BeixojoM 86 % OecuperHbie kpuctayuibl 1 (1. o 199 °C), xoTopble aHATH3HPOBAIN
MeTtoaamu 3nemeHTHoro ananusa, PCA u MK-cnekrpockonuu. MK-cextp, v, em ' 3065, 3022, 3001,
2841, 1582, 1477, 1433, 1302, 1285, 1254, 1163, 1097, 1055, 1015, 974, 943, 924, 795, 750, 727, 692,
606, 579, 555, 482, 440. Hatigeno, %: C 55,24; H 3,64. C3sH,,0,F,4Sb. Beraucneno, %: C 55,46; H 3,56.

Amnanornyno noxydanu 2 (79 %, 1. mi. 212 °C). UK-cniekTp, v, oM ' 3067, 2941, 2839, 1582, 1477,
1431, 1283, 1252, 1157, 1096, 1055, 1016, 914, 793, 752, 725, 683, 605, 579, 554, 480, 440. Haiine-
Ho, %: C 52,49; H 4,21. C33H3,00S,Sb. Beraucaeno, %: C 52,98; H 4,15.

HNK-cnexktpsl coeaunennii 3anuchiBamu Ha UK-Dypre cnekrpomerpe Shimadzu IRAffinity-1S;
o6paser; rorosrm TabnernposanneM ¢ KBr (o61acts mormomenus 4000—400 cv ™).

TemnepaTypsl niiaB/jeHUusl U3MEPEHbI HA CUHXPOHHOM TepMoaHanusatope Netzsch 449C Jupiter.
ONeMEHTHBIN aHaNKU3 NpoBoAuiCcs Ha aHann3artope Euro EA3028-HT.

PeHTreHOCTPYKTYPHBIIl aHAJIM3 TPOBOAMIN HA aBTOMATUYECKOM YETHIPEXKPYKHOM JH(paKTo-
metpe Bruker D8 QUEST (Mo K,-usnyuenue, A = 0,71073 A, rpapurossiii Mmonoxpomarop). C6op,
pEeIaKTUPOBaHKE JAHHBIX M YTOUYHEHHE TTapaMEeTPOB JIEMEHTApHOM S4YeHKH, a TaK)Ke y4eT MOTIOUICHHS
nposeneHsl o nporpammaMm SMART n SAINT-Plus [47]. Bce pacueTsl 10 ONpeAeseHUI0 1 YTOUHEHUIO
CTPYKTYpHI BbINONHEHbI 10 nporpammam SHELXL/PC [48] u OLEX2 [49]. CTpyKTypsl OmpeneneHbl
OPSIMBIM METOJIOM U YTOYHEHBI METOZIOM HaMMEHBIIUX KBAJ[PATOB B aHU30TPOITHOM MPHUOIMKEHUN IS
HEBOJOPOAHBIX aToMOB. Kpucramorpadudeckue JaHHbIe W Pe3ylbTaThl YTOUYHEHUS! CTPYKTYp IpHBE-
JIEHBI B TaOJIHILE.

Kpuctannorpaduyeckue gaHHble, NapaMeTpbl 3KCNEepUMEHTA U YTOYHEHUS CTPYKTYp 1 1 2

[Tapamerp 1 2
(DOpMyJ'Ia C35H27O7F4Sb C32H3109823b
M 757,32 757,46
CHHTOHHSA TpuxnuHHast MoHoKIuHHAs
p. rpynmna P-1 C2le
a, A 9,219(4) 21,157(9)
b, A 9,507(6) 10,363(4)
c A 20,240(11) 18,285(7)
o, rpa. 99,43(3) 90
B, rpan. 95,756(16) 126,590(13)
Y, Tpaj. 107,90(3) 90
v, A 1643,6(16) 3219(2)
Z 2 1
p(BBI4.), T/eM’ 1,530 1,563
1, MM 0,909 1,041
F(000) 760,0 1536,0
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OKoH4aHue Tabnuubl

[Tapamerp 1 2
Pa3mep kpucramia (Mm) 0,44 x 0,27 x 0,07 0,5 0,35 x0.27
Ob6nacTh cOOpa JaHHBIX 10 20, Tpaj. 6,68-54,98 6,012-54,234
HuTepBanbl HHAEKCOB “llsh<ll, —27sh =27,
p—— -12<k<12, -13<k<13,
—25<1<25 —23<[<23
M3mepeHo oTpaxeHuit 31858 32454
HeszaBucumbIx oTpaxeHuit 7153 3541
[lepeMeHHBIX YyTOYHEHUS 427 231
GOOF 1,051 1,161
R-axrops! 1o F* > 26(F7) R, =0,0265, wR, = 0,0551 R, =0,0283, wR, = 0,0659
R-(axTophl 0 BCEM OTpaKEHHUSIM R, =0,0356, wR, = 0,0580 R, =0,0319, wR, = 0,0691
Ocrarounas ?neKTpOHHasI3 IUIOTHOCTH 0.30/-0.44 0.74/-0.83
(min/max), e/A

[MomHple TaOGMUIBI KOOPIMHAT aTOMOB, JUIMH CBs3eH M BAJICHTHBIX YIJIOB coeauHeHus 1 u 2 meno-
HupoBanbl B KemOpumkckoMm Oanke cTpykTypHbix gaHHbIXx (CCDC 2123247 wu 2116583; depo-
sit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Oo6cy:xneHue pe3yJbTaTOB

Coenunenne 1 ObUI0O HaMH HOJIYYEHO IO PEAKUUH OKHCIUTEIBHOTO NPUCOCTUHEHHUS U3 2,3-
TG TOpOEH30MHON KUCIOTHL U mpuc(2-MeTOKCU(EHUIT)CYpbMBl B IPUCYTCTBUU THAPONEPOKCHIA Tpe-
THaHOTO OyTHiA (1:2:1 MOJBH.) U KPUCTAIITU30BATIOCH U3 CMECH OEH30JI-OKTaH.

(2-MeOCgH,);Sb + 2 HOC(O)C4HsF»-3,4 + +BuOOH — (2-MeOCH.,);Sb[OC(0)CsH;F,-3,4],
1

[lo aHanmormyHOM cxeme CHHTE3UpoBaiH Ouc|Oen3oicynbponat] mpuc(2-meTokcudeHun)cypbMsl [(2-
MeO)C6H4]3Sb[OSOQPh]2 (2)

(2-MeOCgH,);Sb + 2 HOSO,Ph + #BuOOH — (2-MeOC,H,);Sb[OSO,Ph],
2

B UK-cnekTpe komriekca 1 HAOMIOMAIOTCS XapakTEpHBIE IS MTAHHOTO THIA COCIWHEHUU TOJIO-
cel [50, 51]. Tak, npu 440 om ! HaOII0JaeTCs 1MoJIoca CpeHe MHTEHCUBHOCTH, OTHOCSINASCS K KoJieba-
HusM cBsi3u Sb—C. BaneHTHBIM KoneOaHUsIM KapOOHMIBHBIX TPYIIl COOTBETCTBYET MHTCHCUBHAS I1OJIO-
ca npu 1582 cm ', CraGoii HHTEHCHBHOCTBIO OGNAMAIOT MOJIOCHI, COOTBETCTBYIONINE CKEICTHBIM KOJIe-
0aHUsIM apoMaTH4eCKuX Kourel mpu 727, 1433 oM ' u cBsiseit Cy—H mpu 3065 oM . KoneGanusim V(Car
O-Me) B UK-ciektpe 1 COOTBETCTBYIOT HHTEHCHBHBIE TI010ckl Ipu 1015, 1055, 1254 u 1285 cm . Jlse
MHTCHCHBHBIX TI0JI0CHI TIpu 1098 1 1254 cM ' cOOTBETCTBYIOT BaneHTHBIM Konebauusm C—F B mpoms-
BOJIHBIX, COACpPKALIMX JBa aToMa ()ropa B apomMarndeckoMm komble. MK-ciektp coenunenus 2 conep-
XKHUT NPAKTHUECKH TE e IMOJIOCHI, KPOME TOJIOC BaJIEHTHBIX KoJeOaHUK KapOOHMIBHBIX TPYII U KoJie-
6anuit C—F. Oxnako B 00J1aCTH BaJIGHTHBIX KoJjieOaHUil SO,-rpymi HaOI01al0TCsl HHTEHCUBHBIC
110J10¢HI Ipu 1096, 1157 1 1283 oM.

Mounekyna 6uc(3,4-nudropbensoara) mpuc|(2-MeTOKCH)(PESHII |CYPbMBl HMEET KOOPIUHAIIMIO KC-
Ka)KEHHOU TPUTOHAIBHOM Ounupamuasl (puc. 1).

Axcuansplii yron OSbO coctapnser 176,63°. Paccrosans O—Sb 2,1106(17) u 2,1149(17) A ue-
3HAYUTENBHO TIPEBBILAKT CyMMY COOTBETCTBYIOIIMX KOBAIECHTHBIX paanycos (2,05 A) [52]. ApuibHble
JUraHabl HAXOJATCA B MPONEIUIEPHON KOHPOPMAIMH, pa3BOPauMBasCh OTHOCUTEIBHO 3KBATOPHATIHLHOM
TUIOCKOCTH B cuily crepudeckux npuduH. Cymma yriioB CSbC B 9KBaTOpHAIBHOM TIOCKOCTH MOJICKYIT
cocrasnser 359,86°. Jlnunsl cBazeit C—Sb (2,100(2)-2,114(2) A) ornuuarorcs HesnauurensHo. Kap6ok-
CUJIATHBIC 3aMECTUTENM B 1 HE UMEIOT OOBIYHYIO JIJISI TUKAPOOKCHUIIATOB TPHAPHICYPHMBI OTHOCHUTEIBEHO
¢parmenTa Ar;Sb yuc-opueHTanmoo, a cO CTOPOHBI ABYX HauOOJBIINX 3KBATOPHAIbHBIX yrioB CSbC
(128,14° u 117,49°) nabmonarorcs koutakthl Sb--O(=C) (3,162 u 3,257 A), uT0 MeHbIe CyMMBI BaH-
Jlep-BaaIbCOBBIX PaJlyCcoB aToMOB-apTHepoB (3,7 A [52]). Hanmuuue JOMOIHUTENIBHBIX BHYTPHMOJIC-
KysipHeIX B3aumojeiicteuil Sb---O(=C) B 1 moparBepxmaercss BbIpaBHHBaHWEM UiHH cBsizer C-O
(1,307, 1,311 A) u C=0 (1,218, 1,218 A) B kap6OKCHUIILHOI IpyIIIIE.
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F1 F2

Puc. 1. CtpoeHue komnnekca [(2-MeO)CsH3]:Sb[OC(O)CeHs(F2-3,4)]2 (1)

Ilo nanaeiMm PCA, atoM cypbMbl B COEIMHEHHH 2 HMEET HWCKAKEHHYIO TPUTOHAIBHO-
OUIMMpaMUAANTbHYI0 KOOPAMHALMIO C aKCUAIBHO PACIIONOKEHHBIMU OCH30JICYIb(QOHATHBIMU JIUTaHAAMU
puc. 2). Monekyna obnagaer cummerpueii C,, M1 IMEET 0Ch CUMMETPUHU 2-TO TOPSIIKA, TPOXOISIILYI0
yepe3 aToM MeTauia u atoM yriepona C(11) omHOTO U3 apHIIbHBIX JIUTAH/IOB.

Axcuanbbiit yron OSbO pasen 174,52(10)°. Cymma yrimoe CSbC B 3KBaTOpPHaIbHON IMIOCKOCTH
cocrannseT 360°. JIMHbI S5KBATOPUANBHEIX cBs3eil Sb—C usMensiorcs B uatepsaie 2,093(2)-2,125(3) A
¥ MMEIOT GIM3KHE 3HAYCHHS K CYMMaM KOBAJECHTHBIX PAHyCOB aTOMOB CYPbMBI H SP ~THOPHIHOTO Y-
nepoma 2,12 A [52]. B Monekysax 2 mpHCYTCTBYIOT c/1abble BHYTPHMOJIEKYJIAPHbIE KOHTAKThI Sb-++O=S
(nBa mo 3,617(3) A), koTopbIE 110 3HAYEHHIO TIPUOIMKAIOTCA K CYMME BaH-J€pP-BaalbCOBBIX PAIHYCOB
aTOMOB CypbMHI M Kucropona (3,8 A) [52].

Puc. 2. CtpoeHune komnnekca [(2-MeO)C¢H3]:Sb[OSO.Ph]. (2)
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3akiouenne

Takum 00pa3oM, MO PEaKLUH OKHCIUTEIBFHOTO MPUCOCAMHEHHs U3 mpucl(2-MeToKcU(eHn|CypbMBl,
3,4-mudTopOEeH301HO/OeH30JICY L OHOBOM KHCIOT M mpem-0yTHITHAPOIICPOKCHIA TPH MOJILHOM CO-
otHomieHnu 1:2:1 B adupe momyuensl Ouc(3,4-nudropdensoar) mpuc[(2-MeToKcH)PEHUI |CYpbMBI U
ouc(6enzoncynbdonar) mpucl(2-MeTokcH)(HEeHIIT |CypbMBbl, CTPOCHUE KOTOPBIX MOCIE MEPEeKPHUCTAILIN-
3allii U3 CMeCH OCH30JI-OKTaH JiokazaHo MetoaaMu MK-crnekTpockonuu U peHTreHOCTPYKTYPHOTO aHa-
nn3a. ATOMBI CYpbMBI B MOJIeKyJax 1, 2 IMEIOT HCKaXEHHYIO TPUTOHABHO-OUITHpaMUIalibHy 0 KOH(U-
TYpaLuio ¢ aTOMaMy KUCJIOPOAa B aKCHAJIBHBIX ITOJIOKCHHSAX.
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