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MCCNEQOBAHUE CTPOEHUA OUKAPBOKCUJIATOB
TPUC(4-PTOPDPEHUIT)CYPbMbI (4-FCsH,4):Sb[OC(O)R],

(R = CgHsF»-2,3, C6H3(N02)2-3,5, CeH,OMe-2, CF,Br, CH=CHPh,
CH, C=CH)

B.B. benos
tOxHo-Ypanbckul eocydapcmeeHHbil yHuUsepcumem, 2. HensbuHck, Poccus

Bzanmoneiicteuem  mpuc(4-propdenun)cyppmbr ¢ 2,3-mudropbensoitnoi,  3,5-
TUHUTPOOCH30HHON, 2-METOKCHOSH30MHOH, OpOMIN(PTOPYKCYCHOW, (EHWIAKpUIOBOH, MY-
pPaBbMHOW ¥ MNPOMHOJIOBOW KHCIOTAaMH B TPHUCYTCTBUH mpem-0yTHITHIPOIIEPOKCHAA
(1:2:1 MoJBH.) B AUITHIIOBOM 3(HpPE MPU KOMHATHOMN TeMIepaType CHHTE3UPOBaHbI AUKapOO K-
cunatel  mpuc(4-propdpennn)cypombl  (4-FCgH,)3Sb[OC(O)R],, tme R = CgHsF»-2,3 (1),
CeH3(NO,),-3,5 (2), C¢H,OMe-2 (3), CF,Br (4), CH=CHPh (5), CH; (6), u C=CH (7). B UK-
cnektpax coexnHeHuil 1-7, cHateix Ha UK-Oypre crekrpomerpe Shimadzu IRAffinity-1S B
tabnerke KBr B oGmacti 4000—-400 cM ', MMEIOTCS MOIOCHI MOTTONICHHS KapOOHHMIbHBIX
TPy, KOTOpblEe CMeEIleHbl B 00JacTh HU3KOYACTOTHBIX KosiebaHWil mo cpaBHenuto ¢ HK-
crieKTpamMu UCXOMHbIX KucnoT. CornacHo ganubiM PCA, mpoBeneHHOro Ha qudpakromerpe D8
QUEST ¢wupwmst Bruker, kpucramnorpadudeckne mapaMeTphl SJIeMEHTapHOH SYSHKH cOenH e-
uus 1. mpoctpanctBenHas rpymma P-1, a = 9,034(4), b = 11,351(8), ¢ = 14,814(9) A, a =
70,11(3)°, P = 88,60(2)°, v = 87,03(2)°, V = 1426(15) A®, pya = 1,679 r/cm®, Z = 2. ATom Sb B
KoMIUIeKce 1 MMeeT KOOpIUHALMIO TPUTOHATIBHON OMIHUpaMHIbl ¢ KapOOKCHIIATHBIMH JIMTaH-
JaMHU B aKCHANBHBIX MONOXECHHUIX. AkcuanbHBI yron OSbO cocrasmser 176,95(6)°. JnuHbI
cszeit Sb—O u Sb—C pasnbl 2,135(2), 2,121(2) u 2,113(3)-2,116(3) A. Paccrosnus Sb--O=C
cocTaBisior 3,040(2), 2,861(3) A, uTo MeHbINe CyMMBI BaH-IEp-BAaTbCOBEIX PAIHYCOB CYPb-
Mbl ¥ kucnopona (3,70 A). AToM cypbMbl BBIXOAMT M3 dKBaTOpHanbHOU mimockoctu [Cs]
Ha 0,038 A. TMosHble TaGIUIBI KOOPMHAT ATOMOB, JUTMH CBSI3€H M BaJEHTHBIX YITIOB JEMOH M-
poBanbl B KeMGpumkckom 6anke cTpykTypHbIx maHHbx (Ne 2051716; deposit@ccdc.cam.ac.uk
v http://www.ccdc.cam.ac.uk/data_request/cif).

Kouesvie cnosa: mpuc(4-gpmopgenun)cypoma, oukapboxcuram, peakyusi OKUCIUMENbHO2O0
npucoeounenus, UK-cnekmp, penmeeHocmpyKmypHbviil AHAIU3.

Beenenne

Nukap6okcunatel  mpuc(4-bropbennn)cypombl,  mpuc(3-hropdheHuna)cypbMbl U TpH-napa-
TOJIUIICYPHMBI, ITOYYCHHBIE TI0 PEAKIIUM OKHUCIUTEIBHOTO MPUCOCAMHEHHS U3 TPUAPUIICYPBMBI U Kap-
60HOBBIX KHCJIOT HX B MPHCYTCTBHH MEPOKCH/IAa aKTHBHO M3ydaroTcsi B paborax [1-22]. B mpomosmke-
HHUE UCCIIeIOBaHUSI OCOOCHHOCTEH CHHTE3a U CTPOCHUS TUKApPOOKCWIATOB TPHAPHICYPbMbI CHHTE3HPO-
BaH psa aukapookcunaroB mpuc(4-dropdenmwt)cypbmbr (4-FCsH,):SO[OC(O)R], u3 Tpudenumicypsmeor
U mpem-OyTUITHAPONEPOKCHAA B NPHUCYTCTBUH 2,3-TUPTOPOCH30MHOH, 3,5-IMHUTPOOCH30IHOM, 2-
METOKCHOEH30MHON, OpOMIUPTOPYKCYCHOH, (PEHIIAKPUIOBOH, MypaBbUHOM M MPOIMUOJIOBONW KUCIOTA-
MU. JIaHHBII METO/I CHHTE3a BBIIENSETCS OJHOCTAIUHHOCTHIO, MATKUMHU YCIIOBUSIMU MPOTEKAHUS peaK-
LM, BBICOKMM BBIXOZIOM M YHCTOTOH LIE€JIEBOTO MPOAYKTA.

IKcnepUMeHTAIBLHAS YaCTh

Cunre3 6uc(2,3-nudropdenzoaro)[mpuc(4-propdennna)cypbmbl]

(4-FC4H4)sSb[OC(0)CeH3F2-2,3]2 (1)

Cmech 150 mr (0,368 wmmonb) mpuc(4-proppennn)cyppmbr, 115 mr (0,737 mmoins) 2,3-
T TopunOeH301MHOM KucIoThl 1 48 Mr (0,368 MMonb) 70%-HOTo pacTBOpa rUAPONEPOKCHIA TPETHIHO-
ro Oyruia B 30 mur quaTmiioBoro 3¢wupa seyiepxkuBany npu 20 °C B teuenun 24 4. [Tocne MeaneHHOT0
yaaneHus pactBopurens nomydmwnn 135 mr (78 %) OeciBeTHBIX KPUCTAIIIOB, KOTOPhIE TIOCTIE MEPEeKpH-
CTaJUIM3aIiK U3 cMecH OeH3on—renTaH (2:1) umenn t,, = 128 °C. UK-cnektp, v, cm - 3167, 3099, 3068,
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3045, 2991, 2958, 2927, 2856, 1643, 1631, 1577, 1485, 1423, 1394, 1350, 1307, 1294, 1273, 1226,
1165, 1151, 1064, 1012, 954, 831, 786, 758, 721, 702, 677, 632, 584, 511, 470, 459, 418. Haiineno, %:
C 53,09; H 2,57. C3,H15F;0,Sb. Beruncneno, %: C 53,14; H 2,51.

CoenuHeHus 2—6 CUHTE3UPOBAJIM 110 aHAJIOTMYHON METO/IUKE.

Buc(3,5-nmuuurtpoodenzoaro)[mpuc(4-proppennn)cypbpma) (4-FCeH,):Sb[OC(O)CsH3(NO,),-3,5], (2),
OecCIBETHBIC MPO3payHble KpUCTAILTBI, Bhixon 95 %, t,, = 199,0 °C. UK-cuekTp, v, em b 3095, 2976,
2881, 1676, 1627, 1583, 1544, 1492, 1460, 1396, 1346, 1309, 1276, 1232, 1180, 1074, 1010, 921, 833,
785,723, 698, 586, 553, 511, 459, 418. Haiineno, %: C 46,29; H 2,25. C;3,H;5F3N4O1,Sb. Brraucieno,
%: C46,34; H 2,19.

Buc(2-meroxcnbensoaro)[mpuc(4-propdennn)cyppmal (4-FCqH,):Sb[OC(O)CsH,OMe-2]; (3), bec-
[[BETHBIC MPO3payHble KpUcTaiuibl, Beixoa 82 %,t,, = 120,0 °C. UK-cnektp, v, et 3099, 3068, 2960,
2933, 2839, 2378, 1606, 1593, 1579, 1560, 1521, 1490, 1465, 1440, 1392, 1367, 1301, 1292, 1276,
1255, 1220, 1182, 1165, 1097, 1051, 1026, 1018, 1012, 875, 837, 829, 806, 754, 704, 669, 582, 555,
513, 459, 443, 418. Haiineno, %: C 57,52; H 3,78. C34H,F306Sb. Brruncneno, %: C 57,57; H 3,70.

Buc(6pomaudropauero)[mpuc(4-propdennn)cypomal (4-FCsH4):Sb[OC(O)CF,Br], (4), 6ec-
[[BETHBIE MTPO3pavHbIe KPUCTAILIBL, BeIxod 67 %, t,, = 100,0 °C. UK-cniektp, v, et 3074, 3057, 2964,
2929, 2860, 2794, 2657, 1716, 1583, 1494, 1398, 1332, 1309, 1234, 1153, 1130, 1072, 1008, 941, 815,
709, 605, 590, 561, 509, 435, 418. Haiineno, %: C 34,81; H 2,05. C;H;,F70,Br,Sb. Beraucneno, %:
C 34,86; H 1,59.

Muuuanamat mpuc(4-proppenunia)cypombr (4-FCsH,):Sb[OC(O)CH=CHPh], (5), 6ecuBeTHbIC
Mpo3payvHbie KpucTamisl, Beixoa 53 %, t,, = 113,7 °C. UK-cnektp, v, em b 3057, 3024, 2837, 2721,
2611, 2538, 2312, 1687, 1680, 1631, 1579, 1492, 1450, 1423, 1342, 1315, 1442, 1288, 1205, 1176,
1163, 1091, 1066, 985, 972, 937, 871, 825, 765, 705, 675, 592, 584, 542, 507, 480, 457, 441, 418. Haii-
neno, %: C 61,60; H 3,79. CasHosF304Sb. Brruncneno, %: C 61,65; H 3,74.

Buc(auero)[mpuc(4-propdenna)cypomal (4-FCgH,):SO[OC(O)CHs], (6), Gecrigernsie mpo-
3pavHble KpUCTaLIbI, Beixon 93 %, t,, = 193,0 °C. UK-cnekTp, v, cm b 3097, 3062, 2968, 2924, 2864,
1585, 1492, 1398, 1311, 1300, 1234, 1161, 1095, 1066, 1010, 947, 906, 871, 823, 702, 682, 617, 590,
563, 513, 509, 459, 416. Haitneno, %: C 50,26; H 3,51. CxH1sF30.Sb. Brruncneno, %: C 50,31; H 3,46.

Buc(nponnoaaro)[mpuc(4-prophenun)cypomal (4-FCegH,);Sb[OC(O)C=CH]; (7), becieTHbIE
MpO3payvHbie KPUCTaIbl, BeIxod 65 %, t,, = 115,0 °C. UK-cnektp, v, oM & 3286, 3209, 3086, 2929,
2856, 2559, 2200, 2115, 2100, 1894, 1637, 1620, 1581, 1490, 1396, 1319, 1294, 1276, 1232, 1165,
1068, 1010, 941, 902, 840, 827, 821, 773, 715, 671. 663, 638, 613, 586, 509, 418. Haitneno, %: C 52,82;
H 2,64 C24H14F304Sb. BquHCHeHO, %: C 52,87, H 2,59

HK-cnexTpsl coenuHennii 1-7 3anuceiBanu Ha MK-cnextpomerpe Shimadzu IR Affinity-1S B Ta6-
nerkax KBr B o6macti 4000-400 cm .

DJeMeHTHBII aHau3 nposeieH Ha npubdope Carlo-Erball06.

PentrenocTpykrypuslii anaan3 (PCA) kpucramia coenrueHus 1 npoBoamiy Ha Tu(paKToMeTpe
D8 QUEST ¢upmbl Bruker (MoK, -usnyuenue, A = 0,71073 A, rpaduroBsiii MoHOXpOMaTop) Hpu
296(2) K. Coop, penakTupoBaHue AaHHBIX U yTOYHEHUE ITapaMeTPOB 3JIEMEHTAPHOH SUEHKH, a TaKkxke
yder noruonieHust mposeeHbl o mporpammam SMART u SAINT-Plus [23]. Bee pacuers 1o ompeje-
JICHUIO M YTOYHEHHIO CTPYKTYPBI BbIMOHEHbI 10 iporpammam SHELXL/PC [24], OLEX2 [25]. Ctpyk-
Typa ompejefieHa MPSIMBIM METOJOM W YTOYHEHA METOJIOM HAWMEHBIINX KBAJPATOB B aHH30TPOITHOM
OpUOITMKEHUHN JJTsT HEBOJIOPOAHBIX aTroMoB. Kpucranorpadudeckue qaHHbIC U Pe3yJIbTaThl YTOUHSHUSI
CTPYKTYpHI IpuBeieHbl B Ta0. 1. [ToHbIe TaOIHIIBI KOOPAMHAT ATOMOB, UTHH CBS3€H U BAJICHTHBIX yT-
noB genoHupoBaHsl B KemOpumkckom OaHke CTpyKTypHBIX gnaHHbIX (s 1 Ne 2051716;
deposit@ccdc.cam.ac.uk wmu http://www.ccdc.cam.ac.uk/data_request/cif). Kpucramiorpapuyeckue
JIAHHBIC M Pe3yJIbTaThl YTOUHEHHUS] CTPYKTYpBI MpUBEICHBI B Ta0s. 1, OCHOBHBIC JJIMHBI CBSI3CH M Ba-
JICHTHBIC YTJIBI — B Ta0JI. 2.
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Tabnuua 1
Kpuctannorpaduyeckue gaHHble, NapamMeTpbl 3KCNepUMeHTa U YTOUHEeHUs! CTPYKTYpbI 1
ITapametp 1
CDopMyna C32H13F704Sb
M 721,21
CHHIOHUS TpuknuHHAS
IIp. rpynna P-1
a, A 9,034(4)
b, A 11,351(8)
c, A 14,814(9)
o, Tpas. 70,11(3)
B, rpan. 88,60(2)
Y, Tpaj. 87,03(2)
v, A® 1426,7(15)
Z 2
p (BbI4.), r/cm® 1,679
u, MM 1,050
F(000) 712,0
Pa3mep kpucramia, MM 0,18 x 0,14 x 0,1
O6mnacTh cOopa gaHHbIX M0 260, rpaj. 7,05-54,28
-11<h<11,
WHTepBanbl THAEKCOB OTPAKEHUM -14 <k <14,
-18<1<18
M3mepeHo oTpakeHui 34707
He3aBUCHMBIX OTpaXKeHU i 6288 (R;y = 0,0329)
IlepeMeHHBIX YTOYHEHHUS 405
GOOF 1,077
R-akTopst mo 1>26 (1) R, = 0,0269, wR, = 0,0625
R-(haxTops! 10 BCe OTpaskeHUSIM R; =0,0337, wR, = 0,0658
OcrarouHast JJIEKTPOHHAs IIOTHOCTH (Max/min), e/A3 0,55/-0,46
Tabnuua 2
OcHoBHbIe AnNuHbI cBA3ewn (d) 1 BaneHTHbIe yrnbl (@) B cTpykType 1
Cas3b d, A Vron ®, Tpaj
Sbh(1)-0(3) 2,135(2) 0(1)Sh(1)0(3) 176,95(6)
Sbh(1)-0(1) 2,121(2) C(21)Sh(1)0(3) 88,67(9)
Sh(1)-C(21) 2,113(3) C(21)Sb(1)0O(1) 91,45(9)
Sb(1)-C(2) 2,120(2) C(21)sh(1)C(1) 110,33(10)
Sh(1)-C(11) 2,116(3) C(21)Sb(1)C(11) 143,98(9)
0(3)-C(47) 1,305(3) C(1)Sb(1)0(3) 89,00(8)
0O(4)-C(47) 1,223(3) C(1)Sh(1)0(1) 88,10(8)
F(5)-C(4) 1,361(3) C(11)Sh(1)0(3) 89,29(9)
0O(1)-C(37) 1,276(3) C(11)Sh(1)0(1) 92,41(9)
0(2)-C(37) 1,224(3) C(11)sSh(1)C(1) 105,58(10)
F(1)-C(32) 1,331(4) C(47)0(3)Sh(1) 109,96(14)
F(6)-C(14) 1,358(3) C(37)0(1)Sh(1) 116,44(16)

Oo0cy:xnenne pe3yJbTaToB

VYcranosieHo, uro peakuuu mpuc(4-hTopPeHnn)CypbMbl ¢ TAKUMH KapOOHOBBIMU KHCJIOTAMH, KaK
2,3-mudTopbeH3oiinas, 3,5-TMHUTPOOCH30MHAs, 2-METOKCHOEH30MHas1, OpoMaupTOpyKCycHas, (eHU-
JIAKPUIIOBAs, MypaBbHHAS U TPONHOJIOBAasl B MPUCYTCTBHU mMpem-0yTHITHAPOIIEPOKCHIa (MOIBHOE CO-
otrHomenne 1:2:1) mporekaror B 3dupe ¢  oOpasoBaHWeM JauUKapOOKcHiIaTOB  mpuc(4-
¢dropdeHnT)CypbMbl, BRIACIAEMBIX ¢ BeixogoMm 40-90 %.
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(4-FCsH4)5Sb + 2 HOC(O)R + t-BUOOH —> (4-FCsH4)3Sb[OC(O)R], +H,0 + t-BuOH,
R = CoHsF2-2,3 (1), CeHs(NO5),-3,5 (2), CsH,OMe-2 (3),
CF,Br (4), CH=CHPh (5), CH; (6), C=CH (7)

CoenuaeHust 1-7 IpeACTaBIAIOT CO00M OSCIIBETHBIC IIPO3PAYHBIE KPUCTAIUIBI C YSTKOW TeMIepa-
TYpOW IIJIABJICHUS, XOPOIIO PACTBOPHMEBIC B apOMATHYECKUX YTIIEBOJOPOJAX U MOJSPHBIX PACTBOPHU-
tensx. CTpoeHHE KOMIUIEKCOB MOATBEpkKIAeHO MeTogamMu MK-criekTpockonuu u peHTTeHOCTPYKTYP-
HOTO aHaIIN3a.

Hnghpakpacnaa cnekmpockonus

B HK-cnektpax maukapOokcuiaTtoB TpuapwicypbMbl 1-7, caareix Ha UK-®Dypee crekTpomerpe
Shimadzu IRAffinity-1S B Ta6nerke KBr mpucyTcTBYIOT HOIOCK TIOrommIeHu s npu 441459 cum ', koTo-
pble MOJKHO OTHECTH K BalleHTHbIM KonebanusiM Sb—O. Kpome stux mosoc UK-criekTpbl coaepxaT CHilb-
HbIe TIOJIOCHI MOTTIOMEH s pH 509513 cM ', oTHocsmMecs K BaleHTHbIM KoneGanmsam Sb—C. B MK-
CHEKTpax JUKapOOKCHIATOB TPUAPUIICYPHMBI IPUCYTCTBYIOT TAKXKe JIBE MOJOCH! MOTIIOMICHHUS B 00IaCTH
1460-1490 cm ', xapakTepusyromue eHuIbHBIE TPymbL. PaccMorpenne MK-CrieKTpoB aukapOOKCHIIa-
TOB TPHAPUICYPHMBI, CHATHIX B HHTepBane 400—4000 cM ', CyIIECTBEHHO OMOTAeT B OTBETE HA BOIPOC -
€CTh JHM KOOpAWHAIUS KapOOHIIBHOTO aToMa KHCIOpOJa Ha IeHTpainbHBIA atoMm cypsMmbl. B HK-
CIIEKTpaX yKa3aHHBIX COSIMHEHHH MOI0CHI BaTeHTHBIX Konebannit C=0 (1606—1620 cM ) 3HAYHTENBHO
CMEIIICHbl B HHU3KOBOJIHOBYHO 00jacTh 1o cpaBHeHHIO ¢ MK-criekrpamu kapOoHOBBIX KUCIOT (1662—
1702 cm ) [26] (tabn. 3), uTo yka3pIBaeT HA KOOPAHHALMIO aTOMA CyphbMbI C ATOMOM KapOOHHIBHOIO
KHCIIOpOJa.

Ta6bnuua 3
UK-cnekTpbl aukapbokcunatoB mpuc(4-cpropceHnn)cypbmMbl U KAPOOHOBLIX KUCNOT
B 06NnacTi BaneHTHbIX kone6aHui C=0, cm™*
R
CeHsF»-2,3 | C¢H3(NO,),-3,5 C¢H,OMe-2 CF,Br | CH=CHPh CH; C=CH
ArsSb[OC(O)R), 1643 1627 1606 1716 1631 1585 1637
HOC(O)R 1695 1707 1688 1770 1680 1727 1710

B HK-crextpe coenuHeHusi 7 NPUCYTCTBYET MOJIOCA, XapakTepusylomas TpodHylo cBs3b C=C
(2100 CM’l). B cnexrpax coequnennii 1, 2, 3 u 5, comepkaTcs COOTBETCTBYIOIIHE ABOWHOM cBsizu C=C
KOJMeOaHus, XapaKTepHble ;1 kucaor tuma RCH=CHCOOH (1643-1676 cm ). Kpome Toro, B MK-
CHEKTpax HCCIEIYyEeMbIX COEAMHEHHMH HaOIIONAIOTCS MHTEHCHUBHBIE IOJOCH MOTJIOLICHUS! BAJIEHTHBIX
KkoneGanuit pparmenta SbC; B muTepBane 509—511 cM © COOTBETCTBEHHO H HONOCHI BAIEHTHBIX KOJIe-
Gannit C—H apuisHbIx dparmenTo mpu 2800-3100 cv ', a TakKe el psa KoneGaHUil pa3HOro TH-
na, XapakTepHBIX ISl QYHKIHMOHAIBHBIX TPYII U 3aMECTUTEIICH B apUIIbHBIX KOJIbIIAX U OPraHMYECKOM
panukaine R kapbonoBo#t xucnotsl [27, 28]. B UK-cniektpe coenunenus 2, Harpumep, IPUCYTCTBYIOT
MOJIOCHl TIOTJIOLEHUS HUTPOTPYII, xapakTepusytoume BaneHTHble konebanus NO,-rpynm (1309 u
1154 cm ! cootBercTBeHHO). [ cpaBHeHus, B K-crieKTpe KHCIOTHI COOTBETCTBYIOILIHE TI0I0CH! HAXO-
marest mpu 1291 1 1547 em ™.

ITo mamapiM PCA, B coequaernn 1 aTomMbl Sb HaXOASTCS B SKBATOPUATHLHOM IJIOCKOCTH U UMEIOT
WCKKEHHYIO TPUTOHAJIBHO-OMNUPaMUAATIbHYI0 KOOPIMHALIUIO C aTOMaMU KHCJIOpOoJa KapOOKCHIIATHBIX
JIUTAH/IOB B aKCHALHBIX MOJOXEHUAX (puc. 1).

B coenunenun 1 akcuanbhbiid yron OSbO cocrapiser 176,95(6)°. Huuusl cesizeit Sb—O u Sb—C
pasubI 2,135(2), 2,121(2) u 2,113(3)-2,116(3) A. Cymma skBatopuansabix yriaos CSbC nmeer 3Haue-
uue 359,90(9)°. AToM CypbMbl BHIXOAUT U3 dKBAaTOpHaIbHOH mockoctu [Cs] Ha 0,038 A. Paccrosnus
Sb**O=C cocrasmustor 3,040(2), 2,861(3) A, 4To MeHbIIe CyMMBI BaH-JeP-BaaTbCOBBIX PAUYCOB CYph-
MBI ¥ Kucnopoza (3,70 A) [29].

DopMUpoBaHHE KPUCTAIMYECKOH CTPYKTYpBI cOelMHEHUsI 1 00YyCIIOBIIEHO HAIMYMEM MEXMOJie-
KyJIpHBIX BoAopoaHbIX cBszeit H+O(=C) 2,574 A u H-F 2,622 u 2,560 A. Jlannbie B3aumoneicTBus
CTPYKTYPUPYIOT MOJEKYJBbl KPHCTAJJIa B CIIOU, PACIOI0KEHHbIE NMEPHeHANKYIISIPHO KpHUCTauIorpadu-
yeckoi ocu b (puc. 2).

104 Bulletin of the South Ural State University. Ser. Chemistry.
2021, vol. 13, no. 4, pp. 101-109



Benoe B.B. UccnedosaHue cmpoeHus
dukap6okcunamoe mpuc(4-¢pmopgheHus)cypbMbil. ..

F(7)

Puc. 2. YnakoBKa MOHOB Komnsiekca 1 B KpucTtanne (nokasaH TONbKO OAUH CIOMN)

BriBoabI

Takum o0Opa3zoM, B HacTosmied padOTe MO PeaKIUU OKUCIMTEIBHOTO NpHCOeAuHEeHus mpuc(4-
¢drophenmn)cypembl ¢ 2,3-mudTopOCH30HHOM, 3,5-TMHUTPOOCH30HHON, 2-METOKCMOEH30HHON, OpOM-
TUPTOPYKCYCHOH, (PeHUIAKPUIOBOW, MypaBbHHOW W TIPOIMOJIOBOW KHCIOTAMU B MPUCYTCTBUU Mipem-
Oytunaruaponepokcuga (1:2:1 MoNbH.) B AUATUIOBOM 3(HpPE MOIYyYEHBI CEMb AUKAPOOKCHIIATOB TpHa-
puicypbsmbl Tha (Ar);Sb[OC(O)R],. B MK-cniekTpax moixyueHHBIX COSAMHEHUI HAOII0al0TCS TOJIOCHI
MOTJIONIEHHST KapOOHMIIBHBIX TPYII, KOTOPHIE CMEIIEHbl B 00JAaCTh HH3KOYACTOTHBIX KOJeOaHUH TO
cpaBHeHHI0 ¢ MK-criekTpaMu MCXOOHBIX KHCIIOT, YTO YKa3bIBA€T HA KOOPAMHAIMIO aToMa CYpbMBI C
aToMoM KapOoHmIbHOTO Kuciaopona. lanusie MK-criekTpoB coenmHeHn 1—7 MOATBEPKIAAIOT MAHHBIC
PEHTICHOCTPYKTYPHOT'O aHAIN3a COSAUHEHHS 1, B KOTOPOM aTOMbI Sb UMEIOT HCKaXKEHHYIO TPUTOHAIIb-
HO-OMMTUpaMHUIATBHYIO0 KOOPIMHALIUIO C aTOMaMH KHCJIOPOJ1a KapOOKCHIIATHBIX JIMTAHA0B B aKCHAITBHBIX
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TIOJIOKEHHSAX, IpUYeM paccTosHus Sb *O=C MeHbIIIe CyMMBI BaH-IP-BaalbCOBBIX PANYCOB CYPbMBI U
kucaopoza (3,70 A) u cocrapmusior 3,040(2), 2,861(3) A.

BbaaropapnocTu
Bripaxkato Onarogapaocts npogeccopy B.B. HlapyTuHy 3a npoBeaeHHbIE PEHTTCHOCTPYKTYPHEIC
UCCIIEJOBAHUSI.
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THE STRUCTURE STUDY OF TRIS(4-FLUOROPHENYL)ANTIMONY
DICARBOXYLATES (4-FCqH,)sSb[OC(O)R], (R = CeHsF»-2,3,
C6H3(N02)2-3,5, C6H4OMe-2, CF.Br, CH=CHPh, CH3, CECH)

V.V. Belov, vasya.belov.00@bk.ru
South Ural State University, Chelyabinsk, Russian Federation

The interaction of tris(4-fluorophenyl)antimony with 2,3-difluorobenzoic acid, as well as
with 3,5-dinitrobenzoic, 2-methoxybenzoic, bromodifluoroacetic, cinnamic, formic, and propio-
nic acids in the presence of tert-butyl hydroperoxide (1:2:1 mol.) in ether at ambient temperature
has given tris(4-fluorophenyl)antimony dicarboxylates (4-FC¢H,4)3Sb[OC(O)R],, where
R = CgH3F»-2,3 (1), CeH3(NO,),-3,5 (2), CeH,OMe-2 (3), CF,Br (4), CH=CHPh (5), CH; (6), u
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C=CH (7). The IR spectra of compounds 1-7, recorded on a Shimadzu IRAffinity-1S Fourier
transform IR spectrometer, in a KBr pellet within the 4000-400 cm ™ interval, contain absorption
bands of carbonyl groups, which are shifted to the low-frequency vibration region in comparison
with the IR spectra of the initial acids. According to the X-ray diffraction data obtained on a
Bruker D8 QUEST diffractometer, compound 1 has the following crystallographic parameters of
the unit cell: space group P-1, a = 9.034(4), b = 11.351(8), ¢ = 14.814(9) A, o = 70.11(3)°,
B =88.60(2)°, y = 87.03(2)°, V = 1426(15) A®, peac = 1.679 g/lcm®, Z = 2. The antimony atom in 1
has a distorted trigonal-bipyramidal coordination with carboxylate ligands in axial positions. The
OSbO axial angle is 176.95 (6)°. The lengths of the Sb—O and Sb—C bonds are equal to 2.135(2),
2.121(2) and 2.113(3)-2.116 (3) A. The Sb---O=C distances are 3.040(2), 2.861 (3) A, that is,
less than the sum of the van der Waals radii of antimony and oxygen (3.70 A). The antimony
atom departs from the equatorial plane [Cs] by 0.038 A. Complete tables of atom coordinates,
bond lengths and valence angles are deposited at the Cambridge Crystallographic Data Center
(Ne 2051716; deposit@ccdc.cam.ac.uk or http://www.ccdc.cam.ac.uk/data_request/cif).

Keywords: tris(4-fluorophenyl)antimony, dicarboxylate, oxidative addition reaction,
IR spectrum, X-ray diffraction analysis.
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