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CUHTE3 U CTPOEHUE BUC(2,5-AUMETUIIBEH3OJICYJIb®OHATA)
N BUC(OANBPOM®TOPALIETATA) TPAC(3-PTOPPEHUIT)CYPbMbI

B.C. CeH4ypuH, .M. ®unumoHosa, B.E. XpomeHKO
HOxHo-Ypanbckuli 2ocydapcmeeHHbil yHusepcumem, 2. YenabuHck, Poccusi

BzaumoneiicteueM mpuc(3-GTopheHuT)CyppMbl ¢ 2,5-TUMETHIOCH30ICYIb()OHOBON 1
TUOPOM(PTOPYKCYCHOW KHCIIOTaMH B MPUCYTCTBUM mpem-OyTunruaponepokcuaa (1:2:1 MoibH.)
nonydeHsl  6uc(2,5-numerunbensoncynbhonar)  mpuc(3-HTopheHmn)CyphMBbI 1) m=m
ouc(mubpomdropanerar) mpuc(3-brophenuna)cypsmar (2). Ilo TaHHBIM PEHTTEHOCTPYKTYPHOTO
aHanmu3a, mpoBeneHHOro 1pu 293 K Ha aBTOMAaTHYECKOM YETBIPEXKPYKHOM mudpakromerpe D8
Quest Bruker (1Byxkoopaunatubiii CCD — nerektop, MoK, -usnyuenue, A = 0,71073 A, rpapu-
TOBbIi MOHOXpomatop) kpuctauioB 1 [CsqHzF,06S,Sb, M 777,45; cunronust TpuKIuHHAS,
rpynna cummeTpun P—1; mapamerpsl sueiikm: a = 10,634(18), b = 11,38(2), ¢ = 14,31(3) A;
o =90,51(8) rpax., p = 90,35(11) rpax., y = 112,79(5) rpan.; V = 1596(5) A®; pasmep kpucrasma
0,5 x 0,48 x 0,17 MM; HHTEpBalbI HHAEKCOB oTpaxkeHnid —15 <h <14, -15<k<15,-19<1<19;
Bcero orpaxennit 30473; HesaBucumbix oTpaxkenuit 8318; R 0,0920; GOOF 1,894
R, = 0,1699, wR, = 0,4237; ocrtarouHas >SJEKTPOHHAs IUIOTHOCTH 6,78/-5,48 e/A3] u
2 [CyH1,04F7SbBr;, M 754,89; cHHrOHWS TPHKIHHHAS, Ipyna cuMMmeTpun P—1; mapamerpsr
sueiiku: a = 8,98(3), b = 10,41(2), ¢ = 14,92(3) A; a = 90,77(7) rpan., B = 90,73(9) rpan.,
v =113,95(10) rpax.; V = 1275(5) A3 pasmep kpuctamia 0,65 x 0,32 x 0,14 MM; UHTEpBaJIbI UH-
nekcoB oTpakernii —13 <h <13, —15 <k < 14, -21 <1 < 21; Bcero orpakenuii 61066; He3aBuU-
cumbix otpaxkenuit 8511; Rj, 0,0863; GOOF 1,983; R; = 0,1529, wR, = 0,4647; octarouHas
SIeKTpoHHAs MIOTHOCT 4,41/-3,48 ¢/A%] atromel Shb HMEIOT HCKAXEHHYIO TPHIOHATBHO-
OunupamMuaaIbHY0 KoopanHaNuo. Akcuaibabie yritsl OSbO pasusr 178,2(3)° (1) u 174,0(4)° (2);
cymma yriaoB CShC B skBaropuambHOW miockoctd 360°. Jlnmmuer ceszeir Sb—O  2,108(9),
2,111(8) A (1) m 2,124(12), 2,131(12) A (2); unTepsansl usmMenenus aiuH ceszeit Sh—C cocras-
asrot 2,090(11)-2,21(3) A u 2,090(14)-2,096(16) A. CTpyxTypHas opraHusamus B Kpuctamnax 1
1 2 00ycIoBJIeHa CITa0BIMU BOJOPOIHBIME CBsi3sivu Thra O---H 2,53-2,70 A (1) n 2,57-2,60 A (2),
F---H 2,46-2,59 A (1) u Br---H 3,02 A (2). B 2 Taxke HaGNIOAIOTCS KOPOTKHE KOHTAKTHI
C:--F Mexny apuiIbHBIMH JUTAaHAAMH COCeIHUX Moiyekyn 3,079 u 3,085 A. TlonHBIE TaGIHITEI
KOOPJMHAT aTOMOB, JJIMH CBs3€il M BAJCHTHBIX YIJIOB JUIS CTPYKTYp 1 ¥ 2 JenOHHPOBaHBI
B KemOpumxckom Oanke CTPYKTYPHBIX JIAaHHBIX (Ne 2055553, 2055764;
deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Kmiouesvie cnosa: mpuc(3-¢pmopghenun)cypoma, 2,5-oumemundenzoncyivgponosas Kucio-
ma, OubpoM@BmMOPYKCyCHAsL KUCIOMA, CUHME3, CIPOEHUE, DEHM2eHOCMPYKIMYPHbIU AHALU3.

Beenenue

[Tpon3BoaHbIC MATHBAICHTHOU CYypbMBbI 00mIel (hopmyibl ArsSbX,, rae B kauecTBe apuiIbHOTO JIK-
raijia Jaiie BbICTyNaeT (eHHJIbHBIA U TONHIBHBINA, a X — 0CTaTOK pa3HooOpa3Heix OH-kucior, npea-
CTaBJICHBI IUPOKUM psiioM coenuaeHnid [1]. CTpyKTypHbIe 0COOEHHOCTH TaKMX COSTUHEHUH MOAPOOHO
paccMOTpeHHI B [2, 3].

[Ipou3BoHBIE CYPBMBI, COJIEpIKAIIUE B apUIIBHOM JIMTaHae aToM (propa, N3y4eHbl B MEHBIICH cTe-
nenn. K HacTosimeMy MOMEHTY CTPYKTYPHO OXapakTepH30BaH PsiJl TUKapOOKCHUIIATOB TPHAPHICYPHMBL,
cozIepIKalIuX aTOMbI (PTOpa B apWIILHBIX JIMFAaHJaxX B napa- [4-8] v mema- [9-12] monoxeHusx, a Takxke
nuapokcunioB mpuc(4-propdenmn)cypemer [13, 14] u nuokcumatoB mpuc(3-propdenun)- [15, 16] u
mpuc(4-bropdennm)cypemsr [15]. Taxxke 1o peakium oOMeHa Mexay 6Ouc(TIeHTaxI0pHEHOKCHIOM)
mpuc(3-hTopheHnn)cypbMsl 1 quxiopunaoM mpuc(3-hTopheHuT)CypbMbl MOMyYeH CMEIaHHOIUTa /-
HbII xnopo(nenraxinopdenokcun) mpuc(3-propdenma)cypbmsl [17].

B wHacrosmieii paboTre paccMaTpUBAaHOTCS CHHTE3 M OCOOCHHOCTH cTpoeHus  6uc(2,5-
auMeTHIOeH30MCyIbpoHaTa) U Guc(auopomdroparerara) mpuc(3-pTopheHnT)CypbMbl, MOTYISHHBIX
N0 peaKIud OKHCIUTEIBHOrO MpHcoeAnHEeHUs u3 mpuc(3-pTopdheHmt)cypbMbl, COOTBETCTBYIOIICH K-
CIIOTHI U Mpem-0y THITUAPOTIEPOKCHUIA.
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CuHumes u cmpoeHue 6uc(2,5-dumemunberH3osncynbgpoHama)
u 6uc(dubpomgpmopauyemama) mpuc(3-¢gpmopgheHus)cypbmbi

IKcnepuMeHTAIbHAS YaCTh

Cunre3 ouc(2,5-numerniidoensoicyiabdonara) mpuc(3-proppenni)cypomsr (1). Cmecy 0,217 1
(0,53 mmonb) mpuc(3-propdernn)cypsmbl, 0,198 r (1,06 MMoib) 2,5-AUMETHIOCH30CYTb(HOHOBOM
kucnotel u 0,073 r (0,53 mmonb) 70%-HOro BOAHOTO pacTBOpa mpem-OyTHiaTHIApONEpokcuaa B 20 mit
JIMSTHIIOBOTO 3(Hpa BBIICPKUBAIHN B OTKPHITOM cTakaHe npu Temmepatype 20 °C 24 vaca. [Tocne ucna-
pEHUS PAaCTBOPUTEINS OCTATOK MEePEeKPUCTAIUIN30BBIBAIIN U3 cMecH Oenson-rentad (5:1 oobemH.). [lomy-
anmu 0,316 T (76 %) HEOKpalIEHHBIX KPUCTALIOB coeauuenns 1 ¢ 1. mr. 178 °C. UK-crextp, (v, cM ):
3030, 1587, 1577, 1492, 1473, 1390, 1315, 1284, 1157, 1089, 1064, 1031, 898, 866, 829, 518, 432.

[To ananormuyHoit Meromuke, u3 mpuc(3-propPeHun)cypbMbl, TUOPOMPTOPYKCYCHOM KUCIOTHI H
mpem-Oytwiruaponepokcunaa (1:2:1 monpH.) momydeH ¢ BeixojoMm 81 % 6uc(mudpompropanerar)
mpuc(3-propdenna)cypsmbl (2) HeOKpallleHHbIe KPUCTAILTHL, T. L. 129,5 °C. UK-ciektp (v, cM ):
3062, 1716, 1589, 1577, 1519, 1475, 1350, 1305, 1141, 1089, 1060, 856, 819, 561, 540, 520, 430.

UK-cnektpsl coenuuennit 1 u 2 3anuceiBanu Ha UK-Oypbe ciekrpomerpe Shimadzu IR Affinity-1S
B Tabnerke KBr B o6mactu 4000400 cm .

PentrenoctpykrypHblii anamm3 (PCA) npoBoauian Ha aBTOMaTHYECKOM YETBIPEXKPY)KHOM -
dpaxromerpe D8 QUEST ¢upwmer Bruker (Mo K, -uznyuenue, A = 0,71073 A, rpadurossiit MoHOXpO-
matop). COop, pemakTUpOBaHHE NAaHHBIX M YTOYHEHHE IapaMeTpOB DJIEMEHTApHOW sUeHKH, a Takke
y4eT MOTJIONIeHHs PpoBeaeHbI ¢ momortbio mporpamm SMART u SAINT-Plus [18]. Bee pacuerst mo or-
peleNeHrIo U YTOYHEHHIO CTPYKTYD BBITIONHEHB! ¢ moMoinkio mporpamm SHELXL/PC [19] u OLEX2
[20]. CTpyKTypHI ONpeAeieHbl IPSIMBIM METOJOM U YTOYHEHBI METOJOM HAaUMEHBIIIUX KBAaIPATOB B aHU-
30TPOITHOM TIPUONIKEHUH JUIS HEBOJOPOAHBIX aToMOB. [looskeHre aTOMOB BOJOpOJa YTOUYHSUIA TIO
mozenn Hae3auuka (U,.,(H) = 1,2U,4,(C)). Kpucramiorpabuueckue qaHHbIC U PE3yJIbTaThl YTOUHEHUSI
CTPYKTYpBI IPUBEACHBI B Ta0J. 1, IJTUHBI CBA3EH M BaJleHTHBIE YIIIBI — B Ta0J. 2.

Tabnuua 1
Kpucrannorpaduyeckue AaHHble, NnapaMeTpbl 9KCNepPUMeHTa U YTOYHEHUs1 CTPYKTYp 1 1 2
[Tapametp 1 2
GDopMyna C34H30F205828b C22H1204F7SbBr2
M 777,45 754,89
T,K 293,15 293,15
CuHronums TpuknuHHas TpuxknuHHas
IIp. rpynmna P-1 P-1
a, A 10,634(18) 8,98(3)
b, A 11,38(2) 10,41(2)
c, A 14,31(3) 14,92(3)
0, TpaJ. 90,51(8) 90,77(7)
B, rpan. 90,35(11) 90,73(9)
Y, Tpa. 112,79(5) 113,95(10)
v, A3 1596(5) 1275(5)
YA 2 2
p(BBI4.), T/cM® 1,618 1,966
1, MM 1,058 4,294
F(000) 784,0 720,0
dopma kpucraiia (pasmep, MM) 0,5%x048 x0,17 0,65 x 0,32 x 0,14
Oo6nacTh cOopa TaHHBIX 110 0,
rpa. 5,7-64,66 4,28-65,68
WNHuTepBanibl HHAEKCOB -15sh=<14, -1B3=h=13,
N -15<k<15, -15<k< 14,
OTpaXCHUU -19<1<19 21<1<22
W3mepeHo oTpakeHuit 30473 61066
He3zaBucuMBIX OTpakeHUi 8318 8511
Rint 0,0920 0,0863
IlepeMEeHHBIX YTOUHCHHS 419 325
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OkoHuaHue Tab6n. 1

ITapametp 1 2
GOOF 1,894 1,983
R-¢axropst o F? > 26(F?) VI\:/QEQZ =O’01,232,7 V'jéz fb%igi%
R-takrops! 1o Bcem R; =0,2325, R;=0,1769,
OTPAKCHUSIM WwR, = 0,4695 wR, =0,4737
OcraTo4YHas ICKTPOHHAS
IUIOTHOCTH (min/max), e/A® 6,78/-5,48 4,41/-3,48
Tabnuua 2
AnNuHbI cBA3en U BaneHTHbIe yrnbi B 1 m 2
Ces3b d, A ‘ Vron w, °
1
Sbh(1)-0(1) 2,111(8) 0O(1)Sh(1)O(4) 178,2(3)
Sbh(1)-0O(4) 2,108(9) C(1)Sb(1)C(11) 123,0(5)
Sh(1)-C(1) 2,21(3) C(11)Sh(1)C(21) 114,9(6)
Sbh(1)-C(11) 2,153(13) C(1)Sb(1)C(21) 122,1(5)
Sbh(1)-C(21) 2,090(11) 0O(1)Sb(1)C(1) 90,7(4)
Sh(1)---O(3) 3,250(10) 0O(1)Sb(1)C(11) 93,0(4)
Sb(1)---O(5) 3,228(11) 0O(1)Sb(1)C(21) 87,7(4)
S(1)-0(1) 1,540(8) 0O(4)Sb(1)C(1) 87,5(4)
S(1)-0(2) 1,379(14) O(4)Sh(1)C(11) 87,5(4)
S(1)-0(3) 1,455(9) 0O(4)Sb(1)C(21) 93,6(4)
S(2)-0(4) 1,548(10) Sh(1)0(1)S(1) 125,6(4)
S(2)-0(5) 1,419(11) Sh(1)0(4)S(2) 124,3(5)
S(2)-0(6) 1,453(13)
2
Sbh(1)-0(1) 2,124(12) 0O(3)Sh(1)0O(1) 174,0(4)
Sh(1)-0(3) 2,131(12) C(1)Sb(1)C(11) 116,7(5)
Sh(1)-C(1) 2,090(14) C(11)Sh(1)C(21) 110,9(6)
Sbh(1)-C(11) 2,096(12) C(1)Sbh(1)C(21) 132,4(6)
Sbh(1)-C(21) 2,096(16) 0O(1)Sh(1)C(1) 94,3(6)
Sb(1)---0(2) 3,186(14) 0O(1)Sb(1)C(11) 87,6(6)
Sb(1)---O(4) 3,191(12) 0O(1)Sb(1)C(21) 90,1(5)
C(7)-0(2) 1,28(2) 0O(3)Sh(1)C(1) 88,3(5)
C(7)-0(2) 1,23(2) 0O(3)Sh(1)C(11) 86,4(6)
C(9)-0(3) 1,273(18) 0O(3)Sh(1)C(21) 92,2(5)
C(9)-0(4) 1,222(19) Sb(1)O(1)C(7) 118,5(11)
Sb(1)0(3)C(9) 118,2(8)

[TonHble TAOMUIBI KOOPAWHAT aTOMOB, JUIMH CBSI3¢i M BaJCHTHBIX YIJIOB JCMOHHpOBaHbI B Kem-
OpuKCKOM OaHKe CTPYKTYpHBIX HaHHBIX (Ne 2055553 (1), 2055764 (2); deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

OO0cy:xneHue pe3yJbTATOB

Hamu usydeHo BzammoneiictBue mpuc(3-propdenun)cypbMsl ¢ 2,5-1MMeTHIIOCH30ICYIb()OHOBOI
U OpOMIUPTOPYKCYCHOM KUCIIOTaMU B MPUCYTCTBUU mMpem-OyTHITUAPOTIEPOKCHIA, & TAKKE CTPYKTYP-
HO OXapaKTepHU30BaHbI MPOIYKTHI peakiuid. Peakims Mexly yKazaHHBIMH BENIECTBAMH IpOTEKala 10
00BIYHOM cxeMe ¢ oOpa3oBanueM Ouc(2,5-mumerunoensoncynbhonara) mpuc(3-propdenmn)cypbsmsr (1)
1 6uc(nudopomdropanerara) mpuc(3-pTopheHnn)cypboMsr (2):

(m'FC6H4)3Sb + 2 HX + t-BuOOH — (m'FC6H4)3SbX2+ t-BUOH + Hzo
X =0S0,CsH3(CH3),-2,5 (1), OC(O)CF,Br (2).
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ITo manabmM PCA, aToMsl CyppMBI B COeMHEHUSIX 1 M 2 MMEIOT MaJIOMCKaXEHHYIO TPUTOHAIBHO-
OMNMPaMUNATBHYIO KOOPJMHALNIO C aKCHAIBHO PACIIOJIOKECHHBIMU CYIb(OHATHBIMA M KapOOKCHIIAT-
HbiMH Jurannamu (puc. 1 u 2). Axcuanbubie yriiel OSbO pasubr 178,2(3)° (1), 174,0(4)° (2). Cymmbt
yrioB CSbC B skBaTOpuaibHO# Mtockoctd cocrasisitor 360,02° (1), 360,2° (2). JInuHbI akcHalbHBIX
cesseit Sb-O pasnuer 2,111(8), 2,108(9) A (1) u 2,124(12), 2,131(12) A (2) npu cymMmme KOBaTeHTHBIX
paauycoB aToMOB cypbMbl U Kuciopoma 2,05 A [21]. Juanazon anmun csaseir Sb-C B 1 (2,090(11)—
2,21(3) A) 6ombiue, uem B 2 (2,090(14)-2,096(16) A) npu cymme KOBaTeHTHBIX PajHycOB aTOMOB
CYpBMBI U Sp%-rubpuIHOro yrnepona pasHoii 2,12 A [21].

Puc. 1. O6wmin BUA Monekynbl 6uc(2,5-aumeTun6eH3oncynbgoHara)
mpuc(3-cbTopdeHun)cypbmsi (1)

Ci4)

Puc. 2. 06w Bug monekynsl 6uc(anépomdropauerara)
mpuc(3-cbTopceHun)cypbmsli (2)

BHyTpumonekysisipabie pacctosaus Sb--O(=S) B monekysie coemunenus 1 (Sb(1)---O(5) 3,228(11) A
u Sb(1)---O(3) 3,250(10) A) MeHbIIIE CyMMBI BaH-I€p-BaaTbCOBBIX PAJNYCOB aTOMOB CYPBMBI H KHCIIO-
pona (3,58 A) [22], nBa mpyrux paccrosaus Sb(1)---O(2) 4,284(14) A n Sb(1)---O(6) 4,265(16) A B 1
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CYLIECTBEHHO MPEBBIIIAIOT 3Ty cyMMy. B 2 HabmromaioTcsl aHaJOTHMYHBIE BHYTPUMOJCKYISAPHBIE KOH-
TakThl LEHTPAJbHOTO aroMa CYpPbMBI C aTOMaMH KHCIOpoJa IUOpoMQTOpaneTaTHBIX JHTaHIOB
Sb---O(=C) 3,186(14) A u 3,191(12) A, uTo NPHBOAMT K yBEITHYEHNIO KOOPAMHAIIOHHOTO YHCIIa aTOMA
cyppMbI B 1l 1 2 jo 7 (5+2).

CTpyKTypHas opranuzanusi B Kpuctayuiax 1 u 2 o0yciioBieHa ciabbIMUA BOJOPOIHBIMU CBS3SIMU THIIA
0O---H 2,53-2,70 A (1) n 2,57-2,60 A (2), F---H 2,46-2,59 A (1) u Br---H 3,02 A (2). B 2 takse Ha6uro-
JAI0TCSA KOPOTKHE KOHTAKTHl C:--F My apuIbHBIME IMTaHIaMK COCETHHX Monekyd 3,079 u 3,085 A,
YTO MEHBIIIE CyMMBI BaH-/IeP-BaalbCOBBIX PalycOB aToMOB (ropa 1 yriepona (3,27 A [22]) (puc. 3).

Puc. 3. MexxmoneKkynsipHble KOHTaKTbl C---F B KpucTanne coegMHeHus 2

BriBoabI

VYcranosneno, uro B3aumosmeiictBue  mpuc(3-propbeHua)CyppMbl € 2,5-AMMETHIOEH30-
cynb(hOHOBON 1 OpOMIN(PTOPYKCYCHOW KHCIOTAMH B MPUCYTCTBHU mMpem-OyTHITHAPOIIEPOKCHIA TIPH-
BOOUT K obpasoBanmio 6uc(2,5-mumernnbensoncynshonara) mpuc(3-propdpennn)cypbmbr (1)
1 6uc(nubpomdropanerara) mpuc(3-propheHnn)cypbMbl (2) COOTBETCTBEHHO.

BaarogapnocTun
Ma1 Gnaronapum npodeccopa B.B. lllapyruHa 3a npoBe/ieHHE PEHTIEHOCTPYKTYPHOT'O aHalIU3a CO-
equHenuii 1 u 2.

Jluteparypa

1. Cambridge Crystallografic Datebase. Release 2020. Cambridge.

2. Hlapyruna, O.K. MonekyisipHble CTPYKTYpbl OPraHMUYECKUX COeIUHEHUil cypbMbl (V): MOHO-
rpa¢us / O.K. apyruna, B.B. lllapytun. — Yensounck: M3patensckuii nentp OYpI'Y, 2012. —395 c.

3. lHapytun, B.B. Cunres, peakuuu U CTPOEHNE aPHIbHBIX COCTUHEHUN MATUBAIICHTHOW CypbMBI /
B.B. Hlapyrun, A.W. Ioanensckuii, O.K. llapyruna // Koopn. xumums. — 2020. — T. 46, Ne 10. —
C. 579-648. DOI: 10.31857/S0132344X20100011.

4. lllapytun, B.B. B3aumoneticTBue (peHHUIAHTPAHUIOBONW KHCIOThI ¢ TpH(4-hropdeHui)cypbMoit
B IpUCYTCTBUHU mpem-Oytunruaponepokcuna / B.B. Illapyrun, O.K. Illapytuna, A.H. E¢pemos // ByT-
neposckue coodmenns. — 2014, —T. 39, Ne 7. — C. 151-153.

5. Hlapyrun, B.B. [uxapooxkcunatel mpuc(4-propdennn)cyppmbr (4-FC6H4)3Sh[OC(O)R]2,
R = C10H15, C3H5-yuxno) / B.B. llapytun, O.K. Iapytuna, A.H. Eppemos // XKypH. HeopraH. xu-
mun. — 2016. — T. 61, Ne 1. — C. 46-50. DOI: 10.7868/S0044457X16010232.

6. [llapytun, B.B. Cuntes u crpoeHue aukapOokcuimaToB mpuc(4-bropdeHmwn)cypbMbr  /
B.B. Hlapyrun, O.K. Hlapytuna // XKypH. oom1. xumuu. — 2016. — T. 86, Ne 8. — C. 1366-1370.

7. llapytun, B.B. Cunre3 u crpocHue aukapbokcunatoB mpuc(4-propdenuncypombr: (4-
FC6H4)3Sb[OC(O)R]2, R = CH2I, C6F5 / B.B. llapytun, O.K. lllapytuna // 3. AH. Cepust xum. —
2017. — Ne 4. — C. 707-710.

8. Bbperamze, B.1. [lukapOopanunkapookcunatel mpuc(4-propdenmn)cypsmer / B.U. Bperamze,
C.A. I'masyn, A.H. Ebpemos // Bectauk FOYpI'Y. Cepus «Xumus». — 2019, — T. 11, Ne 4, — C. 17-25.
DOI: 10.14529/chem190402.

18 Bulletin of the South Ural State University. Ser. Chemistry.
2021, vol. 13, no. 3, pp. 14-21



CeHyypuH B.C., dunumoHosa .M., CuHumes u cmpoeHue 6uc(2,5-dumemunberH3osncynbgpoHama)
XpomeHko B.E. u 6uc(dubpomgpmopauyemama) mpuc(3-¢gpmopgheHus)cypbmbi

9. Four Triarylantimony(V) Carboxylates: Syntheses, Structural Characterization and in Vitro Cyto-
toxicities / H. Geng, M. Hong, Yu. Yang et al. // J. Coord. Chem. — 2015. — V. 68. — P. 2938-2952.
DOI: 10.1080/00958972.2015.1060322.

10. Cunres u crpoenune nukapookcuiaatoB mpuc(3-propdenmncypemsr: (3-FCeH,)3Sb[OC(O)R],,
R = CsH3(NO,),-3,5, CH,Br, CH,Cl, CH=CHPh) / B.B. Illapyrun, O.K. Illapytuna, A.H. Eppemos u
ap. // Koopn. xumust. — 2018. — T. 44, Ne 5. — C. 333-339. DOI: 10.1134/S0132344X18050109.

11. Cunte3 u crpoenue aukapookcunaroB mpuc(3-hropdenmicypoemsr. (3-FCsH4)3SH[OC(O)R];
(R = CH.CI, Ph, CH,C¢H;NO,-4, CyoH;5) / B.B. Ilapytun, O.K. Illapyruna, P.B. Penternukosa u mp. //
XKypn. veopran. xumun. — 2017. — T. 62, Ne 11. — C. 1457-1463. DOI: 10.7868/S0044457X17110058.

12. Cunre3 u crpoenue mpousBomHbix mpuc(3-hropdernn)-cypomsr: (3-FCgH4)3Sb(OCsH3BI,-2,4),,
(3-FCgH4)3Sb(0OCsCl5-2,3,4,5,6);, u  (3-FCgH4)3sSO[OC(O)CsH4(NO2-2)], / B.B.  Illapyrus,
O.K. Illapytuna, A.H. Edbpemos u ap. // Kyph. veopran. xumun. — 2018. — T. 63, Ne 2. — C. 164-169.
DOI: 10.7868/S0044457X1802006X.

13. Illapytun, B.B. Cunte3 u crpoeHue aumapokcuaoB mpuc(napa-roawn)- u  mpuc(4-
dropdennn)cypembl / B.B. Hlapyrun, O.K. lapyruna, A.H. Edpemos // Koopn. xumus. — 2017. —
T. 43, Ne 9. — C. 521-528. DOI: 10.7868/S0132344X17090092.

14. 1lapyrun, B.B. CombBarel auapokcunoB  mpuc(4-propdenmn)cyppbMel ¢ OCH30I0M
(4'FCGH4)3Sb(OAr)2 - 1/2PhH (Ar = C@H4C|'4, C6H4Br-4, C@HgBr2-2,4). Cunres u CTPOCHHC / B.B. Ila-
pytus, O.K. lllapyrtuna, A.-H. Eppemos // Koopa. xumus. — 2016. — T. 42, Ne 11. — C. 712-716. DOI:
10.7868/S0132344X16110098.

15. IlTapytun, B.B. CunTre3 1 cTpoeHHe THOKCUMATOB mpuc(mapa-toiwn)-, mpuc(3-hropdenun)- u
mpuc(4-bropdpennn)cypemer / B.B. Illapytun, O.K. llapyruna, A.H. Edpemos // Koopa. xumust. —
2017.—T. 43, Ne 8. — C. 496-504. DOI: 10.7868/S0132344X17080072.

16. lllapyTuH, B.B. Cunres u CTPOEHUE  JMOKCUMATOB  TPUAPUIICYPbMBI (3-
FCGH4)3Sb[ON:CHCGH4(Br'2)]2 u p'T0|3Sb(ON:CHC4H30)2PhH / B.B. ]_Hap}ITI/IH, O.K. ]_Hap}ITI/IHa,
A.H. Eppemos // Byrneposckue coobmenus. — 2013. — T. 36, Ne 11. — C. 145-149.

17. Ebpemos, A.H. Cunres u crpoenue xyopo-(renraxsiopperHokcuna) Tpuc(3-hpropdeHut)cypbMbl
(3-FCgH4)3ShCI(OC4Cls) / A.H. Edbpemos // Bectauk HOYpI'Y. Cepust «Xumust». — 2019. — T. 11, Ne 1. —
C. 34-41. DOI: 10.14529/chem190104.

18. Bruker. SMART and SAINT-Plus. Versions 5.0. Data Collection and Processing Software for
the SMART System. Bruker AXS Inc., Madison, Wisconsin, USA, 1998.

19. Bruker. SHELXTL/PC. Versions 5.10. An Integrated System for Solving, Refining and Display-
ing Crystal Structures From Diffraction Data. Bruker AXS Inc., Madison, Wisconsin, USA, 1998.

20. OLEX2: Complete Structure Solution, Refinement and Analysis Program / O.V. Dolomanov,
L.J. Bourhis, R.J. Gildea et al. // J. Appl. Cryst. — 2009. — V. 42, — P. 339-341. DOI:
10.1107/S0021889808042726.

21. Covalent Radii Revisited / B. Cordero, V. Gémez, A.E. Platero-Prats et al. // Dalton Trans. —
2008. — Iss. 21. — P. 2832-2838. DOI: 10.1039/B801115J.

22. Consistent Van der Waals Radii for the Whole Main Group / M. Mantina, A.C. Chamberlin,
R. Valero et al. // J. Phys. Chem. A. — 2009. — V. 113, iss. 19. — P. 5806-5812. DOI:
10.1021/jp8111556.

Cenuypun BaaguciaB CTaHucIaBOBHY — JIOKTOP XUMUYECKHX HayK, mpodeccop, kKadeapa Teo-
peTudecKkoil W TpHKIamgHON xXuMuH, HOXHO-Ypanbckuil rocymapcTBeHHBIH yHHBepcuteT. 454080,
r. Uensounck, npocuekt Jlenuna, 76. E-mail: senchurinvs@susu.ru.

®uanmonosa Japss MuxaiiinoBua — ctynest, FOxHo-Ypalbckuil rocy1apCTBEHHBIM YHUBEPCH-
teT. 454080, . Uensounck, mpocnekt Jlennna, 76. E-mail: rey.sammy@bk.ru

XpoMmenko Bukropusa EBrenbeBHa — ctyzaeHt, FOxHO-Ypanbckuil rocy1apCTBEHHBI YHHBEPCH-
teT. 454080, r. UensOunck, mpocnekt Jlenuna, 76. E-mail: V.E.Hromenko@yandex.ru

Ilocmynuna 6 pedaxyuio 13 man 2021 2.

BecTtHuk HOYpIY. Cepusa «Xumusa». 19
2021.T.13,Ne 3. C. 14-21



Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

DOI: 10.14529/chem210302

SYNTHESIS AND STRUCTURE OF TRIS(3-FLUOROPHENYL)
ANTIMONY BIS(2,5-DIMETHYLBENZENESULPHONATE)
AND BIS(DIBROMOFLUOROACETATE)

V.S. Senchurin, senchurinvs@susu.ru

D.M. Filimonova, rey.sammy@bk.ru

V.E. Khromenko, V.E.Hromenko@yandex.ru

South Ural State University, Chelyabinsk, Russian Federation

The interaction of tris(3-fluorophenyl)antimony with 2,5-dimethylbenzenesulfonic or di-
bromofluoroacetic acid in diethyl ether in the presence of tert-butyl hydroperoxide has synthe-
sized tris(3-fluorophenyl)antimony  bis(2,5-dimethylbenzenesulfonate) (1) and  tris(3-
fluorophenyl)antimony bis(dibromofluoroacetate) (2). The X-ray diffraction pattern has been ob-
tained at 293 K on an automatic diffractometer D8 Quest Bruker (MoK,-radiation, A = 0.71073
A, graphite monochromator) for crystal 1 [Ca4H3oF,06S,Sb, M 777.45, the triclinic syngony, the
symmetry group P—1; cell parameters: a 10.634(18) A, b 11.38(2) A, ¢ 14.31(3) A, o = 90.51(8)
degrees, p = 90.35(11) degrees, y = 112.79(5) degrees; V = 1596(5) A% the crystal size is
0.5%0.48x0.17 mm; intervals of reflection indexes are —15<h <14, -15<k<15,-19<1<19;
total reflections 30473; independent reflections 8318; R;, 0.0920; GOOF 1.894; R; = 0.1699,
WR,= 0.4237; residual electron density 6.78/-5.48 e/A3] and crystal 2 [CyH1,04F;SbBr,,
M 754.89, the triclinic syngony, the symmetry group P-1; cell parameters: a 8.98(3) A,
b 10.41(2) A, ¢ 14.92(3) A, a = 90.77(7) degrees, p = 90.73(9) degrees, y = 113.95(10) degrees;
V = 1275(5) A% the crystal size is 0.65 x 0.32 x 0.14 mm; intervals of reflection indexes are
—-13<h<13,-15<k<14,-21 <1< 21; total reflections 61066; independent reflections 8511;
Rint 0.0863; GOOF 1.983; R; = 0.1529, wR, = 0.4647; residual electron density 4.41/-3.48 e/AS]
the antimony atoms have a distorted trigonal-bipyramidal coordination. The axial OSbO angles
are 178.2(3)° (1) and 174.0(4)° (2); the sum of the CSbC angles in the equatorial plane is 360°.
The Sb—O and Sb—C bond lengths are 2.108(9)-2.131(12) A and 2.090(14)- 2.21(3) A. The struc-
tural organization of crystals 1 and 2 is controlled by intermolecular bonds O**H 2.53-2.70 A
(1) and 2.57-2.60 A (2), F---H 2.46-2.59 A (1) and Br---H 3.02 A (2). In 2 the short contacts
C'* F have been observed between the aryl ligands of neighboring molecules 3.079 and 3.085 A.
Complete tables of coordinates of atoms, bond lengths and valence angles for structures 1 and 2
are deposited at the Cambridge Structural Data Bank (no. 2055553, 2055764; depo-
sit@ccdc.cam.ac.uk; http: //www.ccdc.cam.ac.uk).

Keywords: tris(3-fluorophenyl)antimony, 2,5-dimethylbenzenesulfonic acid, dibromofluo-
roacetic acid, synthesis, structure, X-ray analysis.
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