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CUHTE3 U CTPOEHUE MOHO-, BU- U TPEXBALOEPHbIX
OPIAHUNCYJNIb®OHATHbIX NMPON3BOAHbLIX TPUAPUIICYPbMbI

B.C. CeH4YypUuH
HOxHo-Ypanbckul eocydapcmeeHHbil yHusepcumem, 2. YenabuHck, Poccusi

Bsammopeticteuem tpmapmicypsmel  (Ar = 4-FCgH,, 3-MeCgH,, 3-FCgHy) ¢ 3,4-
JUMETHIOCH30IICYIb(OHOBOM, 2,4-TMHUTPOOEH30JICYIb(HOHOBOI U TPUPTOPMETAHCYILPOHOBON
KHCJIOTaMHU (MOJIBHOE COOTHOIIEHHE UCXOIHBIX peareHToB 1:2:1, 1:1:1 u 3:2:3) cooTBeTCTBEHHO
B NPUCYTCTBHH mpemOyTHUITHAPONEPOKCHIa B d(UpE MOMYYEeHbl M CTPYKTYPHO OXapaKTephu3o-
BaHbl JU- U OKCO-CYNb(OHATHI TPUAPHICYPBMBI: 6uc(2,4-muMeTnndeH3oncynbdonar) mpuc(4-
dropdennn)cypbmer (4-FCgH,)3Sh(OSO,CeHiMe,-2,4), (1), p-okco-6uc-(2,4-1uHUTPOOEH30I1-
cynbhonat) mpuc-(3-metundenun)cypomsr [(3-MeCgH,)3Sh(0SO,CeH3NO,-2,4)],0 (2) u comnb-
BaT HOHa-(3-propdennn)rpuctubokcan-1,5-quun 6uc(rpudropmerancyibphonara) ¢ GeH30I0M
CF30S0,Sh(3-FCgH,)30Sb(3-FCgH,)30Sh(3-FCsH,)30SO,CF3'PhH (3). TTo nanHbIM peHTreHo-
CTPYKTYPHOTO aHali3a, mpoBeaeHHOro mpu 293 K Ha aBTOMATHYECKOM YETHIPEXKPYKHOM JTH-
¢pakromerpe D8 Quest Bruker (mByxkoopmumHatHei CCD — nerextop, MoK,-u3inydeHue,
A=0,71073 A, rpadutoBeiii MoHOXpOMaTOp) KpUcTaIuioB 1 [CasH3006S,SbF3, M 777,45; cunro-
HUsI MOHOKJIMHHAs, rpymmna cummetpun C2/c; mapametpsl stuekiku: a = 18,980(10), b = 15,667(8),
c=12,271(7) A; a = 90,00 rpax., p=114,36(2) rpax., y = 90,00 rpax.; V = 3324(3) A3 pasmep
kpuctamia 0,51x0,32x0,82 MM; HHTEpBalbl HHAEKCOB OTpaskeHuil —29 < h < 33, 27 <k <27,
—21<1<21; Bcero oTpakenuit 63539; wHesaBucHMBIX oOTpaxenuit 9421; R;, 0,0468;
GOOF 1,011; R, = 0,0400, wR, = 0,0801; ocTatogHast 3ekTpoHHast mIoTHOCTH 0,88/—0,92 e/AS],
2 [Cs4H4gN4015S,Sh,, M 1300,58; cuHrOHMS TPUKJIMHHAS, IPYyNa CUMMETpHH P—1; mapameTpsr
sueiikn: @ = 10,332(5), b = 12,312(5), ¢ = 13,045(4) A; o = 77,744(12) rpan., p = 84,85(2) rpan.,
y = 74,25(2) rpax.; V = 1559,8(11) A% pasmep xpucramma 0,37 x 0,19 x 0,16 MM; HHTepBabI
MHJIEKCOB oTpaykeHnid —15 < h <15, —-18 <k < 18, —19 <1< 19; Bcero orpaxenuit 75043; Hesa-
BUCUMEBIX oTpaxeHuit 11314; R;, 0,0372; GOOF 1,093; R; = 0,0506, wR, = 0,1511; ocrarounas
3JIEKTPOHHAS TUIOTHOCTD 2,75/-0,59 e/A3] u 3 [CgoH4208F15S,Shs, M 1629,33; cuHroHHs MOHO-
KJIMHHAs, rpymnna cummerpun P2:/n; mapamerps! sueiiku: a = 15,933(12), b = 16,759(12),
€ =24,13(2) A; a = 90,00 rpax., p = 91,51(3) rpax., y = 91,51(3) rpan.; V = 6441(9) A3 pasmep
kpuctamia 0,47x0,2x0,18 MM; HHTEpPBAJIBI MHAEKCOB oTpaxkenuit —20 < h < 20, -21 <k < 21,
—31 <1 < 31; Bcero orpaxenuii 139052; He3aBucuMbIX orpaxkenuii 14671; R;, 0,0444; GOOF
1,134; Ry = 0,0435, wR, = 0,0998; ocTarouHas 3JeKTpOHHAs UIOTHOCTH 1,38/—1,12 e/As] aTOMBI
CYPbMbl MMEIOT MCKa)XEHHYIO TPUTOHAIBLHO-OUMHUPAMHUIAIBHYIO KOOPIHHAIMIO C aTOMaMH KH-
CIIOpPOJIa B aKCHANbHBIX moJjoxeHusx (yrisl mpanc-OSbO u yuc-OShC 177,94(6)°, 85,02(6)—
93,75(6)° (1), 175,52(6)°, 81,11(11)-94,47(9)° (2) u 175,09(14)-178,32(13)°, 80,60(17)-
96,79(17)° (3)). Ceazu Sb-Opyug. 2,1212(17) A (1), 2,289(2) A (2) u 2,402(4), 2,430(4) A (3)
anuaHEe, 4eM Sh—0,,0c; 1,9340(7) B 2 u 1,915(3)-2,039(3) A B 3. dmunsr ceazeit Sh—C B 1-3
U3MEHSIOTCS B y3KOM wHTepBame 3Hadenmii — 2,086(2)-2,0946(19), 2,104(3)-2,108(3) u
2,094(5)-2,124(4) A cootserctenHo0). CTpyKTypHasi OpraHusanus B kpuctaaiax 1-3 o6ycrnos-
JieHa c1a0BIMU MEKMOJICKYIIPHBIME KOHTakTamMu tuna S=0-H-C 2,46-2,62 A (1), S=O0--"-H-C
2,39-2,65 A (2) u S=O--H-C 2,46-2,65, C—F---H-C 2,46-2,55 A (3). HonHble TAOIHUIIBI KOOP-
JIMHAT aTOMOB, JUIMH CBsi3el M BaJCHTHBIX YIJIOB Juisi cTpyKTyp 1-3 nmenonupoBanbsl B Kewm-
OpupkckoM — GaHKe — CTPYKTYpHBIX  JaHHBIX  (Ne 1919945, 1898995 wm  1575647;
deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk).

Knouesvie cnoga: cynb@onoeas Kucioma, mMpuapuicypbmd, OUCYIb@OHAmMbl U OKCO-
CYIbDOHAMBL MPUAPUICYPbMBL, CUHIMES, CHPOEHUE, PEHMEEHOCMPYKIMYPHbLI AHAU3.

Beenenne

BONBIIMHCTBO PaboT M0 XUMHH CYPhbMAaOPTaHMYECKUX COCTUHEHHH, OIyOJIMKOBAHHBIX B MIOCIICTHHIE
TOJIbl, TPAJUIIMOHHO MOCBSILICHBI MPou3BOIHBIM R3ShX; n (R3SbX),0 (R = Ar, X — snekrpoorpuia-
TENBHBIH JINTaH ), KOTOPBIE MOKHO CYUTATh JOCTATOYHO XOPOIIO U3YYeHHBIMU [1]. B aTOM psimy MoHO-
W OwWsgepHBle OPraHOCYIb(QOHATHI  TPHAPHICYPbMBI  o0mieir  dopmymsr  ArsSb(OSO.R),
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Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

[Ar;Sb(OSO;R)],O mnomyuaror, kak HpaBHIO, IO PEAKHUSAM 3aMelleHUs [2—8] WM OKHCIUTEIBHOIO
MIPUCOEIMHEHS C HCITOIB30BaHHEM TIEPOKCHIHOTO OKUcauTess [8—18].

B T0 ke Bpems CyIIECTBYIOT OPraHHUYECKHE COCIUHEHHS CypbMBI, KOTOPBIM HE YAENSIeTCS MHOTO
BHUMaHUS. K 4nCily Takux NPOM3BOAHBIX CYPbMBI OTHOCSITCA TPEXbBSIEPHBIC COSAUHEHHS, B KOTOPHIX
TPH aTOMa CYpPbMBI CBSI3aHBI IOCPEJCTBOM MOCTHKOBBIX aTOMOB KUCIOpoa. M3BecTHO JBa CTPYKTYpPHO
OXapaKTEepU30BaHHBIX COCAMHEHUs TAaKOro THIA — HOHadeHWITpucTuOOKcaH-1,5-muun—ouc(2,4-
TUHUTPOOEH30JICYTh(OHAT), KOTOPOE TONy4aad W3  OKcuma TpupeHwiIcyppMsl u  2.4-
TUHUTpOOEH30ICyTb(oHOBOM  KkucimoTel  [19] wm  HOHa(3-metwidenHwmn)Tpuctudokcan-1,5-mumn—
ouc(tpudropmeraHcynb(oHaTa), CHHTE3UPOBAHHOTO U3 TPUAPWICYPHMBI, Tpr(TOpMETaHCYIb(HOHOBON
KUCIIOTBI 1 mpemOyTuruapornepokcuaa [20].

B macrosmeit pabote ommcaHbl CHHTE3 M CTPOCHHE IH- M OKCO-CYIb(OHATOB TPHUAPHIICYPHMBIL:
ouc(2,4-mumeTrn0eH30ICyIb(hOoHATA) mpuc(4-bropdheHun)cypbmbl, 1-0kco-ouc-(2,4-
TUHUTPOOEH30NICYTh(hoHATA) mpuc-(3-MeTHIGEHIT)CypbMBI " conpBaTa HoHa-(3-
¢dropdenmn)Tpuctrudokcan-1,5-muun 6uc(tpudTopmerancynbhoHaT) ¢ 6EH3070M, OTYYSHHBIX 110 Pe-
AKX OKHUCJIMTEIILHOTO MPUCOCANHCHUA U3 TPUAPUIICYPBMBI U CyHB(I)OHOBI)IX KHCJIOT C UCITOJIb30BaHU-
€M B Ka4eCTBE OKUCIIUTENS mpemOy THITHAPOTIEPOKCUIA.

JKCNepUMEeHTAIBLHAS YaCTh

Cunres ouc(2,4-numerwiioensoncyiabdonara) mpuc(4-propdenna)cyposmsol (1). Cmecs 0,300 T
(0,74 mmonb) mpuc(4-propdenmwn)cypomser, 0,274 1t (1,47 mmonb) 2,4-1UMETHIOCH30IICYIb()OHOBO
kucnotel ¥ 0,1 M 70%-noro BogHOrOo pactBopa mpemOytunrunponepokcuaa (0,74 Mmmons) B 15 mn
adupa BeIIEpKUBaIH 24 9 MpU KOMHATHOW Temrieparype. OOpa30BaBIIUIICS METKOKPUCTAILTHYECKUN
MPOAYKT MepeKpucTaum3oBbiBau u3 20 M cmecu OeHzon-oktad (5:1 oovemu.). lomyummu 0,424 T
(74 %) neokparrenubix kpuctamioB 1 ¢ T. wi. 217 °C. UK-crektp, (v, cM Y): 3553, 3474, 3456, 3428,
3397, 3237, 3094, 3071, 2970, 2930, 1638, 1616, 1587, 1489, 1449, 1395, 1306, 1292, 1234, 1205,
1175, 1165, 1153, 1098, 1065, 1030, 932, 899, 824, 679, 573, 563, 509, 417.

[lo aHanmornyHON METOAUKE MOTYUEHBI:

n-Oxco-6uc-(2,4-nuHuTpodensoncyabponar) mpuc-(3-meruidenna)cypsmsl (2). MosbHoe co-
OTHOIIIEHHE HMCXOIHBIX mpuc-(3-MeTriadeHua)CypbMsl, 2,4-IMHUTPOOEH30IICYIb()OHOBON KHUCIOTHI |
mpembOytuiaruaponepokcuna 1:1:1. Heokpamennsie kpucramisl, 61 %, 1. pazn. 171 °C. UK-cnektp (v,
em ) 3111, 3049, 3038, 2922, 1553, 1533, 1473, 1364, 1348, 1298, 1177, 1130, 1111, 1057, 1001, 989,
833, 812, 774, 748, 737, 687, 664, 635, 563, 552, 471, 420.

CoabBar HoHa(3-propdenna)Tpuctudokcan-1,5-nuun-ouc(rpudropmerancyisporHara) ¢
6en3os10M (3). MosibHOE COOTHOIICHHE MCXOAHBIX mpuc(3-PpTopheHun)cypbMbl, MeTaHCYIb(HOHOBOIT
KHCJIOTHI U mpemOytuaruaponepokcuaa 3:2:3. Heokpamennsie kpuctamisl, 52 %, T. pasi. 228 °C. UK-
crextp (v, emY): 3053, 3034, 1589, 1474, 1314, 1260, 1232, 1207, 1167, 1098, 1032, 1015, 772, 727,
687, 631, 517, 424.

HK-cnekTpbl coenunennit 1-3 3amuceiBanu Ha UK-Oypwe criekrpomerpe Shimadzu IRAffinity-1S
B Tabnerke KBr B o6mactu 4000—400 cv .

Pentrenoctpykryphblii anaau3 (PCA) kpucramios 1-3 npoBejieH Ha aBTOMaTHIECKOM YEThIPEX-
kpyxHoM qudpakromerpe D8 QUEST ¢upmsr Bruker (Mo K -usnyuenue, A = 0,71073 A, rpadurossiii
MoHoxpomartop). COop, pelakKTHpOBAaHNE JAHHBIX W YTOYHEHHUE MapaMEeTPOB JIEMEHTAPHOU SYCHUKH, a
TAKKE y4eT MOIJIONICH s MpoBeeHbI ¢ momMotibio nmporpamm SMART u SAINT-Plus [21]. Bee pacuerst
10 OTPEICIICHHUIO i YTOYHEHHIO CTPYKTYP BBITIOJIHEHBI ¢ moMoliibio porpamm SHELXL/PC [22] OLEX2
[23] CTpyKTypBI ONpeaeneHbl IPSIMBIM METOJIOM M YTOYHEHBI METOJIOM HAUMEHBITUX KBaJIpaTOB B aHU-
30TPOIHOM TPUOIIMKEHUH JIISl HEBOJIOPOJHBIX aToMoB. [lonokeHne aToMOB BOJOPOJa YTOUYHSUIH IO

mozenu HaeaHuka (U,;0(H) = 1,2U,,,(C)). Kpucramnorpapuueckue 1aHHble U pe3yabTaThl yTOUHEHHS

CTPYKTYp NpHBEIeHHBI B Ta01. 1, reoMeTpryuecKie XapakKTePUCTUKH KOOPIUHALMOHHOTO MOJU3pa aTo-
Ma CypbMBI — B Ta0II. 2.
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CeHyypuH B.C.

CuHme3 u cmpoeHue MOHO-, 6U- U mpexbs0epPHbIX
op2aHusIcyIbhoHaMHbIX NPOU3800HbIX MPUAPUIICYPbMbI

Ta6bnuua 1
Kpucrannorpaduyeckue AaHHble, napameTpbl 3KCNEPUMEHTA U YTOUYHEHUSA CTPYKTYp 1-3
Tapaverp CoenuHeHue
1 2 3
Dopmyna C34H3006S,SbF3 Cs4H4gN4015S,Sh, Ce2H4204F15S,Shs
M 777,45 1300,58 1629,33
T, K 293 293 293
CuHroHUs MoHoKIUHHas TpukinvHHas MoHOKIHHHAS
IIp. rpymma C2/c P1 P2,/n
a, A 18,980(10) 10,332(5) 15,933(12)
b, A 15,667(8) 12,312(5) 16,759(12)
c, A 12,271(7) 13,045(4) 24,13(2)
a,’ 90,00 77,744(12) 90,00
B,° 114,36(2) 84,85(2) 91,51(3)
v,° 90,00 74,25(2) 90,00
Vv, A° 3324(3) 1559,8(11) 6441(9)
Z 4 1 4
p(BBI1.), r/em’ 1,554 1,385 1,680
i, My 1,016 0,995 1,409
F(000) 1568,0 654,0 3192,0
Pasmep kpucramia, MM 0,51 x 0,32 x 0,82 0,37 x 0,19 x 0,16 0,47 x 0,2 x 0,18
Otnacts cbopa 6,36-77,32 6,1-65,18 5,62-54,92
JIAaHHBIX 110 O, Tpan
HuTepBaibl HHACKCOB —29<h=33, —15<h<15, —20=<h =20,
oTpaKeHy —-27<k<27, -18 <k <18, 21 <k<21,
-21<1<21 -19<1<19 -31<1<31
M3mepeHo oTpakeHuit 63539 75043 139052
HesabicimbIx 9421 11314 14671
OTpaXKEHUH
Rint 0,0468 0,0372 0,0444
[lepemeHHbIX 212 352 811
YTOYHEHUSI
GOOF 1,011 1,093 1,134
R-daxtopsi R; = 0,0400, R; = 0,05086, R; =0,0435,
o F2 > 26(F?) WR; = 0,0801 WR, = 0,1511 WR; = 0,0998
R-dakropsr R, = 0,0897, R, =0,0709, R; =0,0631,
10 BCEM OTPaKEHUSIM WR, = 0,0960 wR, = 0,1660 wR, =0,1148
OcTaTo4yHas
AJIEKTPOHHAS TIOT- 0,88/-0,92 2,75/-0,59 1,38/-1,12
HOCTH (min/max), e/A°
Ta6bnuua 2
[OnNuHbI CBA3EX M BaneHTHbIEe yrnbl Ans coeanHeHun 1-3
Cas3p | d, A | VYron o, Tpaj.
1
Sb(1)-0(1) 2,1212(17) O(1)Sb(1)O(1a) 177,94(6)
Sb(1)-0O(1a) 2,1212(17) C(1)Sbh(1)C(11) 126,21(6)
Sh(1)-C(1) 2,0946(19) C(1a)Sb(1)C(11) 126,21(6)
Sh(1)-C(1a) 2,0946(19) C(1)Sb(1)C(1a) 107,59(11)
Sh(1)-C(11) 2,086(2) C(1)Sb(1)0(2) 93,75(6)
S(1)-0(1) 1,5317(15) C(1a)Sb(1)0O(1) 85,02(6)
S(1)-0(2) 1,4377(16) C(11)Sh(1)0(1) 91,03(3)
S(1)-0(3) 1,4336(17) C(1)Sb(1)O(1a) 85,02(6)
S(1)-C(21) 1,7693(18) C(1a)Sb(1)O(1a) 93,75(6)
Ipeo6pasoBanus cummerpun: a) 1-X, +Y, 3/2-Z C(11)Sb(1)O(1a) 91,03(3)
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OKOHuYaHue Tabn. 2

CBsi3b d, A Yron ®, Tpa.
Sh(1)-0(1) 1,9340(7) 0(1)Sb(1)0(2) 175,52(6)
Sb(1a)-0(1) 1,9340(7) Sb(1)O(1)Sb(1a) 180,000(1)
Sh(1)-0(2) 2,289(2) C(1)Sh(1)C(11) 120,58(13)
Sh(1)-C(1) 2,107(3) C(1)Sh(1)C(21) 119,18(13)
Sh(1)-C(11) 2,108(3) C(11)Sh(1)C(21) 118,85(14)
Sh(1)-C(21) 2,104(3) O(1)Sb(1)C(1) 94,47(9)

S(1)-0(2) 1,483(2) O(1)Sb(1)C(11) 93,21(9)
S(1)-0(3) 1,444(3) O(1)Sb(1)C(21) 94,10(9)
S(1)-0(4) 1,429(3) O(2)Sb(1)C(1) 81,11(11)
0O(2)Sb(1)C(11 88,48(11
[Ipeobpazosanust cummeTpuu: a) 1-X, 1-Y, 2-Z O£2;Sb ) ng 1; 88.7 1% 1 1;
Sh(1)-0(1) 2,036(3) Sh(1)0(2)Sh(2) 147,05(18)
Sh(1)-0(2) 2,039(3) Sh(1)O(1)Sh(3) 139,08(17)
Sh(1)-C(1) 2,112(5) 0(1)Sb(1)0(2) 178,32(13)
Sh(1)-C(11) 2,115(5) C(1)Sb(1)C(11) 113,36(19)
Sh(1)-C(21) 2,124(4) C(1)Sb(1)C(21) 124,85(18)
Sh(2)-0(2) 1,915(3) C(11)Sh(1)C(21) 121,79(19)
Sh(2)-0(3) 2,430(4) O(1)Sb(1)C(1) 87,68(16)
Sh(2)-C(31) 2,094(5) O(2)Sb(1)C(1) 93,85(16)
Sh(2)-C(41) 2,094(5) 0(2)Sb(2)0(3) 175,09(14)
Sh(2)-C(51) 2,112(5) C(31)Sh(2)C(41) 113,6(2)
Sh(3)-0(1) 1,928(3) C(31)Sh(2)C(51) 117,89(19)
Sh(3)-0(6) 2,402(4) C(41)Sh(2)C(51) 122,3(2)
Sh(3)-C(61) 2,110(5) 0O(3)Sb(2)C(31) 80,60(17)
Sh(3)-C(71) 2,117(5) 0O(2)Sb(2)C(51) 96,79(17)
Sh(3)-C(81) 2,114(5) O(1)Sh(3)0(6) 175,11(13)
S(1)-0(3) 1,453(4) C(61)Sh(3)C(71) 122,60(19)
S(1)-0(4) 1,407(5) C(61)Sh(3)C(81) 109,8(2)
S(1)-0(5) 1,429(5) C(71)Sh(3)C(81) 123,7(2)
S(2)-0(6) 1,451(4) 0O(6)Sb(3)C(71) 81,65(17)
S(2)-0(7) 1,408(5) O(1)Sb(3)C(61) 95,13(16)
S(2)-0(8) 1,416(5)

[MosHble TaGMUIBI KOOPJUHAT aTOMOB, JJIMH CBSI3€H M BaJIEHTHBIX YIJIOB JEMOHHUPOBAHBI B Kem-
OpHDKCKOM OaHKe CTPYKTYypHbIX maHHbIX (Ne 1919945 (1), 1898995 (2) m 1575647 (3); depo-
sit@ccdc.cam.ac.uk; http://mwww.ccdc.cam.ac.uk).

Oo0cy:xxnenne pe3yJbTaToB
Coenunennsi 1-3 nosyyanu OKUCICHHEM CMECH TPHAPHIICYPbMBI U COOTBETCTBYIOIIEH CYIIb(OHO-
BOW KUCIOTHI 70%-HBIM BOJIHBIM PacTBOPOM mipemOyTUITHAPONEPOKCHIA B 3(UpPE TMPH Pa3TuIHOM
MOJIEHOM cooTHouenun pearentos (1:2:1 (1), 1:1:1 (2) u 3:2:3 (3)):
(4-FCgH,)3Sb + 2 HOSO,CsH;sMep-2,4 + t-BUOOH —
—  (4-FCgH4)3Sh(0OSO,CsH3Me,-2,4), + t-BuOH + H,0
1
2 (3-MeCg¢H,)3Sh + 2 HOSO,C4H3NO,-2,4 +2 t-BUOOH —
— [(3-MeCgH,)3Sh(0SO,CsH3NO,-2,4)],0 + 2 t-BuOH + H,0
2
3 (3-FC¢H,)3Sh + 2 CF3;SO,0H + 3 t-BUuOOH —
— CF30S0,Sb(3-FC¢H4)30Sb(3-FCsH,);0Sh(3-FCsH,4)3OSO,CF3-PhH + 3 t-BuOH + H,O
3
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CeHyypuH B.C. CuHme3 u cmpoeHue MOHoO-, 6u- U mpexbsi0epHbIX
op2aHusICynbOHaMHbIX MPOU3800HbLIX MPUaPUIICYPbMbI

[To manneM PCA, B 1-3 atoMbl CypbMbl UMEIOT MCKa)XEHHYIO TPUTOHATBHO-OMITMPaMHUAATBHYIO
KOOD/IMHAIIMIO C aTOMaMH KHCJIOpO/ia B aKCHAIIBHBIX MOJ0KeHusX (puc. 1-3).

F(1a)

Puc. 1. CtpoeHue coeauHeHus 1

Puc. 3. CtpoeHue coegnHeHus 3 (Monekyna conbBaTHOro 6eH3ona He nokasaHa)
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Axcuanbaele  mpanc-yrabl  Ocyup SPOcymg.  177,94(6)° (1), Oy SPOyoer.  175,52(6)°  (2),
Oy S0(2,3)Opoer. 175,09(14)° 175,11(13)° 11 Op00. SO(1)Oppoer. 178,32(13)° (3) 6muskum k 180°; yuc-yrimst
OSbC mns 1-3 m3mensiioress B mHTepBanax 85,02(6)-93,75(6)°, 81,11(11)-94,47(9)° u 80,60(17)—
96,79(17)°. 3HaueHUsI MOCTHKOBBIX mparnc-yrinoB SDOSh B 2 u 3 3HaUMTENBHO OTIIMYAKOTCS APYT OT APY-
ra. Tak, ¢pparment Sb(1)O(1)Sb(1a) B 2 nuneitnsiii — 180,000(1)°, a 8 3 Sb(1)O(1)Sb(3) u Sb(1)O(2)Sb(2)
yroBbie — 139,08(17)° u 147,05(18)°. DxBatopuanbheie yriapl CSHC B 2 mpakTUYECKH HE HMCKAKCHBI
(118,85(14)-120,58(13)°), B 1 u 3 unTepBan 3HayeHuil cymiecTBeHHO Bbime — 107,59(11)-126,21(6)° u
109,8(2)-124,85(18)° cooTBeTcTBEHHO, OHAKO, cymMMa yriioB CShC B skBaTOpHaibHO# MI0OCKOCTH OJIH3-
Ka K TeOPETHIECKOMY 3Ha4deHHI0 1 cocTaBisiet 360,01° (1); 358,61°(2) u 360°, 353,79°, 356,1° (3).

Jnuna cBsseit Sb—O,y,, B 1 cocTaBmser 2,1212(17) A, B 2 u 3 ananoruunble CBS3U JUTHHHEE —
2,289(2) A (2) 1 2,402(4), 2,430(4) A (3) u 3HaunTenBHO GoMBIIE paccTosHUI SH—Oyr. 1,9340(7) B 2 1
1,915(3) —2,039(3) A B 3, mpu cymMMe KOBAaJEHTHBIX PaJHycOB aTOMOB CypbMHI M Kucrmopoza 2,05 A
[24]. Jlnmmsr cBsseit Sb—C B 1-3 nexar B wuHTepBane 3HaueHwii 2,086(2)-2,0946(19) A,
2,104(3)-2,108(3) A u 2,094(5)-2,124(4) A cooTBEeTCTBEHHO, YTO KOPPEIUPYET C AHATOTHYHBIMU pac-
CTOSIHASIMU B OPTaHUYECKUX MPOU3BOIHBIX CyphMBI (V) [1] 11 OIM3KO K cyMMe KOBAJICHTHBIX PaInyCcOB
aToOMOB CypbMBI U yriepona 2,12 A [24].

CrpykTypHasi opranuzanus B Kpuctayuiax 1-3 oOycrioBiieHa cnabbIMi MEXMOJIEKYIISIPHBIMHA BOJIO-
poaubiMu cBszamu S=0-H-C 2,46-2,62 A (1), S=O-"H-C 2,39-2,65 A (2) u S=O-H-C 2,46-2,65 A,
C—FH-C 2,46-2,55 A (3), 1uHBI KOTOPBIX GIM3KK K CyMMaM BaH-I€p-BaalbCOBBIX PAIHYCOB KHCIIO-
poma u Bomopoaa (2,62 A), a Taxke dpropa u Bogopoma (2,57 A) [25]. B coenunennn 3 HabmonaroTcs
KOHTaKTHI (2,55 u 2,56 A) Mexmy conpBaTHOI MONeKyol GeH3ona 1 aToMaMu GTopa TpUpTOpMETaH-
cylb(hoHATHOTO U 3-()TOp(HEHUITBHOTO JINTAHIOB.
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SYNTHESIS AND STRUCTURE OF MONO-, BI- AND TRYNUCLEAR
ORGANYL-SULPHONATE DERIVATIVES OF TRIARYLANTIMONY

V.S. Senchurin, senchurinvs@susu.ru
South Ural State University, Chelyabinsk, Russian Federation

The interaction of triarylantimony (Ar = 4-FC¢H,, 3-MeC¢H,, 3-FCsH,) with tert-butyl hy-
droperoxide and 3,4-dimethylbenzenesulfonic acid, as well as 2,4-dinitrobenzenesulfonic and
trifluoromethanesulfonic acids (1:2:1, 1:1:1, and 3:2:3 mol) in diethyl ether has led to synthesis
of triarylantimony di- and oxo-sulfonates: tris(4-fluorophenyl)antimony  bis(2,4-
dimethylbenzenesulfonate) (4-FCgH,;)3Sh(0OSO,CsH3zMe,-2,4), (1), tris-(3-methylphenyl) anti-
mony u-0Xo-bis-(2,4-dinitrobenzenesulfonate) [(3-MeCgH,4)3Sh(0SO,CsH3sNO,»-2,4)],0 (2), and
a solvate of nona-(3-fluorophenyltristiboxane-1,5-diyl bis-(trifluoromethanesulfonate) with ben-
zene CF30S0,Sh(3-FCgH4)30Sb(3-FCgH,)s0Sb(3-FCgsH4)3s0SO,CF5-PhH (3), which have been
structurally characterized. The X-ray diffraction pattern has been obtained at 293 K on an auto-
matic diffractometer D8 Quest Bruker (MoK,-radiation, A = 0.71073 A, graphite monochroma-
tor): crystals 1 [CasH300S,SbF3, M 777,45; the monoclinic syngony, the C2/c symmetry group;
cell parameters: a = 18.980(10), b = 15.667(8), ¢ = 12.271(7) A; a = 90.00°, B = 114.36(2)°,
y = 90.00°; V = 3324(3) A% the crystal size is 0.51 x 0.32 x 0.82 mm; intervals of reflection in-
dexes are —29 <h <33, 27 <k <27,-21 <1< 21, total reflections 63539; independent reflec-
tions 9421; R, 0.0468; GOOF 1.011; R; = 0.0400, wR, = 0.0801; residual electron density
0.88/-0.92 ¢/A%], 2 [CssHasN4O15S,Sh,, M 1300.58; the triclinic syngony, the P—1 symmetry
group; cell parameters: a = 10.332(5), b = 12.312(5), ¢ = 13.045(4) A; o = 77.744(12)°,
B = 84.85(2)°, y = 74.25(2)°; V = 1559.8(11) A%, the crystal size is 0.37 x 0.19 x 0.16 mm; inter-
vals of reflection indexes are =15 <h <15, =18 <k <18, —19 < | < 19; total reflections 75043;
independent reflections 11314; R; 0.0372; GOOF 1.093; R; = 0.0506, wR, = 0.1511; residual
electron density 2.75/-0.59 e/A3], and 3 [CeoH4008F15S,Shs, M 1629.33; the monoclinic syngony,
the P2,/n symmetry group; cell parameters: a = 15.933(12), b = 16.759(12), ¢ = 24.13(2) A;
o = 90.00°, B = 91.51(3)°, v = 91.51(3)%; V = 6441(9) A% the crystal size is 0.47 x 0.2 x 0.18
mm; intervals of reflection indexes are —20 < h < 20, -21 < k < 21, =31 < | < 31; total reflec-
tions 139052; independent reflections 14671; R;,, 0.0444; GOOF 1.134; R; = 0.0435, wR, = 0.0998;
residual electron density 1.38/-1.12 ¢/A?], the antimony atoms have a distorted trigonal-bipyramidal
coordination with the oxygen atoms in axial positions (trans-OSbO u cis-OSbC angles are
177.94(6)°,  85.02(6)-93.75(6)° (1), 175.52(6)°,  81.11(11)-94.47(9)° (2), and
175.09(14)-178.32(13)°, 80.60(17)-96.79(17)° (3). The Sb—Ogy bond lengths are 2.1212(17) A (1),
2.289(2) A (2), and 2.402(4), 2.430(4) A (3), they are longer than those for Sb—Oyigge 1.9340(7) (2)
and 1.915(3)-2.039(3) A (3). The Sb—C bond lengths in 1-3 change in a narrow range of values:
2.086(2)-2.0946(19), 2.104(3)-2.108(3), and 2.094(5)-2.124(4) A, respectively. The structural
organization in crystals 1-3 is caused by the weak van-der-Waals interactions: S=O--"H-C 2.46—
2.62 A (1), S=0""H-C 2.39-2.65 A (2), and S=0-""H-C 2.46-2.65, C-F"H-C 2.46-2.55 A (3).
Complete tables of coordinates of atoms, bond lengths and valence angles for structures 1-3 are
deposited at the Cambridge Structural Data Bank (No. 1919945, 1898995 and 1575647; depo-
sit@ccdc.cam.ac.uk; http: //www.ccdc.cam.ac.uk).

Keywords: sulfonic acid, triarylantimony, triarylantimony disulfonates and oxo-sulfonates,
synthesis, structure, X-ray analysis.
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