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4-HATPODEHUINALIETATbI TETPA- U TPU-(ITAPA-TOJTUI)CYPbMbI.
CUHTE3 N OCOBEHHOCTU CTPOEHUA

B.C. CeH4ypuH, E.[]. OpneHko
FOxHO-Yparnbckul 2ocyGapcmeeHHbIlU yHUsepcumem, 2. YensbuHck, Poccus

BsanmopetictBueM TeHTa(napa-TOMWI)CYPEMBL ¢ 4-HUTPOPECHIIIYKCYCHOW KHCIOTOH B
TOIyoJie ToiydeH 4-HuTpodeHmnaneTar terpa(napa-romun)cypbMer (1). Peakums tpu(napa-
TOJIMII)CYPBMBI C mpem-0yTHIITHAPONIEPOKCHUIOM U 4-HUTPO(EHIITYKCYCHOH KUCIOTOH B 3¢upe
MpUBOAUT K oOpa3oBaHWio oOuc(4-HuTpodeHmnanerara) Ttpu(napa-romwn)cypsMel (2). Ilo
JTAaHHBIM PEHTTEHOCTPYKTYpHOTO aHaiM3a, mIpoBeAeHHOM npu 293 K Ha aBTOMaTHYEeCKOM
4yeTelpexkpyxHoM nudpakromerpe D8 Quest Bruker (aByxkoopmunatHeiii CCD — nmetekrop,
MoK,-u3nydenue, A = 0,71073 A, rpaduroBsiii MoHOXpOMaTop), kprctamios 1 [C;,HegN,OsSb,,
M 1332,78; cuHroHus TPUKIMHHASA, TPyIa cUMMeTpun P—1; mapamerps! sueiiku: a = 12,08(3),
b =16,46(3), c = 17,79(3) A; o = 107,61(7) rpan., p = 97,20(10) rpaa., y = 101,94(9) rpan.;
V = 3229(11) A% pasmep kpucramma 0,51x0,24x0,17 MM; HHTEPBabl HHICKCOB OTPA’KCHHIL
—-10<h <10, -14 <k <14, -15 <1 £ 15; Bcero oTpaxenuii 14622; HE3aBUCUMBIX OTPaKEHUN
4546; R;,; 0,0697; GOOF 1,072; R; = 0,0585, wR, = 0,1688; ocTarouHas 31eKTpOHHAas! ILIOTHOCTh
0,75/-0,85 ¢/A’] u 2 [C3;H3304N,Sb, M 755,40; CHHIOHNS MOHOKIMHHAS, rpyImmna CUMMETPUHU
P2,/n; mapamerpsl sueiiku: a = 9,271(2), b = 28,413(7), ¢ = 13,604(3) A; a = 90,00 rpa.,
B = 105,876(2) rpax., y = 90,00 rpax.; ¥ = 3425,5(13) A’; pasmep xpuctamia 0,95x0,58x0,34
MM; HHTEpPBAIBI WHIEKCOB oTpaxkeHWd —16 < h < 16, —50 < k < 50, 24 < [ < 24; Bcero
oTpaxenuit 125931; nezaBucumbix orpakenuit 20517; R;,, 0,0450; GOOF 1,114; R; = 0,0511,
wR, = 0,0993; ocrarounas aniekTpoHHas IuioTHOCTH 0,70/~0,97 e/A3] aToMbel Sb HMET
HCKa)XEHHYI0 TPUIOHANIBHO-OMNMUpPaMUIAIbHYI0 KoopauHamuioo. AxkcuanbHble yriasl OSbC u
OSbO paerer 177,9(5)°, 177,9(5)° (1) u 177,27(5)° (2); cymma yrioB CSbC B 3kBaTopuaNbHON
wiockoctd 356,9°, 357,6° (1), 359,79° (2). MHTepBansl m3meHeHus unH cBszeir Sb—O u Sb—C
coctaBmsmoT  2,1443(15)-2,269(10) u  2,098(15)-2,170(14) A. CrpykTypHas opraHM3aIus
B KpucTa/uiax 1 u 2 o6ycnosieHa crabbiMu BOJOPOAHBIMU cBszsivMu Tuma O-H (2,46-2,67 A).
[Tonuble TaOiMIBI KOOPAWHAT aTOMOB, JJIMH CBSI3€H M BaJGHTHBIX YTJIOB A CTPYKTyp 1 m 2
nenoHupoBaHel B KemOpumpxckoMm OaHke CTpYKTypHBIX JHaHHBIX (Ne 1819287, 1819295,
deposit@ccde.cam.ac.uk; http://www.ccdc. cam.ac.uk).

Knioueswie cnosa: newma(napa-monun)cypoma, mpu(napa-monun)cypoma, 4-numpogernu-
VKCYCHASL KUCTIOMA, CUHME3, CIPOEHUe, PEHM2EeHOCIMPYKMYPHBII AHANU3.

Beenenue

B mocneanue roapl opraHMYecKre MPOU3BOIHBIE MTUBAJICHTHON CYpbMBbI, B TOM 4HCJe KapOOKCH-
JaThl TPU- ¥ TETPAOPTAHWICYPbMBI, aKTUBHO M3Y4YalOT Kak COeJIMHEHHUs, 00Iaaronue pa3IndHoi ouo-
JIOTHYECKON aKTUBHOCTHIO [1—8]. OmHaKo eciiu 4hcIo CTPYKTYPHO OXapaKTEPU30BAHHBIX TUKAPOOKCH-
7aToB TpU(PEHWICYPbMbI MPHUOIMKACTCS K CTa COCAMHEHMSIM, A JUKapOOKCHIIATOB TpH(napa-
TOJIMIT)CYPbMBI YHCIIO CTPYKTYPHO OXapaKTepHU30BaHHBIX MPOU3BOIHBIX OIPAaHHUYMBAETCS €IMHUYHBIMU
npumepamu [4, 6—14]. AHanornvHasi KapTHHA HaONIoAaeTcs M Il MOHOKapOOKCHIIATOB TeTpa(napa-
Tonmun)cypbMel [15, 16]. B Hacrosime#t pabote paccMaTpuBalOTCS CUHTE3 U OCOOCHHOCTU CTPOSHHS 4-
HUTpOo(eHUIaeTaTa TeTpa(napa-TONWI)CypbMbl, IOIYYEHHOTO JeapHiUpoBaHUEeM  NeHTa(napa-
TONUIT)CYPbMBI  4-HUTPOEHWIYKCYCHOH  KuUCIOTOW ¥ Ouc(4-Hutpodenunanerara) Tpu(napa-
TOJIMIT)CYPBMBI, TIOJIyYEHHOTO OKUCICHHEM CMECH TPH(1apa-TONUN)CypbMbl H 4-HUTPO(DEHMITYKCYCHOM
KUACTHOTHI (1:2 MOJIBH.) mpem-0y TUATUAPOIIEPOKCHIIOM.

JKCcnepUMeHTAIBLHAS YaCTh

Cunre3 4-aHurpopenuinanerara terpa(napa-roimn)cypsmsi (1). Cmecs 0,5 r (0,87 MMomb) meH-
ta(napa-ronun)cypbmel, 0,157 r (0,87 MMonp) 4-HUTPOGEHUITYKCYCHOM KHUCIOTH U 5 M1 OeH30i1a TOo-
MEIIaJK B CTEKJIIHHYIO aMIIyJly, 3allauBajii U HarpeBajd Ha KHUIseH BoAsHo#i 6aHe 1 wac. Ilocne ox-
JaKACHUSI PacTBOP KOHLEHTPHPOBAIH, OOpa3yIOILIMecs CBETIO-KEJIThIE KPUCTAJUIBI coeauHeHHus 1
dunpTpoBamu u cymmmm. Iomyuumu 0,508 r (88 %), ¢ T. pasn. 122 °C. UK-ciektp (v, cM'): 3074,
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3020, 2920, 1645, 1589, 1514, 1493, 1427, 1395, 1342, 1300, 1265, 1188, 1107, 1014, 854, 799, 717,
665, 486.

Cunre3 ouc(4-uurpodenunianerara) Tpu(napa-roaun)cypsmbl (2). Cmecs 0,300 1 (0,76 MMOIIH)
mpu(napa-ronun)cypbMmbl, 0,275 t (1,52 mmonb) 4-aHurpodenunykcycHod kuciaotel u 0,098 r (0,66
MMOJb) 70%-HOro BOZHOTO pacTBopa mpemOyTuiaruaponepokcuaa B 20 M AU3TUIOBOTO 3(upa BbI-
JEPKUBAIN B OTKPBITOM cTakaHe mpu Temmeparype 20 °C 24 wgaca. Ilocne ucnapenust pacTBOPUTEIS
OCTaTOK MEePEeKPUCTAIUIM30BEIBAIIN U3 cMech Oenszon-rentad (5:1 oowemu.). [Homyunmm 0,361 r (63 %)
CBETJIO-XKENTHIX KPUCTAILIOB coenuHeHus 2 ¢ T. pa3n. 176 °C. UK-cnektp (v, CMfl): 3107, 3074, 3019,
2951, 2924, 2866, 1641, 1603, 1518, 1495, 1342, 1323, 1260, 1192, 1134, 1109, 1070, 1015, 874, 854,
806, 770, 737, 712, 689, 673, 588, 515, 490.

HUK-cnexrpsl coequaenuii 1 u 2 3anuceiBanu Ha UK-®Dypre cnekrpomerpe Shimadzu IRAffinity-
1S B TaGnerke KBr B 06macti 4000-400 cm ™'

PentrenoctpykrypHblii anajiu3 (PCA) mpoBoauin Ha aBTOMAaTHYECKOM YETBHIPEXKPY>KHOM -
¢pakromerpe D8 QUEST ¢upmbl Bruker (Mo K, -uznyuenue, A = 0,71073 A, rpadurosslii MoHOXpO-
Mmatop). COop, peAakTUPOBaHUE NAHHBIX M YTOUHEHHE [AapaMETPOB JJIEMEHTApHOW SYEHKH, a TaKke
y4YeT TIOTJIONICHHUS TIPOBeIeHbI ¢ ToMotbio iporpamMM SMART w SAINT-Plus [17]. Bee pacders 1o or-
PEeNeHNIO U YTOYHEHUIO CTPYKTYP BBIIOJHEHBI ¢ moMolubio nporpamm SHELXL/PC [18] u OLEX?2
[19]. CTpyKTypbl OnpeAesieHbl IPAMBIM METOAOM U YTOYHEHBI METOJOM HAUMEHBLINX KBAJAPATOB B aHU-
30TPOITHOM TPUOIDKEHUN JIJIsl HEBOJOPOJHBIX aToMoB. [loloXeHne aToOMOB BOAOpPOJA YTOUHSUIH MO
mogenn Hae3gHuKa (Uyso(H) = 1,2U,,(C)). Kpucrannorpadudeckue naHHbIE W Pe3yNIbTaThl YTOUHCHHS
CTPYKTYpHI IPUBEACHBI B Ta0J. 1, ATUHBI CBA3EH U BaJeHTHbIE yIibl — B Ta0. 2.

2019.T. 11, Ne 2. C. 66-74

Ta6bnuua 1
Kpucrannorpacduyeckue aaHHbIe, NnapaMeTpbl 3KCNepUMeHTa U YTOYHEHUs CTPYKTYp 1 1 2
[TapameTp 1 2
Dopmyna C7,HggN,OgSb, C;37H3305N,Sb
M 1332,78 755,40
T,K 293,15 293,15
CHHTOHUS TpuknnHHas MoHOKJIMHHAs
[Ip. rpynma P-1 P2/n
a, A 12,08(3) 9,271(2)
b, A 16,46(3) 28,413(7)
c, A 17,79(3) 13,604(3)
a, Tpaj. 107,61(7) 90,00
B, rpan. 97,20(10) 105,876(2)
Y, Tpaj. 101,94(9) 90,00
v, A’ 3229(11) 3425,5(13)
Z 2 4
p(BbI4.), T/cM’ 1,371 1,465
L, MM 0,892 0,860
F(000) 1360,0 1536,0
Dopma KpucTaia (pa3Mep, MM) obaomoxk (0,51x0,24%0,17) ob6aomoxk (0,95%0,58%0,34)
Ob6nactb cbopa maHHBIX 110 0, Tpaj. 5,606-37,3 6,26-79
-10<h <10, -l6<h<16,
WHTepBasibl HHAESKCOB OTPAKCHUN -14 <k <14, —50 <k <50,
-15</<15 —24<1<24
M3mepeHo oTpaskeHuil 14622 125931
He3aBHUCHMBIX OTpaXeHUH 4546 20517
R 0,0697 0,0450
[lepeMeHHBIX YTOUYHEHHUS 765 437
GOOF 1,072 1,114
2 R;=0,0585, R;=0,0511,
R-paxtopsi no F* > 25(F) WR, = 01688 WR; = 0,093
R-(akTopsl M0 BCEM OTPaKCHHUSIM R;=0,0964, R;=0,0864,
wR,=0,2174 wR,=0,1113
OcTtaroyHast ?ﬂCKTpOHHaﬂS 0.75/-0.85 0.70/-0.97
IUIOTHOCTH (mMin/max), e/A
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Tabnuua 2
[AnuHbI cBAA3eM M BaneHTHbIE Yriibl ANsi CTPYKTYp 1 m 2
Ce3b d, A | Vron w, Tpa.
1
Sb(1)-0(1) 2,269(10) C(21)Sb(1)O(1) 177,9(5)
Sb(2)-0(5) 2.227(11) C()Sb(1)C(11) 111.,4(7)
Sb(1)-0(2) 3,030 C(11)Sb(1)C(31) 111,2(6)
Sb(2)--0(6) 3,426 C(1)Sb(1)C(31) 134,3(6)
Sb(1)-C(1) 2,123(16) C(1)Sb(1)O(1) 84.2(5)
Sb(1)-C(11) 2,116(17) C(11)Sb(1)O(1) 83,5(6)
Sb(1)-C(21) 2,170(14) C(31)Sb(1)O(1) 84,8(5)
Sb(1)-C(31) 2,126(14) C(1)Sb(1)C(21) 94,5(6)
Sb(2)-C(51) 2,098(15) C(11)Sb(1)C(21) 98,5(6)
Sb(2)-C(61) 2,155(15) C(21)Sb(1)C(31) 95,0(6)
Sb(2)-C(71) 2,128(14) C(81)Sb(2)0(5) 177,9(5)
Sb(2)-C(81) 2,143(15) C(51)Sb(2)C(61) 118,6(6)
O(1)-C(48) 1,32(2) C(51)Sb(2)C(71) 119,3(6)
0(2)-C(48) 1,24(2) C(61)Sb(2)C(71) 119,7(6)
O(5)-C(98) 1,299(19) C(51)Sb(2)0(5) 81,0(6)
0(6)-C(98) 1,24(2) C(61)Sb(2)0(5) 86,5(5)
C(48)-C(47) 1,49(2) C(71)Sb(2)0(5) 86,5(5)
C(98)-C(97) 1,50(2) C(51)Sb(2)C(81) 94,7(6)
N(1)-0(3) 1,24(2) C(61)Sb(2)C(81) 96,7(6)
N(1)-0(4) 1,20(2) C(71)Sb(2)C(81) 94,2(6)
N(2)-0(7) 1,21(3) O(1)C(48)C(47) 116,3(19)
N(2)-0(8) 1,21(2) O(2)C(48)C(47) 120,7(19)
N(1)-C(44) 1,45(2) 0(5)C(98)C(97) 113,4(18)
N(2)-C(94) 1,52(3) 0(5)C(98)C(97) 120,2(17)
2

Sb(1)-0(1) 2,1447(14) O(1)Sb(1)O(5) 177,27(5)
Sb(1)-0(5) 2,1443(15) C(1)Sb(1)C(11) 145,56(7)
Sb(1)--0(2) 2,819 C(1)Sb(1)C(21) 106,59(7)
Sb(1)--0(6) 2,837 C(11)Sb(1)C(21) 107,64(7)
Sb(1)-C(1) 2,1117(19) C(1)Sb(1)0(1) 87,45(6)
Sb(1)-C(11) 2,1090(18) C(11)Sb(1)O(1) 89,30(6)
Sb(1)-C(21) 2,1135(18) C(21)Sb(1)O(1) 89,27(6)
0(1)-C(38) 1,303(2) C(1)Sb(1)0(5) 94,09(7)
0(2)-C(38) 1,221(3) C(11)Sb(1)O(5) 90,70(7)
0(5)-C(48) 1,289(2) C(21)Sb(1)O(5) 88,13(6)
0(6)-C(48) 1,209(2) Sb(1)O(1)C(38) 107,48(12)
C(38)-C(37) 1,518(3) 0(1)C(38)0(2) 123,01(19)
C(48)-C(47) 1,534(3) Sb(1)0(5)C(48) 108,65(12)
N(1)-0(3) 1,206(4) 0(5)C(48)0(6) 123,67(16)
N(1)-O(4) 1,219(4) O(1)C(38)C(37) 115,0(2)
N(2)-0(7) 1,197(5) 0(2)C(38)C(37) 121,8(2)
N(2)-0(8) 1,208(5) O(5)C(48)C(47) 114,12(18)
N(1)-C(34) 1,465(4) 0(6)C(48)C(47) 122,21(18)
N(2)-C(44) 1,480(3)

Ilonmeie Ta6J'II/IIIBI KOOpaAuHAT aTOMOB, NJIMH CBS3Cil M BaAJICHTHBIX YTJIOB ACTIOHHUPOBAHLI B Kewm-

OpumxckoM OaHke CTpyKTypHbIX HaHHbIX (Ne 1819287 (1), 1819295 (2); deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).
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Oo0cy:xxnenne pe3yJbTaToB

Hamu uzydeHo B3ammoneiicTBue meHTa(napa-Toaua)CypbMbl ¢ 4-HUTPO(GEHMITYKCYCHOW KHCIOTOR
U TpU(napa-tomun)cypbMbl ¢ 4-HUTPOMEHWITYKCYCHOW  KHCIOTOW B  TPUCYTCTBUH  mpem-
OyTHITHAPOIICPOKCH/IA, a TaKKe CTPYKTYPHO OXapaKTepU30BaHbI TPOAYKTHI  peakiuii: 4-
Hutpodenmnanerar terpa(napa-romwn)cypsMel (1)  u  Ouc(4-uutpodenunauerar) Tpu(napa-
TOJIAI)CYPbMBI (2).

MoHOKapOOKCHIIATHI TETPAaPHIICYPbMBI MOTYT OBITh TIOIYYEHBI [0 PEAKIMH JICapUIIUPOBAHUS TICH-
TaapuICypbMbl KapOOHOBBIMH KHcioTaMH. OIHUM M3 METONOB CHHTE3a AWKapOOKCHIATOB TpHAPHII-
CYPBbMBI SIBJISIETCSI PEaKIMsl OKHUCIUTENBHOIO MPHCOCINHEHUS, KOTOpasi XOpOLIO H3ydeHa s Tpude-
HuncypeMbl  [7-13]. Hamum  Haiimeno, dro meHTa(rnapa-TOMWI)CypbMa  Aeapuiaupyercs  4-
HUTPO(EHMITYKCYCHOM KHCIOTOH 110 4-HUTpO(eHuIanerara Terpa(napa-Tonui)CypbMbl:

p-T015Sb + HOOCCH2C6H4N02-4 — p-T014SbOC(O)CH2C6H4NOZ-4 + TolH
1

Peakiust Tpu-napa-tonuincypbMbl ¢ 4-HATPOGEHUIYKCYCHOW KHCIOTOW B TMPHUCYTCTBUU mpent-
OyTHJITHIPOIIEPOKCH/IA MPOTEKana MO OOBIYHON cxeMme ¢ oOpa3oBaHHEeM oOuc(4-HuTpodeHuaneraTa)
TpHU(1apa-TOINI)CYPHMBI:

p-TOlg.Sb +2 HOOCCH2C6H4N02-4 + t-BuOOH —
— p-T013Sb[OC(O)CH2C6H4N02-4]2 + t-BuOH + HzO
2

Ilo manneiM PCA, aTOMBI CyppMBI B CO€OMHEHHMAX 1 M 2 MMEIOT HCKAXKEHHYIO TPUTOHAJIBHO-
OUITUPaMUIATEHYI0 KOOPIHMHAIIUIO C aKCHAIBHO PACHOI0KEHHBIMH KapOOKCH- U TOJMJIBHOW TPYIIIaMHU
s (1) (puc. 1), a Takxke KapOOKCHIBHBIME TpymmamMu i (2) (puc. 2). B xpucramie 1 npucyTcTByIoT
JIBa TUIA KpUCTAIUIOrpad)uuecKy He3aBUCUMBIX MOJIEKYT (a, #). Axkcuanbnblie yriasl OSbC n OSbO pas-
Hel 177,9(5)° (1a) u 177,9(5)° (16), 177,27(5)° (2). Cymmsl yriioB CSbC B skBaTOpHaIbHON MIIOCKOCTH
coctaBysatoT 356,9° (1a) u 357,6° (16), 359,79° (2). Anuubl akcuaabHbIX cBsizelt Sb—O paeHbl 2,269(10)
A (1a), 2,227(11) (16) u 2,1447(14), 2,1443(15) (2). B (1a) akcuansuas cea3b Sb(1)-C(21) (2,170(14)
A) nnunnee sxBatopuanbubx (2,116(17)-2,126(14) A); B (16) anuna akcuanbHO# cBasu Sb(2)—-C(81)
(2,143(15) A) umeer npomeskyTOUHOE 3HAYEHHME B CPaBHEHMH ¢ JKBaTopuanbHeiMu  (2,098(15)-
2,155(15) A.

0(3)
mm@%*@%ﬁg)
C(67)\§
C(64) (44)

et

c(17
c(14) 9,5 )

Sb(2)C(72) 0(2)4 '"

4 cw& c(1 C(26
C(2)() (26)

C(25)
C(75)
4 C(77) ( C(24)
) C(54) C(55) C(82) Y
C(83) 1C(8

SCE”
7@00(4) c(23) L.
C(7) > 0(27)

Puc. 1. O6wuin Buag monekyn 4-HuTpocdheHunaueTara TeTpa-napa-ronuncypbmsi (1)
(B KpUCTanne NpUCYTCTBYIOT ABa TMNa KpUcTannorpadguyeckn He3aBMCMMbIX MorneKyn a u b)
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Brytpumonexynsapubie paccrostaust Sb---O(=C) B Monekynax a u 6 coenunenus (1) cyecTBeHHO
oTimyaroTcs apyr ot apyra (3,030 A B (1a) u 3,426 A B (16)) 1 3HAUMTENEHO GOINBIIE AHATOTMYHBIX
paccrosauii B (2) (2,819 A n 2,837 A), onnako MeHbIe CyMMBI BaH-J€p-BaalbCOBBIX PAIHYCOB ATOMOB
cypbMbI 1 kuciopoza (3,58 A) [20]. Heo6x01uMO OTMETHTB, 9TO B CTPYKTYPHO OXapaKTEpU30BAHHOM
4-nutpodenunanerate TerpadeHUICYpbMBI aHAOTHYHOE paccrostare Sb---O(=C) umeeT npomeKyTou-
Hoe 3Hauenue — 3,247 A [21]. Tlo undopmaruu KeMOpumKcKkoro 6anka CTpyKTYPHBIX JaHHBIX, BHYT-
puMoIteKyJsipHbie KOHTakThl Sb---O(=C) B MOHO- W JHKapOOKCHIATaX TPHAPHICYPbMBI U3MEHSIOTCS B
uHTepBanax 2,594-4,022 A u 2,541-3,558 A cootsercreenHo [22].

C(25) ,\ C(26)
c2) KR
X

C(37) ﬁ@\ 'Sb(1
C(36) Qf) c38) ) o

c(1)

) N
) ~

C(35) C(31)

C(6)
C(5) O

C(34) % (@)
C(33) c3
o4)

N(1)

Puc. 2. O6wwmn Bug monekynbl 6uc(4-HutpocdeHmnaueTara) Tpm-napa-ronuncypbmbi (2)

B kpucrannax coenunenuii 1 1 2 IpUCYTCTBYIOT MEXKMOJIEKYIApHBbIE KOHTAKTBI H+*Oyapoore (2,49—
2,60 A) (1) 1 H"Opapoore (2,46, 2,64 A), HOpurpo (2,60-2,67 A) (2), Gnuskue k cymMme BaH-z€ep-
BaaTbCOBBIX PaJHyCOB aTOMOB BOJIOPO/a U Kucaopoaa (2,62 A [20]).

BriBoabI

Y CTaHOBIICHO, UTO B3aMO/ICHCTBHE MEHTA(1apa-TONWIT)CYPBMBI ¢ 4-HUTPODEHMITYKCYCHOM KUCTIOTOMH
U Tpu(napa-Tonua)CypbMbl ¢ 4-HUTPOQEHWIYKCYCHOW  KHUCJIOTOH B  TNPUCYTCTBUH  mpem-
OyTUITHIPOIIEPOKCHIA TIPUBOIUT K 00pa3oBaHuio 4-HUTpodeHunanerara terpa(napa-romn)cypbmsl (1)
u Ouc(4-autpodeHunanerara) Tpu(napa-Toauin)CypbMsl (2) cooTBeTcTBeHHO. 4-HutpodeHunamneraTasie
JIMTaH/Ibl, UMCEIOIIHE B COCTABE KAPOOKCUIIBHBIX TPYII ATOMBI KHCJIOPOJA C HETOICIICHHBIMH 3JIEKTPOH-
HBIMH Hapamu, 00yCJIOBJIMBAIOT JAONOJIHUTENbHbIE HEBAJCHTHBIC BHYTPUMOJCKYISAPHbIE B3aUMOACHCT-
BUS C aTOMaMH CYPbMBI U TIPUBOAT K yBeimdeHnto KY 10 6 u 7 COOTBETCTBEHHO.
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4-NITROPHENYLACETATES OF TETRA- AND TRI-(PARA-TOLYL)
ANTIMONY. SYNTHESIS AND STRUCTURAL FEATURES

V.S. Senchurin, senchurinvs@susu.ru
E.D. Orlenko, elizavetaorlenko@rambler.ru
South Ural State University, Chelyabinsk, Russian Federation

The interaction of penta(para-tolyl)antimony with 4-nitrophenylacetic acid in toluene have
synthesized tetra(para-tolyl)antimony 4-nitrophenylacetate (1). The reaction of tri(para-tolyl)-
antimony with tert-butyl hydroperoxide and 4-nitrophenylacetic acid in diethyl ether leads to the
formation of tri(para-tolyl)antimony bis(4-nitrophenylacetate) (1). The X-ray diffraction pattern
has been obtained at 293 K on an automatic diffractometer D8 Quest Bruker (MoK,-radiation,
A=0.71073 A, graphite monochromator) of crystals 1 [C;,HggN,OgSb,, M 1332.78, the triclinic
syngony, the symmetry group P-1; cell parameters: a 12.08(3), b 16.46(3), ¢ 17.79(3) A,
o= 107.61(7) degrees, p = 97.20(10) degrees, y = 101.94(9) degrees; V = 3229(11) A’; the crys-
tal size is 0.51x0.24x0.17 mm; intervals of reflection indexes are —10 < 7 < 10, —14 < k < 14,
—15 <1 < 15; total reflections 14622; independent reflections 4546; R;,, 0.0697; GOOF 1.072;
R; = 0.0585, wR, = 0.1688; residual electron density 0.75/-0.85 e/A3] and 2 [C3;H3305N,Sb,
M 755.40, the monoclinic syngony, the symmetry group P2/n; cell parameters: a 9.271(2),
b28.413(7), ¢ 13.604(3) A, a = 90.00 degrees, p = 105.876(2) degrees, y = 90.00 degrees;
V = 3425.5(13) A’; the crystal size is 0.95%0.58x0.34 mm; intervals of reflection indexes are
—16 <h<16,-50 <k <50,-24 <[<24; total reflections 125931; independent reflections 20517
R 0.0450; GOOF 1.114; R, = 0.0511, wR, = 0.0993; residual electron density 0.70/—0.97 e/A3]
the antimony atoms have distorted trigonal-bipyramidal coordination. The axial angles of OSbC
and OSbO are 177.9 (5)°, 177.9 (5)° (1) and 177.27(5)° (2); the sum of the angles of CSbC in the
equatorial plane is 356.9°, 357.6° (1), 359.79° (2). The Sb—O and Sb—C bond lengths are
2.1443(15)-2.269(10) A and 2.098(15)-2.170(14) A. The structural organization of crystals 1
and 2 is controlled by intermolecular bonds O-**H (2.46-2.67 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. 1819287, 1819295; deposit@ccdc.cam.ac.uk; http: //www.ccdc.
Cam.ac.uk).

Keywords: penta(para-tolyl)antimony, tri(para-tolyl)antimony, 4-nitrophenylacetic acid,
synthesis, structure, X-ray analysis.
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