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4-HUTPO®EHUINALUETATbI TETPA- U TPU-(TTAPA-TOINUN)CYPbMBbI.
CUHTE3 N OCOBEHHOCTU CTPOEHUA

B.C. CenyypuH, E.[]. OpneHko
FOxHo-Ypansckuli eocydapcmeeHHbill yHusepcumem, e. YensbuHck, Poccusi

BzammonercTBHEM TIEHTA(1apa-TOMMI)CYPbMBI € 4-HUTPO(CHUITYKCYCHOM KHCIOTOH B
TONYOJC TMONyueH 4-HuUTpoQeHmIaneTar terpa(napa-romamcypbMel (1), Peakumsa tpu(napa-
TOIIMIT)CYPBMEI C nipemn-0y THITHAPOTICPOKCUIOM U 4-HUTPO(DEHUIYKCYCHOW KHUCIOTOH B 3(mpe
mpUBOIUT K oOpazoBaumio 6Ouc(4d-uurpodenunanerara) tpu(napa-ronumcypsmber  (2). Tlo
JAHHBIM DPEHTTCHOCTPYKTYPHOTO aHANMW3a, MPOBEACHHOM mpu 293 K Ha aBTOMATHYECKOM
YeThIPeXKpY>kHOM audpakTomerpe D8 Quest Bruker (aByxkxoopmunataeiii CCD — merexrop,
MoK,-m3nyuenue, % = 0,71073 A, rpapuroBsiit Moroxpomarop), kpuctamios 1 [C1,HN,OgSb,,
M 1332,78; CHHTOHHA TPHKJIMHHASA, TPYyIIA CHMMETpHH P—1; mapaMeTpsl sueku: a = 12,08(3),
b =16,46(3), ¢ = 17,79(3) A; a = 107.61(7) rpan., p = 97,20(10) rpax., v = 101,94(9) rpax.;
V' = 3229(11) A% pasmep xpuctamma 0,51%0,24x0,17 MM, HHTECpBANBI HHACKCOB OTPAYKCHHIA
10 <h <10, -14 <k <14, -15 <[ < 15; Bcero orpakeHud 14622; HC3aBHCHMBIX OTPAKCHUI
4546; R;,;0,0697; GOOF 1,072; R; = 0,0585, wR, = 0,1688; ocrarouHas 3ICKTPOHHAS MJIOTHOCTH
0,75/-0,85 e/A3] " 2 [C3;H;3308N,8b, M 755,40; CHHTOHUS MOHOKJIMHHAS, TPYIIA CHMMCTPHH
P2y/n; mapamerpsl suctiku: a = 9,271(2), b = 28,413(7), ¢ = 13,604(3) A; o = 90,00 rpan.,
B = 105,876(2) rpax., y = 90,00 rpax.; I = 3425,5(13) A3; pasmep kpucramia 0,95%0,58x0,34
MM, HHTCPBAJbl WHACKCOB oTpakeHWit —16 < s < 16, —50 < k < 50, 24 <[ < 24; Bcero
orpakeHuit 125931; mesaBuCHMBIX oTpakeHmH 20517; R;,, 0,0450; GOOF 1,114; R; = 0,0511,
wR, = 0,0993; ocrarouHas 3JCKTPOHHAsA MWIOTHOCTH 0,70/-0,97 ¢/A’] aromsr Sb mmMeroT
HCKKCHHYI0 TPHTOHAIBHO-OMIMPAMIIAIBHYI0 KOOpIMHALMIO. AkcmamsHble yrisl OSbC wm
OSbO pasuser 177,9(5)°, 177,9(5)° (1) u 177,27(5)° (2); cymma yriaos CSbC B 3xBaTOpHATEHOH
IIOCKOCTH 356,9°, 357,6° (1), 359,79° (2). UnTepBams! m3MeHeHU JmuH cBsa3eit Sb—O u Sb—C
coctapmmor  2,1443(15)-2,269(10) u 2,098(15)-2,170(14) A. CrpykrypHas opraHm3amus
B KpHCTAMMAX 1 u 2 06yClOBIeHA CIAOKIME BOJOPOTHBIME CBa3avu THma O H (2.46-2.67 A).
[NomHpie TAOIMIBI KOOPAMHAT aTOMOB, /UIMH CBSI3¢H M BAJICHTHBIX YIJIOB AMS CTPYKTYp 1 u 2
JenoHnpoBaHsl B KeMmOpmmiCkoM OaHke CTPYKTYpHbIX JaHHBIX (Ne 1819287, 1819295;
depositi@cecde.cam.ac.uk; http://www.ccdc. cam.ac.uk).

Knrouesgvie cnosa: nenma(napa-monun)cypvma, mpu(napa-moaun)cypvma, 4-numpogenun-
VKCYCHAs KUCTIOMA, CUHIMES, CIMPOEHUE, PEHIN2EHOCIPYKIYPHbIH aHATUS.

Beeaenne

B nocrneaHue roabl OpraHUYIeCcKIE MPOU3BOIHBIC MTHBAJICHTHON CYPbMBI, B TOM YHCIEC KApOOKCH-
JaThl TPU- U TCTPAOPTAHWICYPHMBI, AKTHBHO U3VUAIOT KAK COCAWHCHHUS, 001aJaoImue pasandHol o1o-
JOTHYEeCKOH akTUBHOCTBIO [1-8]. OmHako ecnu YHCIo CTPYKTYPHO OXapaKTCPHU30BAHHEIX TUKAPOOKCH-
AaTOB TPU(PCHUICYPbMBI OPUOTMKACTCA K CTA COCAMHCHMSIM, A1 AUKAPOOKCUIATOB Tpu(napa-
TOJIMT)CYPBMBI YHCTIO CTPYKTYPHO OXapaKTCPHU30BAHHEIX MPOU3BOMHEIX OTPAHUYUBACTCS €IUHUIHBIMH
mpumepamu [4, 6—14]. AnanornyHas kapTuHA HAOIFOAACTCSA W A1 MOHOKApOOKCHIATOB TeTpa(napa-
Tomua)cypbMmet [15, 16]. B Hacrostmeii pabote paccMaTpUBAKOTCS CHHTE3 U OCOOCHHOCTU CTPOCHHS 4-
HuTpoeHUNALCTATA TeTPaA(MAPA-TOMUN)CYPBMBL, TIOJIYYCHHOTO ACAPWIHPOBAHHUCM nieHTa(napa-
TOMUI)CYPbMbl  4-HUTPO(DCHUTYKCYCHOH  KucaoTor U Ouc(4-uutpodeHunanerara) Ttpu(napa-
TOJIAT)CYPBMEIL, TIOTYUYCHHOTO OKHCICHHEM CMECH TPH(Napa-TOTHI)CYPbMbI B 4-HUTPO(DEHUITYKCYCHOM
kuciaothl (1:2 MOBH.) mpem-Oy TUITHAPONICPOKCHIOM.

IKCHEePUMEHTAJbHAS YACTh

Cunre3s 4-uurpodennnanerara terpa(rapa-roaun)cypomsi (1). Cmecs 0,5 r (0,87 mmons) nicH-
ta(napa-romun)cypbmsel, 0,157 r (0,87 Mmons) 4-HUTpoeHUTYKCYCHOM KHCTOTH H 5 M OEH30/a Mo-
MEIIAIH B CTCKISHHYIO aMIIyly, 3alanBalyd U HarpeBalu Ha kumsmel BoasHou Oane 1 gac. [locne ox-
JKACHUS PacTBOP KOHLECHTPHPOBATH, OOPa3YIOLIHECS CBETIO-XKEJTHIC KPHUCTAIUIBI COCAMHEHHS 1
dumsrposany u cymmmn. Momyumma 0,508 r (88 %), ¢ T. pasn. 122 °C. UK-criextp (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-uurpodennnanerara) rpu(rapa-roaun)cypbmsi (2). Cymecs 0,300 r (0,76 Mmmoub)
mpu(napa-roman)cypbemer, 0,275 r (1,52 mmone) 4-autpodenunykcycHor kuciaotel U 0,098 1 (0,66
MMoTb) 70%-HOro BOXHOTO pacTBopa mpemOyTHArHAponepokcnaa B 20 Ma AUITUIOBOTO 3(Upa BhI-
JCPKUBATIH B OTKPBITOM cTakane mpu temmeparype 20 °C 24 yvaca. [locne ncnapenus pactBopuTems
OCTATOK MEPEKPUCTALIN30BBIBAMK 13 cMecu Oenzon-renrad (5.1 oobemn.). Tomyumau 0,361 r (63 %)
CBETIO-KEITHIX KPHCTAIIOB CoeanHeHus 2 ¢ T. pasn. 176 °C. MK-crextp (v, eM '): 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.

HK-cnexrpsi cocauneHnit 1 u 2 3anuceiBanu Ha UK-®ypre cnexrpometpe Shimadzu IRAffinity-
1S B Tabnetke KBr B o61acti 4000400 cm '

Pentrenocrpykrypubiii anaaus (PCA) npoBoaun Ha aBTOMATHYCCKOM HYCTBIPEXKPYIKHOM -
dpaxromerpe D8 QUEST ¢upmer Bruker (Mo K, -m3ayuenne, A = 0,71073 A, rpadurossiii MOHOXpO-
marop). COop, perakTHPOBAHUE NAHHBIX W YTOYHCHHC MApaMETPOB BIICMCHTAPHOU SUCHKH, a TaIOKEe
VHUET MOTJIOMICHUS TPOBEACHB ¢ TOMOIIBI nporpamm SMART v SAINT-Plus |17]. Bee pacyerst mo or-
PCACICHUIO U YTOYHCHHIO CTPYKTYP BBIMOJHCHBI ¢ TOMOINBI mporpamv SHELXL/PC [18] u OLEX2
[19]. CTpykTypbl ONpEeACTICHEI MPSIMBIM METOAOM H YTOYHECHBI METOAOM HAMMCHBIINX KBAAPATOB B AHHU-
30TPONTHOM HPUOMIKCHUN A1 HEBOAOPOAHBIX aToMoB. lloloKeHHE aTOMOB BOZOPOJA VTOUHSIH IO
moaenu naezaHuka (Uy,(H) = 1,2U,,,(C)). Kpucrannorpaduueckue JaHHBIC U PEe3yIbTaThl YTOUHCHHS
CTPYKTYPHI PUBCACHEI B Ta0J. 1, ANMHUHBI CBS3CH U BAJICHTHBIC VIJIBI — B TaOm. 2.

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

Tabnuua 1
Kpuctannorpadguueckue gaHHble, napamMeTpbl 3KCNEePUMEHTa U YTOUHEeHUS CTPYKTyp 11 2
ITapametp 1 2
Dopmyna C;,HgN>OgSb, (C37H3305N,Sb
M 133278 755,40
7,K 293,15 293,15
CuHroHust TpuximHHAA MOHOKIHHHAA
Ilp. rpynma P-1 P2i/n
a, 12,08(3) 9.271(2)
b, A 16,46(3) 28.413(7)
c, A 17,79(3) 13,604(3)
o, Tpazm. 107,61(7) 90,00
B. rpax. 97,20(10) 105,876(2)
Y. Tpad. 101,94(9) 90,00
v, A 3229(11) 3425,5(13)
Z 2 4
p(BBIY.), T/cM’ 1,371 1,465
(, Mp 0,892 0,860
F(000) 1360,0 1536,0
®opma Kpucramwia (pazMep, MM) o00momoxk (0,51x0,24x0,17) 00momMoKk (0,95x0,58x0,34)
O06macts cO0pa AAHHBIX IO O, TPam. 5,66-37,3 6.,26-79
-10<h <10, -l6 <h <16,
HHTepBaabl HHACKCOB OTPAKCHUI -14 <k <14, -50 <k <50,
-15</<15 =24 <1<24
H3mepeHo oTpaskeHui 14622 125931
He3aBuCuMBIX OTpasKEHUH 4546 20517
R, 0,0697 0,0450
IlepeMEHHBIX YTOUHEHUS 765 437
GOQF 1,072 1,114
R-(axroper mo F’ 2> 26(F%) 5]122 =0E)(f§§é 5]122 :06(?8;;’3
R-(haKTOPBI IO BCEM OTPAKEHHUAM R; = 0,094, R =0.0864,
wR,=0,2174 wR,=0,1113
Ocrarounas C).J'IGKTPOHHa}I3 0.75/-0.85 0.70/-0.97
IJIOTHOCTH (Min/max), ¢/A
BecTHuk HOYpIY. Cepusa «Xumusa». 67
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Tabnuua 2
OnuHbI cBA3ei U BaneHTHble Yribl AN CTPYKTYp 1 mn 2
Ces3p d, A | Vrox o, rpa.
1
Sb(1)-0(1) 2.269(10) CQ2DSb(1)O(1) 177.9(5)
Sb(2)-0(5) 2.227(11) C(1)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(3)
Sb(1)-C(11) 2.116(17) C(11)Sb(1)0(1) 83.,5(6)
Sb(1)-C(21) 2,170(14) C(31)Sb(1)0(1) 84.8(3)
Sb(1)-C(31) 2,126(14) C(1)Sb(1)C(21) 94.5(6)
Sb(2)-C(51) 2,098(15) C(1D)Sb(1)C(21) 98,5(6)
Sb(2)-C(61) 2,155(15) CQ2DSb(1)C(31) 95,0(6)
Sb(2)-C(71) 2.128(14) C(81)Sb(2)0(3) 177.9(5)
Sb(2)-C(81) 2,143(15) C(51)Sb(2)C(61) 118.6(6)
0(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)
0(5)-C(98) 1,299(19) C(51)Sb(2)0(3) 81,0(6)
0(6)-C(98) 1,24(2) C(61)Sb(2)0(3) 86.5(3)
C(48)-C(47) 1,49(2) C(71)Sb(2)0(3) 86.5(3)
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) 0(1)C(48)C(47) 116,3(19)
N(2)-0(8) 1.21(2) 0(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)0(5) 177.27(5)
Sb(1)-0(3) 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)O(1) 87.45(6)
Sb(1)-C(11) 2,1090(18) C(11)Sb(1)0(1) 89,30(6)
Sb(1)-C(21) 2.1135(18) CQ21)Sb(1)0(1) 89,27(6)
0(1)-C(38) 1,303(2) C(1)Sb(1)O(5) 94,09(7)
0(2)-C(38) 1221(3) C(11)Sb(1)0(3) 90,70(7)
0(5)-C(48) 1,289(2) CQ1D)Sb(1)0(3) 88.13(6)
0(6)-C(48) 1,209(2) Sb(1)0(1)C(38) 107,48(12)
C(38)-C(37) 1,518(3) O(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)-0(4) 1,219(4) 0(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) 0(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(Q2)-C(44) 1,480(3)

Ionmeic Ta6J'II/ILIbI KOOpAUWHAT aTOMOB, AJIMH CBI3CH W BAIICHTHBIX YIJIOB ACTIOHUPOBAHBI B Kewm-

OpumkckoM OaHke cTpVKTYpHBIX JaHHbIX (Ne 1819287 (1), 1819295 (2); deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).
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OGcy:knenue pe3ynbLTaTOB

Hamu u3ydeHO B3auMOACHCTBUE MEHTA(NAPA-TOMHI)CYPbMBI ¢ 4-HUTPODCHUTYKCYCHOM KUCIOTON
U Tpu(napa-tomun)cypeMel ¢ 4-HUTPO(EHUTYKCYCHOM  KHCIOTOW B  OPUCYTCTBHH  mpem-
OYTHUITHAPOTICPOKCHIAA, @ TakKe CTPYKTYPHO OXapaKTCPU30BaHbl MPOAYKTH  peakuui:  4-
vutpodenunanerar  tetpa(napa-romua)cypembt (1)  u  6uc(4-aurpodenmnanerar)  Tpu(napa-
TOJTUIT)CYPBMEI (2).

MoHokapOOKCHIATHI TETPAAPHIACYPBEMEL MOTYT OBITh TIOJIYUCHBI MO PEAKLUH JCAPUITHPOBAHMS TTCH-
TAAPUICYPbMBI KapOOHOBBIMH KHcIOTamH. OJZHHM H3 METOZOB CHHTE3a AWKAPOOKCHIATOB TPHAPHII-
CYPBMBI SIBISICTCSl Peaklys OKHCIHTEIBHOTO MPHCOCIUHCHUS, KOTOPas XOPOLIO HM3yueHa i Tpude-
Huicypembl  [7-13].  Hamm HalimeHo, uT0 meHTa(Mapa-Tonwna)cypeMa  Acapuaupyercs  4-
HUTPO(DEHUITYKCYCHOH KHCIOTOH 10 4-HUTpodeHUnaueTara TeTpa(#apa-ToNn)CyPbMBbIL:

p-TolsSb + HOOCCH,CsH,NO,-4 — p-Tol,SbOC(O)CH,CsH,NO,-4 + TolH
1

Peaxmus Tpu-napa-romuncypbeMel ¢ 4-HUTPOGEHUIYKCYCHOW KHCIOTOH B TNPHUCYTCTBHH MpPent-
OYTHITHAPONICPOKCHIA TPOTeKada Mo OOBIMHOH cxeMe ¢ oOpazoBanueM Ouc(4-HutpodeHunanerara)
TPU(MAPA-TOIUT)CYPbMBI:

p-Tol;Sb + 2 HOOCCH,CsH,NO;-4 + ~-BuOOH —
—>p-TOl3Sb[OC(O)CH2C6H4N02-4]2 + -BuOH + Hzo
2

IMo manueim PCA, atombl CyppMbl B COCAMHCHHSX 1 W 2 HMCIOT HCKAKCHHYIO TPHUTOHAIBHO-
OUNUPaMUAATBHYIO KOOPIUHALMIO C aKCHAIBHO PACTIONOKCHHBIMU KapOOKCH- M TOJTHIBHOH IpYIIaMu
s (1) (puc. 1), a Taxxe kapOOKCHIBHBIMU rpynmamu s (2) (puc. 2). B xpucranne 1 nmpucyTCTBYIOT
JBa THIIA KpUCTALIOrpaduiIccky HE3aBUCHUMBIX MOTCKYI (a, ). Axcuansabie yrasl OSbC u OSbO pas-
uet 177.9(5)° (1a) u 177,9(5)° (16), 177,27(5)° (2). Cymmsi yriaoB CSbC B sxBaTopHaabHON MJIOCKOCTH
coctaBiitoT 356,9° (1a) u 357,6° (16), 359,79° (2). JAnuner akcuanbhbix cBsizeit Sb—O pasusbr 2,269(10)
A (1a), 2,227(11) (16) u 2,1447(14), 2,1443(15) (2). B (1a) axcuambras ca3b Sb(1)-C(21) (2,170(14)
A) nnunnee sxsatopuansrex (2,116(17)-2,126(14) A); B (16) namsa akcuansHo# cBsizu Sb(2)-C(81)
(2,143(15) A) mMeeT mMPOMEKYTOUHOE 3HAYECHHME B CPABHEHMH C JKBaropuambHeiMu  (2,098(15)-
2,155(15) A.

0(3)
O4) @@Fg )
C(67;§
c(64) J/C(44) (37
C(42) o)
Q'
C(32)

c(17
‘ C(31) (1) C(13) C(14) ?é )
=\, 0(1) ~{[O== D b

a
Sb(2)C(72) o2)W--.

_ sb(1)
(71) C(36) e 4%1{?{16) C(15)
77\ C(85(%(2)C(1) C(26)
‘ G C(25)
C(75)
4 C(77) ( C(24)
J,C(54) C(55) C(82) Q
C(83) 1C(8

SCE”
7f@if@,) c(23) A,
C(7) > C(27)

Puc. 1. O6wuit Bug monekyn 4-iutpocgeHunauerara TeTpa-apa-ronuncypbmsoi (1)
(B KpucTanne NpUCyTCTBYIOT ABa TUNa Kpuctannorpaduyecku HesaBUCMMbIX Monekyn a u b)
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Baytpumonexynapusie paccrosaus Sb---O(=C) B Monekynax @ u 6 coequseHms (1) CyIecTBCHHO
oTmmuarotes Apyr ot apyra (3,030 A B (1a) u 3,426 A B (16)) u 3HAUNTETHHO GOJBIIE AHATOTHUHBIX
paccrosiamii B (2) (2,819 A 12,837 A), oaHAKO MEHBIIE CYMMBI BaH-AEP-BAATbCOBBIX PAHYCOB ATOMOB
cypeMeI 1 kuciopoga (3,58 A) [20]. Heo6xoauM0o OTMETHTB, UTO B CTPYKTYPHO OXapaKTEPH30BAHHOM
4-aurpodeHunanerare TeTpadSHUWICYPbMbI aHATOTHYHOS paccTostaue Sb---O(=C) umeeT mpomMeKyToU-
Hoe 3Hauenue — 3,247 A [21]. Mo urdopmamum KeMOpumKcKkoro 6aHka CTPYKTYPHBIX JAHHBIX, BHYT-
puMonekysipabie KOHTakTEl Sb---O(=C) B MOHO- B AMKApOOKCUIATAX TPHUAPUICYPBMBI H3MEHSIOTCS B
uHTepBanax 2,594-4,022 A n 2,541-3,558 A cootsercTBeHHO [22].

0(37%

. N
y
Sb(1) A
0(36 C( 0(2 '..‘ =
cq) &
SIS BVACC)
C

0(34) 99

C(33) o
O(3) %m) Y
O4) \O

Puc. 2. O6wuit Bua monekynbl 6uc(4-HutpoceHunauerara) Tpu-napa-ronuncypbmol (2)

B xpucramtax coeaqunenuii 1 n 2 mpuUCYTCTBYIOT MEXKMONEKYIIPHBIE KOHTAKTH H:Oyapoore (2,49—
2,60 A) (1) 1 H+Opapoore (2,46, 2,64 A), HOppo (2,60-2,67 A) (2), 6muzkue k cymme BaH-aep-
BaaTbCOBBIX PAIMYCOB ATOMOB BOAOPOAA M Kuciopoaa (2,62 A [20]).

Boisoasl

Y CTaHOBIICHO, UTO B3aUMOJACHCTBHE NCHTA(MAPA-TOIHI)CYPbMBI ¢ 4-HUTPOPECHUITYKCYCHOH KHCIOTON
U TpU(Hapa-TOMUI)CYpbMBl ¢ 4-HUTPO(CHHIYKCYCHOM  KHUCIOTOH B  NOPHUCYTCTBHH  Mpem-
Oy THITHAPOTICPOKCHAA PUBOIUT K 00pazoBanuio 4-uutpodenunanerara terpa(napa-roaum)cypemsi (1)
u 6uc(4-uutpodenunanerara) Tpu(napa-romun)cypemsl (2) coorBeTcTBeHHO. 4-HutpodeHunanetarHeie
JIMTaHIbl, UMCIOLIHE B COCTABE KAPOOKCHUIBHEIX TPYIII ATOMBI KHCIOPOAA C HEMOACICHHBIMH ICKTPOH-
HBIMH TIapaMH, 0O0VCIOBIMBAIOT JOMOIHUTEIBHEIC HEBAICHTHRIC BHYTPUMOIICKYISPHBIC B3aHMOICHCT-
BHSI C aTOMaMH CYPBMBI M MPUBOJAT K yBearueHNI0 KY 10 6 1 7 COOTBETCTBEHHO.
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Cenuypun Bnagucnae CTtaHuciaBoBHY — TOKTOP XUMHUYCCKUX HAyK, mpodeccop, kadeapa teo-
peTrdeckod W mpukiagHod xmmuH, FOxxHO-Ypameckuil rocymapcTBeHHBIH yHHBEpcHTET. 454080,
r. Yenabunck, npocnext Jlennna, 76. E-mail: senchurinvs@susu.ru.

Opnenxo Enuzapera ImutpueBHa — cryaeHT, HOxxHO-Ypanbckuil rocy1apcTBCHHBIN YHUBEPCH-
teT. 454080, r. Yenabunck, nmpocnekt Jlenuna, 76. E-mail: elizavetaorlenko@rambler.ru

Ilocmynuna 6 pedaxuyuro 21 hespans 2019 2.

DOI: 10.14529/chem190207

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 fert-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,
L= 0.71073 A, graphite monochromator) of crystals 1 [C;,HgN-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;
Ry = 0.0585, wR, = 0.1688; residual electron density 0.75/-0.85 ¢/A’] and 2 [C3.H;;05N,Sb,
M 755.40, the monoclinic syngony, the symmetry group P2/n; cell parameters: a 9.271(2),
b 28.413(7), ¢ 13.604(3) A, a = 90.00 degrees, p = 105.876(2) degrees, v = 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 12593 1; independent reflections 20517,
R, 0.0450; GOOF 1.114; R, = 0.0511, wR, = 0.0993; residual electron density 0.70/~0.97 ¢/A’]
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; depositi@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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