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CONbBAT 4-HUTPOBEH3ANbAOKCUMATA TETPA(/TAPA-
TONWUM)CYPbMbI C BEH30JIOM p-Tol,SbON=CHCgH(NO,-4)-PhH.
CWHTE3 U CTPOEHUE

E.K. 'puwaHuHa
tOxHo-Ypanbsckuli ecocydapcmeeHHbIlU yHugepcumem, 2. YenabuHck, Poccusi

B3anmopeiictBuem 9KBUMOJISIPDHBIX ~ KOJIMYECTB neHTa(napa-Tonnit)CypbMbl u
4-HuTpoOCH3aIbIOKCMMa B OEH30JIe TIOJIy4eH M CTPYKTYpHO OXapaKTepH30BaH COJIBBAT -
Tol,ShON=CHCH4(NO,-4)-PhH (1). [lo naHHBIM PEHTTCHOCTPYKTYPHOTO aHAIN3a, TPOBEICH-
Horo mpu 293 K Ha aBTOMaTHUeCKOM YETHIpEXKpY:KHOM audpakromerpe D8 Quest Bruker
(mByxkoopmuHatabiii CCD — nerextop, Mo K,-usnyuenue, A = 0,71073 A, rpadurossiit MoHO-
xpomarop) kpucramia 1 [CyH3gN,O3Sh, M 729,49; cunronuss moHoknuHHas P2;/n, rpymmna
cummetpun P2,/n; mapamerpsl sueiikm: a = 10,332(4), b = 34,482(16), ¢ = 10,631(6) A;
B =100,172(13) rpaxn.; V = 3728(3) AS; pa3mep kpuctamia 0,5%0,45%0,26 MM; HHTEpBajJbl WH-
JekcoB oTpakenuil —14 < h <13, 49 <k <49, -15 <| < 15; Bcero orpakenuii 116265; Hezapu-
cumbix otpaxenuit 11360; R; 0,0479; GOOF 1,250; R; = 0,0585, wR, = 0,1089; ocratounas
ANEKTPOHHAS TUIOTHOCTH 1,14/-2.74 e/A®], atomsr CYpbMBI UMEIOT HCKAKEHHYIO TPUTOHAJIBHO-
OMNHMpaMUAANTBEHYI0 KOOPAMHALIMIO C aTOMaMH yIJIepoJia U KUCIIOPOAa B aKCHAIBHBIX MOJI0KEHH-
ax (yron CSbO 175,63(11)°). Paccrosrue Sh—O cocrasnser 2,151(2) A), nmunst caseit Sb—C
M3MEHSIOTCA B Y3KOM MHTepBane 3Hauenuit (2,115(4)-2,193(3) A). CrpykrypHas opramsanus
B Kpuctayuie 1 oOycioBieHa Cl1a0bIMH MEXMOJIEKY/SIpHBIMH KOHTakTamu tuma O'H 2,47-
2,68 A. Tlonnble TaGHUIBI KOOPAMHAT aTOMOB, JJTMH CBA3€il M BAJCHTHBIX YIJIOB JUIS CTPYKTY-
pel 1 nemonmpoBansl B KemOpumxkckom OaHke CTPYKTYpHBIX JaHHbIX (Ne 2126491;
deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk).

Knouesvie cnoga: 4-numpoben3anb0oxkcum, neHma(napa-moaun)cypoma, conbeam, 6eH3ol,
4-numpoben3anb0oKcumMam mempa(napa-moaun)Cypbmol, CUHMeE3, CMpOeHUe, PEeHM2eHOCMPYK-
MYPHbLL AHATU3.

Beenenue

K Hacrosmemy BpeMeHHM AOCTaTOYHO XOPOILIO M3yYEHbl METOAbI CHHTE3a apHJIbHBIX MPONU3BOIHBIX
cypbMbI 001ei popmyier Ph,ShX, cpenu koTophix crenyeT BoLICIUTh UX GGEKTUBHOE MOTyUYCHHE U3
nenraapwicypbMbl B kucinotel HX [1]. Tak, onucaHbl peakiuy NeHTaQEHWICYPbMBI ¢ CYIb()OHOBBIMH
kucnotamu [2—4], dhenomamu [5, 6], kapbounoBbiMu Kuciotamu [7—10], B-aukeronamu [11, 12], okcu-
Mamu [13,14]. [lenTadernncyppMa MOXKET pearupoBarh C JABYMS MOJSMH KHCIOTHI ¢ 0Opa3oBaHHEM
cootBercTBytomuX aarykroB Ph,;SbOC(O)CH;-CH;C(O)OH u Ph;SbONO, -HNO;[15].

B T0 xe BpeMsi MOKa3aHoO, YTO B3aMMOJEHCTBUE THOKCHMAa METHJICHANLMKIONEHTaHOHa-2,2’ ¢ IeH-
TadeHnIcyppMor B xecTkuxX ycnoBuax (90 °C, 5 4) mpu MOJBFHOM COOTHOIIEHWH MCXOTHBIX PEareHTOB
1:2 COOTBETCTBEHHO NPHUBOAUT K 00Pa30BaHHIO MAaKPOLUKIMYECKOTO CYyPbMaoOpraHMYeCKOro COeIrHe-
HUA — Ouc-|-[(METHIICHTUIHMKIOTIEHTaHOH-2,2’ - THOKCUMATO ) TPU(EHUICYPbMBI|, B MOJIEKYJIaX KOTOPOTO
CHMMETPHYHBIE TMOKCUMHBIE PaIUKAJIbI YePEIYIOTCS CO CTPYKTYPHBIMHU OJIOKaMu TpudeHmwIcypbMbl [16].

OTMETHM TaKXe, 4TO MPHU B3aUMOJICHCTBIM OKCHMa aneToeHOHa C MeHTa(1apa-TONI)CYypbMOi 1
OKCHMa IUKJIOreKCaHoHa ¢ neHTadeHmwIcypbMoid (1:1 Mouib.) py HarpeBaHWM PEaKMOHHON CMECH B Te-
YEeHHUE Yaca Ha BOJITHOM OaHe 00pazoBbIBajics Ouc(aueTopeHOHOKCUMAT) TPH(1apa-TOII)CYyPbMBI (BBIXOA
89 %) u buc(uuMKIOreKcaHoOHOKCUMAT) TpueHMICYpbMbI (Bbixo 66 %). Eciu ke peakiiuio MpOBOIMIH
py KOMHATHOM TemrepaType, TO BBIACISUIM COOTBETCTBEHHO OcH30(peHOHOKCHMAT TeTpa(napa-
TOJMIT)CYpbMBI (BBIXOA 93 %) M IMKIIOreKCaHOHOKCUMAT TeTpadeHmIcypbMsl (Bbixon 70 %) [17].

B mponomkenne ucciieoBaHus PEaKIMOHHONW CITOCOOHOCTH TIEHTA(1apa-TOMUI)CYPbMBI ¢ KHCIIO-
TaMH U3y4YeHO €€ B3auMO/IeiicTBHE ¢ 4-HUTPOOEH3aIbIOKCUMOM B OEH30JI€.

JKCnepUMEHTAIbHAS YaCTh
CunTte3 4-HUTPOOEeH3aIbA0KCHMATA TeTpa(napa-Toauia)cypbmal (1). Cmecs 0,15 1 (0,26 MMOITH)
neHTa(napa-romun)cypbmsl 1 0,043 1 (0,26 Mmoib) 4-HuTpoOeH3aBI0KCHMA B 15 Mt OeH30M1a Harpesa-
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¢ 6eH3os10M p-Tol4ShON=CHCsH4(NO,-4)-PhH. CuHme3 u cmpoeHue

TM 710 00pa3oBaHMS TOMOTEHHOTO pacTBOPA, IBET KOTOPOTO M3MEHSJICS CO BPEMEHEM Ha JIMMOHHO-
JKEITHIN, MOOABIISIIA 2 MIJI OKTaHA W MEJICHHO KOHIICHTPUPOBAIH 10 o0beMa 3 M (24 9) pu KOMHAT-
Hoii Temnepatype. [lomyunnu 0,15 r (79 %) 61eqHo-kenTrix Kpuctamios 1 ¢ 1. pasn. 115 °C.

Haiineno: C 67,31; H 5,41. C41H39N,0O5Sb. Brruucieno: C 67,44; H 5,35.

UK-crextp, (v, cm): 3067, 3032, 2918, 2864, 1593, 1556, 1506, 1491, 1477, 1391, 1339, 1331,
1312, 1260, 1211, 1188, 1169, 1109, 1059, 984, 920, 885, 841, 795, 752, 694, 679, 635, 582, 569, 548,
536, 486.

OnemenTHeli ananu3 Ha C v H BeImonHeH Ha aieMenTHoM aHamuzatope Carlo Erba CHNS-O EA
1108.

Temneparypa 1aBinenus namepena na npuoope SMP 30 Melting Point.

UK-cnekTp 3anuceiBanu Ha UK-®Oypbe cnekrpomerpe Shimadzu IRAffinity-1S B tadbnerke KBr B
o6acti 4000—400 cv .

Pentrenoctpykrypubliii ananu3 (PCA) kpucranmna 1 mpoBeneH Ha aBTOMAaTHYECKOM YETHIPEX-
kpyxHoM qudpakromerpe D8 QUEST ¢upwmnr Bruker (Mo K -usnyuenue, A = 0,71073 A, rpadurosbiit
MoHoxpomarop). COop, peaakTUpOBaHHE AaHHBIX M YTOYHEHHE MapaMeTPOB AJICMEHTAPHOW SUCHKH, a
TaK)Ke ydeT MOTIONIeHHs MpoBeaeHbI ¢ moMonibio mporpamm SMART u SAINT-Plus [18]. Bee pacuetst
10 OTIPEICIICHHIO  YTOYHEHHIO CTPYKTYP BBITIOJIHEHBI ¢ moMotiibio porpamm SHELXL/PC [19] OLEX2
[20]. CtpykTyphI OIpeeseHbl MPSIMbIM METOZOM U YTOYHEHBI METOJIOM HAUMEHBIIIMX KBAPAaTOB B aHH-
30TPOIHOM TIPHOJIMDKEHUH [UIST HEBOJAOPOIHBIX aToMOB. [lojojkeHHe aToMOB BOAOpOJAa YTOYHSIIN IO
mozenn Haezauuka (U,.,(H) = 1,2U,,(C)). Kpucramiorpadhuueckue 1aHHble W pe3ysbTaThl YTOUHCHHUS
CTPYKTYp NpHBEICHBI B Ta0l. 1, reOMETpUUCCKHE XapaKTEPUCTUKH KOOPANHALMOHHOTO MOJIHA3/Ipa aTo-
Ma CypbMBI — B Ta0II. 2.

2021.T. 14, Ne 3. C. 44-50

Tabnuua 1
Kpucrannorpaduyeckue aaHHbIe, TapamMeTpbl IKCNEPUMEHTA U YTOUHEHUA CTPYKTYpbI 1
ITapametp Coeaunnenne 1
dDopMyna C41H39N203Sb
M 729,49
T,K 293
CuHrOHUS MoHOKIMHHAs
Ip. rpymnma P2,/n
a, A 10,332(4)
b, A 34,482(16)
c, A 10,631(4)
o,° 90,00
B,° 100,172(13)
7,° 90,00
v, A® 3728(3)
Z 4
p(BBIY.), r/em’ 1,300
1, MM L 0,778
F(000) 1496,0
Pasmep kpucramia, MM 0,5 x 0,45 x 0,26
O0mnacTp cOopa AaHHBIX 110 20, rpaj. 6,12—61,36
VHTEepBabl HHACKCOB OTPAKCHU I -14<h<13,-49<k<49 -15<1<15
M3mepeHo oTpaskeHuit 116265
HezaBucumsIx oTpaxkeHui 11360
Rint 0,0479
IlepeMeHHBIX YTOUHEHHUS 428
GOOF 1,250
R-thaxropsr o F? > 20(F2) R; = 0,0585, wR, = 0,1089
R-daktops! 1o BceM OTpaxeHUSIM R, =0,0751, wR, =0,1134
OcrtaroyHast AIEKTPOHHAS UIOTHOCTh
(min/mg;), e/ 1,14/-2,74
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Tabnuua 2
LNuHLI cBA3el U BaneHTHbIE Yribl B coeguHeHnn 1
Crs13b d, A Vron o, Tpajl.
Sb(1)—-0(1) 2,151(2) O(1)Sb(1)C(31) 175,63(11)
Sb(1)—C(21) 2,122(4) CDSh(1)O() 88,50(12)
Sb(1)—C(31) 2,193(3) C(21)Sb(1)C(3L) 92,84(13)
Sb(1)—C(11) 2,126(4) C(21)Sb(1)C(11) 121,85(14)
sb(1)-C(1) 2,115(4) C(11)Sb(1)O() 82,12(12)
N(D)-0(1) 1,364(4) C(L)Sb(1)C(3L) 93,65(14)
N(1)-C(47) 1,275(4) C(1)Sb(1)C(21) 118,62(14)
0(2)-N(2) 1,216(5) C(1)Sb(1)C(11) 118,29(14)
N(2)-0(3) 1,218(5) N(1)O(1)Sh(1) 108,08(19)

ITonabie Ta6HI/IHI>I KOOpaAuHaT aTOMOB, NJIMH CBSI3eM M BaJICHTHBIX YIJIOB ACIIOHHMPOBAHLI B Kewm-
OpumkckoM  OaHKe — cTpyKTypHbIXx  gaHHbix  (Ne  2126491;  deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

O0cy:xaeHue pe3ybTATOB
Haiineno, 9uTo MpoayKTOM peakunu NeHTa(napa-Toni)CypbMbI ¢ 4-HUTPOOESH3aITBIOKCUMOM B OSH-
30J1€ SIBJISICTCSI COJIbBAT 4-HUTPOOCH3aIbIOKCUMATa TeTPa(napa-TONINIT)CypPbMbI ¢ OCH30JI0M:

PhH
p-TolsSb + HON=CHC¢H4(NO,-4) —> p-Tol,SbON=CHCeH4(NO,-4) - PhH + p-TolH
1

CBeTy0-KenThle MPO3padHble KPUCTAIDIB 1 BRIIEISIINCH M3 PEAKIIMOHHOW CMECH B TeueHHue 24 d.
Kpucramist 1 ycToiumBbI K ICWCTBUIO BJIArH U KUCIOPO/a BO3/yXa, PACTBOPHMBI B alleTOHE, apOMaTH-
YECKHX YTIIEBOJOPO/IaX, XJIOpohopMe U THOKCAHE.

ITo nauabiM PCA, B 1 aTOMBI CypbMbl UMEIOT HCKAKCHHYIO TPUTOHAIBHO-OUITMPAMUIAIBHYIO KO-
OPJIMHAIIMIO C aTOMaMd YIJepojaa M KUCIOPOJa B AKCHAIBHBIX MMOJOKCHUAX (CM. PHCYHOK), yroJ
O(1)Sb(1)C(31) cocrasmsier 175,63(11)°, uro momagaeT B MHTEPBAJ 3HAYECHHI aKCHAIBHBIX YTIJIOB B CO-
enunenusx tuna Ary,SbONCRR” (171,31-178,8° [21]). 3HaueHust yIriioB MEXIy aKCHATbHBIMH U KBa-
topuasnbHbiME  cBsizsiMu - C(1)Sh(1)O(1), C(11)Sb(1)O(1), C(21)Shb(1)O(1) (88,34(12), 82,12(12),
88,50(12)°) menbmie 90°, B To Bpems kak yriasl C(1)Sb(1)C(31), C(11)Sb(1)C(31), C(21)Sb(1)C(31)
(94,65(13), 93,65(14), 92,84(13)°) npeBbIIIAIOT 3TO 3HAYEHHE, YTO SIBJSIETCS CIICACTBHEM BBIXO/[a aTOMa
CypbMBI M3 SKBATOpUANIbHOM MockocTd Ha 0,1374 A B cTOpoHY akcHanbHOro aToMa yriepoja. YIiibl
B sKkBaTopuansHoii wiockoctn C(1)Sb(1)C(11), C(1)Sb(1)C(21), C(11)Sb(1)C(21) pars 118,29(14);
118,62(14); 121,9(1)°.

Puc. 1. CtpoeHue conbBata coeguHeHus 1 c 6eH30510M
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Dksatopuaibhbie csasu Sb(1)-C(1), Sb(1)-C(11), Sb(1)-C(21) (2,115(4), 2,126(4), 2,122(4) A)
Kopoude akcuanbHoi cBsazu Sb(1)—C(31) (2,193(3) A). Jnmna ces3u Sb(1)-0(1) (2,151(2) A) Heckoms-
KO BbIILIE CyMMBbI KOBAJIEHTHBIX PadyCcOB yKa3aHHbIX aTomoB (2.14 A [22]).

Paccrosinue N(1)-C(47) B okcumaTHo# rpynmne cocrasnser 1,375(5) A, uro cpaBHMMO ¢ aHamOrKMy-
HBIMH DPAcCTOSIHUSIMH, HaOJIOJIaeMbIMU B JPYI'MX OKCHUMaTax TeTpaapwicypbMmbl [23], mnuHa CBs3M
N(1)-O(1) pasna 1,364(4) A. IlnockocTh HUTPOrPYIIBI HE COBMNAAET C MIOCKOCTHIO GEH30JILHOIO
KOJIbIIA, YTOJ MEXIY COOTBETCTBYIOLIMMH IUIOCKOCTsIMH paBeH 17,42°. Jlnuubl cBszeit N(2)-O(2) u
N(2)-0(3) (1,216(5) u 1,218(5) A) cooTBeTCTBYIOT APOOGHOMY HOPAIKY CBA3M.

CrpykTypHas opranuzanus B kpuctaiie 1 o0ycrnosiena ciaObIMU MEKMOJIEKYISIPHBIMA KOHTAKTa-
vu tuma O H (2,47-2,68 A).

B UK-criektpe coequHeHns 1 HAGTIOIAI0TCS HHTCHCHBHBIE IIOJOCHI IOTIIOMICHHs IpH 486 cM *, OTBe-
YAIOLIMX BAJICHTHBIM KoJeOaHusM cBsizeil Sb—C. Tlonock! mornomenus: BaIeHTHBIX KOJICOaHUH METHIIb-
HBIX TPYI B apUIBHBIX 3aMECTHTENISX PAacIioNoxkeHbl mpu 2918 cM ' (acuMMeTpudHbIe KoneGaHus) 1
npu 2864 cM ' (cuMMeTpudHbIe KoneOaHmHs). XapaKTepHbIe MONOChI BAJICHTHBIX KONEOAHMIT YrIepoIHo-
o CKeJeTa apoMaTH4eCKHX (parMeHTOB UMeIoT Mecto mpu 1506, 1490, 1449 cm . BaneHTHBIM KoJTe-
O6annsam csizeit Ca—H oTBeuaeT mosoca moriomenus cpenneit uHTeHcuBHOCTH pu 3069 CM’l, BHEILIO-
CKOCTHBIM 1e()OpPMAIIMOHHBIM KOJTeOAHMIM 3THX K€ CBs3eH — monockt mpu 841, 795 u 752 em ', mrocko-
CTHBIM Je(OPMALIMOHHBIM KOJIeOaHUIM — T0J10CkI ipu 1059 u 1033 cM L. B UK-cnexTpe npucyTCTBYIOT
TaKKe MOJNOCH! MOMTIONICH)S, XapaKTepH3yIOIue KOIeOaHns cBsi3eil B OKCHMATHOM murane: 1595 cm '
(C=N), 1547 cm* (vas NOy), 1338 cm* (vs NO,), 952 cm ' (N-O). Ormermm, uro B 4-
HUTPOOCH3ATBAOKCHME COOTBETCTBYIOIINE TOJOCH MOTIOMIeHNs Haxoxaarcs mpu 1605, 1537, 1350,
943 cm . MK-criekTp coeauHenns 1 XOpOIIo COracyeTcsi ¢ TUTepPaTypHBIMU JaHHbIME [24—26].

BuiBoabI

YcTaHOBIEHO, YTO B3aMMOJICHCTBHE SKBUMOJIPHBIX KOJIWYECTB IMEHTA(napa-TONUI)CYPbMBI ¢ 4-
HUTPOOEH3AIBIOKCUMOM B O€H30JIe TPUBOANT K OOpa30BaHHUIO COJbBaTa 4-HUTPOOEH3aIbJIOKCHMATa
TeTpa(napa-Tonua)CypbMbl ¢ OEH30JI0M, B KOTOPOM aTOM CypbMbl UMEET MCKKECHHYIO TPUTOHAJIBHO-
OUMUpPaMUIATBHYO KOOPAUHAIIMIO ¢ ATOMOM KHCIIOPOJia B aKCHAJIbHOM ITOJIOKCHHUH.

BaaropapHocTs
Bripaxato npusznarenpHOCTH podeccopy B.B. llapyTuHy 32 peHTT€HOCTPYKTYPHBIN aHAIIN3 KpH-
cTajula coeluHeHus 1 1 moMouIs npu paboTe Hajg CTaTheil.
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MpuwaHuHa E.K. Conbeam 4-Humpo6beH3anbL00KkcuMama mempa(napa-moJsiusi)cypbMbl
¢ 6eH3os10M p-Tol4ShON=CHCsH4(NO,-4)-PhH. CuHme3 u cmpoeHue
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TETRA(PARA-TOLYL)ANTIMONY 4-NITROBENZALDOXIMATE
SOLVATE WITH BENZENE p-Tol,;SbON=CHC¢H,(NO,-4)-PhH.
SYNTHESIS AND STRUCTURE

E.K. Grishanina, eleiza_20@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

The p-Tol,SbON=CHC¢H4(NO,-4)-PhH solvate (1) has been synthesized by inte-
raction of equimolar amounts of penta(para-tolyl)antimony and 4-nitrobenzaldoxime in
benzene, they it has been structurally characterized. according to X-ray diffraction anal-
ysis performed at 293 K on an automatic four-circle diffractometer D8 Quest Bruker
(two-coordinate CCD detector, Mo K, radiation, A = 0.71073 A, graphite monochroma-
tor), crystals 1 [C41H3oN>O3Sh, M 729.85; monoclinic system, space group P2,/n; cell
parameters: a = 10.332(4), b = 34.482(16), ¢ = 10.631(6) A; B = 100.172(13) rpax.;
V =3728(3) A% crystal size 0.5 x 0.45 x 0.26 mm; index ranges —14 <h < 13, 49 < k < 49,
—15 < | < 15; total reflections 116265; independent reflections 11360; R, 0.0479;
GOOF 1.250; R; = 0.0585, wR, = 0.1089; residual electron density 1.14/-2.74 e/Ag],
have a distorted trigonal-bipyramidal coordination with the carbon and oxygen atoms in
axial positions (axial angles are 175.63(11)°). The Sb—O distances are 2.151(2) A,
the Sb—C bond lengths vary within a narrow range of values (2.115(4)-2.193(3) A).
Structural organization in crystals is due to weak intermolecular contacts of the O---H type
2.47-2.68 A. Complete tables of atomic coordinates, bond lengths, and bond angles for
the structures are deposited at the Cambridge Crystallographic Data Center
(No. 2126491, deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk).

Keywords: 4-nitrobenzaldoximes, penta(para-tolyl)antimony, solvate, benzene, te-
tra(para-tolyl)antimony 4-nitrobenzaldoximates, synthesis, structure, X-ray diffraction
analysis.
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