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CUHTE3 U CTPOEHUE COJIbBATA
2,4-ANHUTPOBEH3O0JICYJIb®OHATA TETPA(napa-TOJINN)CYPbMbI
C ALUETOHOM

H.M. Tapacosa
FOxHo-Ypanbckult eocydapcmeeHHbIU yHusepcumem, 2. YensbuHck, Poccusi

BzanMopeiicTBieM SKBHMOJIAPHBIX KOJIHYECTB NEHTA-napa-TOMHICYPbMBI C 2,4-THHUTpPO-
OeH30IICyTE(OHOBON KHUCIOTOW B OCH30JE C MOCISAYIOMEeH NepeKpucTaII3anrueil U3 BOJIHOTO
aIleTOHa IOJIydeH M CTPYKTYPHO OXapaKTEepH30BaH COJBBAT 2,4-THHHUTPOOCH30JICYIb()OHAT TET-
pa(napa-toman)cypbmel ¢ aretoHoM P-Tol,ShOSO,CeH3(NO,)-2,4 - Me,C=0 (1). Tlo naunHBIM
PEHTTEHOCTPYKTYPHOTO aHAIIN3a, NpoBeneHHOTo npu 293 K Ha aBTOMAaTHYECKOM YeTBIPEXKPY K-
HoM mudpakxTomerpe D8 Quest Bruker (nByxkoopaunatasiii CCD- gerexkrop, Mo K,-u3inydeHue,
A =0,71073 A, rpadurossiii Monoxpomatop) kpuctamia 1 [Cs;H3N,0gSSh, M 791,50; cunro-
HUS MOHOKJIMHHaSI, rpymmna CUMMETPHHU C2c; napameTpsbl SYCHKU:
a = 23,232(13), b = 13,522(9), ¢ = 23,812(15) A; p = 102,22(3) rpax.; V = 7311(8) A%; pasmep
kpuctamia 0,4x0,14x0,07 Mmm; WHTepBalibl HHIAEKCOB oTpakeHnit —34 < h < 34, -19 <k <19,
—-35<1<31; Bcero orpaxenuii 111477, He3aBucuMbix oTpaxkenuii 12261; Ry, 0,0870;
GOOF 1,009; R; = 0,0411, wR, = 0,0710; ocrarounas snekTponHas miotHocts 0,37/-0,68 e/A3],
aTOMBI CYpPbMbI HMMEIOT HCKOKEHHYIO TeTpaj’apuueckyto koopauHamnuioo (CShC 99,85(9)-
123,74(9)°), ogHako MPHUCYTCTBYET KOOPIAMHAINS OJHOTO M3 aTOMOB KHCIOPOAA CYIb(OTPYIIIBI
C IHeHTpanbHBIM aTOMOM MeTamna (paccrosuue Sb--O cocraBmser 2,814(4) A), mostomy mpa-
BUJIbHEE CYUTATh KOOPIMHALMIO EHTPATEHOTO aTOMA MeTallla TPHUIOHAIEHO-OMIPaMHUIaTbHOMH
(axcmansubrit yron O(1)Sb(1)C(11) 172,78(8)°, sxBaTopHansHbie yriibl cocTaBisiiorT 123,74(8),
114,60(8), 102,92(8)°). Hmumsl cBszeit Sb—C B 1 u3MeEHSIOTCS B y3KOM HHTEpBaje 3HAUCHHIT
(2,091(2)-2,111(2) A). CrpykTypHast opranuzanus B kpuctajie 1 06ycioBieHa cliabbIMU MEKMO-
nexynspHeIMH KoHTakTamu Tra O H-C 2,25-2,69 A. IMonHble Tabnuisl KOOPAMHAT aTOMOB,
JUIMH CBSI3ei M BaJCHTHBIX YIVIOB JUIs CTPYKTypsl 1 nemonupoBanbl B KemOpumkckoM GaHke
CTpYKTYpHBIX qaHHbIX (Ne 2123785; deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk).

Krouesvie cnosa: 2,4-ounumpobenszoncyio@onosas Kucioma, neHma(napa-moaun)cypbma,
ayemoH, coaveam, 2,4-OuHUMpPOOEH30ACYIbHOHAM — Mempa(napa-moaun)cypomvl, CUHME3,
cmpoenue, penmeeHoCMpPYKMYpPHuIll AHATU3.

Beenenne

K HactosiiieMy BpeMeHH M3BECTHHI JiBeé 0030pHBIE pabOTHI, B KOTOPBIX OMHCAHBI METOABI CHHTE-
3a [1] 1 OCOOCHHOCTH CTPOCHHS apUIBHBIX COeNWHEHHH CyphMbI [2]. V3 BceX OpraHMYecKuX COCIMHEe-
HUHM CypbMBI MEHEE BCETO IPEICTABICHBI €€ CyJIb(OHATHBIE MPOU3BOAHBIE, CPEIU KOTOPBIX CIEAyET
BBIJICTIHTH CYJb(OHATI TeTpaapumicypbMbl ArySbOSO,R, mpenMyIiecTBEHHO MOoTydyaeMble U3 MEHTaa-
puicypbMbl ¥ KUCIOTHI [3—13]. TIpomomkas uccienoBaHust B yKa3aHHOM HAIPaBIICHUU B HACTOSIIEH
paboTe oNMCcaHbl CHHTE3 U KPHCTAIUINYECKOE CTPOCHUE COJIbBaTa 2,4-TUHUTPOOCH30ICYIb(oHATA TET-
pa(napa-Tonuin)CypbMBI C aLlETOHOM.

IKcNnepUMeHTAIBLHAS YaCTh

CunTte3 coabBara 2,4-THHUTPOOEH30JICY/Ib(]oOHATA TeTpa(napa-TOJNI)CYPbMbl ¢ alleTOHOM
(1). K pactopy 0,073 r (0,13 Mmoib) neHTa-napa-romuicypbmsl B 10 M 6ensona npubasisum 0,032 r
(0,13 mmoub) 2,5-TMHUTPOOCH30JICYIL(OHOBONM KUCIIOTHI M HArpeBajid 10 00pa30BaHUs MPO3PAYHOIO
pactBopa, 4yepe3 24 4 pacTBOPHUTENb HCIAPSUIA IIPH KOMHATHOW TEMIIepaType, OCTaTOK MepeKPHCTAILIN-
30BBIBaIM M3 cMecu Boja —aueroH 10:2. [Tomyumm 0,065 r (68 %) npo3payHbIX OECIBETHBIX KPUCTAII-
noB 1 ¢ 1. pasn. 88 °C. Haiineno: C 56,02; H 4,72; C37H37N,0gSSbh. Brruncneno: C 56,10; H 4,67.

OnementHbiii ananu3 Ha C u H BeImosiHeH Ha 3nementHoM aHanu3atope Carlo Erba CHNS-O EA
1108.

UK-crextp, (v, M ): 3101, 3047, 2918, 1707, 1593, 1548, 1525, 1497, 1396, 1352, 1263, 1213,
1188, 1112, 1068, 1028, 902, 806, 800, 748, 740, 663, 632, 584, 565, 551, 532, 482, 466, 420.
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Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

UK-cnektp coenunenus 1 zanmceiBanm Ha UK-®Dypbe cnekrpomerpe Shimadzu IR Affinity-1S
B Taberke KBr B o6mact 4000—400 cm .

Pentrenocrpykrypubiii ananu3 (PCA) kpucramia 1 npoBelieH Ha aBTOMAaTHYECKOM YETBIPEX-
kpyxHoM qudpakromerpe D8 QUEST dupmer Bruker (Mo K -u3mydenne, A = 0,71073 A, rpadurossiit
MoHoxpomartop). COop, peakTUpOBaHKHE JaHHBIX M YyTOYHECHHE MapaMETPOB DJICMEHTAPHOM SYCHKH, a
TAK)KE y4eT MOTJIONIEH s MpoBeaeHbI ¢ momMotipio mporpamm SMART u SAINT-Plus [14]. Bee pacueTst
[0 OMpEETICHHUI0O M YTOYHEHHIO CTPYKTYPhI BBIMOJHEHBI ¢ momoripio mporpamm SHELXL/PC [15],
OLEX2 [16]. CtpykTypa omnpe/eicHa IpsIMbIM METOJIOM M YTOUHEHA METOJIOM HaUMEHBIINX KBaJIPaTOB
B aHH30TPOITHOM HPHOIMKEHHH VT HEBOJAOPOIHBIX aTOMOB. [10JI0KeHHE aTOMOB BOIOPO/Ia YTOUHSITH

no monenu HaezaHuka (U,;0(H) = 1,2U,,,(C)). Kpucramnorpadudeckue naHHbie U pe3yabTaThl yTOYHE-

HUSI CTPYKTYPBI IIPUBEACHBI B Ta0JI. 1, OCHOBHBIE JUIMHBI CBSI3€H U BaJICHTHBIC YIJIbI — B TA0M. 2.

Ta6bnuua 1
Kpuctannorpaduyeckue AaHHble, NapameTpbl IKCNePUMEHTa U YTOUHEHUA CTPYKTYpbI 1
[TapameTtp CoenuHenue 1
Dopmya C37H37N,04SSh
M 791,50
T,K 293
CuHroHus MoHoKIMHHAs
Ip. rpynmna C2lc
a, A 23,232(13)
b, A 13,522(9)
c, A 23,812(15)
o,’ 90,00
B,° 102,22(3)
7,° 90,00
Vv, A3 7311(8)
Z 8
p(BBIY.), r/em® 1,438
1, MM 0,864
F(000) 3232,0
Pasmep kpucranna, MM 0,4 x 0,14 x 0,07
Ob6nacts cOopa TaHHBIX 1O 260, Tpaj. 6-63,34
HHTepBaibl HHACKCOB OTPAXKCHU N -34<h<34,-19<k<19,-35<1<31
M3mepeHo oTpakeHui 111477
HezaBuCUMBIX 0TpaXkeHHI 12261
Rint 0,0870
[lepeMeHHBIX YTOUHCHHUS 448
GOOF 1,009
R-daxropsi o F2 > 26(F?) R; = 0,0411, wR, = 0,0710
R-(haxTops! 10 BceM OTpaskeHUSIM R; = 10,0998, wR, = 0,0841
OcraTto4Hast SIeKTPOHHAs TUNIOTHOCTH (min/max), e/A’ 0,37/-0,68
Tabnuua 2
OnvHbI CBSI3eN M BaneHTHbIe Yribl B coegnHenun 1
CBs13b d, A Vroxa o, Tpaj.
Sb(1)-C(31) 2,100(2) O(D)Sb(1)C(11) 172,78(8)
Sb(1)-C(21) 2,091(2) C(21)Sh(1)C(31) 123,74(8)
Sh(1)-C(11) 2,111(2) C(21)sSh(1)C(11) 102,92(8)
Sh(1)-C(1) 2,095(2) C(21)Sh(1)C(1) 107,81(9)
Sb(1)---O(1) 2,814(4) C(1)Sb(1)C(31) 114,60(8)
S(1)-0(1) 1,4488(17) C(1)Sb(1)C(11) 105,21(10)
S(1)-0(3) 1,4360(18) O(1)S(1)C(41) 105,01(10)
S(1)-0(2) 1,4380(18) O(3)S(1)O(1) 113,53(11)
S(1)-C@41) 1,799(2) 0(3)S(1)O(2) 114,17(11)
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Tapacoea H.M. CuHme3 u cmpoeHue conbeama 2,4-duHumpobeH3osncynbghoHama
mempa(napa-monus)cypbMbi C a4emoHoM

[TostHbIe TaGIUIBI KOOPJAUHAT ATOMOB, JUTMH CBS3€H W BAJCHTHBIX YIIIOB JIEMOHUPOBaHbI B Kem-
OpUIDKCKOM ~ OaHKe  CTPYKTYPHBIX  maHHBIX  (No 2123785; deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

O0cy:xk1eHue pe3ybTATOB

Hafineno, 4TO  TPOAYKTOM  peakuuu  NeHTA(napa-TONMUI)CYpPbMBI ¢ 2,4-TUHHUTPO-
OCH30JCYIb(OHOBOM KHUCIOTOW B OeH3oye sBisercs 2,4-muHuUTpoOeH30icynbdoHaT TeTpa(napa-
TOJTUIT)CYPbMBI, KOTOPBIA BBIICISUTA U3 PEAKIIMOHHOW CMECH IMOCJe TEePEKPUCTAILTH3AINN U3 BOJTHOTO
arieToHa B Bue comsBara P-T01,SbOSO,CsH3(NO,)-2,4 - Me,C=0 (1):

p'T0|5Sb + HOSOQC@Hg(NOz)-Z,“- —> p-TOIn,SbOSOngHg(NOg)-2,4 : MeZCZO
1

BecuBerHble mpo3padnble KpUCTAIIIBI 1 yCTOWYMBBI K IEHCTBHIO BIard M KHCIOPOAA BO3/IyXa, pac-
TBOPUMBI B alleTOHE, apOMAaTHUECKUX YIIeBOJOpoaax, xjaopodopme u nuokcane. B MK-cnektpe cyinb-
¢doHaTa 1 TpUCYTCTBYIOT XapakTepHble IS cyibdomnpon3BonHbix monoca R-SO,-OR rpynmel npu
1188 cM ' u ouenpb cupHas monoca S=O rpymmbl mpu 1213 cM . Psii HHTEHCHBHBIX CHTHAJIOB B HHTEp-
Bae 1352-1593 cM ' oTHOCHTCS K KoneGanusM HUTpo-rpym [17]. TTomockl BaleHTHBIX KoseGamuii Sh-
O u Sb-C csi3eit pacronararorcst mpu 420 cm 1 482 cM * cooTBeTcTBEHHO [18].

ITo mamabiM PCA, aTOMBI CypbMbI MMEIOT UCKKEHHYIO TETpadapuyeckyio koopaunanuio (CShC
99,85(9)°—123,74(9)°), ogHako MPUCYTCTBHE KOOPIMHAIMK aTOMa KUCIOPOAa CYJb(OTPYIIILI C ICH-
TpanbHBIM aToMOM MeTanna (paccrosuue Shb-+O cocrasnser 2,814(4) A, uto 3HaumtenbHO Gomnble
CYMMBI KOBAaJIEHTHBIX pPaJHycOB yKa3aHHEIX aToMoB (2,14 A [19]), HO MeHbIIEe CyMMBI BaH-IEp-
BaaIbCOBBIX paauycos (3,7 A [20]), npeanonaraer cunTaTh KOOPIMHAIMIO LEHTPAIBLHOTO aTOMA MeTaJl-
Jla TPUrOHaIbHO-OMNHMpaMunaibHOil (akcuanbhbiid yron O(1)Sb(1)C(11) 172,78(8)°, sxBaropuasibHbIe
yritel coctaBisiioT 123,74(8)°, 114,60(8)°, 102,92(8)°) (puc. 1).

Puc. 1. CtpoeHune coeguHeHus 1

leomeTpus 2,4-TMHATPOOCH30JICYIH(OHATHOTO JIMTAH/A OMPEICISETCS B TOM YHCIE HATHYUEM
xopoTtkoro kontakTa O(3)--0(5) (2,85 A, npu cymme BaH-1ep-BaanbcoBeIX pamuycos 3,02 A [20]), xo-
TOPEIH, B CBOIO OYepellb, MPEIATCTBYET 00Jiee TECHOH KOOPIUHAIIMK JIUTaH/Ia C aTOMOM CypbMBI. Pac-
crosans Sb—C B 1 M3MeHSIOTCA B Y3KOM MHTepBaje 3HaueHnmid (2,091(2)-2,111(2) A), mmuHbl cBs3eit
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Xnmusa dNieMeHToOopraHn4YeCKnux coeaumn HEeHUHn

S-O B cymbhoHaTHBIX rpynmax 1 BapeupyroT B unTepsane 1,4360(18)—1,4488(17) A, uro cpaBHMMO
C aHAJIOTUYHBIMU PACCTOSIHUSIMH, HAOJIOJJAEMbIMUA B CYJIb()OHATHBIX TMPOU3BOIHBIX CYPbMBI HWHOTO
ctpoenust [21-27]. Kpucranmudeckas siaeika cOIEepKUT BOCEMb MOJIEKyN cynbhonara 1, pacnonoxen-
HBIX B €€ 00beMe, 1 BOCEMb MOJIEKYJI CObBATHOTO PACTBOPHTEIIS, PACTIONATAIOIINXCS TAPaMH MEXKIY MO-
JICKyJIaMU coeTuHeHus 1 v 00pa3yromux cBoeoOpa3HbIe KaHAIBI B KPHCTAIUTMYECKON penieTke (puc. 2).

Puc. 2. Bug kpuctannuyeckon pewleTku cynbcoHaTa 1 Baonb ocu b

CrpykTypHas opranuzanusi kpucrtamia 1 gopmupyercs 3a cueT ciabblX MEKXMOJIEKYISIPHBIX KOH-
taktoB Tuna OH-C 2,25-2,69 A, a Takxke m-cTeKMHr-3((eKTa mapajienbHo PacroNokKeHHBIX TO-
JHUJIBHBIX 3aMECTHTEIICH M HUTPOOSH30IBHBIX KOJIe CyIb()OHATHBIX JIUTaHIOB.

BriBoabl

YcTaHOBNIEHO, YTO B3aUMOJCHCTBHE YKBUMOJISPHBIX KOJIUYECTB MEHTA(1apa-TOIUI)CypbMbI C 2,4-
TUHUTPOOEH30JICYTH(OHOBOM KHCIOTOW B O€H30lle TPUBOAUT K 00pa3oBaHHi0 2,4-THHUTPO-
OeH3oJcynb(poHaTa TeTpa(1apa-TOIWIT)CYPbMBbI, KOTOPBIM TOCIE MEPEKPUCTAIUTH3AIUH 13 BOJTHOTO ale-
TOHA BbIeNeH B Buge comsBata P-T01,ShOSO,CsH3(NO,)-2,4- Me,C=0 ¢  TpuroHamsHO-
OunupaMuAaNbHON KOOPAMHALIMEH LEHTPaIbHOTO aToMa MeTajlla, KOOPIMHUPOBAHHBIN OJHUM U3 aTo-
MOB KHCJIOPOJIa CYJIb()OHATHOM IPYTIIIBL.
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SYNTHESIS AND STRUCTURE OF THE ACETONE SOLVATE
OF TETRA(para-TOLYL)ANTIMONY 2,4-
DINITROBENZENESULFONATE

N.M. Tarasova, tarasovanm@susu.ru
South Ural State University, Chelyabinsk, Russian Federation

By the interaction of equimolar amounts of penta-para-tolylantimony with 24-
dinitrobenzenesulfonic acid in benzene, followed by recrystallization from aqueous acetone,
the tetra-(para-tolyl)antimony 2,4-dinitrobenzenesulfonate acetone solvate
Tol,ShOSO,CsH3(NO,),-2.4 - Me,C=0 (1) was obtained and structurally characterized. Accord-
ing to X-ray diffraction analysis of crystal 1 [Cs;H37N,0gSSh, M 791.50; monoclinic syngony,
space group C2/c; cell parameters: a=23.232(13), b = 13.522(9), ¢ = 23.812(15) A;
B = 102.22(3) degrees.; V = 7311(8) A%; crystal size 0.4 x 0.14 x 0.07 mm; reflection index inter-
vals —-34 <h <34, -19 <k <19, -35 <1 < 31; total reflections 111477; independent reflections
12261; R;y 0.0870; GOOF 1.009; R; = 0.0411, wR, = 0.0710; residual electron density 0.37/—
0.68 ¢/A®] performed by an automatic four-circle D8 Quest Bruker diffractometer (MoK, radia-
tion, . = 0.71073 A, graphite monochromator) at 293 K, the antimony atoms have a distorted te-
trahedral coordination (the CSbC angles are 99.85(9)°— 123.74(9)°). However, due to the coordi-
nation of one of the sulfo group oxygen atoms with the central metal atom (the Sb---O distance is
2.814(4) A) it is more correct to consider the coordination of the central metal atom as trigonal-
bipyramidal (axial angle O(1)Sb(1)C(11) 172.78(8)°, the equatorial angles are 123.74(8),
114.60(8), 102.92(8)°). The Sb—C bond lengths in compound 1 vary in a narrow interval
(2.091(2)-2.111(2) A). The structural organization in crystal 1 is caused by weak intermolecular
contacts of the O-"H-C type, 2.25-2.69 A. Complete tables of coordinates of atoms, bond
lengths and valence angles for structure 1 are deposited at the Cambridge Structural Data Bank
(No. 2123785; deposit@ccdc.cam.ac.uk; http: //www.ccdc.cam.ac.uk).

Keywords: 2,4-dinitrobenzenesulfonic acid, penta(para-tolyl)antimony, acetone solvate, te-
tra(para-tolyl)antimony 2,4-dinitrobenzenesulfonate, synthesis, structure, X-ray diffraction
analysis.
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