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OCOBEHHOCTU CTPOEHUA NEHTA®EHUIICYPbMBbI,
NEHTA(/TAPA-TOJNIUI)CYPbMbI U UX COJIbBATOB
C OPrAHUYECKUMU PACTBOPUTENAMMU

B.B. lWlapymuH, M.C. Nono8uH
FOxHo-Yparnbckuli eocydapcmeeHHbIl yHuUsepcumem, e. YensbuHck, Poccus

MeTo oM PEeHTIeHOCTPYKTYPHOIO aHAllu3a OMpPEJCICHO CTPOSHHE MeHTA(EHUICYPbMBI,
neHTa(napa-ToNuin)CypbMbl U UX COJBBATOB C OCH30JI0M, JAUOKCAHOM, TeTparuiApodypaHoM u
KcuoioM. 1o MaHHBIM PEHTTEHOCTPYKTYPHOIO aHaju3a, npoBeaeHHoro mpu 293 K Ha aBToMa-
TUYECKOM UYeTHIpeXKpykHOM nudppakromerpe D8 Quest Bruker (nByxkoopaunatasrii CCD — ne-
textop, Mo K -m3nyuenne, A = 0,71073 A, rpaduroBslii MOHOXPOMATOp) B KPUCTAJNAX MEHTA-
¢denmncypsmst PhsSh (1) [CaoHasSh, M 507,25; curronust TpuKiInHHAsL, Tpyna cumMMeTpuu P-1;
napametpsl sueiikim: a = 10,286(3), b = 10,510(4), ¢ = 13,590(4) A; a = 68,29(2)°,
B =79,364(14)°, y = 61,272(12)°; V = 1196,9(7) Az 2 pasmep kpuctamia 0,5x0,38x0,29 mm;
MHTEPBANIBI HHIEKCOB oTpaskeHnil —21 < h < 21, -21 <k < 21, -28 <1< 28; Bcero orpakeHuii
177843; nezaBucumbix otpakenuit 22858; Ri,; 0,0446; GOOF 1,067; R; = 0,0440, wR, = 0,0848;
0CTATOYHas! YIIeKTPOHHast mIoTHOCTH 1,09/-0,86 ¢/A%, conbBata neHTadeHUICYpPbMBI ¢ GEH30I0M
PhsSb-0,5PhH (2) [CesHseSh,, M 1092,61; cuHronust TpuKIMHHAS, Tpymna caumMmeTpun P-1; ma-
pamerpsl sueiikm: a = 13,165(11), b = 14,394(16), ¢ = 15,193(13) A; o = 90,22(3)°,
B =113,71(2)°, y = 94,23(5)°; V = 2627(4) Az 2 pasmep kpucramia 0,49x0,38%0,33 mm; uH-
TepBajbl MHAEKCOB oTpaxkeHmit —16 < h < 16, —18 < k < 18, —19 <1< 19; Bcero oTpaxeHuit
61668; HesaBucumbix otpaxenuid 11757; Ri 0,0395; GOOF 1,022; R; = 0,0270, wR, = 0,0585;
OCTaTOYHAs AIIEKTPOHHAs IIOTHOCTH 0,43/-0,63 /A%, comppara neHTadeHIICYPBMBI C JTHOKCa-
HoM PhsSh-0,5C4HgO; (3) [C32H290Sh, M 551,30; cuHrOHUSI TPUKIMHHAS, TPpyIIa cumMmMmeTpun P—1;
napamerpsl sueiikn: a = 10,451(5), b = 10,462(4), ¢ = 13,323(5) A; o = 75,647(11)°,
B = 69,648(19)°, y = 86,300(19)°; V = 1322,8(9) A% Z 2; pasmep kpuctamia 0,43 x 0,35 x 0,27 Mm;
MHTEPBAIIbI MHJIEKCOB oTpakeHnil —18 < h < 18, —18 < k < 18, —23 <1< 23; Bcero orpaxeHuit
99009; nezaBucumbIx otpaxennit 15054; R; 0,0505; GOOF 1,036; R; = 0,0554, wR, = 0,1038;
OCTaTOYHas MEKTPOoHHas ioTHocTh 1,04/-0,58 ¢/A®, menra(napa-romam)cypsmsr p-TolsSh (4)
[CasH3sSh, M 577,38; cuHroHuss MOHOKJIMHHAS, TPyIa CAMMETpUr P2;/N; mapameTpsl sYeiKu:
a= 14,472(6), b = 12,084(7), ¢ = 17,009(6) A; p = 102,934(14)°; V = 2899(2) A%, Z 4; pasmep
kpuctamia 0,38x0,26x0,24 MM; HHTEpBasbl HHAECKCOB oTpakeHnit —19 < h <19, —16 < k < 16,
—22<1<22; Bcero orpaxenuii 106229; wnezaBucumbix otpaxkenuit 7238; Rj 0,0296;
GOOF 1,081; R; = 0,0239, wR, = 0,0548; ocratounas 3iekrponHas mwiotHocts 0,59/-0,69 e/AS,
[MosnHble TaOMUIBI KOOPJMHAT aTOMOB, JUIMH CBSI3€i W BAaJCHTHBIX YIJIOB JUIS CTPYKTYpPBI JETo-
HUpoBaHbl B KeMmOpukckoMm GaHke CTpYKTypHBIX maHHBIX (Ne 2124594 (1), 2121835 (2),
2124972 (3), 2124962 (4); deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk).

Kniouegvle cnosa: nenmagenuncypbma, neHma(napa-moaun)cypovma, coivbeam, 6eH3ou, ou-
OKCaHn, cmpoeHue, peHmeeHoCMpPyKmypHoLL AHAU3.

Beenenne

CrpoeHre TIeHTaapUIIBHBIX COEIMHEHHUM CyphMBI 0011el hopmyist PhsSbh panee uzyuanocs B [1-6],
OJIHAKO B HACTOsIIIIEH paboTe yaaaoCch YTOUYHUTh CTPOCHHE MeHTadeHUICYphMbI (1) U BIIEpBBIE ONpee-
JUTH CTPYKTYPHI €€ CONbBAaTOB ¢ OeH30J0M (2) u auokcanoM (3). He MeHee BaXXHBIM COEIMHEHUEM B
XMMUH TIEHTaapUIbHBIX IPOU3BOAHBIX CYPbMBI SIBISETCS MEHTA(1apa-TONUI)CypbMa U €€ IPOU3BOJHEIE,
0COOCHHOCTH CTPOEHHA KOTOPHIX 00cykaanuce B [7, 8]. OO HCIONb30BaHNH MTEHTAAPUIICYPbMBI B JJIe-
MEHTOOPTaHMYECKOM CHHTE3e coo0IIanock B [9].

Monekynbl BceX CTPYKTYpHO OXapaKTepPH30BaHHBIX K HACTOSILEMY BPEMEHU COCIMHEHUH MSATHKO-
OPIMHUPOBAHHON CYpbMBI MMEIOT TPUTOHAIRHO-OMITUpAMHUAAIbHYI0 KOHOUrypanuo. VckimodeHnem
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ABJIsIeTCSl TeHTa)eHUICYpbMa, MOJIEKyJla KOTOPOi 00JaiaeT CTPYKTYpPOH MCKa)KeHHOW KBaJIpaTHOW M-
paMuzbl (Hao0 OTMETUTh, YTO 10 CHX IOP 3TO OJWH W3 HEMHOTHX MPUMEPOB JAJSl COCAMHEHHUH JIeMEeH-
TOB 15 rpymnmsl). PeHTreHOCTpyKTYpHBIE MccaeaoBaHus nenTtadeHmIcypbsMal (1) ObITH mpoBeneHsI He-
CKOJIbKO pa3 [3, 4, 6]. CoriacHo MoJy4eHHBIM JaHHBIM, B MojieKyie 1 paccrosaus Sb—C u3meHsroTcs B
unTepBanax 2,05-2,23 A [3], 2,128-2,225 A [4] u 2,208-2,212 A [6], npu 3TOM aKkcuanbHas CBS3b
(2,05 A [3], 2,128 A [4], 2,129 A [6]) 3HaunTensHO KOpoUe SKBAaTOPHANBHBIX (2,12-2,23 A [3], 2,202—
2,225 A [4], 2,208-2,212 A [6]). Banentnrie yraer CSbC B 5KBaTOpHATBHOM MIOCKOCTH KBAAPATHOM
nupaMuel 6usku Kk 90° (84-91° [3], 86,7-88,6° [4] u 86,80-88,91° [6]), ux cymmsl paBHbl 350, 351,5
u 351,42° cOOTBETCTBEHHO. YTJBI MEXKIY aKCHAIBHBIM M IKBAaTOPUAILHBIMH aTOMaMH yIJIepoAa Co-
craBistioT 95-109° [3], 96,4-106,0° [4], 96,47—105,64° [6] 1 3HAYUTENBHO OTIMYAIOTCSA OT TEOPETHYE-
CKOTO 3HA4YeHHS, YTO CBUACTEIHCTBYET 00 MCKAXEHHH KBaJPATHON MUPAMHUIBI B CTOPOHY TPUTOHATH-
HOW OmmupamMuabl. Eciu ke mpuHATH 32 OCHOBY KOH(HUTYpauy MOJEKyNIsl 1 TpUTOHANBHYIO OHWIHpa-
MUy, TO €¢ UCKaKEHUE OT «uaeana» OyneT Oojiee 3aMETHBIM: aKCHABHBIA M SKBATOPUAIBHBIE YIIIbI
OynyTr umeth 3Hauenus 163; 104; 109; 147° [3]; 164,0; 104,8; 106,0; 149,2° [4] u 164,26; 104,04;
105,64; 150,31° [6], uTo cuibHO OTiIHMYaeTcs OT TeopeTudeckux yrinoB 180 u 120° TpuronansHOMN OHIH-
pamunpl. PacdeTsl mo MeTony, mpeaiokeHHOMY B pabote [10], moka3siBatoT, YTO BKJIAA TPUTOHAIBHO-
OunupaMuAanbHOW CTPYKTYpHl B Monekyse 1 coctasmsier 26,7 % [3] u 24,7 % [4]. IIpubnusutensHas
cummeTpus Molnekynsl 1 Cyp,, BMecTO uneanbHoi Cyy, KOTOPOH XapaKTepu3yeTcs KBaJlpaTHas MUpaMua,
410 mposiBisieTcs B pasnndun yriioB C,,SbC,: mBa u3 Hux mensine 100°, a qea — 6omabmie 100°; cymie-
CTBEHHO DPAa3NYAIOTCA TAKXKE «IMAarOHAIBHBIE» YTIBI B DKBATOPHAIBHOW TuTOCKOCTH. IImockoctu de-
HUJIBHBIX KOJIEL] IOBEPHYTHl OTHOCUTENBHO SKBATOPUAIBHOM INIOCKOCTU IPUMEPHO Ha 25, 27, 66 u 69°.

BepositTHO, KOH(HTrypalusi MCKa)KEHHOW KBaJpPAaTHOW MHUPAMUABI TMONy4YaeT MPEHMYLIECTBO IO
CPaBHEHHIO ¢ KOH(PHUTYpaluel TPUTrOHAIBHOW OMMUpaMUIbl B KPUCTaJUIe cCoeAMHEHHs 1 B pesynbrare
COBOKYITHOTO JIEHCTBHSI MEXMOJIEKYISIPHBIX U BHYTPUMOJIEKYSpHBIX cuil. Tak, B pabote [11] obcyxna-
€TCs POJIb KYJIOHOBCKMX B3aHMOJCHCTBHUI B OOBSICHEHUH «aHOMAaJIbHOM» CTPYKTYpPHI MeHTad)eHIICYPb-
Mbl. OiHaKo aBTOpPHI [12] HA OCHOBAaHWU JAHHBIX CHEKTPAIBHBIX METOIOB MCCIEAOBAHUS YCTAHOBHIIH,
YTO W TPHU PACTBOPEHHH TNEHTA()EHWICYPEMBI B JUXJIOPMETaHE WM TUOPOMMETaHE KBaJlPaTHO-
MUpaMUIalIbHAsT KOOPIUHAIMS [IEHTPAIBHOTO aToMa B MOJIEKyJe coxpaHsercs. [loaromy MoXHO mona-
rath, 9To dPQPEKTH KPUCTAJUINIECKON YITAKOBKM HE OKAa3bIBAIOT PEIIAOIIETO BIUSHUS HA BHIOOD BO3-
MOKHOU CTPYKTYpHI ITPH (POPMHUPOBAHUHN TIOJUI/IPA BOKPYT IEHTPATHLHOTO aTOMa B IeHTa(eHUICyphME.

VYxke oTMedanoch, 4To KOH(GUTYpalus TPUTOHAIIEHON OUITHPaMHU/IBI SHEPTETHYECKA HEHaMHOTO 00-
Jiee TIPEANOYTHTENbHA, YeM KOHQHTYpalus KBaapaTHOH nrupamMuasl. [1o3TOMy HEyIUBUTEIBHO, YTO Ka-
Kre-i00 akTophl MOTYT B ONpPENEIEHHBIX CITydasX MPUBECTH K TOMY, YTO CTPYKTYpa KBaJIpaTHOU IMH-
pamuzabl OyaeT rpeodiaaaTh Hal TPUTOHATBHON Oummupamumoil. s TsDKebIX 3JIeMEHTOB ¢ 00BEMHON
BaJICHTHOM 000IJI0YKOH, T/Ie B3aUMOIEHCTBHE MEXKY aKCHAIbHBIMU M YKBATOPUAILHBIMU TTapaMH CPaB-
HUTEJIBHO HEBEIUKO, PAa3HHIIA B DHEPTUH MEXKAY albTEPHATHBHBIMU CTPYKTYPaMHU CTAHOBHUTCS MPEHEO-
peskuMo Majioi. B kpucramnoconbBate ¢ nukiorekcanom PhsSb - 0,5 cyclo-CgHi, mMomexyna menrade-
HUJICYPBbMBI XapaKTEPHU3yeTCsl TPUTOHALHO-OUTIpaMHIAIEHON CTPYKTYpOii [5]. ABTOPBHI IPU 3TOM OT-
MEYaIOT OTCYTCTBHE KOHTAKTOB MOJIEKYJIbI [IUKJIOTE€KCaHa C MOJIEKYJIaMH TIEHTaEeHUICYpbMBI, CIIOCO0-
HBIX M3MEHUTH KOOPJIWHAIMIO IEHTPaJIbHOro0 aromMa. [lomdyepKkuBaeTcsi CpaBHUTENBHO JIETKas MOTeps
KpPHUCTAIIIOM MOJIEKYJ IUKIOTekcana. [Ipennonaraercsi, 4T0 Ha KOHEYHOM dTare SKCIIEPUMEHTa COJIep-
JKaHWE IMKJIOTEKCaHa B KPUCTAJUIE COCTaBHJIO MPUONMM3UTENBbHO 85 % OT McxoAHoro. TpuroHaibHO-
OunupaMuAaNbHOE CTPOCHUE UMEET M MOJIEKYJIa TIEHTaQEeHMWICYPbMBI B €€ KPUCTAIIOCOIbBATE C TeTpa-
ruapodypanom PhsSb - 0,5 C4HgO [6].

Pe3yabTaThl U UX 00CY:KIEHHE

OOHapyXeHO, YTO TEePEeKPUCTAIIH3aLUs NeHTaQEeHHICYpbMbl U3 alETOHUTPHIIA HE COIMPOBOXKIIA-
Jach BCTPaMBaHUEM €TI0 MOJISKYJI B KPUCTAILIMYECKYIO penreTky. Onpezenenue cTpykrypsl 1 B mabopa-
topuu FOYpI'Y nposenero ¢ 6osnpiieit ToanocThio (R = 4,46 %), uem panee B pabotax [1-6].

B 10 ke BpeMs OKa3aHo, YTO KPHCTA/UTU3AIUs NeHTa()eHUICYphbMbI M3 O€H30J1a U THOKCaHa MpPH-
BeJla K 00pa3oBaHHUIO CONBBATOB IMeHTadeHmICYpbMbl ¢ Genzonom PhsSb - 0,5 CgHs (2) u nuoxcanom
PhsSb - 0,5 C4HgO; (3) coOTBETCTBEHHO, HMEIONIUX TPUTOHAIBHO-OHIIMPaMUIaIBHOE CTpoeHHE. Temiie-
paTypbl pasyioKEeHUS] COJMBBATOB 2 U 3 3HAYUTEIBHO HIDKE TEMITEpaTyphl TUIABJICHUS YMCTON meHTade-
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HWJICYPBMBI, YTO HOATBEPXKIACT MOTEPIO KPUCTAIUIAMH COJIbBATOB MOJICKYJ OCH30J1a U JIMOKCaHA COOT-
BETCTBEHHO.

[TokazaHo, 4To B Kpuctaiuie 2 (puc. 1) MPUCYTCTBYIOT JIBE KPHCTALIOrpaduuecKy He3aBUCHMBIC
MOJICKYJIbI TIeHTaheHWICYPbMBI (A 1 B), reoMmeTprdeckue XxapakTepiuCTHKH KOTOPBIX [paccrosHus Sb—C
(2,129(3)-2,228(3) A), akcuanbuelii Banentneiit yron CShC (178,41(9)°), sxBaTopHaabHble BaJeHTHBIE
yrisl CSbC (119,23(10)°; 119,60(12)°; 121,17(10)°), ux cymma 360° mis MONeKyabl A U COOTBETCT-
senno 2,131(3)-2,146(3) A; 179,50(9)°; 118,53(10)°-121,58(11)°; 359,99° nns monexynsl B] mpakTu-
YECKH HE OTJIMYAIOTCS OT HAaOJII0JaEMbIX B COJIbBAaTaX MeHTapeHWICYPbMBI C IIMKIOreKcaHoM [5] u TeTpa-
ruapodypanom [6].

Puc. 1. CTtpoeHue coeguHeHus 2
(MoneKkynbl conbBaTHOro 6eH305a u aTomMmbl Bogopoaa He NoKa3aHbl)

B comspare 3 (puc. 2) paccrosuus Sb-C cocrasmsior 2,143(2)-2,244(2) A (uto Heckonbko Gombie
CyMMBI KOBAJIGHTHBIX PajldycOB aToMOB-IapTHepoB (2,14 A [13]), akcuanbhblii BanenTHsli yron CSbC u
sKBaTOpuaibHbie BasieHTHBbIE Yriibl CSbC pasubl 179,68(8)° u 118,55(0)°; 120,66(9)°; 120,79(0)° coot-
BETCTBEHHO, IIPH CyMMe 3KBaTopHaibHbIX yriioB CSbC 360°. Otmerum, 4TO B KpUCTaie 3 HE HaOmoaa-
IOTCSI 3HAUUTENbHBIE MEXMOJIEKYJISIPHbIE W BHYTPHUMOJCKYJISPHBIE KOHTAKTBI, OJHAKO PACCTOSHUS
C(44)-H(24) (2,8 A) HeckonbKko MeHbIe CyMMbI BaH-[€p-BaajibCOBBIX PaHNyCOB YKA3aHHBIX aToMOB (2,9
A [14]), 4To CBUIETENBECTBYET O HAJIMYHMH TaK HA3BIBAEMBIX «OTIOPHBIX» KOHTAKTOB B KPHCTAJLIE.

€D c@

o(1) o(1)

o o

Puc. 2. CtpoeHue coeamHeHus 3 (aTomMmbl Bogopoaa He nokasaHbl)
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Untepsans! i ceszeit Sh-C 2,130(3)-2,244(2) A B conbBatax 2 U 3 HECKONBKO BbIIIIE aHANOIUY-
HBIX PACCTOSIHHUI B MOJIEKynax Tpu(eHuacypsMsl (~2,143 A [15]), Tpu-n-tomuncypsmer (~2,143 A [16]) u
mpuc(4-N,N-mumerunamunodenmn)cypsmsr  (~2,140 A [17], mpuc(5-6pom-2-MeToOKCH(EHHIT)CyphMBI
(~2,160 A) [18] u mpuc(2-meroxcu,5-xnophennm)cypsmsl (~2,169 A) [19].

Takum oOpazoM, onpenesronuM (HakTopoM B BEIOOPE MOJEKYJIaMU KOOPIUHAIMOHHBIX ITOJIUDI-
POB SIBIISICTCS SHEPTHsI PEHICTKH KPUCTANIA, M JOCTaTOYHO HEOOIBIINX M3MEHEHHUH YIaKOBKH MOJIEKYI
B KpHCTaJUIe AJISl OCYIIECTBIICHHsI MEpexoa KBaApaTHO-MHpaMHUIAIbHONH KOH(UTYpallud B TPUTOHANb-
HO-OWMHUpaMUIaTHHYIO.

OTMeTHM, 4TO MEepeKpHCTAIUIM3aLUs TeHTa(napa-TOIU)CypbMbl (4) W3 aleToHa, opmo-, Mema-,
napa-KCcuionoB, OeH307a, AMOKCaHa U TeTparuapodypaHa He COMPOBOXKIANACE 00Opa30BAHUEM COOTBET-
CTBYIOIIMX COJBBATOB. BO Becex ciydasx U3 pacTBOPOB OBLTH BBIJEIECHBI KPUCTALIBI 4, CTPOCHUE KOTO-
pBIX OBLTO ompeneneHo ¢ 06mbieit TouHocTho (R = 2,4 %), uem panee [7, 8].

B HK-cniekTpax coeMHEHHI TPUCYTCTBYIOT TOJIOCHI, XapaKTepU3YIOLINe apyuiibHbIE JTUTAaHIBI IPU
atome cypsMbL. Kpome Toro, B UK-criektpe 3 Habmonaercs mosoca mpu 1121 e, oTHOCSIIAsACS K KO-
nebanusiv C—O B MoJIeKyJ1ax coOIbBaTHOTO Auokcana [20—22].

JKCNepUMEeHTAIBHAS YaCTh

DnemenTHbiil aHamu3 Ha C u H BeimonHeH Ha smemenTHOM aHaimmu3zatope «Carlo Erba CHNS-O EA
1108». UK-cnektpsl 3anucansl Ha UK @ypoe-ciekrpomerpe Shimadzu IRAffinity-1S B o6mactu 4000—
400 cm ' B matpure KBr. Temmeparypsl MIaBICHHS H3MEPEHBI HA CHHXPOHHOM TEPMOAHATH3ATOPE
Netzsch 449C Jupiter.

CoabBat nenTadeHUICYpsMBI ¢ 6en3o00M (2). [Tocne mepexpucrammuzanum meHTadeHUICYPbMBI
13 OCH30J1a MOTYYHIN OSCIIBETHBIE KPUCTAILIBI C ¢ T. pasi. 135,5 °C.

UK-criextp (v, em ) 3059, 3035,3011, 1572, 1476, 1429, 1298, 1258, 1182, 1055, 1018, 729, 693,
681, 642, 474, 446. Haiineno, %: C 72,32, H 5,30. Iins CgHseSb, Beuncieno, %: C 72,46, H 5,12.

CoabBat nentadgeHuICypbMbI ¢ AnokcanoM (3). [locie mepekpucrannuzanuy neHTadeHUICYphb-
MBI U3 IMOKCaHa MOy4YHiIN OeclBeTHbIE KPUCTAILIHI ¢ T. pasit. 150 °C.

UK-criextp (v, M +): 3059, 3038, 3007, 2961, 2849, 1572, 1475, 1431, 1252, 1121, 1055, 997, 874, 731,
696, 623, 474, 457, 446. HaiineHo, %: C 69,51, H 5,37. Jins Cs,H,,0Sh Berumcneno, %: C 69,65, H 5,26.

Pentrenocrpykryphblii anaian3 (PCA) KpucTauioB MPOBEIEH HAa aBTOMATHYECKOM YEThIPEX-
kpyxHoM nudpakromerpe D8 QUEST dupmer Bruker (Mo K -uznyuenue, L = 0,71073 A, rpadurossiii
MoHoxpomartop). COop, pernakTUPOBAHWE NAHHBIX M YTOYHEHHE MapaMEeTPOB DJIEMEHTApPHOW YUKW,
a TarK)Ke y4eT MOTJIOIIEHHS POBeIeHbI ¢ moMoiibio mporpamm SMART u SAINT-Plus [23]. Bee pacueTtsr
[0 ONpEJEICHHI0O W YTOYHEHHIO CTPYKTYP BBINMOJHEHBI ¢ momomipio mporpamm SHELXL/PC [24],
OLEX2 [25]. CTpyKTypbl onpeeneHbl IpsiMbIM METOIOM U YTOYHEHBI METOJIOM HaWMEHBIINX KBaJpa-
TOB B aHW30TPOITHOM MPHOJIMKEHUH s HEBOJIOPOJIHBIX aToMOB. [TojokeHne aToMOB BOJOPOAA yTOY-

wsun o Mojenu Haesmuuka (U,,o(H) = 1,2U,,(C)). Kpucramnorpadhudeckne TaHHbIE W PE3yIBTATHI

YTOUHEHHS CTPYKTYp NPUBEACHHI B Tabi. 1, reoMeTpuiyeckue XapakTepUCTUKN KOOPAWHAIMOHHOTO I10-
JM3pa aToMa CypbMbI — B TaOII. 2.

Ta6bnuua 1
Kpucrannorpaduyeckue gaHHble, NapamMeTpbl 3KCNEePUMeHTa U YTOYHEHUs1 CTPYKTyp 1-4
ITapametp 1 2 3 4
CDopMyna C30H258b C56H5esb2 C32H2908b C35H35Sb
M 507,25 1092,61 551,30 577,38
T,K 293 293 293 293
CuHronus TpuknuHHast TpuknunHas TpuknuHHas MoHOKIMHHAs
[Ip. rpynma P-1 P-1 P-1 P2;/n
a, A 10,286(3) 13,165(11) 10,451(5) 14,472(6)
b, A 10,510(4) 14,394(16) 10,462(4) 12,084(7)
c, A 13,590(4) 15,193(13) 13,323(5) 17,009(6)
a, Tpan. 68,29(2) 90,22(3) 75,647(11) 90,00
B, rpan. 79,364(14) 113,71(2) 69,648(19) 102,934(14)
Y, Tpan. 61,272(12) 94,23(5) 86,300(19) 90,00
8 Bulletin of the South Ural State University. Ser. Chemistry.
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Oco6eHHOCMU cMpoeHUsi NeHmMagheHUsICYpPbMbl,
neHma(napa-moJsius1)cypbMbl U UX CO/Ib8amoe...

OKOH4aHue Tabn. 1

[Tapametp 1 2 3 4
v, A° 1196,9(7) 2627(4) 1322,8(9) 2899(2)
Z 2 2 2 4
p(BBIY.), r/cm’ 1,407 1,381 1,384 1,323
1, MM 1,166 1,068 1,064 0,972
F(000) 512,0 1108,0 560,0 1184,0
Pa3mep kpucramia, Mmm 0,5x0,38 x0,29 {0,49 x 0,38 x 0,33/0,43 x 0,35 x 0,27|0,38 x 0,26 x 0,24
Obuacts €00pa AaHHbIX 5,52-96,22 5,86-54,74 6,4-77,5 5,776-56,774
o 20, rpa.
T p——— -21<h<21, -16 <h <16, -18<h <18, -19<h<19,
p——— 21 <k<2l, -18<k<18, -18<k <18, -16 <k <16,
—28<1<28 -19<1<19 -23<1<23 —22<1<22
M3MepeHo oTpakeHui 177843 61668 99009 106229
He3aBHCHMBIX OTpaskeHUH 22858 11757 15054 7238
Rint 0,0446 0,0395 0,0505 0,0296
[lepeMeHHBIX YTOYHEHUS 280 614 311 331
GOOF 1,067 1,015 1,036 1,081
2 > R; =0,0440, R; =0,0269, R; =0,0554, R; =0,0239,
R-gaxropermo F*>20(F) | \p =00848 | wR,=00583 | wR,=01038 | WwR,=0,0548
R-axTopsI R; =0,0840, R, =0,0433, R; =0,1145, R; =0,0319,
0 BCEM OTpaKCHUSIM wR, =0,0991 WR, = 0,0652 wWR, =0,1202 WR, = 0,0599
Ocratounas SUEKTPORHAA | ¢ gg/1 g ~0,51/0,50 ~0,58/1,04 -0,69/0,59
mwiotHocTh (Min/max), e/A
Tabnuua 2
ONuHbI cBA3en U BaneHTHbIe yribl B COeAUHEeHUAX 2 u 3
CBs3b | d, A | Vron | ®, Tpaj.
2
Sb(1)-C(41) 2,130(3) C(41)Sb(1)C(11) 91,87(10)
Sh(1)-C(11) 2,227(3) C(41)Sb(1)C(1) 119,23(10)
Sb(1)_C(1) 2,141(3) C(41)Sb(1)C(31) 121,17(10)
Sh(1)-C(31) 2,143(3) C(41)Sb(1)C(21) 87,55(11)
Sb(1)-C(21) 2231(3) C(11)Sb(1)C(21) 178,43(9)
Sb(2)-C(61) 2,231(3) C(1)Sb(C(31) 119,60(12)
Sh(2)-C(81) 2,233(3) C(61)Sh(2)C(81) 179,49(9)
Sh(2)-C(51) 2,136(3) C(51)Sh(2)C(91) 119,88(10)
Sh(2)-C(91) 2,141(3) C(51)Sb(2)C(71) 118,53(10)
Sb(2)-C(71) 2,146(3) C(91)Sb(2)C(71) 121,58(11)
TIpeo6pa3oBaHms CHMMETPHH: 2—X, 2-Y, 2-Z; “2—X, 1-y, 1-Z
3
Sh(1)-C(31) 2,155(2) C(41)Sb(1)C(11) 179,68(8)
Sh(1)-C(21) 2,145(2) C(21)Sb(1)C(31) 120,79(9)
Sh(1)-C(1) 2,143(2) C(1)Sb(1)C(31) 120,66(9)
Sb(1)-C(11) 2,244(2) C(1)Sb(1)C(21) 118,55(9)
Sb(1)_C(41) 2,237(2) C(31)Sh(1)C(41) 89,09(9)
TIpeobpa3oBaHms CHMMETPHH: 2—X, 1-y, —Z

Ilonurle Ta6.HI/IIH)I KooOpaAuHaT aToMOB, JJINH CBSA3EH U BaJIEHTHBIX YTJIOB ACIIOHHUPOBAHLI B Kewm-
OpHIKCKOM OaHKe CTPYKTYpPHBIX JaHHBIX (No 2124594 mns 1, Ne 2121835 mus 2, Ne 2124972 nas 3,
Ne 2124962 nns 4; deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).
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BriBoabl

IMepekpucram3anuei neHraGeHUICYpbMbl U3 O€H30J1a U JUOKCaHa MOJY9YEeHbl COOTBETCTBYIOIIHE
conbBaThl nenTadenmwicypsMel (PhsSb-0,5PhH u PhsSh-0,5C4Hg0,), cTpoeHne KOTOPBIX yCTaHOBICHO
PEHTTEHOCTPYKTYPHBIM aHaJIU30M. ATOMBI CYpbMbI B COJbBAaTaX MMEIOT HCKAXCHHYIO TPHUTOHAIbHO-
OMIIMPaMUIANIBGHYIO KOOPAWHAIMIO. YTOYHEHO CTpPOEHHE MeHTaQeHWICYppMbl W TeHTa(napa-
TOJIVIT)CyPBMBI.
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STRUCTURAL FEATURES OF PENTAPHENYL ANTIMONY,
PENTA(PARA-TOLYL)ANTIMONY, AND THEIR SOLVATES
WITH ORGANIC SOLVENTS

V.V. Sharutin, sharutin50@mail.ru
M.S. Golovin, golovin-mixail@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

The structures of pentaphenylantimony, penta(para-tolyl)antimony, as well as their solvates
with benzene, dioxane, tetrahydrofuran, and xylene were determined by X-ray diffraction analy-
sis. According to the X-ray diffraction analysis carried out at 293 K on an automatic four-circle
D8 Quest Bruker diffractometer (two-coordinate CCD detector, MoK, radiation, A = 0.71073 A,
graphite monochromator) in pentaphenylantimony crystals PhsSh (1) [CsoH,5Sb, M 507.25; triclinic
system, P-1 symmetry group; cell parameters: a = 10.286(3), b = 10.510(4), ¢ = 13.590(4) A;
a = 68.29(2)°, B = 79.364(14)°, y = 61.272(12)°; V = 1196.9(7) A%; Z 2; crystal size 0.5 x 0.38 x
0.29 mm; reflection index intervals —21 < h <21, -21 < k < 21, -28 < | < 28; total reflections
177843; independent reflections 22858; R;, 0.0446; GOOF 1.067; R, = 0.0440, wR, = 0.0848;
residual electron density 1.09/—0.86 /A solvate of pentaphenylantimony with benzene PhsSb -
0.5PhH (2) [CesHseSb,, M 1092.61; triclinic system, P-1 symmetry group; cell parameters:
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a =13.165(11), b = 14.394(16), ¢ = 15.193(13) A; . = 90.22(3)°, B = 113.71(2)°, v = 94.23(5)°;
V =2627(4) A% Z 2; crystal size 0.49 x 0.38 x 0.33 mm; reflection index intervals —16 < h < 16,
—18 <k <18, —19 <1 < 19; total reflections 61668; independent reflections 11757; Ry, 0.0395;
GOOF 1.022; R, = 0.0270, wR, = 0.0585; residual electron density 0.43/-0.63 ¢/A3, solvate of
pentaphenylantimony with dioxane PhsSb - 0,5C4HgO; (3) [Cs,H290Sh, M 551.30; triclinic sys-
tem, P—1 symmetry group; cell parameters: a = 10.451(5), b = 10.462(4), ¢ = 13.323(5) A;
a = 75.647(11)°, P = 69.648(19)°, v = 86.300(19)°; V = 1322.8(9) A% Z 2; crystal size 0.43 x
0.35 x 0.27 mm; reflection index intervals —18 <h <18, -18 <k < 18, —23 < | < 23; total reflec-
tions 99009; independent reflections 15054; R;, 0.0505; GOOF 1.036; R; = 0.0554,
WR, = 0.1038; residual electron density 1.04/—0.58 ¢/A%, penta(para-tolyl)antimony p-TolsSb (4)
[CasH35Sb, M 577.38; monoclinic system, P2,/n symmetry group; cell parameters: a = 14.472(6),
b = 12.084(7), ¢ = 17.009(6) A; p = 102.934(14); V = 2899(2) A% Z 4; crystal size 0.38 x 0.26 x
0.24 mm; reflection index intervals —19 < h < 19, —16 < k < 16, 22 < | < 22; total reflections
106229; independent reflections 7238; R;,; 0,0296; GOOF 1.081; R; = 0.0239, wR, = 0.0548; re-
sidual electron density 0.59/-0.69 ¢/A%. Complete tables of atomic coordinates, bond lengths, and
bond angles for the structure have been deposited with the Cambridge Crystallographic Data
Center (Nos. 2124594 (1), 2121835 (2), 2124972 (3), 2124962 (4); deposit@ccdc.cam.ac). uk;
https://www.ccdc.cam.ac.uk).

Keywords: pentaphenylantimony, penta(para-tolyl)antimony, solvate, benzene, dioxane,
structure, X-ray structural analysis.
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