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(2-KAPBOKCH)BEH3OJICYJIb®OHATbI TETPA®PEHUNTDPOCDPOPA
U TETPADPEHUIICYPbMbI. CUHTE3 U CTPOEHUE

A.H. E¢ppemos, B.B. LLlapymuH
FOxHo-Ypanbckuli eocydapcmeeHHbIl yHusepcumem, 2. YenabuHck, Poccusi

BianmonetictBuem neHTadeHmidpochopa u neHTaQeHwICYpbMBI ¢ 2-Cyab(hoOEeH30MHOM KHCIIo-
TOH B OEH30JIe MOTy4eHbI ¢ BBIX0J0M 10 90 % (2-xapGokcu)ben3oicybhoHatsl TeTpaderunpocho-
rust [PhyP] [OSO,CsH4(COOH-2)]™ (1) u Terpadennnctu6onus [PhySh] TOSO,CsHy(COOH-2)]™ (2).
Coenunenns 1 u 2 ObUTH TaK)Ke CHHTE3MPOBAHBI U3 XJIOpUI0B TeTpadermnidochonus, -cTuboHus
u 2-cynb(poOeH30MHON KHCIIOTHI B BOZE C BHIXOJOM 10 89 %. KoMIulekchl oxapakTepu3oBaHbI
METOJlaMH PEHTIeHOCTpYKTypHOoro aHanu3a U MK-cnexrpockomuu. IIpencrasnsior coboii Oec-
uBeTHbIe Kprctamiel ¢ T. L. 202 °C (1) u 160 °C (2), pacTBOpUMEIC B apeHaX U IOJSIPHBIX pac-
tBOpHTeNsiX. B MK-criektpe xoMmuiekcoB 1 ¥ 2 MpHUCYTCTBYIOT MOJIOCHI, XapaKTepU3YIOIINe KO-
ne6anus csseit P—C (763 cM ™) u Sh—C (447 em™?) coorsercrBenno. Takxke B CIIEKTpax MPHUCYT-
CTBYIOT KONEOAHMs CTPYKTYpHBIX (parmentoB C=0 (1705 (1) u 1718 (2) em ), OSO, (1261,
1170, 1157 (1) u 1251, 1170, 1157 (2) em™ ), O-H (3396 (1) 1 3419 (2) cm ') n apomaTHyecknx
rpymnm (3080, 3062, 1587, 14363, 1436, 723, 690 (1) u 3072, 3049, 1589, 1479, 1433, 738,
729 (2) M ). PeHTreHOCTPYKTYpHbIH aHAIH3 KOMIUICKCOB MPOBOMMIA HA ABTOMATHUECKOM UEThI-
pexkpyxHoM mudpakromerpe D8 Quest Bruker (Mo K,-mmyuenne, A = 0,71073 A, rpaduropsrii
monoxpomatop) mpu 293 K. Kpucramnorpaduueckue xapakrepuctuku: CziHsOsSP (1) — Terparo-
HaJIbHAs CUHTOHUS, IPOCTpaHCTBeHHas rpymma 14, a = 18,319(17), b = 18,319(17), ¢ = 16,067(17) A,
o =P =y=90,00 rpax., V=75392(8) A%, Z = 8, py.. = 1,332 r/em®, F(000) = 2256,0, pasmep kpu-
cramia 0,16 x0,16 x 0,12 MM, uHTEpBajbl HHIACKCOB oTpaxeHuit —24 < h <24, -21 < k < 24,
—21 <1 £ 21, Bcero otpaxenuit 49841, nezaBucumbix orpaxenuit 6496 (R = 0,1110), uucno
yrounsieMbix mapamerpos 431, GOOF 0,863, R-¢pakropst mo F? > 26(F?): R; = 0,0492, wR, =
0,0988; C31H2505SSh (2) — TpukinuHHAsE CHHIOHUSI, TPOCTPAHCTBEHHASI TPYIIa P1, a=9,529(3),
b=10,584(3), ¢ = 13,745(5) A, a = 94,619(17), B = 97,731(18), y = 90,336(16) rpan.,
V=1369,0(7) A% z=2, Pes = 1,531 /e’ F(000) = 636,0, pasmep kpucramia 0,36 x 0,28 x 0,26 mm,
MHTEPBaNbI HHICKCOB oTpaxkenuit —12 < h <12, —13 <k <13, -17 < | < 17, Bcero orpaxeHuit
34082, nezaBucumbix oTpaxeHuit 6043 (R = 0,0213), yncno yTouHseMbIX mapameTpoB 344,
GOOF 1,122, R-haxropsr o F?> 26(F?): R, = 0,0201, wR, = 0,0509.

Kniouesvie cnosa: (2-xapboxcu)bensoncymvgponam mempaghpenuipocghonus, -cmubonus,
cunmes, cmpoetue, peHmeeHoCmMpPYKMYpPHbI AHAU3.

Beenenue

[lentadenunbable coenuHenus: ¢pocdopa, CypbMbl U BUCMYTa NMPHUBICKAIOT BHUMAaHUE C MOMEHTa
ux oTkpbeITHs HoOenesckum naypearom I'. Burturom [1] B cepeanne XX Beka W 1O HACTOSIIEE BpeMs
[2-31]. Hapsiny ¢ kiaccuuecKuME peakiusiMu 3amerienus i nentadenundocdopa (IIOD) nzsectHbI
U HEOOBIUHBIE, CPElld KOTOPBIX MOXKHO BBIICIHUTH TPUMEPHI Ucmonib3oBanus [1DD B opranmueckom
cUHTe3e nJsl monydeHus: 3¢upoB [32], peakuun BHeapeHus ¢opMmanbleryaa Mo CBs3H  doc-
¢dop—yriaepon [33] u mpucoearHeHus aMokcuaa yrieponga k 1D ¢ oOpaszoBanuem oxcadocdona-
Ha [34]. He MeHee mHTEpecHBIMH SBISIIOTCS peakuuu nenrapenmwicypsmsl (I1IOC) [3], cpenu KoTopbIx
cienyeT BeinenuTh peakiuu [1OC ¢ apencynbdonoBeME KuciaoTamu [35—-38], ocoOeHHO ¢ MOTU(YyHK-
UOHAITLHBIMH apeHcyNb(oHoBEIME KucioTamu [39]. B Hacrosimeit pabote onucaHbl crioco0bl Moyde-
HUSL IBYX OM(YHKIHMOHATBHBIX TPOU3BOAHBIX TeTpaderunpochonus u terpadeHmicTHOOHuS.

IKCNepUMeHTAIbHAS YacTh

(2-Kap6oken)densoncyandonar terpadenmndocpopa [Ph,P] [OSO,CeH,(COOH-2)]" (1).
A) Cmecn 247 mr (0,5 mMoiib) conbBata nentadenuwipocdopa ¢ 0enszonom u 101 mr (0,5 mmons) 2-
cyibho0eH30iHON kuca0Thl B 10 M1 OeH301a BeiaepkuBanu 1 muH npu 80 °C. Oxnaxaanu, 100aBsm
1 MIT OKTaHa M MEJIJICHHO YAaJIsUTH pacTBOPUTENh. BhiienuBiirecss 6ecIBETHbIE KPUCTAILIBI OTQUIBTPO-
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E¢ppemos A.H., llapymuH B.B. (2-Kap6okcu)6eH3oncynbgoHambl mempadgeHungocgopa

u mempadpeHusncypbmbl. CUHMe3 u cmpoeHue

BeiBa U cymwin. [lomyunnu 260 mr coemunenus 1 (96 %) c 1. wi. 202 °C. Haiineno, %: C 68,68;
H 4,37. C3H2s05PS. Brruncieno, %: C 68,82; H 4,26. UK-ciextp (v, cm +): 3080, 3062, 2956, 2384,
2256, 1822, 1705, 1587, 1566, 1483, 1463, 1436, 1340, 1296, 1261, 1170, 1157, 1139, 1122, 11009,
1072, 1028, 995, 950, 802, 763, 752, 723, 702, 690, 619, 572, 528, 455, 426, 410. b) Cmecs 187 mr
(0,5 mmons) xmopuma tetpadenundochonns u 101 mr (0,5 mMmons) 2-cyabhoOSH30HHON KHCIOTHI
B 10 Mu1 BoztbI HarpeBay 10 0Opa30BaHUS MPO3PAYHOTO PACTBOPA, 3aTEM MEUICHHO HCIapsUId PacTBO-
putens. [omyuanmm 265 mr (98 %) coenunenns 1.

Ananornuso nonyvanu (2-kapookcm)oenzosncyabgoHaT TeTpadeHmIcypsMbl (2), OeclBETHBIC
kpuctamiel, T. i 160 °C (93 % u 97 %). UK-crextp (v, M *): 3145, 3072, 3049, 2951, 2544, 1977,
1899, 1832, 1766, 1718, 1620, 1589, 1568, 1479, 1433, 1361, 1336, 1296, 1251, 1170, 1157, 1138, 1120,
1066, 1018, 1002, 995, 974, 925, 900, 879, 860, 837, 800, 758, 738, 729, 702, 688, 644, 619, 570, 526,
495, 455, 447, 424. Haiineno, %: C 58.86; H 4.02. C3;H,505SSh. Brraucieno, %: C 58.95; H 3.96.

UK-cnextpsl coenunennii peructpupoanu Ha MK-Oypre cnekrpomerpe Shimadzu IR Affinity-1S
B o6macti 4000400 cm * (Tabaetku KBr).

PeHTreHOCTpYKTYpHBIN aHAIN3 KPUCTAUIOB KOMIUIEKCOB 1 M 2 mpoBoaway Ha audpakromerpe DS
Quest ¢upmer Bruker (MoK, -msmyuenne, A = 0,71073 A, rpadurossii moroxpomarop) pu 293 K. C6op,
pelaKTUpOBaHUE JAHHBIX M YTOUHEHHE MApaMETPOB JIEMEHTAPHOM SYEHKH, a TAKXKE YUeT IOTJIOLICHHS
npoezens! mo nporpammam SMART u SAINT-Plus [40]. Bece pacyers! Mo OnpeaeieHHio H yTOYHEHHIO
cTpykTyp BbmonHeHb! o porpammaM SHELXL/PC [41] u OLEX2 [42]. CTpyKTypHsI ONpeaeneHsl mpsi-
MBIM METOZIOM U YTOYHEHBI METOZOM HAaUMEHBLINX KBaJPAaTOB B aHU30TPOITHOM MPUOIIKEHUH [T HEBO-
JOPOJTHBIX aTOMOB. OCHOBHBIE KpUCTAIIOrpauuecKre JaHHbIC U Pe3yNIbTaThl yTOYHEHHS CTPYKTYp 1 1 2
TpuBeCHBI B Ta0d. 1, OCHOBHBIC IJIMHBI CBsI3eH M BaJICHTHBIE YIIIbI — B Ta0I. 2. [lomHbIe TabmuIp! Koop-
JMHAT aTOMOB, JUIMH CBSI3¢H M BaJICHTHBIX YIJIOB JACMOHMPOBaHbI B KeMOpHIHKCKOM OaHKE CTPYKTYpPHBIX
nmanaeix (Ne 2144288 (1), 2123516 (2); deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Tabnuua 1
Kpuctannorpachmyeckue AaHHbIe, NapameTpbl IKCAEPUMEHTa U YTOYHEHUSI CTPYKTYP 1 1 2
ITapametp 1 2
<DopMyna C31H2505PS C31H2505SSb
M 512,64 631,32
CuHronus TerparonanbpHas TpuxnuHHas
Ip. rpymnma 14 P1
a, A 18,319(17) 9,529(3)
b, A 18,319(17) 10,584(3)
c, A 16,067(17) 13,745(5)
o, TP, 90,00 94,619(17)
B, rpaz. 99,00 97,731(18)
Y, Tpa. 90,00 90,336(16)
v, A® 5392(8) 1369,0(7)
Z 8 2
p (BBI4.), T/cM® 1,332 1,531
LUos MM L 0,219 1,123
F(000) 2256,0 636,0
Pasmep kpucranna, Mm 0,16 x 0,16 x 0,12 0,36 x 0,28 x 0,26
20, rpan. 5,58-55,98 5,74-54,32
—24 <h <24, -12<h <12,
WHTEepBaNBI HHACKCOB OTPaXXCHUN 21 <k<24, -13<k<13,
-21<1<21 -17<1<17
Bcero orpaxenuii 49841 34082
HeszaBrcHMBIX OTpaskeHHI 6496 (R;y = 0,1110) 6043 (R = 0,0213)
Umncno yToYHsIeMbIX TapaMeTpoB 431 344
GOOF 0,863 1,122
R-taxropsi o F2> 26(F?) R, = 0,0492, wR, = 0,0988 R, = 0,0201, wR, = 0,0509
R-(haxTops! 110 BCEM OTPasKECHHSIM R; =0,1606, wR, =0,1192 R; =0,0221, wR, = 0,0520
OcraTo4yHas dJIeKTPOHHAS
IIOTHOCTb (max/milil), e/A3 0.16/-0,19 0,20/-0,65
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Ta6bnuua 2
OCHOBHbIe ANNHbI CBAA3e U BaneHTHbIE Yrhbl B CTPyKTypax 11 2
CBs13b | Jlnuna, A | VYron o, Tpas.
1
S(1)-0(1) 1,441(9) 0(1)S(1)0(2) 114,4(10)
S(1)-0(2) 1,450(9) 0(1)S(1)0(3) 118,8(8)
S(1)-0(3) 1,467(7) O(1)S(1)C(1) 105,7(8)
S(1)-C(1) 1,788(6) 0(2)S(1)0(3) 110,9(8)
S(1))-0(1) 1,443(9) 0(2)S(1)C(1) 101,5(7)
S(1))-0(2)) 1,477(7) 0(3)S(1)C(1) 103,1(5)
S(1)-0(3") 1,435(7) 0(1°)S(1)0(2°) 112,7(10)
S(1)-C(1") 1,774(5) 0(1°)S(1)C(1) 106,9(10)
P(1A)-C(1A°)! 1,811(5) 0(2)S(1)C(1°) 105,5(5)
P(1A)-C(1A) 1,811(5) 0(3)S(1°)0(1) 111,1(11)
P(1A)—-C(7A) 1,793(5) 0(3°)S(1)0(2°) 112,8(7)
P(1A)-C(7A)! 1,793(5) 0(3°)S(17)C(17) 107,3(6)
P(1B)-C(1B) 1,792(6) C(1AYP(1A)C(1A) 103,8(3)
P(1B)-C(1B)? 1,792(6) C(TA)P(1A)C(1AY 112,5(3)
P(1B)-C(1B)* 1,792(6) C(7TA)P(1A)C(1A) 111,3(3)
P(1B)-C(1B)* 1,792(6) C(TA)P(1A)C(7AY 105,6(3)
P(1C)-C(1C)° 1,792(6) C(1B)P(1B)C(1B°) 111,4(2)
P(1C)-C(1C)° 1,792(6) C(1B)P(1B)C(1B*) 111,4(2)
P(1C)-C(1C)’ 1,792(6) C(1C°)P(1C)C(1CY) 111,4(2)
Ipeobpasoarmst cummerpun: -X,1-Y,+Z; “1-X,1-Y,+Z; *+Y,1-X,1-Z; “1-Y +X,1-Z; >-X,2-Y +Z; °-
1+Y,1-X,1-Z; "1-Y,1+X,1-Z
2

Sh(1)—-C(1) 2,0811(17) C(1)Sh(1)C(21) 106,77(7)
Sh(1)-C(21) 2,1081(17) C(1)Sh(1)C(11) 108,20(6)
Sb(1)-C(11) 2,1027(17) C(1)Sb(1)C(31) 111,21(6)
Sh(1)-C(31) 2,1010(17) C(11)Sh(1)C(21) 108,21(6)
S(1)-0(3) 1,4707(15) C(31)Sh(1)C(21) 109,42(7)
S(1)-0(2) 1,4461(14) C(31)Sh(1)C(11) 112,80(6)
S(1)-0(1) 1,4399(14) 0(3)S(1)C(41) 104,33(8)
S(1)-C(41) 1,7854(17) 0(2)S(1)0(3) 112,87(9)

O0cy:kaeHue pe3ybTATOB

YcraHnoeneno, uTo BelAepkuBaHue cmecu [1DD u (2-kapOokcu)OeH30JICYyTHPOHOBON KHCIOTHI
B OeH30Jle TPUBOOUT K oOpasoBanmioo (2-kapbokcu)OeHsoncynbdonata TterpadeHmiIpocPoHus
[Ph4P]' [OSO,CH4(COOH-2)] (1) ¢ BeIXOIO0M 96 %:

PhsP + HOSO,C4H4(COOH-2) — [Ph,P]" [OSO,CsH4(COOH-2)]” + PhH
1
Coenunenue 1 BBIICIANIN TAKXKE MPU KOHIICHTPUPOBAHUK BOJHOTO PACTBOPA, COACPIKAIIETO IKBHU-
MOJISIpHBIE KOJIMYeCTBa Xjopuaa tetpaderuadochonust u (2-kapOookcr)0eH30ICYIbPOHOBON KUCIOTHI
¢ BeIxo10M 96 %.

Ph4PC| + HOSOZC5H4(COOH'2) —> [Ph4p]+ [OSOQC6H4(COOH-2)]_ + HCI
Hamu IMMOKAa3aHO, YTO aHAJIOTUYHBIC PCAKIIUHN XapPAKTCPHBI U JJI HOH06HBIX MMPOU3BOJHBIX CYPbMBI.

PhsSb + HOSO,CeHi(COOH-2) — [Ph.Sb]* [0SO,CsHs(COOH-2)]” + PhH
2
Ph,SbCl + HOSO,CeHs(COOH-2) — [Ph,Sb]* [0SO,CsH.(COOH-2)]” + HClI

Brigenusiimecst OeciiBeTHbIE KPUCTAIUIBI XOPOIIO PACTBOPUMBI B apeHAX U IMOJIIPHBIX PacTBOPUTE-
JISIX ¥ HEPACTBOPHUMBI B ATU(PATUIECKUX YTIIEBOIOPOJIAX.
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B HUK-cniexTpe xommiekca 1 mpucyTcTByeT mojioca HOTJIOIIEHNsT BAJICHTHBIX Konebanuii csazeit P—C
npu 763 e, cs3u Sbh—C komrekca 2 perncTpHpyIOTCs B CHeKTpe npu 447 cM . Hanuuue KapGoHMITb-
HOHW TPYMIIBI XapaKTepu3yeTcs MPUCYTCTBHEM MOJIOCH MOTJIONICHUS BaJICHTHBIX KojieOanuii cBszu C=0
BBICOKO#T HHTeHCHBHOCTH Tpi 1705 (1) 1 1718 (2) v . BanenTHble konebanus cesizannoit OH-rpymms
nposiBisoTest mpu 3396 (1) u 3419 (2) em . Koxebammsiv v(0SO,) mpuHamieskut psig momnoc mpu 1261,
1170, 1157 (1) u 1251, 1170, 1157 (2) cm '. ApomaTuueckie (parMeHTbl XapaKTepH3yIOT TONOCHI MPH
1587, 1463, 1436 cm* (1); 1589, 1479, 1433 oM (2). Banentueim konebanusm cBszeit Ca—H oTBeuaror
IIOJIOCHI TTOTJIOMICHHS ¢1aboit mHTeHcHBHOCTH 1IpH 3080, 3062 (1), 3072, 3049 (2) cM ', BHEIIOCKOCTHBIM
neopMalMOHHBIM  KOJE0aHUsIM 3THUX JK€ CBA3EH — TMOJOCHl BBICOKOW HMHTEHCHBHOCTH Tpu 723,
690 cm™ (1); 738, 729 em™ (2).

ITo nanueiM PCA, coemunenust 1 u 2 npeAcTaBisiioT co00 HOHHBIE KOMILIEKCHI ¢ TETPadpUIeCKOM
KOOP/IMHAIIMCH [IEHTPAILHOTO aTOMa B KaTHOHE H (2-KapOokch)0eH30CyIbhoHaT-aHHOHOM (prc. 1 u 2).
B kpucraiuie 1 nprcyTCTBYIOT IO TPH THUIA IIEHTPOCUMMETPUYHBIX KPUCTAIIOrPapHISCKH HE3aBUCUMBIX
KaTHOHOB TeTpadermIpochopa. DIEMEHT CHMMETPUI — WHBEPCHOHHO-TTIOBOPOTHASI OCh YETBEPTOTO TI0-
psiiKa — IPOXOAUT HETIOCPEACTBEHHO dYepe3 aToMbl pocdopa. AHHOH B 1 pa3ymopsaodeH mo AByM MOJI0-
JKEHUSM ¢ 3aceneHnocTsio atomos 0,51/0,49.

Puc. 1. CTpoeHue (2-kap6okcmn)6eHsoncynbgoHarta TeTpadeHundoctopa [PhiP]" [0SO,CsH4(COOH-2)]-
(aTombl Bogopoaa u pasynopsifoyYeHHbIM oparMeHT He npuBeAeHbl) (1)

Puc. 2. CtpoeHue (2-kap6okcu)6eHsoncynbgoHaTta TeTpadeHuncypbMbl [Ph,Sh]" [0SO,CsH4i(COOH-2)]~
(aTombl Bogopoaa He npuBeAeHbl) (2)

Terpasapudeckas KOOpAUHAIKS aTOMOB (ocdopa B KaTHOHAX COCAWHECHHUS 1 U CypbMbI — B 2 HCKa-
KeHa B He3HaunTeapHOU crermenn. YTiasl CPC wmm CSbC oTKIOHSIOTCS OT TEOPETHYECKOTO 3HAYECHUS U
Bapeupyrotcs B mpegenax 103,8(3)°-112,5(3)° (1), 106,77(7)°—112,80(6)° (2). B xatnonax teTpadeHm-
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docdopa cpennee 3nauenue amuH cszeit P-C coctasnser 1,796(6) A. B cypbMaopranuyeckoM KaTHOHE
KoMmIuIekca 2 paccrosiaus Sh—C 63Ky Mesk Ty coboit 1 m3MeHsoTes B pesenax 2,0811(17)-2,1081(17) A.
['eomMeTpusi aHHOHOB COOTBETCTBYET F€OMETPHH (2-KapOOKCH )0eH30ICyIb(POHOBOIM KHUCIIOTE.
dopMupoBaHHE MTPOCTPAHCTBEHHOW CETKH KPUCTAIOB COeTUHEHUI 1 1 2 00yCIOBICHO HATMYHEM
BoJIOpoaHbIX cBszelt 1 CH' n-B3aumozeiicTBuidi. Bomoponubie cBs3u HaOMIOMAIOTCA MEXILy apoMaTHye-
CKHMH MPOTOHAMH KaTHOHA M aTOMaMH KHMCJIOpOJa aHHOHa M cocTapsoT 2,60 A nna C=0-H u 2,57,
2,53, 2,60, 2,70, 2,49 A ms S=O-H B 1; 2,51, 2,60 A nnst C=0--H, 2,68, 2,72, 2,71 A nns S=O--H un
2,71 A gns C-O--H B 2. Kontakros MEXJly KaTHOHAMHU HE HAOJFOIAaeTCs, OJTHAKO aHUOHBI B3aMMOJICH-
CTBYIOT MeXIy co0oil 3a cueT BoJOpoaHbIX cBsseit Tuma C—O-H (2,71 A) B 1 u S=0-H (2,49 A) B 2.
WNHTepecHO OTMETHTh, YTO B aHUOHAX KMEET MECTO BHYTPHUMOJICKYISIPHOEC B3aWMOJICHCTBUC
S=0-"HO(O)C, xotopoe nmeet Bemmunny 1,70 A u 1,75 A nns coenunenmii 1 1 2 COOTBETCTBEHHO.

BriBoabl

Takum oOpaszom, B3auMmojeiicTBue mneHtadeHmwipochopa u meHTapeHWICYppMBI € (2-
KapOOKCH)OEH30JICYIb(HOHOBOM KUCIOTOM MPUBOIUT K 00pa3oBaHuio (2-KapOoKcH)OeH30IICYIb(HOHATOB
terpadenmndocdopa u -CypbMbl, KOTOPbIE MOKHO TaKXKe CHHTE3UPOBATh M3 XJIOPUAOB TeTpadeHHII-
dochopa, -cyppMbl U (2-KapOOKCH)OEH30CYIBHOHOBON KHCAOTH B Boge. CTpOCHHE CHHTE3MPOBAH-
HBIX KOMIIIEKCOB A0Ka3zaHO MeTonoM PCA.

dunaHcupoBaHue padoThbl
Pabora BemonneHa npu ¢punancoBoit noanepxkke POOU B pamkax HaydHoro mpoekTta Ne 20-33-
90099.
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Tetraphenylphosphonium [Ph,P] [OSO,CsH4(COOH-2)]™ (2-carboxy)benzenesulfonates (1)
and tetraphenylstibonium [Ph,Sh]"[0SO,C¢H4(COOH-2)]” (2-carboxy)benzenesulfonates (2)
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E¢ppemos A.H., llapymuH B.B. (2-Kap6okcu)6eH3oncynbgoHambl mempadgeHungocgopa
u mempadpeHuncypbmbl. CuHme3 u cmpoeHue

were obtained by the interaction of pentaphenylphosphorus and pentaphenylantimony with 2-
sulphobenzoic acid in benzene, yielding up to 90 %. Compounds 1 and 2 were also synthesized
from tetraphenylphosphonium, -stibonium chlorides and 2-sulphobenzoic acid in water with
maximal 89 % vyield. The complexes were characterized by X-ray diffraction analysis and IR
spectroscopy. They are colorless crystals with mp. 202°C (1) and 160°C (2), soluble in arenes
and polar solvents. The IR spectrum of complexes 1 and 2 contains bands characterizing the vi-
brations of the P—C (763 cm ) and Sb—C (447 cm™) bonds, respectively. The spectra also con-
tain vibrations of the following structural fragments: C=0 (1705 (1) and 1718 (2) cm™), 0SO,
(1261, 1170, 1157 (1) and 1251, 1170, 1157 (2) cm™), O-H (3396 (1) and 3419 (2) cm ™) and
aromatic groups (3080, 3062, 1587, 14363, 1436, 723, 690 (1) and 3072, 3049, 1589, 1479,
1433, 738, 729 (2) cm ). The X-ray diffraction analysis of the complexes was carried out on a
D8 Quest Bruker automatic four-circle diffractometer (Mo K, radiation, A = 0.71073 A, graphite
monochromator) at 293 K. Crystallographic characteristics: Ca;H,505SP (1) — tetragonal system,
space group 14, a = 18.319(17), b = 18.319(17), ¢ = 16.067(17) A, oo = B = y = 90.00 deg.,
V =5392(8) A% Z =8, peac = 1.332 g/lcm®, F(000) = 2256.0, crystal size 0.16 x 0.16 x 0.12 mm,
index ranges —24 < h <24, 21 <k <24, =21 <| <21, total reflections 49841, independent ref-
lections 6496 (R;y = 0.1110), number of refined parameters 431, GOOF 0.863, R-factors for
F2>20(F?): R; = 0.0492, wR, = 0.0988; C3;H,s05SSh (2) — triclinic system, space group P1,
a = 9.529(3), b =10.584(3), ¢ = 13.745(5) A, o = 94.619(17), p = 97.731(18), y = 90.336(16)
deg., V=1369.0(7) A3, Z = 2, peac = 1.531 g/cm?, F(000) = 636.0, crystal size 0.36 x 0.28 x 0.26
mm, index ranges —12 <h <12, -13 <k <13, =17 <1 < 17, total reflections 34082, independent
reflections 6043 (R;; = 0.0213), number of refined parameters 344, GOOF 1.122, R-factors for
F?>26(F?): R; = 0.0201, wR, = 0.0509.

Keywords: triphenylphosphonium (2-carboxy)benzenesulfonate, triphenylstibonium (2-
carboxy)benzenesulfonate, synthesis, structure, X-ray diffraction analysis.
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