YIOK 546.185+547.29+547.46+547.53.024+548.312.2 DOI: 10.14529/chem190108

PEAKUUU NEHTAD®EHUIT®OCPOPA 5
C 2,6-AUrTMAPOKCUBEH30OUHOU U AHTAPHOU KUCJTOTAMMU

O.K. llapymuHa, FO.0. l'y6aHoesa, A.B. Pbibakoea
FOxHO-Yparnbckul 2ocyOapcmeeHHbIlU yHUsepcumem, 2. YensbuHck, Poccus

B3aumoneiictBuem nentadenunpocdopa ¢ 2,6-1uruapokcuOeH30MHON U THTAPHOU KHUCIIOTA-
MU (MoJbHOE cooTHomeHue 2:1 u 1:1) B pacTBOope apoMaTHUECKOTO yrieBojopoja (O0eH301 Win
TOJIyOJ1, 3amasiHHas ammyJa, 0,5 gaca, 60 °C) cuHTe3upOBaHbl KapOOKcHIaThl TeTpadenunpocho-
Hus B (opMe conpBaToB C pactBopuTeneM [PhyP]" [OC(O)CeH3(OH),-2,6] -PhH (1) wm
[PhyP]," [0,CCH,CH,CO,]* - TolH (2). Coenunenns oxapakTepu3oBansl MeTogamu MK-crekrpo-
cxoruu 1 PCA. TTo ganueiM PCA, kpuctamisl kapbokcminaToB Terpadenmidocdonns 1 u 2 chop-
MHpPOBAaHBl M3 TeTpadApHueckux katmoHoB [Ph,P]”  (yrmer CPC  106,4(3)°-113,5(3)° (1),
107,8(2)°~111,5(2)° (2), paccrosuus P-C 1,771(6)-1,809(6) A B 1, 1,791(4)-1,804(4) A B 2), on-
Ho3apsaHbIX (1) mn AByX3apsaHbIX (2) KapOOKCHIATHRIX aHHOHOB M MOJIEKYJI COJIbBATHOTO apeHa.
B xpucramie coequHerns 1 mpuCyTCTBYIOT 1O /IBa THIIA KPUCTAIUIOrpaduIecky He3aBUCUMBIX Ka-
THOHOB M aHWUOHOB (@, 6). AHMOHBI B COEAWHEHWH 2 NEHTPOCUMMETPUYHBLL. B KapOokcuiat-
annonax casu C—O BeipoBHensl (1,263(9), 1,273(9) A 1a, 1,24(1), 1,257(9) A 16, 1,254(6),
1,272(5) A 2), yrael npu kap6okcuibHoM atoMe yriepoga OCO 61M3KH K TEOPETHYECKOMY 3Hade-
Huto 120°. B aHnonax 1 UMeOT MeCTO BHYTPUMOJIEKYIsApHbIe Bogopoanble cBsizu O—H:-O—C me-
KTy aTOMaMH KHACIIOPOAa KapOOKCHIIFHOM TPYIIIBI U opmo-THAPOKCIEHBIME TPYIIIIaMH (paccTos-
musg H--O 1,73-2,03 A, 00 2,450(8)-2,484(8) A). CrpykTypHas opraHusaiys B KpHCTajlax
o0ycIioBIeHa cabbIMU BOIOPOIHBIMH cBsi3siMU TUITa C—H O ¢ yyacTieM KapOOKCHIATHBIX TPYIIIT
U aTOMOB KHCIIOPOZa THAPOKCIIIBHEIX rpymil (B KpucTtamwie 1). B xoMrutekce 2 HaOmr0omar0TCS KO-
POTKHE KOHTaKThI KapOOKCHIIATHBIX aTOMOB KHCJIOPOJa C aTOMOM BOJOPOJa METHJIBHOW TPYIIIbI
COJIbBATUPOBAHHOM MOJIEKYJIbI TOJYOJIA.

Knrouesvie crosa: nenmaghenunpocgop, 2,6-0uokcuben3ounas, SsHmapHas, KUcioma, Kapoox-
cunamsi mempagpenungoc@onus, cmpoenue, peHm2eHOCMpPYKMYPHblll AHANU3.

Beenenue

B nmuteparype onucanbl METO/BI IOTYYEHHSI 1 OCOOCHHOCTH CTPOCHHUSI OPraHUYECKUX COeITUHEHUH
MATHKOBaJIEHTHOTO pochopa [1-10]. 3HaunTENBHO MEHBIIIE U3yUYeHa PEAKIIMOHHAsSI CIOCOOHOCTh TaKUX
coeauHeHunid. Hampumep, u3BecTHrl peakunu nentadenmwidocdopa co cnupraMu, OKCHIAMH HEMETal-
JIOB ¥ KUCIIOTaMH, TIPOTEKAIOIINE C OTHICIUICHHEM (DEeHMIIBHBIX JUraHaoB ot atoma (ocdopa [10—12].
Kpome Toro, onucansl ciocoObl nmonyyeHus: kKapOokcunaros terpadenmidpoconus B3auMoieiicTBuem
ranoreHuioB TerpadenmipocGonus ¢ pasnuuHbIME Kuciotamu [13, 14] mubo ¢ comsimu kucnort [15,
16]. llnuanodopmuat terpadeHmwindochonus ObUT MOIYUYCH P 00pabOTKE YIIIEKHUCIBIM ra30M KOHIICH-
TpupoBaHHoro pactBopa [PhsP]CN [17]. U3yueHbl KOMIUIEKCHI, B COCTaB KOTOPHIX KPOME KaTHOHOB
teTpadeHnnPpocGoHs BXOAAT KapOOKCHIIaT-aHHOHBI, COAEPIKAILNE aTOMbI IIEPEXOIHBIX METaIOB [ 18—
20]. Ha npumepe peakiuu Tpudropaierata TprudeHuIpocHoHs ¢ TPOU3BOAHBIM XUHOHA OCYIIESCTRICH
CHHTe3 KapOokcunara 2,5,3,6-3amerenHoro ¢eamwn(tpudenni)dochonns [21].

Crenyer OTMETUTD, YTO NMOIU(YHKIMOHATIBHBIE KApOOHOBBIE KUCIOTHl PEArUpyIOT ¢ cosiMu ¢oc-
(doHus He Bcerna OJHO3HAYHO. Tak, MPU HAIUYWU CYNbQOTPYIILI B COCTaBE KAapOOHOBOH KHCIOTHI
OKU/IaeMO KapOOKCHIIbHAs TPyINa HE MPHUHUMAET y4acTus B peakuuu [12, 22]. OgHako MpoayKTOM
B3auMozeicTBus Opomuaa Terpadenmidocdonns c okcanarom cepedpa B MOIBHOM COOTHOLICHHH 2:1
aBysieTcs ruapookcanar terpadenundocdonus [PhyP]" [HC,0,] , KOTOpHIH, MO MHEHHIO aBTOPOB, 00-
pasyercs B pes3ynbTaTe THApoiu3a okcanata Tterpadenundochonns [PhyPl, [C,0,]7 [16].
2-runpokcun3odTaneBast KUCIOTa pearupyeT ¢ OpomuaoM teTpadeHmwndochonns Kak 3aMeIIeHHbIH (e-
HOJ, 00pasys ¢enonsat Terpadenmndochonus [14].

B mHacrosmeit pabore Hamu M3y4deHbl peaknuu neHtadenmwidocdopa ¢ monmpyHKIMOHATEHBIMU
KHACIOTaMH (2,6-TUrHAPOKCUOCH30MHON M SIHTApHON) U yCTAHOBJIIGHO CTPOCHUE BBIJCICHHBIX MPOJIYK-
TOB METOAOM PEHTI€HOCTPYKTypHOTro aHanu3a (PCA).
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IKCNepUMeHTAIbHAA YacTh

Cunre3 conbBaTra  2,6-quruapoxcudenzoara  terpadenmiagochonns ¢ OeH30JI0M
[Ph,P]" [OC(O)C¢H3(OH),-2,6]" PhH (1). Cmecs 0,200 r (0,44 MMonb) conbBata neHTaderundocho-
pa ¢ 6enzonom (PhsP - ¥4 PhH) u 0,134 r (0,44 MMoJIb) 2,6-AUTrHAPOKCUOCH30MHHON KUCIOTHI B 5 MJ1 OCH-
30J1a BBLAEP)KUBAJIM B CTEKIITHHOM 3amasHHOU ammyne 0,5 1 mpu 60 °C, oxnaxnanu. [locie BCkpeITHs
aMITyJIbl MEAJICHHO KOHIIEHTPUPOBAIN pacTBop A0 oobema 1 mi. OOpa3oBaBIIMECs CBETIO-KENTHIE KPH-
ctajuiel GuiIbTpoBany U cymmid. Beixon 0,198 T (85 %), T. 1. 148 °C.

UK-ciiextp (v, cM™): 3556, 3482, 3418, 1643, 1618, 1128, 789, 735, 696, 623, 473.

Cunre3 CoJ1bBaTa CyKLIMHATA ouc(rerpapennndochonns) c TOJIy0JIOM
[PhP]," [0,CCH,CH,CO,]*- 2TolH (2). Cmech 0,200 r (0,44 mmonb) conbata nentabenmndocdopa
¢ 6enzonom (PhsP - %2 PhH) u 0,051 r (0,22 MMO:b) SSHTapHO# KUCIIOTHI B 5 MJI TOJYOJIa BBIICPKUBAIU
B cTekystHHOM amiryne 0,5 4 npu 60 °C, oxnaxnanu. [lociie BCKPBITUS aMITylIbI MEJIEHHO KOHIICHTPH-
poBaiu pacTBop a0 oobema 1 mi. OOpa3oBaBirecs OECIBETHbIE KPUCTAIIIBI (PHIBTPOBAIH M CYIIHIIH.
Berxon 0,280 T (76 %), T. ut. 204 °C.

UK-criextp (v, cM '): 3522, 3450, 3266, 2924, 2851, 1630, 1586, 1433, 1360, 1317, 1105, 993, 762,
727, 694, 527.

HUK-cnexrpsl coeauHenuil 1, 2 3amuceiBanmu Ha HK-cmexktpomerpe Shimadzu IRAffinity-1S
B Tabnerkax KBr B o6macti 4000—400 cv .

PCA xpucramios 1, 2 npoBeneH Ha audpaxromerpe D8 Quest pupmbl Bruker (MoKo-u3nyuenue,
L =0,71073 A, rpadurosslii Monoxpomarop) npu 296(2) K. C6op, penakTupoBaHue JaHHBIX U yTOUHE-
HUE MapaMeTpOB 3JIEMEHTAPHOM SUYEHKH, a TaKKe Y4eT HOIJIOLICHHS NPOBEACHHI IO Mporpammam
SMART u SAINT-Plus [23]. Bce pacueTsl 10 ONpEAC/ICHUIO U YTOUHECHHIO CTPYKTYP BBITOJHEHBI IO
nporpammam SHELXL/PC [24] u OLEX2 [25]. CTpyKTypbl Onpe/ieIeHbl PSIMBIM METOJIOM U yTOYHE-
HBI METOZOM HaWMEHBLINX KBaJPAaTOB B AHW30TPOITHOM NPHUOIMKEHUHN ATl HEBOXOPOIHBIX aToMOB. Oc-
HOBHBIE KpHCTaIIOrpaguyecKue JaHHbIE U PE3YNbTaThl YTOUHEHHS CTPYKTYp 1, 2 mpuBeaeHsl B Ta0m. 1,
OCHOBHBI€ JUTMHBI CBSI3el 1 BaJIGHTHBIE YIIIBI — B TA0. 2.

Tabnuua 1
Kpucrannorpaduyeckue gaHHble, NapameTpbl IKCNEPUMEHTA U YTOUHEHMUS CTPYKTYp 1 1 2
Tapamerp 3HayeHue
1 2
M 1063,07 489,54
CuHrosus TpukinvHHas MomnoxknrHHas
Ip. rp. P1 P2,/c
a, A 10,945(13) 10,636(8)
b, A 13,681(14) 19,849(15)
c, A 19,68(2) 12,410(10)
o, Tpa. 99,82(6) 90,00
B, rpan. 105,34(4) 94,01(4)
Y, Tpa. 91,78(6) 90,00
v, A’ 2792(5) 2614(3)
Z 2 4
Pres T/CM 1,265 1,244
1, MM | 0,136 0,134
F(000) 1116,0 1036,0
Pasmep kpucranna, Mm 0,16 x 0,12 x 0,07 0,46 x 0,21 x 0,21
O6nacTh c60£;a§aHHLIX 1o 26, 3.88-59,08 6.38 — 50,04
WuTepBasl HHACKCOB —14<h<14,-18<k<18, —12<h<12,-23<k<23,
OTpasKCHUH —27<1<27 -14<]<14
W3mepeHo oTpaxkeHuit 101169 25481
He3aBuCHMBIX oTpakeHUI 15223 (R, = 0,3125) 4593 (R; = 0,1635)
IlepeMeHHBIX YTOUHEHHS 707 327
GOOF 0,933 0,999
g 1o 2005 R o
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OKoOH4aHue Tabn. 1

3HayeHue
[TapameTp 1 2
R-(hakTopsl IO BCeM OTpaKEHHUSIM R, =0,2878, wR, =0,4300 R, =0,1618, wR, =0,2135
OcrtaroyHas ?ﬂCKTpOHHaﬂS 0.47/-0.72 0,42/-0.46
w10THOCTH (min/max), e/A

Tabnuua 2
OcHoBHbIe AnNuHbI cBA3ewn (d) U BaneHTHble yribl (w) B CTPykTypax 1 n 2
Casi3b | d, A | Vron | ®, Tpaj
1

P(1)-C(1) 1,809(6) CQDP(1)C(1) 106,4(3)

P(1)-C(21) 1,776(6) CQRDP(1)C(11) 110,2(3)
P(1)-C(11) 1,798(6) C(1DHP(1)C(1) 113,5(3)
P(1)-C(31) 1,771(6) CBDP(1)C(1) 109,0(3)
P(2)-C(51) 1,787(6) CBDP(1)C(21) 111,1(3)
P(2)-C(61) 1,803(6) C@EDP(1)C(11) 106,7(3)
P(2)-C(41) 1,783(5) C(5DHP(2)C(61) 107,7(3)
P(2)-C(71) 1,784(6) CHADPR)C(51) 111,5(3)
O(1)-C(97) 1,244(8) CHEDP)C(61) 108,7(3)
0(2)-C(97) 1,256(8) CHEDPQR)C(71) 108,0(2)
0(4)-C(92) 1,343(8) C(7DHP(2)C(51) 108,5(3)
0(3)-C(96) 1,363(8) C(71H)P(2)C(61) 112,5(3)
0(8)-C(82) 1,351(9) O(1)C(97)0(2) 124,8(7)
0(6)-C(87) 1,273(9) O(1)C(97)C(91) 119,1(7)

2

P(1)-C(31) 1,801(4) CBDP(1)C(1) 109,9(2)
P(1)-C(11) 1,791(4) C(1D)P(1)C(31) 111,5(2)
P(1)-C(1) 1,804(4) C(1DHP(1)C(1) 107,8(2)

P(1)-C(21) 1,795(5) C(1DHP(1)C(21) 110,3(2)
O(1)-C(7) 1,254(6) CQDP(1)C(31) 108,5(2)

0(2)-C(7) 1,272(5) CQDP(1)C(1) 108,8(2)

C(8)—C(7) 1,515(7) O(1)C(7)O(2) 122,9(5)

[Nonuble TabMUIBI KOOPAMHAT aTOMOB, JUIMH CBSI3¢H W BaJCHTHBIX YIJIOB JICIOHUpPOBaHBI B Kem-
OpumxcKoM OaHke CTPYKTypHBIX HaHHbIX (Ne 1849657 (1), Ne 1849663 (2); deposit@ccdc.cam.ac.uk;
http://www.ccdc. cam.ac.uk).

O0cy:xneHue pe3yJibTATOB

Hamu ycranosneno, uro aedenunupoanue nenradpenmwidocdopa 2,6-TuruapokcuOCH30MHON 1
SHTApHOW KHUCJIIOTAMH HE3aBHCHUMO OT COOTHOIICHHUSI UCXOJHBIX pearcHTOB B pacTBope OEH30I1a UK TO-
JyoJia NPUBOAMT K NPaKTUYECKH KOJIMIECTBEHHOMY 00pa30BaHuI0 KapOokcuiaaTtos terpadeHmidochonns
[Ph,P]" [OC(O)CeH3(OH),-2,6] - PhH (1) u [PhyP],” [0,CCH,CH,CO,]* - TolH (2):

PhH
PhsP + HOC(O)C¢H;3(OH),-2,6 — [PhsP]" [OC(O)C¢Hs(OH),-2,6] - PhH + PhH
1
TolH
2 PhsP + HOC(O)CH,CH,C(O)OH — [Ph4P]," [0,CCH,CH,CO,]*- 2TolH + 2 PhH

2
Coenunenus 1 u 2 mpencTaBisitoT co00i pacTBOPUMEIE B apOMAaTUYECKUX YTIIEBOAOPOIaX, TeTpa-
ruapodypane M JAMOKcaHe OCCIBETHBIC KPUCTAJUIMYCCKUE BEIICCTBA, BBIACIICHHBIC M3 PEAKIMOHHOM
CMECH C BBIXOZOM 85 1 76 % COOTBETCTBEHHO.
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[lo nanubM PCA, xapOokcunatsl TerpadeHundochonus 1, 2 sSBIAIOTCS COSAUHEHUSIMH HOHHOTO
TUIA, KOTOPble KPHUCTAUIM3YIOTCA U3 OEH30J1a M TOJyoJia B BUIE COJIbBATOB. B kpucTaiie coeaunenus 1
MPUCYTCTBYIOT 10 JIBa THUIA KPUCTAIIIOrpadHueCKH HE3aBUCUMBIX KATHOHOB U aHUOHOB (a, 0).

Karnonsl TeTpadeHmI)ocHOoHNs UMEIOT MaJI0 MCKOKECHHYIO TETPadApUYCCKYI0 KOH(HUTYPAILIHIO
(puc. 1, 2). Banentrneie yrmel CPC wusmensiorcs B wuHTepBanax 106,4(3)°-113,5(3)° (1a),
107,7(3)°-112,5(3)° (16), 107,8(2)°-111,5(2)° (2). Paccrosnus P—C pasnsl 1,771(6)-1,809(6) A (1a),
1,783(5)-1,803(5) A (16), 1,791(4)—1,804(4) A (2).

C106 C105

Co4

Puc. 1. CtpoeHue conbBarta 2,6-guruapokcnéeHsoara TetpacgeHungocgoHmsa c 6eH3onom
[Ph4P]" [OC(O)CeH3(OH),-2,6] - PhH (1)

cls A,
C16 N 24
3 4
C23
e} c6
c4 UI%

Puc. 2. CtpoeHue conbBaTta cykuuHata 6uc(tetpadeHundocdoHus) c Tonyonom
[Ph4P]2* [02CCH,CH2CO5]* - 2 TolH (2)

B anuonax 1 a, 6 ockocTy OSH30JIbHBIX KOJICI U KapOOKCHIBHBIX TPYIII IMPAKTHYCCKH COBIIajIa-
10T (YIJIBI MEKIy COOTBETCTBYIOIIUMH INIOCKOCTSIMHU cOCTaBiLIOT 1,53° u 1,76° cooTBeTcTBeHHO). CyK-
UHAT-IMAHAOH B KpUCTAIJIe 2 SIBISAETCSA [EHTPOCHMMETPHYHBIM, IEHTP CHMMETPHUU PacIioiaraeTcs
Ha cepenune cBs3u C(8)—C(8a).

B kap6okcunat-anuonax 1 u 2 casu C—O npaxtudecku BoipoBHeHB: C(87)—0(5) 1,263(9) A,
C(87)-0(6) 1,273(9) A (1a), (C(97)-O(1) 1,24(1)A, C(O7)-0(2) 1,257(9) A (16), C(7)-O(1)
1,254(6) A, C(7)-0(2) 1,272(5) A (2). BanenTHble yrmsl Opu KapOOKCHIBLHBIX aTOMax yrjepoja
O(1)C(97)0(2), O(5)C(8T)O(6) (1 a,8) u O(1)C(7)O(2) (2) pasnsr 125,7(7)°, 124,8(7)°, 122,9(5)° co-
OTBETCTBEHHO.
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B annonax 1 a, 0 oxxugaeMo UMEIOT MECTO BHYTPUMOJIEKYJISPHBIE BOJOPOAHbIE CBA3U MEXIY aTo-
MaMH KHCJIOpo/a KapOOKCHIBHOM TPYMITBI M 0pmo-THIPOKCUILHBIMU TPYIIIAMU CO CIEAYIONIMMHU Ta-
pamerpamu: H(3)O(1) 1,75 A, H(4)*O(2) 1,73 A, H(7)-O(5) 1,74 A, H(8)**O(6) 2,03 A. OtmeTum,
YTO aHAJOTMYHOE PACCTOSIHUE B OCTATKE CAJIHLMIOBOW KHUCIOTHI MOJEKYJIBl CaluLuIaTa TeTpadeHu-
cypbMsI paBHo 1,82 A [26].

dopMupoBaHHE KPUCTALTMUECKUX CTPYKTYpP 1 1 2 00yclIoBI€HO, B OCHOBHOM, CIaObIMU BOAOPO.I-
HbIMU cBs3siMu THITa C—H O ¢ ygacTreM kapOOKCHIaTHBIX TPYII U KHCIOPOa THAPOKCUIBHBIX TPYIII
(B xpuctamie coequnenns 1). Kopotkue (ormopHsie) KOHTaKTH B KpHcTasuie 1 mpencTaBieHbl Ha POEK-
UM BJIOJIb OCH @ Ha puc. 3. B KoMmIuIekce 2 UMeeT MECTO HAIMYHE KOPOTKOTO KOHTAKTa KapOOKCHIIAT-
HBIX aTOMOB KHCIIOpOJa ¢ aTOMOM BOJOPOJIa METHIIBHOW IPyIIIBI COJIEBATUPOBAHHON MOJIEKYJIBI TOIYO-
na (puc. 4), npu stom paccrosiuue O(2)*H(47) coctaBnser 1,59 A, uto Menble cymMbl BaH-fep-
BaaJIbCOBBIX PAaIUYyCOB TaHHBIX aTOMOB [27].

Puc. 3. KopoTkue (onopHbie) KOHTaKTbl B KpUcTanne komnnekca 1

CHM 3

Puc. 4. KopoTkue (onopHble) KOHTaKTbl B KpUcTanse Kkomnekca 2
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BrIBOABI

Takum oOpa3om, B peakiuu nerradermiochopa ¢ SHTAPHON KUCIOTONH HE3aBUCUMO OT MOJIBHOTO
COOTHOIIICHUSI PEAareHTOB YyYacTBYIOT 00¢ KapOOKCHWIBHBIX Tpymmbl. [ Hapokcurpymmsel — 2,6-
JUTUIPOKCUOESH30MHON KHCIOTHI OCTAIOTCS MHEPTHBIMH JIaKe MpH M30bITKe NeHTadenmindocdopa B pe-
aKIMOHHOHM  cpege.  2,6-Juruapokcubenzoar Terpadenundochonus [PhyP]" [OC(O)CeHz(OH),-
2,6] - PhH wu cykimuar 6uc(terpadenmapochonns) [PhyP]," [0,CCH,CH,CO,]* - TolH B kpucTamiax
MMEIOT MOHHOE CTPOCHHE.
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REACTIONS OF PENTAPHENYLPHOSPHORUS
WITH 2,6-DIHYDROXYBENZOIC AND SUCCINIC ACID
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South Ural State University, Chelyabinsk, Russian Federation

Tetraphenylphosphonium carboxylates as solvates of [PhyP] [OC(O)CsH3(OH),-2,6] xPhH
(1) and [Ph4P], [0,CCH,CH,CO,]* xTolH (2) types were synthesized by the reactions of penta-
phenylphosphorus with 2,6-dihydroxybenzoic and succinic acids at the mole ratio of 2:1 and 1:1,
respectively. The reactions were accomplished by heating the benzene or toluene solutions of the
mixture of compounds inside an evacuated glass ampoule at 60 °C for 0.5 hour. The structure of
compounds was characterized by IR spectroscopy and single-crystal X-ray diffraction study. Ac-
cording to X-ray diffraction data, the crystals of tetraphenylphosphonium carboxylates 1 and 2
consist of the [Ph,P]" tetrahedral cations (the CPC angles are 106.4(3)-113.5(3)° (1), 107.8(2)—
111.5(2)° (2), and the P-C bond lengths are 1.771(6)-1.809(6) A (1), 1.791(4)-1.804(4) A (2)),
single charged (1) or double charged (2) carboxylate anions and solvate arene molecules. Two
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types of crystallographically independent cations and anions (a, b) exist in crystals 1. Anions of
the compound 2 are centrosymmetric. In the carboxylate anions the C—O bonds are aligned
(1.263(9), 1.273(9) A 1a, 1.24(1), 1.257(9) A 1b, 1.254(6), 1.272(5) A 2), and the OCO angles at
the carboxyl carbon atom are close to the theoretical value of 120°. The anions 1 are characte-
rized by the presence of intermolecular short contacts O—H---O—C between oxygen atoms of the
carboxyl group and o-hydroxyl groups; the H-+O and O--O distances are 1.73-2.03 A and
2.450(8)—2.484(8) A, respectively. Structural organization in the crystals is caused by weak hy-
drogen bonds of the C—H'-*O type between the carboxylate groups and oxygen atoms of the hy-
droxyl groups (in crystal 1). Short contacts between the carboxylate oxygen atoms and a hydro-
gen atom of the methyl group of the solvated toluene molecule are observed in complex 2.

Keywords: pentaphenylphosphorus, 2,6-dihydroxybenzoic acid, succinic acid, tetraphenyl-
phosphonium carboxylates, X-ray diffraction study.
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