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CUHTE3 U CTPOEHUE OPITAHOCYJIb®OHATOB
OPITrAHUNTTPUPEHUNTPOCPOHUA [Ph;PR][OSO,R’],

R= Ph, R’ = CeH3C|2-2,5; R = CeHll-CyCIO, R’ = CGH3C|2-2,5;

R = CHzoMe, R’ = C6H3(NOZ)2-2,4; R = CHzoMe, R’ = CGH4(COOH-2)

B.B. lWlapymuH, O.K. lLlapymuHa, E.C. MexaHowuHa
FOxHo-Yparnbckul eocydapcmeeHHbIl yHusepcumem, e. YensbuHck, Poccus

B3ammMopeficTBeM SKBHMOJISIPHBIX KOJHWYECTB XJIOpHAA TeTpaopraHmidochoHus ¢ 2,5-
TUXJI0POeH30ICYNb()OHOBOH, 2,4-TUHUTPOOCH30ICYIEGOHOBOH U 2-KapOokcmOeH30ICybdo-
HOBOH KHCJIOTaMH B BOJAE CHHTC3UPOBAHBI OpPraHOCYNb(OHATHI TeTpaopraHuiaPochHOHUS
[PhsPR][OSO,R’], R = Ph, R* = C¢H3Cl,-2,5 (1); R = CgHys-cyclo, R* = CgH3Cl,-2,5 (2);
R = CH,OMe, R’ = C¢H3(NO,),-2,4 (3); R = CH,OMe, R’ = CgH4(COOH-2) (4). Tlo manHbIM
PEHTTEHOCTPYKTYPHOTO aHallu3a, MPoBeACHHOTO mpu 293 K Ha aBTOMaTHYECKOM YETHIPEXKPY K-
HoM audpakromerpe D8 Quest Bruker (nByxkxoopmunatusiii CCD-netekrop, Mo Ka-usnyuenne,
A =0,71073 A, rpadurosiii MoHOXpoMaTop), kpucTamios 1 [CaH7Cl,0sPS, M 601,45; cunro-
HUS TPUKJIMHHAS, Tpymna cuMMerpun P-1; mapamerpsr sueitku: a = 10,998(5), b =11,358(6), ¢ =
12,923(10) A; o = 8554(3), B = 6747(2), y = 76,81(2) rpam, V = 1451,5(15) A3,
Z = 2; Py = 1,376 r/eM®; g = 0,389 mm ; F(000) = 624,0; Riy = 0,0393, GOOF = 1,034],
2 [C5oH29Cl,03PS, M 571,46; cuHroHus MOHOKIWHHAsS, rpymmna cumMmerpud CC; mapameTpsl
saeiiku: a = 9,089(4), b = 17,082(7), ¢ = 17,647(7) A; o = 90,00, B =97,22(2), y = 90,00 rpaz.,
V =2718,0(19) A3, Z = 4; pyuu = 1,397 t/em®; i = 0,406 mm *; F(000) = 1192,0; Riy; = 0,0241,
GOOF = 1,037], 3 [CxH23N,0gPS, M 554,49; cuHroHUsS TPUKIMHHASA, Ipynna cuMmerpun P-1;
napameTpsl sueitku: a = 9,437(6), b = 11,424(10), ¢ = 13,685(12) A; o= 65,34(3), B = 84,66(3),
y=72,68(3) rpax., V =1279,3(17) A%, Z = 2; pyuu = 1,439 r/em®; 1= 0,243 mm*; F(000) = 576,0;
Rint = 0,0395, GOOF = 1,033], 4 [C,7H2506PS, M 508,50; cHHrOHUST TPUKJIMHHAS, TPYIa CUM-
metpun P-1; mapamerpwl sueiikum: a = 8,263(11), b = 12,085(17), ¢ = 12,987(14) A;
o = 84,17(5), P = 86,78(4), v = 83,51(6) rpan., V = 1281(3) A3 Z = 2; puw = 1,319 r/em®;
p=0,229 MM F(000) = 532,0; R;yy = 0,0423, GOOF = 1,024], atombI (ocdopa B KaTHOHAX Xa-
PaKTEepU3yIOTCS TETPAdJPUUECKON KOOPAMHALIMEH, OpraHOCYIb(OHATHBIE AHUOHBI UMEIOT 00bIY-
HYI0O TEOMETpUIO C TeTpadjpuueckuM atomMoM cepbl. [lnusbl cBszeit P—C cocraBmustor
1,7665(18)-1,836(2) A, 4T0 MeHbIIe CYMMBI KOBAJIEHTHBIX paJHyCOB AaTOMOB-TIAPTHEPOB
(1,88 A). Banenrnsie yrast CPC usmenstorcs B uuTepBanax 103,81(6)°—113,43(7)°. CrpykTyp-
Has OpraHm3aius KpuctawioB 1-4 ¢opmupyercs 3a c4éT MHOKECTBA CIIAOBIX BOJOPOIHBIX CBS-
3ell MeXIy KaTHoHaAMH M aHnoHaMu, Harmpumep, S=0---H—-Cp, N=0O---H-Cp;, C=0--H-Cx u
Jip. ApeHcynb(OHATHBIE aHUOHBI B KOMILIEKCe 1 MOCPECTBOM MOJEKYJ KPUCTAIU3AIMOHHON
BOJIbl CTPYKTYPHUpPOBaHbI B JuMepbl. [1oJHbIe TaOJIUIBI KOOPANHAT aTOMOB, JUIMH CBsi3ed M Ba-
JICHTHBIX YTJIOB JUIsl CTPYKTYp AENOHHpOBaHbl B KeMOpHmIKCKOM OaHKE CTPYKTYPHBIX JaHHBIX
(Ne 2142598 (1), Ne 2144330 (2), No 2144708 (3), Ne 2145604 (4); deposit@ccdc.cam.ac.uk;
http://www.ccdc. cam.ac.uk).

Koueswvie crnosa: opeanocynvonam mempaopeanundocgonus, cunmes, cmpoerue,
PEeHMeeHOCMPYKMYPHbLE UCCTIe008AHUSL.

Beenenne

UuTepec k opraHuveckuM coeiauHeHHsM (ocdopa BO MHOIOM ONpENENseTCs] TMOTSHIUAIOM HX
MPUMEHEHHUS B CaMbIX pa3HOOOPa3HBIX 00NACTSIX MPAKTUUECKON NESTEIbHOCTU: B KAYECTBE WHCEKTUIIH-
10B, (QYHTHLIUAOB, 1e(OIHMAHTOB, TepOUIMIOB, MIACTU(PHUKATOPOB, HOHUTOB, IPUCAIOK K OCH3WHAM U
cMa3o4HbIM MaciiaMm [1]. Opranmyeckue coennHenus Gpocopa HAILIM TaKKe MPUMEHEHHE B CHHTETH-
YEeCKOH OpraHM4ecKoil XMMHH, HallpuMep, IPY Nody4eHUH osiepuHOB 1o Burtury [2] unu cunTese 3Je-
MeHToOoprannyeckux coenuHenuil [3]. Coolmanock Takke 0 MEPCHeKTHBaX MPAKTHYECKOTO MPUMEHe-
HHS HEKOTOPBIX (hoc(hOopopraHNuecKuX COCTMHEHHH B Ka4eCTBE KaTalM3aTOPOB IHAPO(yHKIIMOHATIH3A-
W HETIPEACIBbHBIX CYyOCTpaToB [4], peareHTOB IS mpaHCc-METAUNTNPOBaHUS [S] 1 MeTaTe3nca G-CBs3ei
[6]. 13 Bcex mpon3BOOHBIX MATHBaJIEHTHOTO (hocdopa Hanbosee n3yueHsl coiu TeTpadeHuIPpochoHus,
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KOTOpBIC OOBIYHO TMOJYYAIOT MO PEAKIIMA OKUCIUTEILHOrO MPUCOSANHEHUs U3 TpudeHwihochuHa u
raJIOTeHapeHa B MPUCYTCTBUH XJIOPUCTOro amoMunus [1] mubo mo peakiuu neHtadenmnpocdopa ¢ ku-
cnorami [7—10]. B pabotax [11-17] onucan cuHTE3 APYrUX CTPYKTYPHO OXAPaKTEPU30BAHHBIX OPTraHO-
cynbhoHatoB TerpadermihochoHus, 0OHAKO B JUTEPATYypPe HEU3BECTHHI MPUMEPHI MOJYUYCHUs apeH-
cyns(hoHaTOB opranunTpudernnpochoHus.

Hamu BriepBbhIe CHHTE3MPOBaHBI M CTPYKTYPHO OXapaKTepPU30BaHbI apeHCYIb(POHATHI opranuiTpude-
amndochonns [PhsPR][OSO,R’], R = Ph, R’ = CgHsCl,-2,5 (1); R = CgHys-cyclo, R = CsHsCl,-2,5 (2);
R= CHQOMe, R = C6H3(N02)2-2,4 (3), R= CHQOMe, R’ = C6H4(COOH-2) (4)

JKCNepUMEeHTAIbHAS YaCTh

B pabote wncnonmpzoBanmu XJIopuabl opraHmiTpuderniapochoHns U apeHCYTb()OHOBBIE KHCIOTHI
(Alfa Aesar).

I'mapar 2,5-quxnopoensosicynbponara terpadenunndochonus

[Ph,P][OSO,CsH;Cl,-2,5]- 2H,0 (1)

MONlydalnd W3  OKBUMOJSIPHBIX ~ KONWYEeCTB  xjopuaa  Terpadenmipochonuss wu  2,5-
TXJIOpOEH30IICYNb(OHOBOM KHCIOTHI B Bojie. [locie mepekpucTaiin3aluy elIeBOro MpoILyKTa U3 BOJIBI
HOJTYyYHITH OeClBETHBIE KpUCTALIbI ¢ t,, = 168 °C (94 %). UK-criektp (v, CM_l): 3549, 3483, 3063, 1782,
1651, 1585, 1483, 1439, 1375, 1317, 1217, 1165, 1148, 1107, 1065, 1016, 995, 893, 827, 814, 768, 723,
692, 621, 528, 434. Haiineno, %: C 58,77; H 4,56. C3H»,Cl,0sPS. Beruncaeno, %: C 59,01; H 4,52.

2,5-/luxsiopoen3oJicyib(poHaT HukorekcuaTpudenunadochonns

[PhsPCsH131-uukn0][OSO,CeH;5Cl,-2,5] (2),

OecuBeTHbIe KpHCTALIHI C 1y, = 195 °C (95 %). UK-criektp (v, CM_l): 3078, 3042, 2930, 2884, 2853,
1585, 1485, 1441, 1371, 1346, 1327, 1238, 1219, 1165, 1146, 1107, 1090, 1061, 1015, 997, 901, 885,
853, 829, 804, 743, 721, 692, 621, 528, 513, 471, 417. HaiineHo, %: C 62,86; H 5,14. C3HxCl,03PS.
Beruncneno, %: C 63,05; H 5,11.

2,4-IlnHuTpoGen3o/cy1b(poHaT MeToOKCUMeTHIATPpUGeHUIdochoHus

[Ph3PCHzoME] [0802C5H3(N02)2'2,4] (3),

OecIBeTHBIE KpUCTAILTHI C t,, = 145 °C (97 %).UK-cmextp (v, CMil): 3088, 3019, 2893, 2833, 1600,
1587, 1545, 1528, 1485, 1437, 1352, 1236, 1165, 1130, 1115, 1097, 1063, 1028, 997, 943, 903, 851,
833, 797, 746, 727, 691, 635, 557, 532, 507, 494, 467, 447. Haiineno, %: C 56,17, H 4,36.
C,6H23N,0gPS. Brruucneno, %: C 56,32; H 4,18.

2-Kap6okcuden3osicyab(oHaT MeTOKCHMeTHITpupeHnI(ochoHus

[PhsPCH,OMe] [OSO,CH,(COOH-2)] (4),

OecrBeTHbIe KpUCTAILIHI C 1, = 134 °C (97 %). UK-criextp (v, cm 1): 3460, 3065, 3024, 2934, 2833,
1715, 1589, 1566, 1487, 1439, 1292, 1248, 1171, 1140, 1115, 1094, 1020, 997, 872, 798, 760, 719, 691,
619, 569, 528, 503, 446. Haiineno, %: C 63,63; H 4,99. Cx;H,506PS. Beruucneno, %: C 63,77; H 4,95.

UK-cniektpsl coenunenuii 3anuceiBany Ha UK-Dypre criektpomerpe Shimadzu B Tabnerkax KBr.
Temmeparypbl MIaBICHUs. U3MEPEHBI Ha CHHXpOHHOM TepMoananu3artope Netzsch 449C Jupiter. Dre-
MEHTHBIH aHanu3 npoBoawin Ha aHanmmzarope Euro EA3028-HT, PCA — na nudpakromerpe D8
QUEST ¢wupmer Bruker pu 293 K. C6op naHHBIX, Onpe/e/icHHe U YTOYHEHHE CTPYKTYP MPOBEICHO
no nporpammam [18-20].

Kpucranmnorpaguueckre qaHHbIC U PE3yJbTaThl YTOUHEHHS CTPYKTYD IIPUBECHBI B Ta0J. 1, JTMHBI
CBA3€H M BAJICHTHBIE YTIIBI — B Ta0IM. 2.

Tabnuua 1
Kpucrannorpaduyeckue gaHHble, napaMeTpbl 3KCNEePUMEHTa M YTOUHEHUA CTPYKTYp 1-4
[Tapametp 1 2 3 4
cDOpMyJ'Ia ngH27C|205PS C30H29C|203PS Cz@HngzOgPS C27H2505PS
M 601,45 571,46 554,49 508,50
CuHronus TpuxnuHHas MOoHOKIMHHAS TpuxinnHHas TpukianHHas
[Ip. rpynna P-1 Cc P-1 P-1
a, A 10,998(5) 9,089(4) 9,437(6) 8,263(11)
b, A 11,358(6) 17,082(7) 11,424(10) 12,085(17)
c, A 12,923(10) 17,647(7) 13,685(12) 12,987(14)
0L, TPal. 85,54(3) 90,00 65,34(3) 84,17(5)
42 Bulletin of the South Ural State University. Ser. Chemistry.
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MexaHowuHa E.C.

CuHme3 u cmpoeHue opa2aHocysibhoHamoe
opeaaHunmpugeHungocgoHuss [PhsPR][OSO2R’]...

OKOH4aHue Tabn. 1

[Tapametp 1 2 3 4
B, rpas. 67,47(2) 97,22(2) 84,66(3) 86,78(4)
Y, Tpaj. 76,81(2) 90,00 72,68(3) 83,51(6)
Vv, A° 1451 5(15) 2718,0(19) 1279,3(17) 1281(3)
z 2 4 2 2
p(BBIY.), T/cM° 1,376 1,397 1,439 1,319
i, MM 0,389 0,406 0,243 0,229
F(000) 624,0 1192,0 576,0 532,0
Pa3mep kpucTajuia, MM 0,4 x 0,25 x 0,12 0,5x0,3x0,19 0,32 x 0,23 x 0,17 0,43 x 0,35 x 0,17
Obnacts cGopa AaHbx 6,14-56,7 5,84-66,34 6,14-72,92 6-57
o 0, rpaj.
VHTepBATH HEZIEKCOB -14<h <14, -13<h <13, -15<h <15, -11<h <11,
oTpaeHHii -15<k <15, —26 <k <26, -18<k<18, -16 <k <16,
-17<1<17 —27<1<26 —22<1<22 -17<1<17
H3mepeHo oTpaxkeHui 49272 49456 76725 52567
HesapiciMeix 7189 10159 11319 6475
OTPaKCHUM
Rint 0,0393 0,0241 0,0395 0,0423
Tepemenpix 358 334 344 339
YTOYHEHHS
GOOF 1,034 1,037 1,033 1,024
R-dakropst R; = 0,0409, R, =0,0317, R, =0,0521, Ry = 0,0414,
o F? > 26(F?) WR, = 0,1015 WR, = 0,0773 WR, = 0,1302 WR, = 0,0999
R-daxTops! o Bcem R; =0,0592, R; =0,0413, R; = 0,0856, R; =0,0623,
OTpaXKEHUSIM wR, =0,1116 wR, = 0,0814 WR; = 0,1455 wR, = 0,1104
OcraToyHast >JIeKTpPOHHAs
IUIOTHOCTh 0,47/-0,65 0,22/-0,27 0,37/-0,62 0,27/-0,30
(min/max), e/A°
Tabnuua 2
[OnNvHbI CBA3eN 1 BaneHTHbIe yribl B CTPyKTypax 1-4
Ces3b d, A | Vroa o, °
1
S(1)-0(1) 1,4498(18) 0(1)SM)O(2) 112,92(12)
S(1)-0(2) 1,4499(18) O(1)S(L)O(3) 113,78(11)
S(1)-0(3) 1,4535(18) 0(2)S(1)0(3) 112,83(12)
S(1)-C(41) 1,7852(19) O(1)S(1)C(41) 106,54(9)
P(1)-C(1) 1,8036(19) C(1)P(1)C(11) 107,44(9)
P(1)-C(11) 1,7981(19) C(11)P(1)C(21) 108,72(8)
P(1)-C(21) 1,7984(19) C(21)P(1)C(31) 107,53(9)
P(1)-C(31) 1,7999(19) C(L)P(L)C(3L) 110,24(8)
CI(1)-C(42) 1,735(2) CI(1)C(42)C(43) 117,98(14)
C1(2)-C(45) 1,738(2) CI(2)C(45)C(46) 118,59(16)
2
S(1)-0(1) 1,4497(14) O(1)S(1)0(2) 113,32(9)
S(1)-0(2) 1,4502(15) 0O(1)S(1)0(3) 113,43(10)
S(1)-0(3) 1,4365(13) 0(2)S(1)0(3) 114,84(10)
S(1)- C(41) 1,8063(16) 0(1)S(1)C(41) 104,53(7)
P(1)-C(1) 1,7897(13) C(1)P(1)C(11) 110,56(5)
P(1)_C(11) 1,7972(13) C(11)P(1)C(21) 104,95(5)
P(1)-C(21) 1,7984(13) C(21)P(1)C(31) 111,14(6)
P(1)-C(31) 1,8173(13) C(1)P(1)C(31) 109,81(6)
CI(1)-C(42) 1,7386(15) CI(1)C(42)C(43) 116,31(12)
Cl(2)-C(45) 1,7391(14) CI(2)C(45)C(46) 118,81(12)
3
S(1)-0(2) 1,4620(16) 0(2)S(1)0(3) 111,67(10)
S(1)-0(3) 1,3968(18) 0(2)S(1)0(4) 115,86(10)
S(1)-0(4) 1,4146(17) 0(3)S(1)0(4) 113,03(11)
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OkoHYyaHue Tabn. 2

Ces3p d, A Vron o, °
(1) C(31) 1,8422(18) 0(2)S(DC(31) 107,06(9)
P(L-C(D) 1,8085(17) CPLC) 111,80(8)
P(1)-C(7) 1,8081(18) C(7)P(D)C(11) 103,81(6)
P(1)-C(11) 1,7875(16) CLLP(LC(2L) 111,47(7)
P(1)-C(21) 1,7665(18) C(LP(1C(2D) 105,91(8)
N(1)-O() 1,252(3) 0G)N(L)O(6) 12842(19)
N(1)-0(6) 1,024(2) O(7)N(2)0(®) 1233(2)
N(2)-0(7) 1,202(3) C(7)O(1)C(8) 108,73(13)
N(2)-O(8) 1,211(4) P()C(7)O(1) 104,14(9)
0(1)-C(7) 1,3975(18)
4
S(1)-0(2) 1,465(2) 0(2)S()OR) 111,65(12)
S(1)-0(3) 1,440(2) 0(2)5(1)0(4) 112,50(12)
S(1)-0(4) 1,464(2) 0(3)S(1)0(4) 114,63(11)
S(1)- C(31) 1,791(2) 0(2)S(1)C(3L) 104,47(11)
P(1)—C(1) 1,793(2) C(LPL)C(T) 107,96(11)
P(1)-C(7) 1,836(2) C(7)P()C(11) 112,08(11)
P(1)-C(11) 1,807(3) C(11)P(1)C(2L) 108,91(12)
P(1)-C(21) 1,799(2) C(P()C(2D) 112,67(11)
o(1Y-C(7) 1,409(2) C(7)O(L)C(®) 114,92(18)
O(A)-C(37) 1,184(9) O(5A)C(37)0(6A) 115,4(6)
O(5B)_C(37) 1,190(6) 0(5B)C(37)0(6B) 121,2(3)
0(6A)-C(37) 1,371(5) C(32)C(37)0(5A) 124,1(5)
0(6B)_C(37) 1,347(4) C(32)C(37)0(6A) 118,6(3)

[MonHble TaGIUIBI KOOPAMHAT aTOMOB, JUTMH CBS3€H M BAJICHTHBIX YIJIOB JJIS CTPYKTYP JICTIOHHUPO-
Banbl B KeMmOpumkckoM OaHke CTPYKTYpHBIX maHHbBIX (Ne 2142598 (1), 2144330 (2), 2144708 (3),
2145604 (4); deposit@ccdc.cam.ac.uk; http://www.ccdc. cam.ac.uk).

O0cy:xaeHue pe3yJibTaTOB

Kommnekcol 1-4 mosydeHbl IpU CMEIIMBAaHUK BOAHBIX PACTBOPOB XJIOPHUAOB OpraHUNTPHDEHMII-
¢dochoHns U COOTBETCTBYIOLIEH apeHCyIb(POHOBOM KHCIOTHL. 1Ipn MeyIeHHOM HciapeHUuH BOABI UMEIO
MeCTO 00pa3oBaHME yCTOWYMBBIX Ha BO3AYXE MPO3PAuHBIX KPUCTAIIOB, XOPOLIO PACTBOPUMBIX B XJIO-
podopme, apeHax U AUXJIOPMETaHe, INIOXO0 — B BOJIC M ALlETOHUTPUIIE P KOMHATHON TeMIlepaType.

[PhsPRICI + HOSO,R> —> [PhsPR][OSO,R’] + HCI
R = Ph, R’ = C5H3C|2-2,5 (1), R= C6H11'CyC|O, R’ = C5H3C|2'2,5 (2),
R= CHZOMe, R’ = C5H3(N02)2'2,4 (3), R= CHZOMe, R’ = C5H4(COOH‘2) (4)

OtrmernM, dYTO KOMIUIEKC 1 OBUT CHHTE3UpOBaH Takxke u3 mneHrtadeHunpochopa u 2,5-
JIUXJIOPOEH30JICYIL(OHOBOM KUCIOTH B OEH30JIe M BBIJAENICH MOCIE NEPEeKPUCTAIIIU3AMNA U3 BOABI B
BUJIE rujpaTa ¢ Bbixoaom 93 %:

PhsP + HOSO,CHsCl,-25 — [Ph,P][0SO,CeHsCl,-2,5] + PhH

[Monocel BaJIeHTHBIX KOJeOaHWH YTIEpOJHOTrO cKejera apoMartwueckux (parmentop B UK-
criekTpax coenuHeHuit 1-4 mposiBistores B obmact 1600—1483 cm . Takoke HaGIIOMAIOTCS TOIOCHI
TIOTJIONIEHUSI CPETHEH MHTEHCUBHOCTH BAJICHTHBIX U JiehopMarMoHHbIX Konebanuit cBszelt Ca—H nipu
3088-3019 cM ' 1 1165-1130 cM ', BHEMIOCKOCTHBIE nedopMaIlOHHBIE KOJIEOaHUsT XapaKTEePU3YIOTCS
nosocamu ipu 872-797 cm . TTonocs! mornomenust mpu 1248—1217 em ' 1 1116-1090 cm ' otHOCSTCS
K aCHMMETPHYHBIM U CHMMETPHYHBIM BaJCHTHBIM KoJieOaHusM cyib(oHaTtHOU rpymmbel SO;. MHTEH-
CHBHBIE TOJIOCHI noronieHus mpu 692-691 oM 11 532-528 cM ' MOKHO OTHECTH K BaJIEHTHBIM KOJeOa-
HusM cBszeit S—O u C—S. Banentneie u aedopmannonnsie konebanus cBsizeld Ca—P xapakrepusyrorcs
T10JT0CAMH TIOTJIONIEHHS B 0071acTsx 1441-1437 cm ™ 1 1028-995 cM* coorsercTrerto [21].

Konebanusm cBszeit Ca—Cl B criekTpax cTpykTyp 1, 2 0TBEHaIOT MOJOCH! BBICOKOH MHTCHCHBHOCTH
mpu 723 u 721 cM . B UK-crieKTpaX KOMIUIEKCA 3 ACCUMETPHUHEIM M CHMMETPHUHEIM KOJICOAHHAM
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NO,-IpyIIBl COOTBETCTBYIOT WHTCHCHBHBIC MOJOCHI MOTIOmeHHs npu 1545, 1528 u 1352 cm .
UK-criekTps! coenurenuii 3, 4 comepxkar mpy 2833 ¢M ' [ONOCH! MOTTIOMICHHS, OTHOCSIIIECS K BATCHT-
HbIM KojeOanusiM cBsizeii O—CH;. Hammume monexyn Boabl B KpHCTajule ruapata 2,5-AuxJiIopOeH30d-
cynb¢oHnara terpadpermndochonus nmoaTBepkaaeTcs npucytcreueM B ero MK-cnektpe monoc npu 3549
1 3483 cM . B MK-criekTpe KOMILIeKca 4 MpOsIBISICTCS] HHTEHCHBHAS T107I0CA BATCHTHBIX KOICOaHMit Kap-
6OHMTBHOI TpymsI (pi 1715 cM ') 1 IIMpOKast M00CA BAJCHTHBIX KOIEGAHMI THAPOKCHIILHOM IPYIIIE!
(3460 cM 1) [22], UTO CBHCTEILCTBYET O HATHYHH CBOOOIHOM KaPOOKCHIIEHOM TPYIIIBL.

ITo pmamaeim PCA, xkpucramm 1 cocrout w3 katuoHoB Tterpadenmndochonus (P-C
1,7981(19)-1,8036(19) A, CPC 107,44(9)°-112,23(9)°), 2,5-nuxnop6eH30ncynbhOHATHBIX AHHOHOB
(S-0 1,4498(18)-1,4535(18) A, OSO 112,83(12)°-113,78(11)°) u monekyn BozsI (puc. 1).

Puc. 1. O6wun Bug coeanHeHuns 1

Mortekysbl BOJIBI CBS3BIBAIOT BOJIOPOIHBIMU CBS3SIMH JIBA 2,5-IHXIIOpOSH30JICYIH(OHATHBIX aHUO-
na B qumep (H--O 2,07-2,17 A), kpome TOro, UMEIOT MECTO BHYTPUMOJIEKYIISPHbIE KOHTAKTHI MEKIY
OpMO-aTOMOM XJIOpPA M OJHHM M3 aTOMOB Kuciopoja cyib(onaTtHoit rpymmsl (Cl-O 3,193(5) A)

(puc. 2).

i)

Puc. 2. iumepHas opraHnsaums apeHcyrnb@goHaTHbIX aHUOHOB B KpUcTanne coeguHeHus 1

O 1momoOHOM CTPYKTYPHPOBAaHHH apeHCYNL()OHATHBIX aHWOHOB MOCPEJICTBOM MOJIEKYJ BOJBI CO-
ob1manock B padorax [23, 24].
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W3 maHHBIX PEHTTCHOCTPYKTYPHOTO aHAIN3a COSAMHEHHH 2—4 cleayeT, YTO UX KPHUCTAJUIBI BKITIO-
YaIOT KaTHOHBI ATKWITPUPEeHIIPOCHOHMS 1 apeHCYIb()OHATHBIC aHHOHBI (puc. 3—5).

cI2)

Y

o)

Puc. 4. O6wuni BUQ coeanHeHns 3

Atombl hocopa B katnonax 2, 3, 4 UMEOT TeTpadApHUecKyto KoopauHauuto [yrnel CPC Bapbu-
pytot B untepBaie 104,95(5)°-111,14(6)° s 2, 103,81(6)-113,43(7)° mna 3, 105,90(12)-112,67(11)°
s 4], Jdmuawsr  cszeir P-C  cocraBmsror  1,7897(13)-1,8173(13), 1,7665(18)-1,8085(17),
1,793(2)-1,836(2) A coOTBETCTBEHHO, YTO HECKOJNHKO MEHBIIE CYMMbI MX KOBAJEHTHBIX PaJHyCOB
(1,88 A [25]). Paccrosmus S—-O B apeHCynb(pOHATHBIX AHMOHAX HE3HAYMTEIHHO OTIMYAOTCS
[1,4365(13)-1,4502(15), 1,3968(18)-1,4620(16), 1,440(2)-1,465(2) A], omHako B mepBOM TpHOIMKE-
HHU MOYKHO TOBOPHTH O PABHOMEPHOM pacIpeAeIeHIH IEKTPOHHON TIOTHOCTH B Tpymmax SOj. J{nu-
Hel cBsseil S—C cocramsror 1,8063(16), 1,8422(18), 1,791(2) A, 4T0 COMOCTaBUMO C aHATOTHYHBIM
3HauenueM B coequnenun 1 [1,791(2) A].
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Puc. 5. O6wiun Bua coeanHenus 4

CrpyKTypHast opraHu3amus KpuctauioB 1-4 ¢hopmupyercs 3a cu€T MHOKECTBA cIabbIX BOIOPOTHBIX
CBsI3ei MEXy KaTHOHaMHU ¥ aHnoHaMu, Hanpumep, S=0--H—Cpx;, N=0---H-Cp;, C=0---H-Cx u 1p.
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SYNTHESIS AND STRUCTURE

OF ORGANYLTRIPHENYLPHOSPHONIUM ORGANOSULFONATES
[PthR][OSC)2R,], R= Ph, R’ = C6H3C|2-2,5; R = C6H11'CyC|O,

R’ = C6H3C|2-2,5; R = CHzoMe, R’ = CGHg(N02)2-2,4;

R = CH,OMe, R’ = CzH4(COOH-2)

V.V. Sharutin, O.K. Sharutina, E.S. Mekhanoshina
South Ural State University, Chelyabinsk, Russian Federation

The interaction of equimolar amounts of tetraorganylphosphonium chloride with
2,5-dichlorobenzenesulfonic, 2,4-dinitrobenzenesulfonic, and 2-carboxybenzenesulfonic acids in
water leads to the formation of organyltriphenylphosphonium organosulfonates
[Ph3PR][OSOZR’], R = Ph, R’ = C6H3C|2-2,5 (1), R = CGHll-CyCIO, R’ = C5H3C|2'2,5 (2),
R = CH,0OMe, R’ = CgH3(NO,),-2,4 (3); R = CH,OMe, R* = CgHy4(COOH-2) (4). Structures of
complexes 1-4 have been established by X-ray diffraction analysis, carried out on an automatic
four-circle D8 Quest Bruker diffractometer (CCD detector, MoK ,-radiation, A = 0.71073 A, gra-
phite monochromator) at 293 K. Crystals 1 [C3iH»7;Cl,05PS, M 601.45; triclinic syngony, space
group P-1; cell parameters: a = 10.998(5), b = 11.358(6), ¢ = 12.923(10) A; o = 85.54(3),
B =67.47(2), vy = 76.81(2) deg., V = 1451.5(15) A3, Z = 2; peac = 1.376 g/cm®; u = 0.389 mm*;
F(000) = 624.0; R;y = 0.0393, GOOF = 1.034], 2 [C5oH25Cl,03PS, M 571.46; monoclinic syngo-
ny, space group Cc; cell parameters: a = 9.089(4), b = 17.082(7), ¢ = 17.647(7) A; o = 90.00,
B =97.22(2), y = 90.00 deg., V = 2718.0(19) A, Z = 4; peac = 1.397 glem®, u = 0.406 mm*;
F(000) = 1192.0; R = 0.0241, GOOF = 1.037], 3 [CH,3N,04PS, M 554.49; triclinic syngony,
space group P-1; cell parameters: a = 9.437(6), b = 11.424(10), ¢ = 13.685(12) A; o = 65.34(3),
B =84.66(3), vy = 72.68(3) deg., V = 1279.3(17) A%, Z = 2; peac = 1.439 g/cm®; 1 = 0.243 mm™*;
F(000) = 576.0; Ry = 0.0395, GOOF = 1.033], and 4 [C,7H2506PS, M 508.50; triclinic syngony,
space group P-1; cell parameters: a = 8.263(11), b = 12.085(17), ¢ = 12.987(14) A; o = 84.17(5),
B = 86.78(4), y = 83.51(6) deg., V = 1281(3) A% Z = 2; peac = 1.319 g/cm®; u = 0.229 mm'%;
F(000) = 532.0; R,y = 0.0423, GOOF = 1.024]. The coordination of phosphorus atoms in cations
1-4 is tetrahedral; organosulfonate anions have the usual geometry with a tetrahedral sulfur atom.
The values of the P—C bond lengths are 1.7665(18)—1.836(2) A, which is less than the sum of the
covalent radii of the partner atoms (1.88 A). The CPC valence angles vary in range of values
103.81(6)—113.43(7) deg. The structural organization in crystals 1-4 is due to weak hydrogen
bonds between cations and anions, for example, S=0---H—Ca;, N=0-:-H-Cx;, C=0---H-Caj,, etc.
The arenesulfonate anions in complex 1 are structured into dimers by means of the crystallization
water molecules. Complete tables of atomic coordinates, bond lengths and bond angles for struc-
tures have been deposited at the Cambridge Crystallographic Data Centre (No. 2142598 (1),
No. 2144330 (2), No. 2144708 (3), No. 2145604 (4); deposit@ccdc.cam.ac.uk;
https://www.ccdc.cam.ac.uk).

Keywords: organyltriphenylphosphonium organosulfonate, synthesis, structure, X-ray dif-
fraction analysis.
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