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CUHTE3 U CTPOEHUE APEHCYJIb®OHATOB
ANKUNTPUDEHUNPOCDOHUS [PhsPEL] [0SO,CsH4(COOH-2)],
[PhsPC3Hs-cyclo] [0SO,Naf-1], [PhsPCH,CN] [0SO,CeH,(Mes-2,4,6],
[PhsPCH,C=CH] [0SO,CH,(COOH-2)],

[Ph3PCH,0H] [0SO,CeH3(OH-4)(COOH-3)],

[Ph3PCH20H] [OSOZC6H3(CI2'2,5] " Hzo

B.B. llapymuH®, E.C. MexaHowuHa
HOxHo-Ypanbckul eocydapcmeeHHbil yHuUsepcumem, 2. HensbuHck, Poccus
Hsharutins0@mail.ru

Annomayusn. ApencynsdoHatsl ankuntpudenunpochonus [PhsPEL][OSO,CsH4i(COOH-2)] (1),
[PhsPC;3Hs-cyclo][OSO,Naf-1] (2), [PhsPCH,CN][OSO,CsHy(Me3-2,4,6] (3),
[PhsPCH,C=CH][OSO,C¢H4(COOH-2)] (4), [PhsPCH,OH][OSO,C¢H3(OH-4)(COOH-3)]  (5),
[PhsPCH,0H] [0SO,C¢H3(Cl2-2,5] - H,O (6) monydeHbl Mo peakiuuy 3aMemeHUs] U3 TajJoreHuI0B a-
kuntpudermipochoHus U apeHCyIbPOHOBBIX KHCIOT B Boje ¢ BbixoaoM 10 90 %. CtpoeHne KOMILUIEK-
coB 1-6 mokazano meromamu MK-crekTpockonuu u peHTreHocTpykTypHOTO aHanmu3a (PCA). Ilo man-
HbIM PCA KpHCTaNIbl KOMILUIEKCOB 1—5 UMEIOT HOHHYIO CTPYKTYPY M COCTOST U3 KATHOHOB TETPaopra-
HUI(hocHOHMS U apeHCYIb(POHATHBIX aHUOHOB, KPUCTAIUT 6 TAK)KE COJCPKUT THIPATHBIC MOJICKYJIBI BO-
ael. Kpucramn (1) [PhsPEt][OSO,CsH4(COOH-2)], C,7H2505PS, M 492.50; cHHrOHHMs TpUKIWHHASA,
rpynmna cummeTpun P-1; mapamerpel sueiikm: a = 8,645(6), b = 11,385(6), ¢ = 13,194(7) A;
o = 74,954(17)°, B = 73,72(3)°, y = 89,24°, V = 1201,3(12) A%, Z = 2; pyuu = 1,362 r/em®; 26 5,96-65,22
rpal.; Bcero orpaxkeHui 63751; He3aBUCUMBIX oTpaxeHHH 8716; uncio yrouHseMblx napameTpoB 309:
Rine = 0,0466; GOOF 1,091; R; = 0,0500, wR, = 0,1129; ocraTo4yHas >JIEKTpOHHAS IDIOTHOCTH
(maX/min): 0,23/—0,45 G/Ag], (2) [PthC3H5-CyCIO][OSOzNaf-l], C62H5406P282, M 1021,11, CHUHI'OHUA
pomOuueckas, rpymmna cummerpun P-ca2;; mapamerpsl sueiiku: a = 18,215(11), b = 21,189(12),
c=13,330(8) A; o =P =y =90,00% V=5145(5) A®, Z = 4; py.. = 1,318 r/em®; 20 5,74-56,66 rpan.;
Bcero orpaxkeHuil 94209; He3aBUCHUMBIX OTpakeHUH 12754; 4yuciio yTOUHSEMBIX NapameTpoB 649:
Rint = 0,01669; GOOF 1,016; R; = 0,0759, wR, = 0,1639; ocraTouHas 3JIEKTpOHHAs IIOTHOCTb
(maX/min): 0,72/—0,35 C/A3], (3) [PthCHz(:N][0502C5H2(M93'2,4,6], ngHngOgPS, M 501,55; cun-
TOHMSI MOHOKJIMHHAs, rpymmna cumMmerpun P2;/c; napametpsi siueiiku: a = 13,033(18), b = 14,544(12),
c=13,941(13) A; B = 101,30(4) rpax., V = 2591(5) A%, Z = 4; p,., = 1,286 r/em™: 20 5,54-58,88 rpar.;
Bcero orpaxkeHuil 109265; HezaBUcHMBIX oTpaxkeHU 7027; yucio yrouHseMbIX napameTpoB 319;
Rin¢ = 0,0444; GOOF 1,051; R; = 0,0408, wR, = 0,1047; ocraTo4Has SJIEKTPOHHAS IDIOTHOCTH
(max/min): 0,22/-0,51 ¢/A?%, (4) [PhsPCH,C=CH][0SO,CsH4(COOH-2)], Ca5H50sPS, M 502,49; cun-
TOHWs TPUKJIWHHAS, Tpymna cuMmmerpun P—1; mapamerpsr sueiiku: a = 8,065(5), b = 12,708(6),
c=12,844(6) A; a = 100,120(19)°, B = 91,87(3)°, y = 99,88(2)°, V = 1274,0(12) A% Z = 2;
Pes = 1,310 r/em®; 20 5,88-57 Tpaj.; BCero oTpakeHui 72756; He3aBUCUMBIX OTpaxkeHuH 6448; ducio
yTouHsieMbix mapamerpoB 332; Ry = 0,0369; GOOF 1,044; R; = 0,0393, wR, = 0,0991; ocrarouHas
3NeKTPOHHAS IIOTHOCTH (max/min); 0,27/-0,37 ¢/A%], (5) [PhsPCH,0H][0SO,CeHs(OH-4)(COOH-3)],
Co7H2oNOGPS, M 519,49; cunronus TpUKIMHHAS, rpymnmna cuMMmeTpud P-1; mapamerpsl sueiku:
a=8,578(4), b = 12,727(8), ¢ = 12,854(5) A; o = 64,259(19)°, B = 83,41(2)°, v = 88,26(3)°,
V =1255,3(12) AB; Z=2; Py = 1,374 F/CMS; 20 5,62-70,34 rpan.; Bcero orpakeHuid 84712; HezaBUCH-
MbIX oTpakenuit 11044; yuciio yrounsemsix mapametpos 335; R = 0,0413; GOOF 1,020; R, = 0,0518,
WR; = 0,1269; ocraTouHas 51eKTpOHHAs MUIOTHOCTH (max/min); 0,75/-0,45 e/A%]; (6) [PhsPCH,OH]
[0OSO,CgH3(Cl»-2,5] - H,0, CsoHysCl,OgP,S,, M 1056,71; cHHrOHKSI MOHOKJIMHHAS, TPYIIa CHMMETPUH
P2,/n; mapamerps! seiiku: a = 9,120(5), b = 12,936(8), ¢ = 21,094(13) A; B = 90,32(2)°, V = 2489(3) A%,
Z=4; py = 1,410 r/em®; 205,78-57 rpajl.; Bcero oTpaxkeHui 56284; HezaBUCUMBIX oTpakeHuit 6307,
YHUCII0 YTOYHsAEMBIX mapametpoB 323; Ry = 0,0503; GOOF 1,034; R; = 0,0476, wR, = 0,1156; ocrarou-
Hasl SIIEKTPOHHAs IIOTHOCTH (Max/min): 0,51/-0,47 e/A%).
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ankuaTprudenmihochonms [PhsPEt][OSO,CeH4(COOH-2)], [PhsPC3Hs-cyclo][OSO,Naf-1],
[PhsPCH,CN][OSO,CeH,(Mes-2,4,6], [PhsPCH,C=CH][OSO,C¢H,(COOH-2)],
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SYNTHESIS AND STRUCTURE
OF ALKYLTRIPHENYLPHOSPHONIUM ARENESULFONATES

[PhsPEt] [0SO,C¢H,(COOH-2)], [PhsPCsHs-cyclo] [0SO,Naf-1],
[PhsPCH,CN] [0SO,CeHa(Mes-2,4,6], [PhsPCH,CECH] [0SO,CsH4(COOH-2)],
[PhsPCH,OH] [0SO,CgH3(OH-4)(COOH-3)],

[PhsPCH,OH] [0SO,CeH5(Cl»-2,5] - H,O

V.V. Sharutin¥, E.S. Mekhanoshina
South Ural State University, Chelyabinsk, Russia
& sharutins0@mail.ru

Abstract.  Alkyltriphenylphosphonium arenesulfonates [PhsPEt][OSO,CsH4(COOH-2)] (1),
[Ph3PC3H5-CyC|O][OSOzNaf'l] (2), [PthCH2CN][OSOQCGHQ(M93'2,4,G] (3),
[PhsPCH,C=CH][OSO,CcH4(COOH-2)]  (4), [PhsPCH,OH][OSO,CsH3(OH-4)(COOH-3)]  (5),
[PhsPCH,0OH] [0SO,CsH3(Cl,-2,5] - H,O (6) were obtained by substitution reaction from tetraorganyl-
phosphonium halides and arenesulfonic acids in water, yielding up to 90%. The structure of complexes
1-6 was proven by IR spectroscopy and X-ray diffraction analysis. According to the X-ray diffraction
data, crystals of the complexes have ionic structure and consist of tetraorganylphosphonium cations and
arenesulfonate anions. Crystals (1) [PhsPEt][OSO,CgH,i(COOH-2)], Cy7H»505PS, M 492.50; triclinic
syngony, symmetry group P-1; cell parameters: a = 8.645(6), b = 11.385(6), c=13.194(7) A;
o =T74.954(17)°, B = 73.72(3)°, v = 89.24°, V = 1201.3(12) A% Z = 2; peac = 1.362 g/lcm’;
20: 5.96-65.22 deg.; total reflections 63751; independent reflections 8716; number of refined parame-
ters 309: R, = 0.0466; GOOF 1.091; R; = 0.0500, wR, = 0.1129; residual electron density (max/min):
0.23/-0.45 ¢/A%], (2) [PhsPC3Hs-cyclo][0SO,Naf-1], CeHs406P2S,, M 1021.11; orthorhombic syngony,
symmetry group P-ca2;; cell parameters: a = 18.215(11), b = 21.189(12), ¢ = 13.330(8) A; a =B =y =
90.00°; V = 5145(5) A% Z = 4; peac = 1.318 glcm?®; 20: 5.74-56.66 deg.; total reflections 94209; inde-
pendent reflections 12754; number of refined parameters 649: Ri, = 0.01669; GOOF 1.016;
R, =0.0759, wR, = 0.1639; residual electron density (max/min): 0.72/-0.35 ¢/A%, (3)
[PhsPCH,CN][OSO,CsH,(Mes-2,4,6], CagHogNO3sPS, M 501.55; monoclinic syngony, symmetry group
P2,/c; cell parameters: a = 13.033(18), b = 14.544(12), c=13.941(13) A; B = 101.30(4) deg.,
V =2591(5) A3, Z = 4; peac = 1.286 glem®: 20: 5.54-58.88 deg.; total reflections 109265; independent
reflections 7027; number 319 parameters to be refined; R, = 0.0444; GOOF 1.051; R; = 0.0408,
WR, = 0.1047; residual electron density (max/min): 0.22/-0.51 e/A%), @)
[PhsPCH,C=CH][OSO,CsH4(COOH-2)], C2sH2305PS, M 502.49; triclinic syngony, symmetry group P-1;
cell parameters: a = 8.065(5), b = 12.708(6), ¢ = 12.844(6) A; o =100.120(19)°, B = 91.87(3)°,
y=99.88(2)°, V = 1274.0(12) A% Z = 2; peac = 1.310 g/lcm?; 20: 5.88-57 deg.; total reflections 72756;
independent reflections 6448; number of refined parameters 332; R;x = 0.0369; GOOF 1.044;
R;=0.0393, wWR, = 0.0991; residual electron density (max/min); 0.27/-0.37 ¢/A%, (5)
[PhsPCH,OH][OSO,C¢H3(OH-4)(COOH-3)], Cy7H,oNOgPS, M 519.49; triclinic syngony, symmetry
group P-1; cell parameters: a = 8.578(4), b = 12.727(8), ¢ = 12.854(5) A; o = 64.259(19)°,
B =83.41(2)°, vy = 88.26(3)°, V = 1255,3(12) A%, Z = 2; peac = 1.374 glem®; 26: 5.62—70.34 deg.; total
reflections 84712; independent reflections 11044; number of refined parameters 335; R; = 0.0413;
GOOF 1.020; R; = 0.0518, WR, = 0.1269; residual electron density (max/min); 0.75/-0.45 ¢/A%];
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(6) [PhsPCH,OH][OS0O,CsH;(Cl,-2,5]-H,0, CsoH44Cl,09P,S,, M 1056.71; monoclinic syngony, symme-
try group P2./n; cell parameters: a = 9.120(5), b = 12.936(8), ¢ = 21.094(13) A; B = 90.32(2)°,
V =2489(3) A% Z = 4; peac = 1.410 glem®; 20: 5.78-57 deg.; total reflections 56284; independent ref-
lections 6307; number of refined parameters 323; R;x = 0.0503; GOOF 1.034; R; = 0.0476,
WR, = 0.1156; residual electron density (max/min): 0.51/—0.47 ¢/A%].

Keywords: bromide, chloride, alkyltriphenylphosphonium, arenesulfonic acid, alkyltriphenylphos-
phonium arenesulfonate, synthesis, structure, X-ray diffraction analysis

For citation: Sharutin V.V., Mekhanoshina E.S. Synthesis and structure of alkyltriphenylphos-
phonium arenesulfonates [PhsPEt][0SO,CgH,(COOH-2)], [PhsPC3Hs-cyclo][OSO,Naf-1],
[PhsPCH,CN][0SO,CsH,(Mes-2,4,6], [PhsPCH,C=CH][OSO,CeH,(COOH-2)], [PhsPCH,OH][OSO,CeH3(OH-
4)(COOH-3)], [PhsPCH,0H] [0SO,CeH5(Cl»-2,5] - H,0. Bulletin of the South Ural State University.
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Beenenue

B nuTeparype ommcaHbl CHHTE3 U OCOOCHHOCTH CTPOEHHS PsAla apeHCyIb()OHATOB TETPAOPTaHUII-
¢dochonns 1 ux Mpow3BOAHBIX. Tak, B3amMoneicTBueM mneHtadeHmpochopa ¢ 2-cynbdhodeH3oiHon
KHCIIOTON B OeH30J1e ToNTydeH ¢ BbixogoMm 90 % (2-kapOokcu)oen3oicynbdhoHat terpadermnndochonus
[Ph,P]"[0SO,CsH,(COOH-2)]", KoTOopHIii GbLI TaKKe CHHTE3MPOBAH U3 XJI0puaa TerpadeHunpochonus
u 2-cynb(hoOeH301HON KUCTIOTHL B BoJE C BBIX0I0M 89 % [1]. Peakuus nentadenmidocdopa c okcunom
cepol SO, (cTexnsHHas aMiryia, 24 °C, 1 1) ¢ mocneayromei mepeKprcTauin3auei meJeBoro mpoayKTa
U3 BOJBI MPUBOAMIA K NONYydEeHHIO THOGeH30icyb(poHaTa Terpadenunpocdonns [PhyP] [PhSO,S],
KOTOPBIN OBLI OXapaKTEepU30BaH METOAaMH PEHTI€HOCTPYKTypHOro aHainmu3a u UK-crnekrpockomun [2].
[TokazaHo, uto neHradenmidhochop pearupyer ¢ apeHCYIbHOHOBBIMUA KHCIOTaMK (MOJIBHOE COOTHOIIICHHUE
1:1) B Gensosne ¢ obpasoBaHMeM apeHCYIb(HOHATOB TeTpaheHUAPOCHOHUS, MPEACTABIAIONIUX COOOM
OecIBeTHbIE KPUCTAUTMYECKUE BEIIECTBA, XOPOILIO PACTBOPUMBIE B MOJISIPHBIX OPraHMYECKUX PACTBOPH-
Tensx u Boje [3—6].

N3BectHO, 9TO apeHCynb(hOHATHI TeTpaopraHmwIPocHOHH MOTYT OBITh CHHTE3MPOBAHBI C BHICOKHM
BBIXOJIOM M3 TaJIOTCHHIOB TeTpaopranmihochoHus U apeHCynb(GOHOBbIX KUCIOT [/—17]. OtmeruM, uTo
3TOT K€ CIIOCO0 MOTyYSHUSI TIOJJOOHBIX COETMHEHHUI IPUMEHIM U TS TIPOU3BOIHBIX CypbMEI [ 18].

B Hacrosimieii paboTe mpecTaBieHbl CHHTE3 U OCOOCHHOCTH CTPOCHHS HOBBIX apeHCylbhoHa-
TOB TeTpaopranuihochHoHus: [PhsPEt][OSO,CeH4(COOH-2)] (D), [PhsPC3Hs-cyclo]
[OSO;Naf-1] (2), [PhsPCH,CN][OSO,Ce¢Ho(Mes-2,4,6] (3), [PhsPCH,C=CH][OSO,C¢H,(COOH-
2)] (4), [Ph3PCH,OH][OSO,C¢H3(OH-4)(COOH-3)] (5), [PhsPCH,OH] [OSO,C¢H3(Cl,-2,5] - H,O (6).

IKCNepUMEeHTAIbHAA YaCTh

B paGore ucronbp3oBaid rajgoreHuabl alkuaTpupeHnnpocoHus, NOITydeHHbIE 10 METOAMKAM,
OIMCaHHbIM B MOHOTpaduu [19].

Peakuus xsiopuaa srunarpudennnadochonns ¢ 2-kapookcndeH30/1cy1b(POHOBOI KHCIOTOIA.

K pactBopy 202 mr (1,0 Mmmoib) 2-kapOoKkcrOeH30ICYIH(POHOBOM KUCIOTHI B 8 MJI BOJIBI IPHUOABIIs-
mu 326 mr (1,0 mmone) xnopuaa stuntpudenundochonns B 8§ M Boasl u nepememmBaiu npu 20 °C
1 4. MemienHoe ymapuBaHHe pacTBOpa MPUBOIWIO K oOpa3zoBanuio 443 mr (90 %) GecIBETHBIX KPH-
craiuioB 2-kapOokcubensoncyibdonara srmwirpudpenunpocponns [PhsPEL][OSO,CeH,(COOH-2)] (1)
¢ty = 129 °C. MK-crextp (v, cM *): 3387, 2943, 1705, 1587, 1487, 1439, 1418, 1292, 1233, 1173,
1136, 1115, 1072, 1007, 908, 800, 723, 689, 621, 573, 530, 501, 488, 440, 428. Haiineno, %: C 65,62;
H 5,12 C27H2505PS. BI)IT-H/IC.HCHO, %: C 65,79, H 5,08

AHAIIOTUYHO TIOJTyYaIH Apyrue apeHcyIbhoHaThl ankuiTpudeHundpochonHus.

HUK-cnexkTpsl coenuHenuii 3amuceiBain Ha MK-cmekrpomerpe Shimadzu IR Affinity-1S
B Taberke KBr B o6mactu 4000400 cm .

DaementHblii anamm3 Ha C, H npoBenen Ha ananusatope Carlo-Erba 1106. Temnepatyps! muias-
JICHUSI U3MEPEHBI Ha CHHXPOHHOM TepMoaHaiu3zaTope Netzsch 449C Jupiter.

Pentrenocrpykrypublii anammn3 (PCA) coeaunenuii 1-6 nmpoBoauv Ha aBTOMATUYECKOM YEThI-
pexkpysxkHoMm auppaxromerpe D8 QUEST ¢upmer Bruker (Mo Ko-usnyuenne, A = 0,71073 A, rpadu-
TOBBII MOHOXpomaTop) mipu 293 K. COop, peaakTupoBaHue AAHHBIX U YTOYHEHHUE ITapaMeTPOB JIEMEH-
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TapHO# SYEHKH, a TAKXKE yUET MOTJIONICHHUS TPOBEACHBI ¢ TIoMoIbio mporpamm SMART u SAINT-Plus.
Bce pacdeTsl MO OMPENEIEHHIO W YTOYHEHUIO CTPYKTYp 1—6 BBIMOJHEHBI ¢ MOMOIIBIO MPOrpaMM
SHELXL/PC u OLEX2 [20-22]. CTpyKTypbl ONpeaeieHbl NPSIMbIM METOJOM M yYTOYHEHBI METOIOM
HAMMEHBIINX KBaJPAaTOB B aHH30TPOITHOM MPUOIMKEHUN I HEBOJOPOIHBIX aToMoB. Kpucramiorpa-
(buueckre TaHHBIC U PE3yIbTaThl YTOYHEHUS CTPYKTYP MPUBEACHBI B Ta0M. 1, OCHOBHBIC UIMHBI CBSA3EH
Y BAJICHTHBIC YTJIBI — B Ta0J. 2.

Tabnuua 1
Kpucrannorpacduyeckue gaHHble, napameTpbl 3KCNePUMEHTa U YTOYHEHUA CTPYKTYp 1-6
ITapametp 1 2 3 4 5 6
cDOpMyJ'Ia Cz7H2505PS C52H5405P282 C29H28N03PS C28H2305PS C27H22N06PS C50H44C|409P282
M 492,50 1021,11 501,55 502,49 519,49 1056,71
CuHrosnus TpuxnuHHas PombOnueckas Monoximszas | Tpuknunzasg | TpuknuzHas MOHOKIIMHHAs
Ip. rpymma P-1 Pca2; P2,/c P-1 P-1 P2,/n
a, A 8,645(6) 18,215(11) 13,033(18) 8,065(5) 8,578(4) 9,120(5)
b, A 11,385(6) 21,189(12) 14,544(12) 12,708(6) 12,727(8) 12,936(8)
c, A 13,194(7) 13,330(8) 13,941(13) 12,844(6) 12,854(5) 21,094(12)
o, Tpa. 75,954(17) 90,00 90,00 100,120(19) 64,259(19) 90,00
B, rpan. 73,72(3) 90,00 101,30(4) 91,87(3) 83,41(2) 90,32(2)
Y, Tpaj. 89,24(3) 90,00 90,00 99,88(2) 88,26(3) 90,00
v, A3 1201,3(12) 5145(5) 2591(4) 1274.0(12) 1255,3(11) 2489(3)
VA 2 4 4 2 2 4
g T/CM° 1,362 1,318 1,286 1,310 1,374 1,410
1, MM 0,238 0,220 0,218 0,226 0,236 0,441
F(000) 516,0 21440 1056,0 524,0 540,0 1092,0
Pasmep kpH- | 45,02x0,17 | 0,37x0,34x0,09 | 0,47x0,19x0,17 | 0,3%03x0,12 | 0,5%0,4x0,2 | 0,65%0,29x0,19
cTamia, MM
Ob6nacth c60-
pa TaHHBIX 5,96-65,22 5,74-56,66 5,54-58,88 5,88-57 5,62-70,34 5,78-57
o 26, rpas.
WurepBaibt -13<h<13, —24<h<24, -18<h<18, -10<h<10, | -13<h<13, -12<h<10,
HHJIEKCOB -17<k<17, -28<k<28, -19<k<19, -17<k<17, | —-20<k<20, -17<k<17,
OTpaKeHHI -19<1<19 -17<1<17 -19<1<19 -17<1<17 -20<1<20 -28<1<28
Msmepeno 63751 94209 109265 72756 84712 56284
OTpaKeHHI
Hesasucinbix 8716 12754 7027 6448 11044 6307
OTpaXKEHUI
Rint 0,0466 0,1669 0,0444 0,0369 0,0413 0,0503
Tepemerreix 309 649 319 332 335 646
YTOYHEHHS
GOOF 1,019 1,016 1,051 1,044 1,020 1,034
R-(akrops o R; = 0,0500, R, =0,0759, R, = 0,0408, R, =0,0393, R; =0,0518, R; = 10,0476,
F* > 26(F%) wR, =0,1129 wR, = 0,1639 wR,=0,1047 | wR,=0,0991 | wR, =0,1269 wR, = 0,1156
R'H‘l(’)agggﬁ“‘ R;=0,0902, | R;=0,1524, R;=0,0548, | R;=00532, | R,=0,0885, R, = 0,0702,
wR, =0,1304 wR, = 0,1982 wR,=0,1139 | wR,=0,1067 | wR, =0,1445 wR, =0,1289
OTPaKEHUAM
OcraToyHas
JNIEKTPOHHAST
IIOTHOCTH 0,23/-0,45 0,72/-0,35 0,22/-0,51 0,27/-0,37 0,75/-0,45 0,51/-0,47
(max/min),
e/A®
Tabnuua 2
[OnNuHbI CBA3eN U BaneHTHbIe yribl B CTPyKTypax 1—6
Casizb | d, A | Vron | ©, TpaL.
1
S1-01 1,4430(16) 01-S1-02 113,72(9)
S1-02 1,4490(15) 01-S1-03 112,97(10)
S1-03 1,4656(16) 01-S1-C31 105,14(8)
S1-C31 1,7878(16) 02-S1-03 111,23(9)
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MpopomxkeHue Taén. 2

CBs13b d, A Vron o, Tpaj.
P1-C21 1,7970(17) 02-81-C31 107,10(9)
PICl1 1,7941(17) 03-S1-C31 106,00(8)
P1-Ci11 1,7977(16) C21-P1-Ci11 109,96(7)
P1_C7 1,8094(16) CLI-P1C7 112,48(8)
S2-05 1,424(4) 05-52-06 110.8(3)
S2-04 1,399(4) 05-52-C71 104,6(2)
$2-06 1,469(4) 04-52-05 117.103)
s2C71 1,777(5) 04-52-06 112,903)
S1-03 1,451(5) 04-82CT1 105,9(2)
s1-01 1,427(5) 06-S2-C71 104,3(3)
S1-02 1,423(4) 03-S1-Cé1 105,.2(3)
S1-Cél 1,781(5) 01-51-03 113.403)
PI_Cl 1,797(5) 01-51-Cé1 105,7(2)
P1_C21 1,785(5) 02-51-03 111,6(3)
P1_Cll 1,796(5) 02-51-01 115.1(3)
P1_C7 1,761(5) 02-51-Cé1 104,7(2)
P2_Cal 1,794(5) CI1-P1CI 108,6(2)
P2-C51 1,781(5) C7-P1-C21 110,1(2)
P2_C3l 1,790(5) C31-P2_CAL 107,902)
P2-C37 1,766(5) C37-P2_C3l 110,4(2)
s1-01 1,4421(15) 01-81-02 110,24(10)
S1-02 1447(2) 01-S1-03 114,02(9)
S1-03 1,4556(17) 01-51-C31 108,96(10)
s1-cal 1,799(2) 02-51-03 112,54(9)
P1_Cl1 1,7860(18) 02-51-C31 106,12(9)
P1C21 1,7893(19) 03-s1-C3l 104,44(6)
PI_Cl 1,786(2) C11-P1-C7 105,76(8)
P1C7 1,7984(19) C1-PI_C7 111,24(10)
N1-C8 1,136(2) Cl_PI-Cl1 111,34(8)
C7-C8 1,452(2) Cl-P1-C21 106,88(7)
S1-03 1,4594(14) 03-51-C3l 104.81(8)
s1-01 1,4483(14) 01-51-03 112,23(9)
S1-02 1,4400(14) 01-51-C31 105,33(8)
s1-cal 1,7872(16) 02-51-03 112,13(9)
PI_Cl 1,7935(17) 02-51-01 114,15(9)
P1_Cll 1,7936(16) 02-51-C3l 107,38(8)
P1_C7 1,8159(18) C21-P1-Cl1 113,43(8)
P1_C21 1,7908(17) C21-P1-C7 106,10(8)
S1-02 1,4716(14) 02-S1-C3l 105,07(8)
S1-03 1,4450(13) 03-51-02 112,81(8)
s1-01 1,4550(13) 03-51-01 113,43(9)
S1-C31 1,7745(14) 03-51-C31 107,43(7)
P1_C1 1,7926(16) 01-51-02 110,74(8)
P1C21 1,7864(16) 01-S1-C31 106,76(8)
P1_C1L 1,7944(17) C1-P1_Cl1 109,06(7)
P1C7 1,8254(17) C1PI_C7 106,54(8)
05_C37 1,2248(18) C21PICl 111,73(7)
06-C37 1,3182(18) C21-P1-Ci11 110,03(7)
N1I-C8 1,143(2) C21PIC7 108,03(7)
04—C34 1,3562(18) Cl1PI_C7 111,42(8)
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OKoH4aHue Tabn. 2

Casi3b | d, A | Vron | ©, Tpaj.
6
s1-cal 1,7942) 02-51-C31 105,18(11)
S1-02 1,4356(19) 02-51-03 112,11(15)
51-03 1,442(2) 03-51-C31 104,64(11)
s1-01 1,418(2) 01-51-C31 106,83(12)
Cl1C32 1,732(3) 01-51-02 113,57(15)
Cl2—C35 1,750(3) 01-51-03 113,56(15)
P11 1,789(2) C1-P1C21 108,87(9)
P1_C21 1,79002) ClPI_ClL 110,21(9)
PI_Cl1 1,790(2) C1-P1-C7 110,05(10)
P1C7 1,837(2) C21-P1-Cl1 110,66(9)

ITonnasie Ta6J’II/IIII>I KOoOpAuHaT aTOMOB, JJINH CBSI3eH M BaJICHTHBIX YIJIOB JJid CTPYKTYP ACTIOHUPO-
BaHbl B KeMOpumKkckom OaHke CTpyKTypHBIX AaHHbIX (Ne 2182607 (1), Ne 2171555 (2), Ne 2177559 (3),
Ne 2221063 (4), Ne 2173823 (5), Ne 2219901 (6); deposit@ccdc.cam.ac.uk; http://www.ccdc.
cam.ac.uk).

O6cy:k1eHue pe3yjbTAaTOB

B paborax [7—17] Hamu ObLT ONMUCAH CHHTE3 Psiia apeHCYIb()OHATOB TeTpaopraHmiI(GOChOHNSI U3 TaIO0-
TeHUJIOB TETPaopraHma(GocHOHKS U apeHCYTb(HOHOBBIX KUCTOT. JJOCTOMHCTBAMH JJAHHOTO OJHOCTAIUITHOTO
CHOCO63 SABJIIIOTCS MATKHC YCJIOBUA TPOBCACHUA SKCIICPUMEHTA U BBICOKUE BBIXOAbI LECJICBBIX IPOJIYKTOB.
B nponomkeHre TaHHOTO UCCIIEIOBAHUSI B HACTOAIIEH paboTe MoKa3aHo, YTO MO aHAJIOTHYHON cXeMe pea-
TUPYIOT APYTUE apeHCYNb(HOHOBBIE KUCIOTHI C TalOTeHUAaMH ankuiTpudenmipocdonus ¢ odpa3opa-
HreM apercyibdonatoB ankumitpudenunpochonus: [PhsPE][OSO,CeH4(COOH-2)] (1), [PhsPCsHs-
cyclo][OSO;Naf-1] (2), [PhsPCH,CN][OSO,CeH,(Me;z-2,4,6] (3), [PhsPCH,C=CH][OSO,C¢H,(COOH-
2)] (4), [PhsPCH,OH][OSO,C¢H3(0OH-4)(COOH-3)] (5), [PhsPCH,OH] [OSO,CsH3(Cl,-2,5] - H,0 (6).

H,O
[PhsPAIK]Hal + HOSO,Ar — [Ph;PR][0SO,A]

[MonyueHHBIE COEAWHEHUS TPEACTABIAIOT COOOH OecIBETHBIC KPUCTAIMYECKUE BEIECTBA, MMEFOIIHE
JyeTKyIo TeMmeparypy miasinenus (129 °C (1), 156 °C (2), 200 °C (3), 113 °C (4), 125 °C (5), 112 °C (6)),
XOpOIIIO paCTBOPUMEIE B TIOJISIPHBIX OPTaHUUECKUX PACTBOPUTENSAX U apeHax, a MpU HarpeBaHUHU U B BOJIE.

Crpoenune kommiekcoB 1-6 nokazano metonom UK-cnekrpockonuu. B MK-cnekTpax xoMIuiekcos
IPUCYTCTBYIOT XapaKTepHbIE MOJOCHI MOTIOUICHHs BHICOKOH MHTEHCHBHOCTH mpu 1204-1196 cM ' n
cpenHeii naTeHcHBHOCTH TpH 1049—1013 cM ', KOTOpbIE OTBEYAIOT ACHMMETPUYHBIM H CHMMETPUUYHBIM
BAJICHTHBIM KoJieOaHUsIM cynbpoHaTHOM rpynmbl SO;. BBICOKOMHTEHCHMBHBIE TOJOCH MOTIOLICHHUS
B 06macTn 696—638 cM ' COOTBETCTBYIOT BalIeHTHBIM KojeGanusaM crssu S—O. Takke comepikarcs xa-
paKkTepHbIC TOJIOCH BAJICHTHBIX KOJICOAHWI YTIEpOJHOTO CKeleTa apoMaTHYeCKHX (hparMeHTOB INpH
1624-1439 cm*. BajleHTHBIM KOJIEGAHUIM CBSI3ei Ca—H mpunaanmexat nomocs! pu 3088—3028 oM
TLIOCKOCTHBIM J1e(OPMAIIMOHHBIM KONEGAHUIM STHX XKe cBsi3eil — momock! mpu 1165-1031 cM *, BHemo-
CKOCTHBIM J1Ie()OpMaIlMOHHBIM KoJicOaHusM — ripu 910-849 cM . BaJleHTHBIM KOJIe0aHusAM CBs3eil Car=S
1 Cpy—P OTBEUAIOT MHTEHCHBHBIE MOIOCHI B oOnacti 600-597 cM ' u 760-716 cM ' cOOTBETCTBEHHO
[23]. Hemnockum nedopmanmoHHbIM KonebanusiM cBsizerd C—H apomaruueckux ¢parmeHToB npuHAI-
nexar monockl mpu 995-906 cm ' [24]. B UK-cnextpax 1, 4, 5 NpHCYTCTByeT HHTEHCHBHAs HOJIOCA
B 00IIACTH BAIIGHTHBIX KOJeOaHHil kKapGOHMIbHBIX rpymm mpu 1705-1665 cv . [Tonocs! mpu 3390 cm
B UK-cniekTpax 1, 4 cBUAETEIHCTBYIOT O HAJIMYUU B HUX CBOOOHBIX THIPOKCHUIBHBIX TPYHI B KapOOK-
CHITBHBIX 3aMECTHTEIISIX, 4 TOJI0Ca TIPH 2556 cM ' — CBA3aHHBIX KapOOKCHIIBHBIX FPYIIIL.

[lo maHHBIM PEHTI€HOCTPYKTYPHOTO aHAJIM3a, KPUCTAJUIBl coequHeHui 1-6 oOpa3zoBaHbl TeTpad -
PUUECKUMH KaTHOHAMH TeTpaopraHmipocHoHNs U apeHCYIb(POHATHEIMA aHUOHAMH C YETBIPEXKOOPIHU-
HUPOBAHBIMU aTOMaMH CEpPbI, IPHYEM KPUCTAIJT KOMIUIEKCa 2 COCTOUT U3 JIBYX ap KpucTawiorpaduye-
CKU HE3aBHCUMBIX KATHOHOB TeTpaopraHmipochonus 1 HahTamuHCyIb()OHATHBIX aHHOHOB, a KPUCTAJLI
6 colepKUT TaKxKe THAPATHBIE MOJICKYIIBI BOBI (puc. 1-6).
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C15

C14

NL

Puc. 3. O6wuin Bua mesumtuneHcynbgoHaTa umaHometuntpudgeHundgocdoHus (3)
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Puc. 5. 06wun Bug cynbcocanuumnara umaHometuntpudeHundgocdoHus (5)

Katnonsl terpaopranmwidochonus B 1-6 UMEIOT HE3HAYUTENHPHO MCKAKEHHYIO TETPAdAPHIECKYIO
koHdurypaumio. Jlnunsl ceazeit P-C npunumaror 3Havenus 1,7941(17)-1,8094(16) A (1); 1,761(5)—
1,797(5) A (2); 1,786(2)-1,7984(19) A (3); 1,7908(17)-1,8159(18) A (4), 1,7864(16)-1,8254(17) A (5);
1,789(2)-1,837(2) A (6), uTo comocTaBUMO ¢ CyMMO#i KOBAJIEHTHBIX PaJuycoB aToMoB-TiapTHepos (1,83
A) [25]. Banentusle yriel CPC  wusmenstorcs B uHTepBanmax: 106,78(8)—112,48(8)° (1);
107,9(2)-110,4(2)° (2); 105,76(8)—111,34(8)° (3); 106,10(8)—113,43(8)° (4), 106,54(8)—111,73(7)° (5);
108,28(10)—110,66(9)° (6). B cynbdonaTHbIX aHMOHaX KOMIUIEKCOB 1—6 paccrostaus S—C OJIHM3KU MEX-
1y coboit u npuHuMaroT 3HaueHus 1,7745(14)—1,799(2) A. Jinuusl csaseit S—O B 1-6 HECKOIBKO OTIH-
yaroTcs MexIy coboit [1,423(4)-1,4716(14) A], Banentnsie yrmsr OSC (104,6(2)—108,96(10)°) mens-
tre, ueM yriaer OSO (110,24(10)-117,1(3)°).
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cL2

Puc. 6. Obwumn Bug rugparta 2,5-auxnop6beH3oncynbgoHaTta okcumeTuntpudeHundgocdeoHus (6)

3akiouenne

Takum o00Opa3oM, B3auMOJIEHCTBIE OPOMUIOB U XJIOPHUIOB alKUATPU(DEeHUI(DOCHOHUS C apeHCYITb-
(hOHOBBIMH KHCJIOTaMH{ B BOJI€ IPUBOJUT K 00pa30BaHMIO ¢ BEIX0AOM A0 90% apeHCyab(pOoHATOB aKuiI-
tpudpenunpocponns:  [PhsPEL][OSO,CeHy(COOH-2)] (1), [PhsPCsHs-cyclo][OSO,Naf-1]  (2),
[PhsPCH,CN][OSO,CsH,(Mes-2,4,6] (3), [PhsPCH,C=CH][OSO,CsH4,(COOH-2)] 4),
[PhsPCH,OH][OSO,CsH3(OH-4)(COOH-3)] (5), [PhsPCH,0OH] [OSO,CsH3(Cl-2,5] - H,O (6), co-
crosme, o gaHHbIM PCA, U3 TeTpa’IpHuecKux KaTUOHOB TeTpaopraHuwi(GochoHust U apeHCYIb(o-
HATHBIX aHUOHOB C TETPAdAPHUECKIUM aTOMOM CEpBHI.
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