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CUHTE3 U CTPOEHUE APEHCYJIb®OHATOB
ANKUNTPUDPEHUNTDPOCDPOHUA

B.B. lWlapymuH, O.K. lLlapymuHa, E.C. MexaHowuHa
HOxHo-Ypanbckul eocydapcmeeHHsbili yHugsepcumem, 2. HensibuHck, Poccusi

B3anmopeiicTBueM 3KBUMOJISIPHBIX KOJIMYECTB TalOTCHUIA alKWITPUPEHUIPOCHOHHS C ME3U-
TUIICHCYIb()OHOBOH, 2,5-1nX10pOeH30ICyIbOHOBONH U CYNb(OCANTUIMIOBON KUCIOTaMU B BOJIE
CHHTE3MPOBaHbl apeHcynbpoHatel ankuntpupenunpochonuns [PhsPR][OSO,Ar], R = CH,OMe,
Ar = CgH,Mes-2,4,6 (1); R = CH,C(O)Me, Ar = CgH,Mes-2,4,6 (2); R = (CHy),Br, Ar = C¢H3Cl,-2,5 (3);
R = (CH,)4COOH, Ar = C¢H3(COOH-3)(OH-4) (4), 0cobeHHOCTH CTPOEHHS KOTOPBIX YCTAHOBIECHBI
meronoM PCA. Kpucramisr 1 [CygH3104PS, M 506,57; cHroHMSI MOHOKJIMHHAS, TPYIIIAa CHMMETPUH
P2,/c; mapameTps! sueiikm: a = 13,228(9), b = 14,530(12), ¢ = 14,192(10) A; o = 90,00,
B =101,46(3), y = 90,00 rpax., V =2673(3) A®, Z = 4; pyuu = 1,259 r/em’], 2 [CaoH3.04PS, M 518,58;
CHHTOHHUsI MOHOKIMHHAs, Tpynma cuMmMmerpun P2;/C; mapamerpbr siueiiku: a = 12,569(8),
b = 15,888(12), ¢ = 13,819(10) A; o = 90,00, B = 100,16(2), y = 90,00 rpax., V = 2716(3) A®, Z = 4;
Pos = 1,268 r/CM3], 3 [Cy6H2%BIrCl,03PS, M 596,28; cunronuss MOHOKIMHHAsA, Tpyina cummerpun CC;
napametpsl sueiiku: a = 21,731(15), b = 8,974(6), ¢ = 14,794(9) A; o = 90,00, B =117,928(19),
v = 90,00 rpax., V = 2549(3) A%, Z = 4; pu = 1,554 t/em’], 4 [CeoHse0165P2S,, M 1170,12; crrro-
HUS TPUKIHHHASA, Tpymma cummeTpud P-1; mapamerpsr stueiiku: a = 10,678(7), b = 11,025(5),
¢ = 13,250(7) A; a = 104,117(19), B = 104,13(2), y = 91,23(3) rpan., V = 1461,5(14) A%, Z = 2;
Puwa = 1,330 r/cm®] cocToST U3 KaTHOHOB anKUATPH(EeHIIPOCHOHNS i APEHCYTh(OHATHBIX AHHOHOB.
ATtoMmbI pochopa B kaTHoHaX 1—4 MMEIOT TeTpa’rapudeckyro koopauHanuio [yriel CPC BapeupytoT
B uHTepBane 104,50(8)°-115,41(9)°]. Jmuusr cesseit P-C cocraBmsior 1,7890(16)-1,823(3) A,
YTO HECKOJILKO MEHbIIE CyMMbI MX KOBaNeHTHBIX paanycos (1,88 A). Paccrosuus S—O B apeHCyiIb-
(OHATHBIX AHHOHAX HE3HAYMTENHHO OTIMYAIOTCA U paBHHI 1,441(3)—1,454(2) A; nnunst ceazeit S-C
cocrapmsor 1,7706(15)-1,807(3) A. CtpykrypHas opramsamus kpuctamioB 1-4 dopmupyercs 3a
CYET MHOYKECTBA CJIa0bIX BOJOPOHBIX CBSI3€H MEX/y KATHOHAMH U aHWOHAMHU. ApeHCyIb(QOHATHbIE
AQHHUOHBI B KOMIUIEKCE 4 MOCPEICTBOM MPOYHBIX BOJOPOJHBIX CBSI3€H CTPYKTYPUPOBAHBI B JUMEPHI.
[TonHble TaOIUIIBI KOOPIUHAT aTOMOB, [UTUH CBSI3€i U BaJEHTHBIX YIJIOB ISl CTPYKTYD JCTIOHUPOBAHEI
B KemOpumkckoM OaHke CTpYKTYpHBIX naHHbIX (Ne2161982 (1), 2162500 (2), 2162502 (3),
2167983 (4), deposit@ccdc.cam.ac.uk; http://www.ccdc. cam.ac.uk).

Kurouegvle  cnosa:  apencynogponam  ankunmpugenungocgonus,  cunmes, — cmpoerue,
PEHMEEHOCIMPYKMYPHbII AHATU3

Beenenne

N3BectHO, uTO OopraHuueckue coemuHerus Gochopa (OCD) npuMeHsIOTCS B CaMbIX pa3HOOOpas-
HBIX OOJIACTSIX MPAKTUYECKOW JISSITETBHOCTH: B Ka4eCTBE MHCEKTUIMJIOB, (DYHTHIUAOB, Ae()OIUAHTOB,
repOUIHIOB, TUTACTU(UKATOPOB, HOHUTOB, IPUCATOK K OCH3MHAM U cMa304HbIM MaciaMm [1]. OCD nHa-
IIUTH IPUMEHEHNE W B CHHTETUYECKOW OpPraHnYecKOi XUMHH, HAPUMEp, IPH MOTYYCHUH OJeQHHOB 110
Buttury [2] nim cuHTe3e aneMeHTooprannueckux coenuHeHui [3]. Coolmianoch Takxke O MepPCIeKTH-
Bax MPaKTHYECKOrO MPUMEHEHUS] HEKOTOPBIX POCHOpOpraHnIecKux COeIMHEHNH B Ka4eCTBE KaTaau3a-
TOPOB TUAPOPYHKIMOHAIM3ALWU HENpEeAelbHBIX cyOcTparoB [4], peareHTOB Uil  mpaHc-
MeTaJuIMpoBanus [5] u Merare3uca G-csizeil [6]. M3 Bcex MPOM3BOAHBIX ISTUBAICHTHOTO (ocdopa
HaunOosee u3y4yeHbl conu TerpadeHmidochonms, KOTOpble OOBIYHO MOYYarOT MO peakiuu NeHrade-
Hundocpopa ¢ kucnotamu [7—-10]. CuHTE3 CTPYKTypHO OXapaKTEpHU30BaHHBIX OPraHOCYJIb(oHATOB
teTpadermipoconus onvcan B padborax [11-17], omHako B auTepaType HEM3BECTHBI IPUMEPHI TIOTY-
YeHUs apeHcyb(poHaTOB opranuiaTpudenmndochonms.

IKCMepUMEHTATBLHAS YaCTh
B pabote wucmonbp30Baid rajoreHuabl ankuntpudenundochonus mnpousBoiacTBa ¢upmbel Alfa
Aesar.

BecTtHuk OYpIlY. Cepusa «Xumus». 45
2021.T. 14, Ne 4. C. 45-54



Xnmusa ANeMeHTOoOoOpraHn4eCcKnx coeaAUHEeHUuN

2,4,6-Tpumeruadensoiicyasdonar (MerokcumeTws ) Tpudenuiadochonus (1). Pactsop xnopuna
(meroxcumetwn)pudenundocdonus (0,103 r, 0,300 MmoIb) B 8§ MIT BOJIBI CMEIIUBAIN C 8 MJI BOTHOTO
pactBopa 2,4,6-TpumMeTnnoeH3oncynshoroBoit kucnotsl (0,060 r, 0,300 mmons). [Ipu memneHHOM ¥HC-
HapeHUH PAaCTBOPHUTEIIS BBIIEISUINCH OECIBETHBIE KPHCTAJUIBI, KOTOPHIE CYIIMJIM Ha BO3AyXe. Brixon
0,147 r (97 %), 1. 1. 101 °C. UK-criextp (v, cM): 3078, 3053, 2972, 2934, 2914, 1585, 1481, 1435,
1246, 1217, 1206, 1179, 1159, 1109, 1084, 1043, 1016, 995, 853, 758, 725, 691, 675, 579, 535, 427.
Haiineno, %: C 68,68; H 6,19. CyyH3,0,4PS. Brruucieno, %: C 68,70; H 6,12.

2,4,6-Tpumetunodenszoicyiabdonar (aueronun)rpudenunndochonus (2). Pactop Opommna
(anerormn)Tpudenmndochonus (0,120 r, 0,300 MMOIB) B 8 MIT BOJIBI CMEIITUBAIM C 8 MJI BOJHOTO pac-
TBOpa 2,4,6-Tpumetnnben3oncynbhonoBoii kucioTsl (0,060 r, 0,300 mmoss). [Ipu MmeanenHom ucnape-
HUH PaCTBOPHUTEIS BBIACISUIHCH OECIIBETHBIE KPUCTAJIIBI, KOTOPHIE CYIIHIN Ha Bo3ayxe. Bexox 0,148 T
(95 %), T. 1. 127 °C. UK-cnextp (v, cm): 3088, 3073, 3051, 2988, 2968, 2895, 1983, 1929, 1603,
1587, 1564, 1485, 1470, 1437, 1377, 1362, 1319, 1308, 1243, 1217, 1198, 1169, 1109, 1082, 1039,
1011, 995, 982, 856, 800, 748, 721, 692, 675, 581, 548, 509, 496, 451, 411. Haiineno, %: C 69,39; H
6,01. C3gH3,04PS. Beruncneno, %: C 69,42; H 5,98.

2,5-Iuxsiopoensoicyiabdponar  (2-opomatun)rpudenunsipocdonusi (3). PactBop  Opommaa
(2-6pomatin)rpudenmnpocdonus (0,135 r, 0,300 MMosIb) B 8 MIJI BOJBI CMEIIMBAIK C 8 MJI BOJAHOTO
pacTBopa 2,5-nuxiiopoeHn3oncyiabponoBoit kuciaotel (0,068 r, 0,300 mmons). [Ipu MeaneHHOM UcTape-
HUH PacTBOPUTENS BBIACISUIMCH OECIIBETHBIE KPUCTAIUIBI, KOTOPBIE CYIIMIN Ha Bo3ayxe. Bexon 0,170 r
(95 %), 1. mr. 92 °C. UK-cmextp (v, cm): 3080, 3049, 2994, 2934, 2897, 1612, 1585, 1557, 1485,
1437, 1406, 1373, 1339, 1319, 1231, 1217, 1169, 1148, 1107, 1096, 1051, 1015, 995, 899, 835, 810,
741, 733, 714, 692, 619, 567, 535, 523, 482, 469, 457, 428. Haiizeno, %: C 52,28; H 3,71.
Cy6H,,BrCl,05PS. Beruucneno, %: C 52,33; H 3,69.

I'mapar 3-kap6oxcu-4-ruapokcudensoiicyibdonara (4-kapookcundoyrmn)rpudennndochonus (4).
PactBop Opomuma (4-kapbokcubytmn)rpudenmindochonns (0,133 1, 0,300 Mmmons) B 8 MII BOABI cMe-
mMMBAIM C 8 MJI BOJHOTO pacTBopa 3-KapOOKCH-4-TUAPOKCHUOCH30JICYIb(HOHOBONH  KHUCIOTHI
(0,066 r, 0,300 mmomb). [Ipu MeUIECHHOM MCTIAPEHUN PACTBOPUTENS BRIICISUINCH OECIIBETHBIC KPHUCTAII-
JIBI, KOTOPBIE CYLIMIH Ha Bo3myxe. Beixox 0,157 T (90 %), . mr. 165 °C. VK-crektp (v, cm ): 3084,
3063, 2995, 2887, 1989, 1938, 1670, 1612, 1587, 1474, 1439, 1400, 1344, 1317, 1281, 1238, 1217,
1171, 1150, 1108, 1086, 1040, 1013, 835, 800, 779, 745, 714, 691, 660, 565, 550, 496, 467, 444. Haii-
nmeno, %: C 61,50; H 5,11. CgoHs90165P»S,. Brraucieno, %: C 61,53; H 5,04.

DJIeMeHTHBII aHAJIM3 BHINOJIHEH Ha 3j1eMeHTHOM aHaim3atope Carlo Erba CHNS-O EA 1108.
TeMneparypbl IUIABJICHHS M3MEPEHBI Ha CHHXPOHHOM Tepmoananusarope Netzsch 449C Jupiter.

HK-cnextpsl coennnennii 1-4 3anuceiBanu Ha UK-®ypee cnextpomerpe Shimadzu IR Affinity-
1S B TaGnerke KBr B o6macti 4000-400 cm .

Pentrenocrpykrypublii anaimu3 (PCA) npoBejieH Ha aBTOMAaTHYECKOM YETBIPEXKPY)KHOM -
dpaxromerpe D8 QUEST ¢upmsr Bruker (MoK ,-uznyuenue, A = 0,71073 A, rpaduroBslii MoHOXpOMa-
top). COOp, penakTHUpOBAaHUE JAHHBIX M YTOUYHEHUE MApPaMETPOB DIIEMEHTAPHOU SUCHKHU, a TaKXKE YUIeT
noryionieHus nmposeaeHs! mo nporpammamM SMART u SAINT-Plus [18]. Bee pacueTs! mo onpeeacHUo
¥ YTOYHEHHUIO CTPYKTYp BbInosHeHbI 1o nporpammam SHELXL/PC [19] u OLEX-2 [20]. CtpykTyps!
COCJIMHEHUI OTpeJieNieHbl TPSMBIM METOJIOM U YTOYHEHBI METOJIOM HAaUMEHBIINX KBaJ[PATOB B aHU30-
TPOIHOM TPUOIIKEHUH JUI HEBOAOPOIHBIX aToMoB. Kpucramiorpaguueckue NaHHBIE M PE3yJbTaThl
YTOUHEHHS CTPYKTYp MpHUBEIEHBI B Ta0J. 1, ATMHBI CBA3EH U BaJICHTHBIE YIJIbl — B Ta0. 2.

Ta6bnuua 1
Kpuctannorpaduyeckue aaHHble, NnapaMeTpbl 3KCNepMMeHTa M YTOYHEHUsA CTPYKTyp 1-4
ITapameTtp 1 2 3 4
dDopMyna C29H3104PS C30H3104PS CzeszBfCIzO;gPS C50H59015.5P282
M 506,57 518,58 596,28 1170,12
CuHronus MoHoOKJIMHHas MoHOKJIMHHAas MOoHOKIMHHAs TpuknuHHas
Ip. rpynna P2,/c P2,/c Cc P-1
a, A 13,228(9) 12,569(8) 21,731(15) 10,678(7)
b, A 14,530(12) 15,888(12) 8,974(6) 11,025(5)
c, A 14,192(10) 13,819(10) 14,794(9) 13,250(7)
0, rpa. 90,00 90,00 90,00 104,117(19)
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OKoHu4aHue Tabn. 1

[TapameTtp 1 2 3 4
B, rpa. 101,46(3) 100,16(2) 117,928(19) 104,13(2)
v, Tpa. 90,00 90,00 90,00 91,23(3)
Vv, A® 2673(3) 2716(3) 2549(3) 1461,5(14)
Z 4 4 4 2
p(BbIY.), /M’ 1,259 1,268 1,554 1,330
i, MM 0,213 0,212 1,994 0,215
F(000) 1072,0 1096,0 1208,0 613,0
Pasmep kpucramia, MM 0,34x0,32x0,08 0,5x0,26x0,19 0,45x0,32x0,1 0,5x0,5x0,3
Onacts coopa nanHbIx 5,48-56,64 5,94-65,3 6,4-60,24 5,746-57
o 0, rpaj.
— 17<h<17, ~19<h<19, —30<h<28, —14<h<14,
» ~19 <k <19, 24 <k <24, 12<k<11, ~14<k<14,
OTpaxeHnH ~18<1<18 -20<1<20 —20<1<20 -17<1<17
V3amepeHo oTpaxkeHuit 109903 82287 17067 64488
Hesancumbix 6632 9896 6290 7406
OTpaKeHUI
Rint 0,0585 0,0634 0,0330 0,0285
HepemeHHEIX 320 329 307 406
YTOYHEHHUSA
GOOF 1,054 1,008 1,026 1,044
R-(paxTopsI R, = 0,0432, R, = 0,0571, R, = 0,0340, R, = 0,0373,
o F2 > 26(F?) WR, = 0,1115 WR, = 0,1268 WR, = 0,0715 WR, = 0,0992
R-(paxTopsI R, = 0,0632, R, =0,1193, R, = 0,0531, R, = 0,0461,
110 BCEM OTPAKEHUSIM WR, = 0,1240 WR, = 0,1532 WR, = 0,0779 WwR, = 0,1067
OcrarouHas
JJICKTpOHHAA 0,22/-0,38 0,27/-0,49 0,23/-0,65 0,29/-0,22
IINIOTHOCTH
(min/max), e/A®
Tabnuua 2
[nvHbI cBA3eN M BaneHTHbIE YITbl B CTPYKTYypax 1-4
Ces3b d, A | Vron o, rpas.
1
S(1)-0(2) 1,4512(17) 0(2)S(1)0(3) 111,67(11)
S(1)-0(3) 1,4417(17) 0(2)S(1)0(4) 112,01(10)
S(1)-0(4) 1,4502(18) 0(3)S(1)0(4) 113,71(11)
S(1)-C(31) 1,800(2) 0(2)S(1)C(31) 105,83(9)
P(1)-C(1) 1,7932(19) C(1)P(1)C(7) 111,04(9)
P(1)-C(7) 1,8048(17) C(7)P(1)C(11) 109,21(8)
P(1)-C(11) 1,793(2) C(11)P(1)C(21) 110,59(8)
P(1)-C(21) 1,7910(18) C(1)P(1)C(21) 110,57(8)
C(7)-0(1) 1,415(2) C(7)0(1)C(8) 111,27(16)
2
S(1)-0(2) 1,442(2) 0(2)S(1)0(3) 111,97(11)
S(1)-0(3) 1,4423(17) 0(2)S(1)0(4) 114,68(12)
S(1)-0(4) 1,4459(16) 0(3)S(1)0(4) 110,44(11)
S(1)-C(31) 1,798(2) 0(2)S(1)C(31) 104,34(9)
P(1)-C(1) 1,797(2) C(1)P(1)C(7) 110,36(9)
P(1)-C(7) 1,7999(18) C(7)P(1)C(11) 115,41(9)
P(1)-C(11) 1,796(2) C(11)P(1)C(21) 109,34(9)
P(1)-C(21) 1,7983(18) C(1)P(1)C(21) 109,26(8)
0(1)-C(8) 1,206(2) O(1)C(8)C(7) 121,57(16)
3
S(1)-0(1) | 1,441(3) | 0(1)S(1)0(2) | 115,01(17)
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OKoH4aHue Tabn. 1

Ces3p d, A Vron o, rpa.
S0 1,454(2) o(MS(1OR) 113.51(18)
S(1)-0(3) 1,452(3) 0(2)S(1)0(3) 112,38(15)
S(1-C(31) 1,807(3) O(D)S(DC(3D) 105,72(15)
P(LC(1) 1,797(3) CPC() 109,29(14)
P(1)C(7) 1,823(3) C(7)P()C(11) 113,48(13)
P(1)-C(11) 1,808(3) C(11)P(1)C(21) 105,22(12)
P(1)-C(21) 1,797(3) C()P()C(11) 111,33(13)
Br(1)-C(8) 1,9393) C()P())C(21) 110,56(13)
CI(1)-C(32) 1,748(3) C(7)P()C(21) 106,79(13)
CI(2)-C(35) 1,74003) Br(1)C(8)C(7) 112,902)
S(1-0(3) 1,4505(15) 0(3)S(1)04) 113,56(9)
S(1)-0(4) 1,4438(13) 0(3)S(1)0(5) 111,04(9)
S(1)-0(5) 1,4497(13) 0(4)S(1)0(5) 112,23(9)
S(1)-C(31) 1,7706(15) 0(3)S(1C(31) 106,13(8)
P(L-C(1) 1,8004(16) CPC() 111,52(7)
P(1)-C(7) 1,8004(17) C(7)P()C(11) 110,67(7)
P(1)-C(11) 1,7890(16) C(11)P(1)C(21) 107,79(7)
P(1)-C(21) 1,7924(15) O(IA)C(17B)O(1B) 123.1(5)
O(1A)-C(17B) 1,195(6) O(1A)C(17B)C(10) 125,2(4)
O(1B)-C(17B) 1,326(6) O(1B)C(17B)C(10) 111,7()
0(2A)-C(17A) 1,194(4) O(2A)C(17A)O(2B) 122,803)
O(2B)_C(17A) 1,318(4) O(2A)C(17A)C(10) 126,8(4)
C(10)-C(17A) 1,383(4) O(2B)C(17A)C(10) 110,3(3)
C(10)-C(17B) 1,688(5) C(17A)C(10)C(9) 120,82(18)
0(6)-C(37) 1,2209(19) C(17B)C(10)C(9) 103.7(2)
0(7)-C(37) 1,31002) 0(6)C(37)0(7) 122,79(15)
0(8)_C(34) 1,355(2) 0(8)C(34)C(35) 118,50(15)

[TosiHbIe TAOMUIIBI KOOPAUHAT ATOMOB, JUIMH CBSI3€H U BAJICHTHBIX YIJIOB IS CTPYKTYp JCTIOHUPO-
BaHbl B KeMOpHmKckoM OaHKe CTPYKTYPHBIX AaHHBIX (Ne 2161982 (1), Ne 2162500 (2), Ne 2162502 (3),
Ne 2167983 (4), deposit@ccdc.cam.ac.uk; http://www.ccdc. cam.ac.uk).

O0cy:kneHue pe3yabTaToB

Hamu HalifieHo, 4TO peakiyu TaloreHHI0B aTKUITPpUGeHUIPOCHOHUS ¢ apeHCYTbPOHOBBIMUA KH-
CJIOTaMH B BOJIC MIPUBOJIAT K 00Pa30BaHMIO apeHCYIb(POHATOR AKHATPH(peHWIHoCcHOHHMS, BBIICIEHHBIX
U3 PEaKIMOHHON cMecH ¢ BbIXoa0M J0 97 %.

[Ph:PR]Hal + HOSOAr 2022 "
Hal = ClI, Br;
R = CH,0Me, Ar = C¢H,Me;-2,4.6 (1); R = CH,C(O)Me, Ar = CeH,Mez-2,4.6 (2);
R= (CHz)ZBr, Ar = C6H3C|2'2,5 (3), R= (CH2)4COOH, Ar = C6H3(COOH‘3)(OH'4) (4)

[PhsPR][OSO,AT]

[Ipu ncnapeHnn BOJBI UMEIO MECTO 00pa30BaHME YCTOWYMBBIX Ha BO3/yXe OCCIIBETHBIX MpPO3pad-
HBIX KPUCTAJIOB, XOPOIIIO PACTBOPUMBIX B XJopodopmMe, apeHaxX W JUXIJIOPMETaHE, TIOX0 — B BOJE U
aleTOHUTPUJIE P KOMHATHON TeMIieparype.

B UK-cniektpax coemuHenuii 1-4 HaOMIOJArOTCS IMOJIOCH TIOTJIONICHUS CPEIHEW WHTEHCHBHOCTH
BaJICHTHBIX U JIe(OpMaIlMOHHBIX KoyieOanuii cBszeir Ca—H npu 3088-3049 emtm 1171-1107 CMfl;
BHEIUTOCKOCTHBIE Ie(hOPMAIIMOHHBIE KOICOAHNs XapaKTepu3yroTest moocamu mpu 872—-810 cv . Kore-
Gannsi csiseil C—H B aIKHIBHBIX 3aMECTHTENSIX MPOSIBISIOTCS B obmactu 2995-2934 cm ™ (CHj),
2914-2887 cm* (CH,). Homocer mormomernss mpu 1246-1217 e ' u 1109-1082 cM ' orHOCsTCS
K aCHMMETPUYHBIM ¥ CHMMETPHYHBIM BaJICHTHBIM KoJieOaHWsAM CyibhoHaTHO#H rpymmsl SOz, MIHTEHCHB-
HBIE TOJOCHI TOTJIOMIEHUS pH 692—691 oM 11 581-535 cM | MOYKHO OTHECTH K BAJIEHTHBIM KOJEOAHUSIM
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ceszeit S-O u C-S. BanentHsie u neopmanmonnbie konebanus cpsizelt Ca—P XapakTepu3yroTcs mooca-
MH TIOTJIOIEH!s B o6macTsax 1439—1435 e u 1051-1011 cm ' cooTBercTBenHO. KoneGanusM csizeit
Ca—Cl B cIiekTpe CTPYKTYpbI 3 OTBEUAIOT HOIOCK! BHICOKOI MHTEHCHBHOCTH mpy 741 u 733 cM %, monoca
npu 523 ¢M - OATBEpIKIACT MPUCYTCTBHE B KoMIUTekce casisu C—Br. Tawke B MK-criekTpe komrekca 4
MPUCYTCTBYIOT TPH HHTEHCHBHBIC IOJOCH BAJICHTHBIX KOJeOaHWH KapOOHWJIBHOW TpyInbl B 001acTH
16701587 cM ', CBHIETENECTBYIONIHE O HATHUMH B HEM [BYX TUIIOB KapOOKCUIbHBIX rpym [21, 22].

ITo manabM PCA, kpuctamisl 1-4 coctosT m3 KaTHOHOB ankunTpudeHninpochoHust 1 apeHCYTb-
(hoHATHBIX aHHOHOB (puc. 1-4).

cay

Puc. 1. CtpoeHue komnnekca 1 B npeacTaBrieHMM aTOMOB 3nnMncomgamm
TennoBbIX Kone6aHun ¢ 50%-Hon BEpPOATHOCTbLIO

Puc. 2. CtpoeHue Komnnekca 2 B npeAcTaBlieHAN aTOMOB annuMncomgamm
TennoBbIx kone6aHui ¢ 50%-Hoi BEPOATHOCTLIO
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Puc. 3. CtpoeHune Komnnekca 3 B npeactaBrieHMU aToMoOB
annunconaaMmuTensoBbix KonebaHum ¢ 50%-Hon BEpOATHOCTLIO

Puc. 4. CtpoeHue rugpara Komnnekca 4 B npeactaBrneHum aTomoB
annuncouaamMm TennoBbix konebaHun ¢ 50%-Hon BEepOATHOCTbLIO

ATtomsbl pochopa B kaTnoHax 1-4 umeroT TeTpadapuyeckyro koopauHanuio (yriiel CPC BapbupyroT
B unTepBaie 107,18(8)°-111,04(9)° mnsa 1, 104,50(8)°-115,41(9)° nna 2, 105,22(12)°-113,48(13)° mns
3, 107,79(7)°-111,52(7)° nna 4). [Jmuuer cBszeit P-C  cocraBmstor  1,7910(18)-1,8048(17),
1,796(2)-1,7999(18), 1,797(3)-1,823(3), 1,7890(16)—1,8004(17) A cooTBeTCTBEHHO, YTO HECKOJIBLKO
MeHbIIe CyMMBI MX KOBajJeHTHBIX pamuycos (1,88 A [23]). Paccrosuus S—O B apeHCynbhOHATHBIX
aHMOHAX HE3HAYUTEITHHO OTIIMYAIOTCS [1,4417(17)-1,4512(17), 1,442(2)-1,4459(16),
1,441(3)-1,454(2), 1,4438(13)-1,4505(15) A], omHako B TepBOM NPHONIKEHHH MOXHO TOBOPHTH O
PaBHOMEPHOM pacIpeeiIeHIH ICKTPOHHOH MioTHOCTH B rpynmax SO;. nuHel cszeir S—C cocTaB-
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asrot 1,800(2), 1,798(2), 1,807(3), 1,7706(15) A, 4to comocTaBuMo ¢ cyMMOil KOBAaIEHTHBIX PaIHyCOB
aTomoB-miapTHepoB [1,81 A].

CTpyKTypHas OpraHu3aius KpucTauioB 1—4 GhopMupyeTcs 3a cueT MHOXKECTBA CIIAObIX BOJOPO/I-
HBIX CBS3eH MEKAYy KaTHOHaMH W aHWoHamu, Hampumep, S=0---H-C, (2,33-2,58, 2,34-2,62,
2,47-2,65, 2,56-2,62 A). B kpucramne 4 HabmromaroTcs Hambolee MPOYHBIE BOAOPOIHBIEC CBS3H
(S=0---H-0C(O) (1,83 A)), mocpeacTBOM KOTOPBIX apeHCYIb(pOHATHBIE AHHOHBI CTPYKTYPHPYIOTCS
B IUMeEpHI (pHcC. 5).

183A

O(5) ‘\

Puc. 5. lnmepHan opraHnsauus apeHcynb(oHaTHbIX aHUWOHOB B KpucTanse coeavHeHus 4

HT)

BuiBoabI

Takum 00pa3oM, B3aUMOJICUCTBHEM SKBUMOJISIPHBIX KOJHMYECTB rajoreHuIa aakuitpuderunipoc-
(boHUS ¢ ME3UTUIICHCYIB(POHOBOM, 2,5-THXI0POEH30ICYILPOHOBON U CYIB(POCATUIINIOBON KUCIOTAMU
B BOJIe TOJIydeHbI apeHcyiab(oHatel ankuirpudenundochonus [PhsPR][OSO,Ar], R = CH,0OMe,
Ar = C¢H,Mez-2,4,6 (1), R= CH2C(O)Me, Ar = C¢H,Mez-2,4,6 (2), R= (CHZ)ZBr, Ar = C¢H;Cl,-2,5 (3),
R = (CH,)4,COQOH, Ar = CgH3(COOH-3)(OH-4) (4), 0cobeHHOCTH CTPOEHHUS KOTOPHIX YCTAHOBIIEHEI
MetogoM PCA. Kpucramnsl 1-4 cocTosT U3 TeTpa’qpuiecKkux alkunTpudeHmipocoHeBbIX KATHOHOB
U apeHCyIb()OHATHBIX AHHOHOB C TETPA3APHIECCKUM aTOMOM Cepbl. ApeHCY Ib()OHATHBIE AHUOHBI B KOM-
iekce 4 mocpeICTBOM BOAOPOAHbBIX CBA3CH CTPYKTYPUPOBAHBI B IUMEPHIL.
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SYNTHESIS AND STRUCTURE
OF ALKYLTRIPHENYLPHOSPHONIUM ARENESULFONATES

V.V. Sharutin, sharutins0@mail.ru

0O.K. Sharutina, sharutinao@mail.ru

E.S. Mekhanoshina, mexev@mail.ru

South Ural State University, Chelyabinsk, Russian Federation

The interaction of equimolar amounts of alkyltriphenylphosphonium halide with mesitylene sul-
fonic, 2,5-dichlorobenzene sulfonic, and sulfosalicylic acids in water leads to the formation of alkyl-
triphenylphosphonium arenesulfonates [PhsPR][OSO,Ar], R = CH,OMe, Ar = CsH,Me;z-2,4,6 (1);
R = CH,C(O)Me, Ar = CgH,Mes-2,4,6 (2); R = (CHy),Br, Ar = CsHsCl,-2,5 (3); R = (CH,),COOH,
Ar = CgH3(COOH-3)(0OH-4) (4). Structures of complexes 1-4 have been established by X-ray dif-
fraction analysis. Crystals 1 [C,gH3;04PS, M 506.57; monoclinic syngony, space group P2./c;
cell parameters: a = 13.228(9), b = 14.530(12), ¢ = 14.192(10) A; o = 90.00, B = 101.46(3),
y = 90.00 deg.; V = 2673(3) A3, Z = 4; pearc = 1.259 glcm®], 2 [C3H3,04PS, M 518.58; monoclinic
syngony, space group P2i/c; cell parameters: a = 12.569(8), b = 15.888(12), ¢ = 13.819(10) A;
a = 90.00, p = 100.16(2), y = 90.00 deg.; V = 2716(3) A% Z = 4; peac = 1.268 glem?],
3 [CyH2BICl,05PS, M 596.28; monoclinic syngony, space group Cc; cell parameters:
a = 21.731(15), b = 8.974(6), ¢ = 14.794(9) A; o = 90.00, p = 117.928(19), y = 90.00 deg.;
V =2549(3) A%, Z = 4; peac = 1.554 glem?], 4 [CeoHse016.5P2S,, M 1170.12; triclinic syngony, space
group P-1; cell parameters: a = 10.678(7), b = 11.025(5), ¢ = 13.250(7) A; o = 104.117(19), B =
104.13(2), y = 91.23(3) deg.; V = 1461.5(14) A3, Z = 2; peac = 1.330 glcm®] consist of alkyltriphe-
nylphosphonium cations and arenesulfonate anions. Phosphorus atoms in cations 1-4 have a tetrahe-
dral coordination [the CPC angles vary in the range 104.50(8)-115.41(9) deg.]. The P-C bond
lengths are 1.7890(16)—1.823(3) A, which is slightly less than the sum of their covalent radii (1.88 A).
The S—O distances in arenesulfonate anions differ insignificantly and take values of
1.441(3)-1.454(2) A; the S—C bond lengths are 1.7706(15)-1.807(3) A. The structural organization
of crystals 1-4 is due to weak hydrogen bonds between cations and anions. Arenesulfonate anions in
complex 4 are structured into dimers via strong hydrogen bonds. Complete tables of atomic coordi-
nates, bond lengths and bond angles for structures have been deposited at the Cambridge Crystallo-
graphic Data Centre (No. 2161982 (1), No. 2162500 (2), No. 2162502 (3), No. 2167983 (4), depo-
sit@ccdc.cam.ac.uk; http://www.ccdc. cam.ac.uk).

Keywords: alkyltriphenylphosphonium arenesulfonate, synthesis, structure, X-ray diffraction
analysis
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