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UCCNEQOBAHMUE KPUCTANNUYECKUX CTPYKTYP
7-M0[1-8-OKCUXUHONMUH-5-CYNb®OHATOB
ANKUNTPUSEHUNIPOCDOHUSA [PhsPAIK][OSO,CoNH,(I-7)(OH-8)],
Alk = CH,Ph, CH=CHMe, CH,C=CH
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Annomayusn. V13 6pomunoB ankuwirpupermidocdonns u 7-uoa-8-okCUXUHOIUH-5-CyIIb(HOHOBOM
KHCJIOTBI B BOJAE IIOJyYEHBl W CTPYKTYPHO OXapaKTepU30BaHbl HOHHBIC [-MO/-8-OKCHXHHOJIMH-5-
cynsdonatel ankunrpudpenmipochonus [PhsPAIK][OSO,CoNH4(I-7)(OH-8)], Alk = CH,Ph (1),
CH=CHMe (2), CH,C=CH (3). Kpucramast 1 [Cy4H,;NO4PSI, M 703,50; cuHroHHs MOHOKIHHHAs,
rpynmna cummerpun P2,/C; mapamerpsl sueiiku: a = 8,805(4), b = 16,146(10), ¢ = 20,833(11) A;
B =93,410(17), V =2956(3) A%, Z = 4; p, = 1,581 r/em’], 2 [CaoHosNO,PSI, M 653,44; cruronus pom-
6udeckas, rpymmna cummeTpun P2,2,2;; mapameTpsl sueiiku: a = 9,382(3), b = 14,033(4), ¢ = 21,035(6) A;
o =B =y=90,00 rpax., V =2769,5(15) A3 Z = 4; py.. = 1,567 t/em’], 3 [C3oH27NOGPSI, M 687,46; cun-
TOHHMST MOHOKIHMHHAs, rpynma cummerpun P2,/n; mapamerpst sueiiku: a = 9,426(3), b = 19,239(5),
¢ =16,088(5) A; B =97,296(14) rpax., V = 2894,0(15) A3, Z = 4; pyu = 1,578 r/em’]. Tlo naunbiM PCA,
atoMbl pocdopa B kKaTHOHAX 1-3 MMEIOT HCKaXCHHYIO TETPadpHUYECKYI0 KOOPIUHALUIO, CYJIb()OHAT-
HBIC aHHOHBI 00J1a1al0T OOBIYHON TeOMETPHEN ¢ TeTpadIpUIecKuM aToMoM cephl. JmuHb cBszelt P—C
msMeHsroTcs B uHTepBane 1,772(3)—1,815(2) A; Bamentneie yrmsi CPC NpHHHMMAIOT 3HAYEHHS
106,08(11)°—112,33(11)°. B apeHcy/1b(hOHATHBIX aHHOHAX KOMILICKCOB paccTosiHusg S—C OIU3KUA MEK-
ny coboii [1,781(2)—1,7920(19) A], cBasu S—O npakTudecku BblpaBHeHsI [1,4464(16)-1,4590(17) A].
B kpucramie ruapara 3 [PhsPCH,C=CH][OSO,CgNH,4(I-7)(OH-8)] - 2H,0 Mosekysl BOABI Y4aCTBYIOT
B 00pa3oBaHUM AuMepHOro aHuoHa (paccrosaus O-+H u N--H cocrasmsior 1,93 u 2,03 A, mpu sTom
apCHOBBIC KOJbLA CYJIb()OHATHBIX JIMTAHIOB MOYTH MapaJUICNIBHEI (YroJl MEKIy HUMHU paBeH 3,24°)).
Jlpyrue MOJIeKyJibl BOJIbI CBSI3bIBAIOT AMMEPHbIC aHHOHBI B IIENIOYKY BOJOPOIHBIMH CBS3SMH (paccTosi-
uusg O--H 2,12 u 2,15 A). CtpykrypHas opraHusauus B KoMmriekcax 1-3 B OCHOBHOM 00ycCIOBJeHa
CITa0BIMU MEKMOJCKYIIIpHBIMU KOHTakTamu trma O-"H 2,04-2,69 A (1), 2,05-2,69 A (2), 2,12-2,15 A
(3).

Knrouesvie cnosa: 7-mon-8-oKCUXUHONMH-5-Cynb(QOHOBas KUCIOTa, OpoMu anKuiTpudeHmidoc-
¢doHus, 7-u0a-8-0KCUXUHOIHH-5-CyIbQOoHAT ankuiTpudeHmIpocPOHUs, CHHTE3, MOJEKYIISIpHAS CTPYK-
Typa, PEHTT€HOCTPYKTYPHBII aHaIn3
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STUDY OF CRYSTAL STRUCTURES OF ALKYLTRIPHENYLPHOSPHONIUM
7-10DO-8-OXYQUINOLINE-5-SULFONATES [PhsPAIK][OSO,CoNH,(I-7)(OH-8)],
Alk = CH,Ph, CH=CHMe, CH,C=CH
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Abstract. From alkyltriphenylphosphonium bromides and 7-iodo-8-hydroxyquinoline-5-sulfonic ac-
id in  water, ionic alkyltriphenylphosphonium  7-iodo-8-hydroxyquinoline-5-sulfonates
PhsPAIK][OSO,CyNH,(I-7)(OH-8)], Alk = CH,Ph (1), CH=CHMe (2), CH,C=CH (3) have been ob-
tained. Crystals 1 [C34H2;NO4PSI, M 703.50; monoclinic system, symmetry group P2,/c; cell parame-
ters: a = 8.805(4), b = 16.146(10), ¢ = 20.833(11) A; p = 93.410(17), V = 2956(3) A% Z = 4;
Peac = 1.581 g/cm3], 2 [C3Ho5NO4PSI, M 653.44; rhombic system, symmetry group P2,2,2;; cell para-
meters: a = 9.382(3), b = 14.033(4), ¢ = 21.035(6) A; . = p =y = 90.00 deg., V = 2769.5(15) A®, Z = 4;
Pearc = 1.567 g/cm3], 3 [C3H,7NOgPSI, M 687.46; monoclinic system, symmetry group P2,/n; cell para-
meters: a = 9.426(3), b = 19.239(5), ¢ = 16.088(5) A; p = 97.296(14) deg., V = 2894.0(15) A3, Z = 4;
peaic = 1.578 glem®]. According to the X-ray diffraction data, the phosphorus atoms in cations 1-3 have a
distorted tetrahedral coordination, while the sulfonate anions have a regular geometry with a tetrahedral
sulfur atom. The P—C bond lengths vary in the range 1.772(3)—1.815(2) A; the CPC bond angles take
values of 106.08(11)°—112.33(11)°. In the arenesulfonate anions of the complexes, the S—C distances
are close to each other [1.781(2)-1.7920(19) A], the S—O bonds are practically aligned [1.4464(16)—
1.4590(17) A]. In the crystal of hydrate 3 [PhsPCH,C=CH][OSO,CgNH,(I-7)(OH-8)] - 2H,0, water mo-
lecules participate in formation of a dimeric anion (the O--H and N---H distances are 1.93 and 2.03 A,
while the arene rings of the sulfonate ligands are almost parallel (the angle between them is 3.24°)).
Other water molecules link the dimeric anions into a chain with hydrogen bonds (the O---H distances
equal 2.12 and 2.15 A). The structural organization in complexes 1-3 is mainly due to weak intermole-
cular contacts of the O---H type: 2.04-2.69 A (1), 2.05-2.69 A (2), 2.12-2.15 A (3).

Keywords: 7-iodo-8-hydroxyquinoline-5-sulfonic acid, alkyltriphenylphosphonium bromide, alkyl-
triphenylphosphonium 7-iodo-8-hydroxyquinoline-5-sulfonate, synthesis, molecular structure, X-ray
diffraction analysis
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Beenenne

®dochopoprannueckre coenMHEHN 001a/1al0T YHUKAIHHBIMU CBOHCTBAMH U HAaXOST MPUMEHEHHUE
B Pa3IUYHBIX cepax MPaKTUIECKON JIESTEILHOCTH: B Ka4eCTBe TUIACTU(PUKATOPOB, ehOoInaHTOB, (yH-
TUIMJIOB, TepOUIIUI0B, HHCEKTHIIM/IOB, aHTUITUPEHOB, MPUCAIOK K OCH3MHAM W CMa304YHbIM Maciam [1].
Oprannueckre coennHeHus pocdopa Takxke SIBIAIOTCA KaTaln3aTopaMu TUAPO(QYHKIIMOHATH3AINA He-
npesieNbHBIX CyOcTpaToB [2], peareHtamu aist mpaunc-metaiupoBanus [3], meraresuca o-csizeit [4],
JUISL TIOJTyYeHHS DJIEMEHTOOPTaHUueCKHX coeanHenuit [5] u onedunos [6]. UerBepTHunbie BochoHme-
BbIE COJIM 00JIaJIAI0T BHICOKOIH OMOJIOTHYECKON aKTUBHOCTHIO M MIPUMEHSIFOTCSI B KQUECTBE MPOTHUBOOITY-
XOJIeBBIX U aHTUMHUKPOOHBIX coexauHeHuil [7-9]. [IpocTeiimue mpou3BoaHbIe TeTpaopraHmwipochonms
MO>KHO CMHTE3MPOBaTh 10 peakunu nenrapenmndocdopa ¢ kucnoramu [10—13], okucIUTENBHOTO NPU-
coequHenus u3 tpudenunpochruna u opranwiragoreHuaa [14, 15] nim HEHACBIIEHHBIX COCAMHEHUIN
¢ mocnenyromeit oopadorkoit HCl wmu HBr [16, 17]. B padorax [18-22] obcykaanuch CTPyKTYpHBIC
XapaKTEePUCTUKH psfa apeHCYIh(POHATOB TeTpaopranmidochonus. Jias cuHTe3a JaHHBIX KOMIUIEKCOB
CMECH apeHCYIb(OHOBOM KUCIIOTHI U TAIOTEHHIOB TeTpaopraHuidocHOoHUs BBIICPKUBAIN TIPH HArpe-
BaHUHU B pa3in4yHbIX pacTBoputensax (IM®DA, 6ensone, MeTaHole, TUITUIOBOM 3dupe, anerone, TT D,
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aleTOHUTPWIIE); BBIXOIBI MIPOAYKTOB IIPH 3TOM He mpeBsimanu 78 %. PazpaboTka METOIOB MONTydIeHUS
(ocoHUEBBIX COJEH, copepKalmxX B IWTaHAaxX mpH atome ¢docdopa pasnudHble (YHKIHOHAIHHBIC
TPYNIBl C aHUOHAMH CIIOKHOTO CTPOCHUSI, SBJISACTCS Ha CETOAHSIIHUIN JICHb OJHUM M3 MEPCICKTHBHBIX
HANPAaBJICHUH B AJIEMEHTOPTaHNYECKOW XUMUU.

B Hacrosiieli paboTe BIEpBBIC CHHTE3MPOBAHBI M CTPYKTYPHO OXapakTepH30BaHBI [-HOJ-8-
OKCUXHHONMH-D-cyiabdononatel  ankunrtpudenmnpochonns  [PhaPAIK][OSO,CoNH,4(I-7)(OH-8)],
Alk = CH,Ph (1), CH=CHMe (2), CH,C=CH (3).

JKcnepuUMeHTAIbHAS YaCTh

HK-cnexrpsl coennnennit 1-3 3anuceiBanu Ha UK-®ypoe cnextpomerpe Shimadzu IR Affinity-
1S B Ta6nerke KBr B o6macti 4000-400 cm .

DJIeMEHTHBIN aHATU3 BBITOMHEH Ha 3eMeHTHOM aHanu3atope Carlo Erba CHNS-O EA 1108. Tewm-
MepaTypsl IDIaBICHUS M3MEPEHBI Ha CHHXPOHHOM TepMoananm3aTope Netzsch 449C Jupiter.

Oo6mas mpouenypa cuHTe3a. B pabote mcmonb3oBamm 6poMuabl ankuiaTpudeHmthocoHus mpo-
u3BozacTBa ¢Gupmbl Alfa Aesar. s cunHte3a 7-uon-8-OKCHXUHOIHH-5-CyNb(QOHOHATA OCH3UITpHU]E-
auiadochonus (1) pacrBop 6pomuna 6ensunrpudermwipocdonns (0,11 r, 0,25 MMosap) B 8 MiT BOBI
CMEIIMBAaTd C 8 MJ BOIHOTO pacTBOpa 7-MON-8OKCHXHHOIHH-S5-CyiabpoHOBOM kucioTel (0,09 T,
0,25 mMmoup). Tlpu MeJIEeHHOM HMCIIAPEHHU PACTBOPHUTENS BBIICISUIUCH OCCIIBETHBIC KPUCTAIUIBI, KOTO-
pBIe CYIIUIIN Ha BO3MIyXeE.

Brixoj coemunenus 1 coctasui 93 %, 1. mr. 210 °C.

st [PhaPCH,Ph][OSO,CoNH,4(OH-8)(I-7)] 1 maiimeno (%): C 58,79; H 3,92, mis CzHINO4PS
paccuntano (%): C 58,00; H 3,84.

UK-criextp (v, M Y): 3173 ci., 3088 ci., 3059 ci., 3028 ci., 2889 cp., 2801 ci., 1603 ci., 1585 cp.,
1560 cp., 1483 ou. c., 1456 cx., 1439 ou. c., 1412 cp., 1395 cp., 1371 cp., 1317 cp., 1261 cp., 1227 c.,
1209 c., 1165 c., 1144 cp., 1111 c., 1043 c., 1032 c., 995 cp., 951 ¢p., 910 cp., 839 cp., 820 cp., 789 cp.,
760 c., 743 cp., 696 c., 658 cp., 600 c., 584 cp., 536 cp., 514 cp., 496 c., 444 cp.

CoennHeHus 2, 3 CHHTE3UPOBAIN aHAJIOTHYHO U3 OpOMHUIOB anKunTprudeHmnpochoHus.

Brrxon coennnenus 2 cocrasui 85 %, 1. pasn. 183 °C.

Jnst [PhsPCH=CHMEe][OSO,CoNH,(I-7)(OH-8)] (2) mnaiineno (%): C 55,00; H3,91; s
CazoH25NO,4PSI paccunrano (%): C 55,09; H 3,83.

HK-crextp (v, CM_l): 3096 ci., 3053 cm., 3003 cx., 1609 cp., 1584 cp., 1560 cp., 1485 c., 1439 c.,
1387 cp., 1369 cp., 1310 ¢p., 1217 c., 1144 cp., 1111 c., 1049 c., 1036 c., 995 cp., 951 cp., 922 cn., 849
cp., 814 c., 793 c., 754 cp., 741 cp., 727 cp., 710 c., 692 c., 656 cp., 598 ou.c., 536 c., 519 cp., 505 cn.,
422 cn.

Brixon coequnenus 3 cocraBui 84 %, 1. 1. 106 °C.

I [PhsPCH,C=CH][OSO,CgNH,4(I-7)(OH-8)] - 2H,0 (3) mnaiimeno (%): 52,17; H 4,08;
mutst C3oH27NOgPSI paccunrano (%): C 52,37; H 3,93.

UK-ciextp (v, cMY): 3356 ci., 3240 cp., 2916 cp., 2882 cp., 1630 c., 1585 c., 1489 ou. c., 1439
ou.c., 1391 c., 1315 c., 1223 ¢, 1192 c., 1175 ¢c., 1144 cp., 1113 ou. c., 1038 ou. c., 995 cp., 955 cp.,
816 cp., 791 cp., 743 cp., 716 c., 689 c., 658 cp., 602 c., 542 c., 492 cp., 422 ca.

PCA mpoBoguiu Ha aBTOMAaTHYeCKOM ueThIpeXKpyxHoM nudppakrometrpe D8 QUEST dupmer
Bruker (Mo K -mmnyuenne, A = 0,71073 A, rpadurosiii monoxpomatop) npu 293(2) K. C6op, penak-
TUPOBaHUE JAHHBIX U YTOYHEHUE IMAPAMETPOB DJIEMEHTAPHOW SYEHKH, a TAKXKE y4eT MOTJIOIICHHUS MPO-
BesieHbl ¢ momonibio nporpaMmm SMART u SAINT-Plus. Bee pacuersl o onpeeseHuo U yTOYHEHHIO
CTPYKTYP BBITIONHEHBI ¢ TIoMotpio porpamm SHELXL/PC u OLEX2 [23-25]. CtpykTypsl onpezene-
HBI MIPSIMBIM METOJIOM M YTOYHEHbI METOJIOM HAMMEHBIIUX KBaJIPaTOB B aHU30TPOITHOM MPUOIMKCHUN
JUTS. HEBOJIOPOIHBIX aTOMOB. [1o/103KeHHe aTOMOB BOJIOPOIa YTOUHSUIH 110 Mojenu Hae3aHuka (U,,o(H) =
1,2U,,,(C)). TTonHble TaOIUIBI KOOPAUHAT AaTOMOB, JUTHH CBA3EH M BaJCHTHBIX YIJIOB JICTIOHUPOBAHbBI B
KemOpumKckoM OaHKe CTPYKTYpHBIX gaHHbIX (Ne 2179617 (1), Ne 2180452 (2), Ne 2180450 (3);
deposit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk). OcuoBHble KpucTauiorpaduyeckie IaHHBIC
Y pe3yJbTaThl YTOYHEHUsI CTPYKTYp 1-3 mpuBeneHbl B TaOn. 1, IUIMHBI CBS3ed M BaJCHTHBIC YIiibl —
B Ta0J1. 2.
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Ta6bnuua 1
KpucTtannorpaduyeckue AaHHbIe, NapameTpbl IKCNEePUMEHTA U YTOUHEHUA CTPYKTYp 1-3
[Tapamerp 1 2 3
Crexuomerpudeckas Gopmyia C34H»,NO4PSI C3oH2sNO,4PSI C39H»7NOgPSI
M 703,50 653,44 687,46
CuHroHus MoHOKIMHHAs PomOunueckast MoHoxkuHHas
IIpocTpancTBeHHAas rpymmna P2./c P2,2,2, P2:/n
8,805(4), 9,382(3), 9,426(3),
a,bc A 16,146(10), 14,033(4), 19,239(5),
20,833(11) 21,035(6) 16,088(5)
90,00, 90,00, 90,00,
o, B, v, Tpa. 93,410(17), 90,00, 97,296(14),
90,00 90,00 90,00
v, A® 2956(3) 2769,5(15) 2894,0(15)
Z 4 4 4
Poorss T/CM 1,581 1,567 1,578
i, MM 1,249 1,326 1,278
F(000) 1416,0 1312,0 1384,0
Pasmep kpucramna, MM 0,41 x 0,39 x 0,21 0,42 x 0,24 x 0,12 0,21 x0,17 x 0,1
Huanason cbopa JaHHBIX 110 26, 5,72-63,22 5.58-65.36 6,08-68.8
rpai.
-10<h<12, -14<h <14, -14<h <14,
Jlnamna3oH HHIEKCOB 23 <k<23, -18<k<21, -30<k<30,
-30<1<30 -31<1<31 —25<1<25
Yrciio m3MepeHHBIX pedIeKCoB 87415 51810 86548
Umncno He3aBUCUMBIX PeIIeKCOB 9819 10124 12131
Rint 0,0349 0,0377 0,0398
GOOF 1,031 1,077 1,039
Meron yToUHEeHHS [TonHOMaTpu4HBIN [HonnomaTpuyHbIN [TonHoMaTpu4HbBIN
MHK o F MHK no F MHK o F
Yuciio napamMeTpoB 380 347 368
R, =0,0387, R; = 0,0425, R; =0,0462,
R-gaxcropst o 1> 2(1) WR, = 0,0828 WR, = 0,0736 WR, = 0,0882
R-daxrops! 1o Bcem pediekcam Ry = 0,0625, Ry =0,0659 Ry =0,0852,
wWR, = 0,0925 wR, = 0,0791 wR, = 0,0998
OcTatounas s1CKTpoRHas, 1,18/-1,59 0,82/-1,03 0,99/-1,53
IUIOTHOCTH (max/min), e/A
Tabnuua 2
OnuvHbI cBA3eN 1 BaneHTHbIe yribl B CTpykTypax 1-3
Casi3b I d, A | VYron ®, Tpaj.
1
S1-01 1,4483(17) 01-S1-02 112,99(12)
S1-02 1,4555(17) 01-S1-03 113,85(10)
S1-03 1,4590(17) 01-S1-C41 106,41(9)
S1-C41 1,7920(19) 02-S1-03 112,85(11)
P1-C11 1,798(2) 02-S1-C41 105,43(9)
P1-C37 1,805(2) 03-S1-C41 104,29(10)
P1-C21 1,797(2) C11-P1-C37 106,08(11)
P1-C1 1,802(2) C11-P1-Cl1 110,44(11)
04-C44 1,344(2) C21-P1-Cl11 109,66(11)
11-C43 2,094(2) C21-P1-C37 111,20(11)
N1-C46 1,316(3) C21-P1-Cl1 107,15(10)
N1-C45 1,359(3) C1-P1-C37 112,33(11)
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OKoH4aHue Tabn. 2

CBsi3b | d, A Vron ©, Tpaj.
s1-01 1,448(2) 01-S1-02 112,56(14)
S1-02 1,454(2) 01-S1-C31 104,81(12)
51-03 1447(2) 02-81-C31 105,78(12)
s1-C3l 1,781(2) 03-S1-01 112,67(13)
PI_C11 1,7913) 03-S1-02 114,13(14)
PICl 1,792(3) 03-81-C31 105,93(13)
P1_C21 1,781(3) CI1-PI-C1 106,56(13)
P1C7 1,772(3) C21-P1-Cl1 111,29(15)
04-C34 1337(3) C21-PI-C1 109,63(16)
NI1-C35 1,354(4) C7-PI—Cl1 108,96(15)
NI1-C39 1,307(4) C7—PICl 111,02(16)
11-C33 2,095(2) C7-PI—_C21 109,36(16)
S1-02 1,4477(16) 02-81-01 112.36(11)
s1-01 1,4584(17) 02-81-C31 105,76(9)
S1-03 1,4464(16) 01-S1-C31 106,12(9)
s1-cal 1,7824(18) 03-S1-02 113,60(11)
PI_C11 1,786(2) 03-S1-01 111,97(11)
P1Cl 1,797(2) 03-81-C31 106,34(9)
P1_C21 1,788(2) CII-PI-C1 110,44(10)
P1C7 1,815(2) ClI-PI-C21 108,74(10)
04-C37 1,346(2) CI1-P1-C7 107,47(10)
N1-C35 1,321(3) CI_PI_C7 109,50(10)
N1-C36 1,369(3) C21-PI-C1 111,17(9)
11-C38 2,002(2) C21-P1-C7 109,46(10)

O0cy:xaeHue pe3ybTATOB
LleneBbie 7-10/-8-0KCUXUHOIMH-5-Cynb)OHOHATHI ankKuNTpUPeHmIhochoHms ObUTH MOTyYEeHBI U3
OpomuoB ankunTpudeHmIhochoHns U apeHCYITHPOHOBON KUCIOTHI B BOJIE.

[PhsPAIK]Br + HOSO,CoNH,(1-7)(OH-8) ——— [PhaPAIKI[0SO,CsNH(1-7)(OH-8)]
- T

Alk = CH,Ph (1), CH=CHMe (2), CH,C=CH (3)

MenseHHoe ucnapeHre BOAbl IPUBOIMIO K 00pa30BaHUIO MPO3PAuHBIX KPUCTAJUIOB, XOPOIIO pac-
TBOPUMEIX B apeHax, alleTOHUTPUIIE, dTaHOJIE, XJIOpodopMe, YETBHIPEXXIIOPUCTOM YIIIEPOJIe U MJI0X0 — B
BOJIE IPH KOMHATHOHN TeMIeparype.

B UK-cnekTpax koMIuiekcoB 1-3 NpUCYTCTBYIOT XapaKTepHbIE MOJIOCH! MOTJIOIEHHUSI BBICOKOM MH-
TencuBHOCTH npy 1223-1192 cM ' i cpenneit nurencusHocTH mpu 1049—1032 cM ', KOTOpBIE OTBEYAOT
ACUMMETPUYHBIM U CHMMETPHYHBIM BaJCHTHBIM KojeOaHusM cylbhonaTtHoH rpymsl SO3. MHTEHCHB-
HBIE MOJIOCHI MOTJIONIEHHsT B 061acTH 696—-689 cM ' COOTBETCTBYIOT BaJICHTHBIM KOJEOAHMAM CBS3H
S—0. Takxke cojpepkaTcs XapakTepHBIE MMOJIOCH BaJICHTHBIX KOJIEOaHUH YIIEpOTHOTO CKeJleTa apoMaTH-
ueckux (parmentos npu 1603—1483 cm . BanentabivM koneGanusm cszeit Ca—H mpuHaiexar nomo-
cbl ipr 3088-3028 cM ' MIOCKOCTHBIM 1e)OPMALIHOHHBIM KOIEOAHUAM THX JKE CBSI3€H — MOJIOCHI TP
1165-1031 cM ', BHEIIOCKOCTHEIM JiehOpMALIMOHHBIM KonebanusM — pu 910-849 cm ', BaneHTHBIM
koneOannsM cBsaseil Ca—S u Ca—P oTBewaror MHTEHCHBHBIE moiockl B oOxactu 600-597 em ! m
760~716 cM ' coorBercTBeHHO [26]. CreKTphl CoemMHeHns 1—3 cofepiKaT MON0Cy BaNEeHTHBIX KoJeha-
Hu#l cBs3u C—I B OKCUXHMHOJUHOBOM (pparmMente B odsactu 496602 cm L. Hemnockum nedopmaIioH-
HBIM Konebanusm cBszeii C—H apomaTuueckux (parMeHTOB IpPUHAIEKAT HOnockl npu 995-906 cm
[27]. Cunrner cpexmeii matencuBHOCTH mpu 2882 cM ' B MK-CrIeKTpe MOATBEPIIACT IIPHUCYTCTBHE
TPOMHOM CBSI3M B KOMIUIEKCE 3, MIMPOKAsi TMOJI0CA TIPH 3356 M ' CBHIETEILCTBYET O HATHUMH B KOM-
IUIEKCE COJIBBATHBIX MOJIEKYJ BOJBI.

[lo naHHBIM PEHTTEHOCTPYKTYPHOTO aHAJIN3a, KPUCTAIIBI coenHeHni 1-3 oOpa3oBaHbl KaTHOHA-
MH ATKAITPUPEHUIPOCHOHUS U 7-HO1-8-0KCUXUHOIUH-5-Cyb(OHATHBIMEU aHHOHAMH (puc. 1-3).
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Karunons! ankunrpudenunpochonns B 1-3 HMEIOT HE3HAYNUTENHFHO HCKAKEHHYIO TETPadIPUIECKYIO
koHdurypammo. Jnuae! ceaseit P-C npunumarot snavenns 1,772(3)—1,815(2) A [1,797(2)—1,805(2) A
(1); 1,772(3)-1,792(3) A (2); 1,786(2)-1,815(2) A (3)], uTo MeHbIIE CyMMBI KOBAIEHTHBIX PAAUYCOB
aromos-maptHepoB (1,83 A) [28]. Banentusie yriel CPC  u3MeHSIOTCS B HHTEpBANax:
106,08(11)-112,33(11)° (1); 106,56(13)-111,29(15)° (2); 07,47(10)—-111,17(9)° (3). B 7-uon-8-
OKCHXHHOJIMH-5-CYIb(QOHATHBIX aHHOHAX paccTosiHus S—C OMM3KM MEXIy coOOW W MPHUHUMAIOT 3Have-
uus 1,781(2)-1,7920(19) A. Ceasu S-O B 1-3 mpaxtuuecku BoipaBHeHsl (1,4483(17)-1,4590(17) A,
1,447(2)-1,454(2) A u 1,4464(16)-1,4584(17) A cooTBEeTCTBEHHO), YTO yKa3bIBAET HA PABHOMEPHOE
pacmpeneneHue  ANEKTpoHHOW  mmioTHocTh B SO3;  rpynmax. Banentneile yrmet  OSC
(104,29(10)—106,41(9)°) mensbiue, yem yrisl OSO (111,97(11)—114,13(14)°), 4TO COOTBETCTBYET TEO-
pHH OTTAIKWBAHUS JIEKTPOHHBIX MMap BaJCHTHBIX 000m0uek [29].

Kpucramnst 1-3 oTIU4YaI0OTCS YIaKOBKOH aHHOHOB. B 1 aHMOHBI CBSI3aHBI MEKXMOJICKYIISIPHBIMU BO-
JIOPOJHBIMH CBSI35IMH, 00Pa30BaHHBIME THAPOKCHIBHEIME M Cylbdorpynmamu (O3--H4A-04: 2,04 A,
03--04: 2,75 A), B 11emouKHn, OpPHEHTHPOBAHHBIMH BJIOJb KpHCTamIorpaduueckoii ocu a (puc. 4), Mex-
Iy KOTOPBIMH PacHONI0KEHbI KATHOHBI (MMEIOT MECTO MHOYKECTBEHHBIE KOPOTKHE KOHTAKThI MEXIy Ka-
THOHAMHU U aHMoHamu Tuna O--H-Cy, 2,28-2,67 A).

Puc. 4. Lleno4yka aHMOHOB B KpucTtanne 1

B kpuctamie 2 aHalOrMYHBIE [EMOYKH AHUOHOB (BOJOPOJHBIC CBS3M HMMEIOT MMapaMeTphbl
02--H4A-04: 2,05 A, 02--04: 2,73 A) 06pa3yroT 3ur3aroo6pasHeie HOBEPXHOCTH, GOPMHUpPyEMbIE KO-
porkumu kontaktamu O3--11 (3,063 A) (puc. 5), Mexly KOTOPBIMH PacroNararTcs KaTHOHBI (KOPOT-
KM€ KOHTAKThl MEXy KaThoHaMu U annoHamu tuna O--H-C 2,34-2,70 A).

Puc. 5. PacnonoxeHue aHMOHOB B KpucTansne 2

B kpucramne ruaparta 3 CTpyKTypHas OpraHu3anusi, KOTopas GOpMHUPYETCs C y4acTHEM MOJIEKYI
BO/IBI, Ooyiee COXKHAs. AHHOHBI CBSI3aHBI CHCTEMOW BOAOPOAHBIX cBszedl O2---H-O6 (paccrosaue
0206 2,98 A), 06:-H-05 (paccrosane 06--05 2,95 A), 05-H--O1 (paccrosaue 05--01 2,76 A),
00pa3ys IUKIIbI, BKIIOYAIOIINE MOJIEKYJIbI BOAbI (puc. 6).
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Puc. 6. Cuctema BogopoaHbIX CBA3eN, 06beAUHSAOLWMX aHMOHbI B Kpuctanne 3

B nonoctsix, 06pa3oBaHHBIX aHHOHAMH, PAcIloNararTcs KaTHOHBI (puc. 7).

Puc. 7. PacnonoxeHne KaTMOHOB U aHWOHOB B Kpucrtanne 3

BriBoasbl
YcTaHOBIGHO, YTO peakiud OpoMuaoB ankumiTpudeHunpocHoHus ¢ 7-uoma-8-oKCUXHUHOIUH-5-

CyIb(OHOBOI KHCIIOTOW B BOJE MPHUBOAAT K 00OPa30BaHHIO /-HOA-8-OKCUXHHOJINH-S-CyIb(pOHATOB ai-
KUATpUPeHmIHOoCcHOHHS, COCTOSAMNX U3 TETPAIPUUECKUX ATKHUITPUPEHUIPOCPOHUEBBIX KATUOHOB U
7-10/1-8-0OKCUXUHOJUH-5-CyJIb(OHATHBIX AaHHOHOB.
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