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CUHTE3 U AJIKHWJIMPOBAHHUE
6-T’HAPOKCH-5-(2-TEHONI)-6-TPUPTOPMETNI-
4-(2-XJIOP®EHNJ)-3-IUAHOIMUINEPU/IUH-2-TUOHA

JeiictBreM 2-TeHOMNTPUPTOPALETOHA Ha 2-XIOp(HEeHUIMETHICHIIMAHOTHO-
alleTaMUJl WIH CMech 2-XJIOpOCH3albIerua U LMaHOTHOALCTAMUIA B IPHUCYT-
crBun N-MeTHIMOP(OIIHHA TONYYeH 6-TUIpOKCH-5-(2-TeHomn)-6-TpudropmeTr-
4-(2-xnopheHm)-3-1MaHONUIIEPHIUH-2-THOH, UCIIOJIB30BAHHBIN B CHHTE3€ 2-all-
HITHO-6-ruApoKcH-5-(2-TeHomnn)-6-Tpudropmeri-4-(2-xaopdenun)-3-nuaHo-
1,4,5,6-terparuaponupuanta. MoJjexyisipHas U KpUCTAJLTHYECKast CTPYKTypa IIH-
MEPUANHTHOHA YCTaHOBJIEHA PEHTT€HOCTPYKTYPHBIM HCCIICIOBAHHUEM.

KnwueBble ciioBa: NHICPUIUHTUOH, TETPATHAPONUPHUINH, 2-TCHOWITPH-
¢dTopaneToH, 2-xnmopOeH3ambaerua, 2-X10pheHUIMETHICHIIMAHOTHOAIICTAMHU]T,
LMaHOTHOAIETAMUJ, ATKIIIMPOBAHUE, PEHTTEHOCTPYKTYPHOE MCCIIeIOBaHHUE.

B nponomxkenue moucka yaoOHBIX METOJOB MOIYYEHHs] MAIOM3Y4YE€HHBIX 3-
LUAHOIIUIIEPUIUH-2-THOHOB [1] C y4eTOM BBICOKOH (DM3MOIOTMYECKON aKTHB-
HOCTH (PTOpCOAEepKALINX TeTCPOLUKIMIECKIX COeIMHEHUH [2] HaMU Ha OCHOBE
2-x510p(heHUIIMETUIICHIIMAHOTHOAIIETAMUIA M 2-TCHOMITPU(TOpALIETOHA B MPH-
cyrctBurd  N-MeTHIMOPQOIMHA OCYIIECTBICH PETUOCENICKTUBHBIA CHHTE3
6-runpokcu-5-(2-renoun)-6-rpudropmerii-4-(2-xaopheHnn)-3-1uaHonunepu-
nvH-2-TioHa (1) B BWje YCTOMUYMBOIO STaHONBHOTO conbBaTa. [locnenHuii
MOJly4eH TaKXe HE3aBUCHUMBIM CIIOCOOOM TpH KacKaJIHOM B3aUMOJICHCTBHUH
2-x710pOeH3TBACTH I, IMAaHOTHOAIIETAMHIA U 2-TEHOMITPU(PTOPAIIETOHA.
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B crekrpe SIMP 'H coemuuenus 1 curamel mpotoroB 3-H, 4-H u 5-H
MIPEICTaBICHbl MYJIBTHILIETOM B oOmacté 4.8 M. 1., 9TO 3aTpyIHIET YCTaHOB-
JIEHUE ero CTPOCHHUA. B CBSA3W C 3TUM OCOOCHHOCTH MOJIEKYIIIPHON CTPYKTYPHI
TrOHA 1 M3y4eHBI pEeHTTeHOCTPYKTYPHBIM METOIOM.

OO6muit Bux Monekynsl 1 mokaszaH Ha puc. 1, OCHOBHBIE TeOMETpHIECKHE Tia-
pameTpsl npuBeneHsl B Tabn. 1 (Hymeparus aTOMOB HE COBIANaeT C HCIOIb-
3oBaHHOM coriacHo HoMeHkatype UIOITAK nymeparueit B Ha3BaHUH W TpH-
BegenHoM crektpe SIMP 'H). LleHTpanbHbIH MHIEPHAMHOBBIA IHKI 3aMETHO
HEIUIOCKAH — OTKJIOHEHWS aTOMOB OT CPETHEKBaAPAaTUIHON IUIOCKOCTH MO-
cruraror 0.33 A. PaccuntanHBIE IS HETO MOIM(UIMPOBAHHEIE MAPaMETPhI

Puc. 1. O6muit BuA MoJieKyIsl 1 C Hymeparnueit aToMoB

Tadbnumoal
OcHoBHbBIE JUIMHBI cBs3eit () 1 BaJeHTHDBIE YIIbI () B MOJIEKYJIe
coenunenus 1

CBsi3b d, A VYron o, Tpaj.
Cly—Ce) 1.748(7) CaNoy-Cep) 128.5(5)
Sa-Ca 1.632(6) Nw-Cw-Ce 115.5(5)
Ouy-Ces) 1.381(6) Nw—-Cay-Sw 122.6(4)
O@—Cauy 1.213(6) CorCuw-Sw 121.8(4)
Nw—Ca) 1.334(6) Ce—Ce—Cw 110.4(4)
Ny-Ces) 1.459(6) CerCCe) 109.8(4)
Cw—Cep 1.511(7) Cu—CeCep 114.6(4)
Ce—Ce) 1.469(8) Co—Ce—Cep 110.9(4)
C—Cep 1.552(6) Cy—Ce—Cp 106.5(4)
Ce—Ca) 1.513(8) Caz—Cuy—Ce) 108.0(4)
Ca—Cau 1.542(7) Cu3—Cu—Ce) 112.5(4)
Ca—Cas) 1.538(7) CaCw—Ce) 109.0(4)
C—Ce) 1.545(7) C—Cu—Ce) 109.0(4)
Ce-Cas) 1.535(8) Ow—Ce —Na) 110.4(5)
Con—Ce—Cuw 111.9(4) O@-CCas) 104.2(5)

Nw-Ce—Cas 107.0(5)
Ow—Ce—Cuy 116.1(5)
N@-Ce)-Ce 109.5(4)
Cag—Ce)—Cu) 109.2(5)
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Kpemepa-Tloma [3] (S = 0,91, 6 = 19,9, y = 29.7) cBHAECTEIBCTBYIOT O TOM,
9TO DOTOT TETEPOIMKI uMeeT KoHbopmamuio "kpecna"’, HECKOIBKO
HCKa)XEHHOTO B CTOpOoHy '"monyBaHHBI'. IIpu 3tom atomsl C;)—C—Cu—Cis
xortanapubl B npenenax 0.08 A, a "yromku" Ngy-Cuy-Ce u CoC-Co
0o0pa3yloT ¢ 3TOW MIOCKOCTHIO NByrpaHHble yrabl 156.5 m 127.8°. Top-
cuonnsle yrusl B nunepuauHoBoM mukie:  Nay—Cq)—C)—Ci) —29.7(7),
Co—CoCaCu 5256), CaCueCuyCs —63505) CeCuyCeNy
517(6), C(4)*C(5)*N(1)*C(1) 7308(8), C(5)*N(1)*C(1)*C(2) 193(8)0 TOpCI/IOHHBIe
yrmol Hoy-C-Ca-He 176.5, He-Ca~Cay-Huy 173.3, Huy-Ciy=Cs-Oq)
1674, C(e)*C(z)*C(g)*Cg) 760.7, C(7)*C(3)*C(4)*C(13) 52.7° CBUACTCIBCTBYIOT O
TOM, YTO HPOTOHBI MUIEPHINHOBOTO nuKiIa u rpynmna OH 3aHnMaoT akcuamb-
Hoe monoxenue, a rpynmbl CN, 2-xmopdenun, teHown u CF; — skBaTopuansb-
Hoe. ComnpsbkeHHe MEXKIy HENOJEICHHON 3IIEKTPOHHOH mapoit atoma Ny n
n-cucteMoil 1BoitHOMN cBsi3u C(1)=S(1) IPUBOAUT HE TOIBKO K 3HAUYUTEIHLHOMY
(mo 1.334(6) A) ykopouenuto cBsizsu Ny~C() MO CPaBHEHHIO ¢ HHTEPBAIOM
1.43-1.45 A, xapakTepHBIM 1S OXMHAPHEIX cBsiseit Tima N(Sp?)-C(sp®) [4, 5],
U YIUIOIEHUIO mUpamMubl atomMa Npy (CyMMa BaJIeHTHBIX YITIOB IIPH 3TOM aTOMe
cocraBisieT 359.8°), HO Tarkke K yBemumdeHHIO BaleHTHOro yria Cay-Na—Cg 1o
128.5° u ymnomeHWro caMoro TreTepourkia (B He3aMEIIeHHOM MHIIEPUINHE
BaneHTHbIN yron C—N-C u Topcuonnsie yriert C-N-C—-C cocrasmsror 109.8 u
63.6° cootBercTBeHHO [6]). ben3onsHOE M THOHEHOBOE KOIBIA B CHITY CTEPH-
YEeCKUX YCJIIOBHH TMPAKTUYECKH OPTOTOHAIBHBI CPEIHEKBAIPATHYHOW IUIOCKO-
CTH TUIEPHIMHOBOTO IIMKJIA: COOTBETCTBYIOIIME JBYTPAaHHBIE YIJIBI COCTaB-
msroT 84.1 m 87.2°.

B kpucramie Moiekynsl coeanHeHus 1 mocpeacTBOM BOJOPOIHBIX CBSI3EH ©
conbBaTHBIMU Mojiekyamu stanona  Ogy-Hay O (Ogy+Op 2.954(7) A)
1 Og-Hg) 0wy (OO 2.679(7) A) 06beaMHEHB! B LIEHTPOCUMMETPHYHBIE
muMepsl (puc. 2).
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Puc. 2. Kpucrannmyeckasi yakoBka coeJHEHHS 1
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AnxunupoBanre THOHa 1 ammunOpomuaom B ataHolne B npucytcTBun KOH
MPOTEKAET PErHOCEICKTUBHO ¢ 00pa3oBaHueM cyibpuma 2. B ero criektpe SIMP
'H curnansr nporonos 4-H u 5-H mposBisitotest B BHe VIIUPEHHBIX TyOJIeTOB
B o6mactsx 4.84 u 4.30 M. 1. coorserctBenno ¢ KCCB 33 = 12.1 I', uTo cBUaE-
TEIBCTBYET O WX MpaHC-TAAKCUAIBHOM MonoxeHnd. CHTHAIBl yKa3aHHBIX
MIPOTOHOB TIPECTABICHH MHHOPHBIM YIIMPEHHBIM TUKOM B obnacTu 4.42 M. 1.,
KOTOPBIN SIBIIIETCSI PE3YIBTATOM HAIIOXKEHHS COOTBETCTBYIOIIUX YIIMPEHHBIX
ny0eToB (COOTHOIIEHWE OCHOBHBIX M MHHOPHBIX cWTHaNoOB 4:1) W mpuHAaI-
JISKUT APYromy KoHpopMmepy coerauHeHus 2. J[1s M30CTPYKTYPHBIX aHAJIOTOB
MUPUIMHOB 2 JAHHOE SIBIICHHE OOBSICHEHO C MOMOIIBI0 PEHTTCHOCTPYKTYPHOTO
nccneaoanus [7].

Tabonuma 2

Koopmuuatel atomoB ( x 10%) H 9KBHBAIEHTHBIE H30TPOIHbIE
TemoBbie mapamerpni U, (A% x 10%) B crpykrype 1

Atom* X y z Use
Cly 4353(1) -865(2) 2141(2) 111(2)
Sa 8748(1) 322(2) 4324(1) 76(1)
So 3081(1) 3814(2) 2671(2) 100(1)
Fay 5492(3) 3614(3) 5079(3) 89(1)
F 6917(3) 3169(4) 5898(3) 95(1)
Fes) 6749(3) 4133(3) 4616(3) 83(1)
On) 5851(3) 1269(4) 5003(3) 66(1)
Oz 4188(3) 1661(4) 3481(3) 74(1)
N 7320(3) 1632(4) 4610(3) 57(1)
N@ 7359(4) —1069(5) 2188(4) 73(2)
Ca 7677(4) 966(5) 4017(4) 50(2)
Co 7055(3) 922(5) 3018(4) 43(1)
Cp) 5942(3) 1053(5) 2918(4) 43(1)
Cu 5807(3) 2211(5) 3460(4) 42(1)
Ces) 6317(4) 2031(5) 4511(4) 46(1)
Cie) 7248(4) -198(6) 2554(4) 51(2)
Cw 5389(4) 1123(5) 1895(4) 51(2)
(o 4643(4) 352(6) 1499(5) 71(2)
C) 4104(5) 489(8) 564(6) 94(3)
Cuo 4341(7) 1416(9) 42(6) 105(3)
Cay 5094(5) 2177(7) 424(5) 82(2)
Cu 5605(4) 2052(6) 1321(4) 63(2)
Cus) 4706(4) 2446(6) 3288(4) 52(2)
Caa 4307(4) 3578(6) 2850(4) 57(2)
Cus) 4746(5) 4543(6) 2535(5) 73(2)
Cus) 4057(7) 5457(8) 2141(5) 103(3)
Can 3159(6) 5172(8) 2175(5) 102(3)
Cus) 6367(5) 3255(7) 5019(5) 65(2)
O3 3910(4) 1072(5) 5386(5) 122(2)
Cug) 3281(8) 1974(11) 5340(8) 167(5)
Co) 3326(9) 2920(10) 5855(10) 226(8)

*Atombl O(g), C(19) U Cop) OTHOCATCS K COMBBATHOM MOJIEKYJIE dTAHONA.
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SKCHEPUMEHTAJIBHASL YACTb

UK cnoextpsl peructpupoBanu Ha crnekrpodoromerpe MKC-29 B BazennHOBOM Macie.
Crexrpsl AMP *H sanucsisami Ha mputopax Bruker WM-250 (paGouas wactora 250 MI') (s
coequrenns 1) u Bruker WP-100 SY (100 MTI'u) (ans 2) B IMCO-dg, BHYTpEHHHI CcTaHIapT
TMC. KoHTpoIb 33 X0JIOM PEaKILMH U HHIUBHIYaIbHOCTHIO BELIECTB OCYIIECTBISUIN € IOMOLIBIO
TCX na mnacturkax Silufol UV-254, smroenT aneron-rekcan, 3 : 5.

6-T'uapokcu-5-(2-renou)-6-rpudpropmerni-4-(2-xsoppenni)-3-unaHonunepuanH-
2-tioH (1). A. K cycnensun 2.23 r (10 Mmoib) 2-x1opdeHHIMETHICHIIMaHOTHOALIETAMIIA B 25 MIT
sta”oua ipu 20 °C n nepememmBanun no6asisror 2.22 r (10 Mmmoib) 2-TeHomnTpudTOpareToHa
u 1 mi (8 mmons) N-metrnmopdonmaa. Uepes 20 MUH B peaknnoHHYI0 Maccy no0aBisiioT 10%
HCl 1o pH 5 u Bbliep:KHBaOT CMeCh NPH KOMHATHOW Temreparype 12 4. OOpa3oBaBIuuiics
KPHUCTAININIECKUH 0CaI0K OT(QHUIBTPOBEIBAIOT, TPOMBIBAIOT STAHOJIOM M T€KCAHOM.

b. K cmecu 2.25 mit (20 mmous) 2-xmopben3ansaeruna u 3 kanens N-merrmmopdommaa B 30 Mt
stanona npu 20 °C u nepeMemuBaHuu 100aBisA0T 2 T (20 MMOJIb) IHAHOTHOALIETAMHIIA, Yepe3
5 muH — 4.44 r (20 Mmonp) 2-TeHOMNTpHUTOpaLeToHa U gauee 2.52 mi (25 mmonb) N-metunn-
Mopdonuna. Yepes 30 MUH peaki[HOHHYIO cMeCh 00pabaThIBAIOT KaK OMKMCAHO B METOAUKE A, MO-
ny4arot 3.49 1 (71%) (A) 1 6.38 T (65%) (b) sTanonbHOTO conbBaTa THOHA 1. T. . 125-127 °C.
UK cmektp, v, eM*: 3330-3480 (NH, OH), 2250 (CN), 1680 (CO). Cnextp SIMP 'H, &, M. 1.:
1.08 T u 3.45 x (5H, EtOH); 4.80 (3H, ™, 3-, 4- u 5-H); 7.11 ™, 7.34 1, 7.84 m (7H, Ar u Het);
8.15 (1H, yur. ¢, OH); 11.12 (1H, ymr. ¢, NH). Haiineno, %: C 48.71; H 3.84; N 5.53; S 13.19.
C13H12C|F3Nzozsz.'CzH5OH. Brraucieno, %: C 4893, H 370, N 571, S 13.06.

2-AnmiaTno-6-ruapokcu-5-(2-renon)-6-rpudpropmerni-4-(2-xaopdpenni)-3-unano-
1,4,5,6-rerparuaponupuaun (2). K cycnensuu 2.46 r (5 mmois) conbBara THoHa 1 B 30 Mt 80%
3TaHONIA HpHU NepeMenmBaHuu Ho6asisiiorT 2.8 Mi (5 mmons) 10% Bomnoro pactBopa KOH u
yepe3 5 muH 0.42 mn (5 mmons) ammnOpomuma. Yepes 1 1 oOpasoBaBmmmiics 0Cagok
OT(MIBTPOBBIBAIOT, IIPOMBIBAIOT 3TaHOJIOM U rekcaHoM. ITomyuator 1.87 r (77 %) coenuuenns 2.
T. mr. 155-157 °C. UK cmektp, v, cM : 3210-3300 (NH, OH), 2195 (CN), 1620, 1650 (CO).
Crextp SIMP H, 8, m. 1., J (Tw): 3.72 (1, 3J = 7.5, SCH,); 4.3 (n, 3J = 12.1, 5-H,); 4.42 (ym. c,
4-Hg u 5-Hg); 4.84 (n, %) = 12.1, 4-H,); 5.22 (M, CHp=); 5.92 (M, CH=); 7.15, 7.30, 7.70, 7.89
(uetsipe M, Ar u Het); 7.43 (ym. ¢, OH); 8.28 (ymr. ¢, NH). Haiineno, %: C 52.26; H 3.12;
N 5.93; S 13.37. C,H1CIF3N,0,S,. Berancneno, %: C 52.01; H 3.33; N 5.78; S 13.22.

PeHTreHoCTpyKTYpHOE MCCJIeIOBAHHE MOHOKPHCTAIA coelMHeHUs1 1 TpoBeneHO Ipu
KOMHATHO# TeMmIieparype Ha aBTOMAaTHYECKOM YeThIpeXKpyxHOM mudpakromerpe Enraf-Nonius
CAD-4 (AMoK ,-u3syuenue, rpaduTOBBI MOHOXPOMATOP, OTHOILIIEHHE CKOPOCTEH CKAaHHPOBAHHS
®/20 = 1.2, Oax = 24°, cerment cdepst 0 < h < 16.0 < k <12, -16 < | < 16). [nst onpeneneHus
[apaMeTpoB JJIEMEHTapHOH sYefikM ¥ MaTpUIbl OpPHEHTAllMH KpHCTAIa C JIMHEHHBIMH
pasmepamu 0.12 x 0.24 x 0.47 MM ncnonb3oBaHo 22 peduekca ¢ 12 < 6 < 13°. Beero codpano
3754 otpaxkeHus, U3 KOTOpPHIX 3470 SBIAIOTCS CHMMETpUYECKH He3aBuCUMbIMU (R-dakrop
yepenserns 0.11). Kpucramasr MmoHOKIuHEEE, ¢ = 14.171(2), b = 11.004(3), ¢ = 14.729(3) A,
B = 104.76(2)°, V = 2221.0(8) A3, Z = 4, d,,, = 1.468 r/em®, p = 0.410 mm™, F(000) = 1008,
npocTpaHcTBeHHas rpymmna P2;/n. Ctpykrypa pacumppoBaHa MpsSMbIM METOJOM U yTOYHEHA
METOJOM HAMMEHBIIUX KBaJpaToB B IOJHOMAaTPUYHOM AHHU30TPOIHOM IPHOIMKEHHH C
ucnons3oBanueM nporpamm SHELXS u SHELXL-93 [8, 9]. B yrounenun ucnons3oBano 1639
otpakeHni (280 yTouHsEMBIX TApaMETPOB), YHCIIO OTPAXKEHHUIT Ha mapameTp 5.85, ucronp3o0BaHa
BecoBast cxema o = 1/[c%(F0?) + (AP)?], rae P = (Fo? + 2Fc?)/3, a koo HIHEHT BECOBOI CXEMBI
A = 0.0572; BriIrOYEHA TOTIpPaBKa Ha aHOMAIBHOE IOTJIONICHUE; MOMPAaBKUA HA MOTJIONICHHE HE
BHOCHJINCH. bonbmuHCTBO (75%) aTOMOB BOJJOPO/Ia BBISIBICHBI OOBEKTHBHO, OCTAIBHBIE — HCXOIS
U3 TEOMETPHYECKUX COOOPaKEHHil, OJHAKO BCE OHH YTOYHEHBI C (PUKCHPOBAHBIMH TEMIIepa-
TYPHBIMH ¥ TTO3UIIMOHHBIMH TapaMetpaMu. OKOHYaTeNbHbIC 3HaUCHHUs (AaKTOPOB PACXOIUMOCTH
R.i(F) = 0.0677 u Ry(F?) = 0.1305, GOF = 1.038. OcraTouHas >MCKTPOHHAS IIOTHOCTh W3
pasHocTHOro psiza Pypee 0.23 n —0.32 /A3, KoopHHaTh aTOMOB NIPHBEICHB! B TAOI. 2.

Paboma evinonnena npu gunancogou nodoepaicke Poccutickozo gonoa
@ynoamenmanvuvix ucciedosanuii (npoexm Ne 99-03-32965).
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