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CHUHTE3 N CTPYKTYPA HEKOTOPBIX
N-[3-(TET)APWI)-2-TPONNEHUWINAEH| TPUOTOPMETUJIAHUJINHOB

W3y4ensl peakiun 4-HUTPOKOPHYHOTO albACIU/a, a TAKKe psaaa Qypuiakpo-
JICMHOB ¢ TPU(OTOPMETUIIAHUIIHHAMU B IPUCYTCTBUH MOJICKYJISIPHBIX CHT M CHHTE-
3MpOBaHa CEpUsl HOBBIX APOMATHYECKHX M TETePOLUKINYECKUX albIUMUHOB.
MorekynsipHass ¥ KpUCTAJUIMYECKasi CTPYKTypa HEKOTOPBIX M3 HUX OIpeleseHa
meroaom PCA.

KiroueBbie cj10Ba: HUTPOKOPHYHBIN anbaeruy, ocHoBanus Iludda, Tpu-
(bropMeTHIaHWINH, GYPHIAKPOICHH, MOJIEKYJISIPHBIE CUTA.

Hamm paszpabotan sddextuBHbIT MeTom [1-5] cmHTE3a MHMPOKOTO psima
WMHHOB KOHJICHCAIIUSMH apOMATHYECKUX W TETEPONUKIMYECKIX aTbJICTHIIOB C
AQHWJIMHAMHU B MPHCYTCTBUHM MOJICKYJSIPHBIX CHT. [loclieiHUE WrpaloT B 3THX
mporieccax He TOJNBKO POJIb JETHIAPATHPYIOMIETO0 areHTa, HO W ONTHMAJIHHOTO
KHCJIOTHOTO KaTallu3aTopa, aKTUBHOTO BO MHOTHX CIy4asx YK€ MpHU KOMHAT-
HOW TeMmIeparype U He TPUBOJAIIETO (B OTIHYKME OT OONBIIMHCTBA TOMOTCH-
HBIX CHCTEM) K OcMoJieHHI0 anunohoOHbx cyocTpaToB. C HCIOIB30BaHUEM
3TOTO METO/a B HACTOAIICH paboTe OCYIIECTBICH PSIJI CHHTE30B M IOJyYCHBI
(rerepo)apoMaTHIECKUE ATBIUMHHBI C TPU(DTOPMETHIIBHBIM 3aMECTHUTENICM,
SIBIIIOIUECS] TIOTEHIINAIFHO OMOIOTHYECKH aKTUBHBIMU COelIWHEHUsMH [6], a
TaKXe MPUBJICKATEIbHbIC IEPCIIEKTUBHBIC CHHTOHBI.
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B npucyrcTBuu MONEKYISIpHBIX CUT 4A M3ydeHBI peakuuu 4-HATPOKOPHY-
Horo ampaeruma (la) ¢ 2-, 3- u 4-tpudTOopMETHIIAHIINHAMA 2a—C, a TaKXe
(hypunakpoienHa u €ro 5-MeTuil- U S-HUTPONPOU3BOAHBEIX 4a—c ¢ 4-Tpu-
¢dbropmerrnanmmmaom. Kongencannu ¢ypunakponenHoB ¢ 2- u 3-tpudrop-
METHJIAaHWIMHAMH HCCIIeOBaHBI HaMu paHee [1, 5]. B xauecTBe pacTBOpHTEISA
WCTIONB30BaNICH OeH301. Peakiuy mpoTekann mpu KOMHATHOW TeMmIepaType,
aumpb 2-TpuTOpMETHIAHUINE 2a pearupoBain npu Harpeanuu (80 °C).
[lo-Bumumomy, rpymma CF; B OmmkaiiiiieM K aToMy a30Ta apOMaTHYECKOTO
aMHUHa TIOJOXEHHH CO3[aeT MPEMATCTBHS A KOHAeHcannd. MakcuManbHas
peaKIMOHHAs CIOCOOHOCTh XapaKTepHa I 4-TpU(TOpMETHIAHWINHA. DTH
TaHHBIE COTJACYIOTCS C pesyinbraTtamu [1-5], MOXyYeHHBIMH MPU HCCIEI0-
BaHUU PEaKIUi JPYTUX adbIeTuaoB ¢ 2-, 3- u 4-TpuTOpMETHIAHUITHHAMH.
[Ipu xormeHCamsIX QypHUIaKpOIEeHHOB HAaNOOIee aKTHBHBIM OKa3aJl0Ch HATPO-
MIPOM3BOJHOE, a HaWMEHEe PEeaKIMOHHOCIOCOOHBIM — S-MeTmindypuiakpo-
JIEWH, T. €. Yepe3 CHCTeMYy CONPSDHKEHHBIX CBA3€W aKIenTopHas TpyIma B
(hypaHOBOM KOJIBIIE CIIOCOOCTBYET PEAKIINH, a IOHOPHAS 3aTpyaHsAeT ee. Takoi
XapakTep TMPOTEKaHHWA IPOIECCOB CBHUIETENHCTBYET, UTO, KaK M B CIyd4ae
CHHTE3a a30METHHOB, PEAKI[NN aKPHIOBBIX alIbACTHUAOB IMPOTEKAIOT Yepe3 HyK-
neoQUIFHYIO aTaKy OCHOBaHUS (aMHHA) IO KapOOHWIBPHOMY aTOMY YTJIEpOJa.
[Ipu >TOM, 0YEBHIHO, KUCIOTHBIE IEHTPHI MOJEKYJSIPHBIX CHT aKTHBHUPYIOT
aNbJIETH/IbI, HO HEe TIPOTOHUPYIOT HeoOpaTuMo ocHoBaHus. [locmennee mpermnst-
CTBOBAJIO OBI MIPOTEKAHUIO KOHIEHCAINH. B pe3yiprare maHHO# paboTHI COOT-
BeTCTByOIKE WUMHUHBI — N-[((TeT)apwi)nponeHuIuaeH |TpruTOpMEeTHIAHIIN-
Hbl 3a—¢ ¥ 5a—c¢ ObUIM CHHTE3WPOBaHBI C BHIXOIOM 54-82% (Tabm. 1). Bce
MIOJTy4Ye€HHBIE COEMWHEHMS — KPHUCTAINTMYECKHE BEIIECTBA JKEJITOTO IIBETa, WX
CIIeKTpajdbHBIC HaHHBIC (TaON. 2 W 3) W DJIEMEHTHBIH aHamnu3 (Tabm. 1)
COOTBETCTBYIOT CTPYKTYPE LEIEBBIX UMHUHOB.

Tabonuma 1

XapaKTepnchm peakunﬁ U CHHTE3UPOBAHHBIX COC}II/IHeHI/Iﬁ

VYenoBust Haiineno, %
pr’ITO- 0,
peakiuu Brraucneno, % o Breixon,
Vmun (dopmyna T. m., °C*
T, Bpewms, %
oC g (M) C H
3a 80 6 C16H1 1F3N202 5985 335 865 93_95 60
(320.27) 60.00 3.46 8.75
3b 20 36 Ci6H11F3N202 59.90 3.40 8.57 127-129 55
(320.27) 60.00 3.46 8.75
3¢ 20 24 Ci6H11F3N202 59.88 3.32 8.64 136-138 54
(320.27) 60.00 3.46 8.75
Sa 20 24 Ci4HoF3NO 63.17 3.72 5.14 93-94 65
(265.24) 63.40 3.80 5.28
5b 20 25 CisHi2FsNO 64.49 4.32 4.89 116-118 56
(279.26) 64.52 4.33 5.02
5S¢ 20 24 C14HoF3N»03 54.17 2.79 8.92 102-103 82
(310.23) 54.20 2.92 9.03

* PacTBOpHUTENN U NEPEKPUCTALIN3ANUM: dTIIAETaT-TeKcaH (coexuneHns 3a—c, 5¢) u
rekcaH (coexuHeHus Sa,b).
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Tabnuma 2

Crextpni SIMP 'H cHHTe3UpOBAHHBIX HMHHOB

Coenu- Xumnyeckue cusury, §, Mm.ja. (KCCB, J, ')
HEHHE CH=N CH=CH TIpoToHs! KoMeI
3a 8.17 7.24 6.98 (1H, n, J=7.8, H-3"); 7.30 (1H, 1, J="7.8, H-5");
(oo, J=12, (M, J=12, 7.55 (1H, T, J=17.8, H-4"); 7.67 (1H, 0, J=17.8,
J=5.0) J=5.0) H-6"); 7.69 2H, M, J= 1.8, J=8.6, H-2, H-6);
8.26 (2H, m, J= 1.8, J= 8.6, H-3, H-5)
3b 8.30 7.24 7.3-7.4 (2H, m, H-4', H-5"); 7.5-7.6 (2H, m, H-2', H-6");
(m.3,J=22, (M, J=22, 7.69 (2H, m, J = 8.8, H-2, H-6); 8.27 (2H, M, J=8.8,
J=6.0) J=6.0) H-3, H-5)
3c 8.27 7.2-7.3 7.2-7.3 (2H, m, J = 8.0, H-3', H-5"); 7.6-7.75 (4H, M,
(n. n, J=2.0, (M, J=2.0, J=8.0,J=28.6,H-2', H-6', H-2, H-6); 8.2-8.35 (2H, m,
J=6.6) J=6.6) /=86, H-3, H-5)
Sa 8.14 6.96 6.49 (1H, 1. n, J=2.0, 3.6, H-4); 6.60 (1H, 1, J= 3.6,
(. 1, J=4.4) (M, J=4.4) H-3); 7.19 (2H, m, J= 8.4, H-3', H-5"); 7.51 (1H, M,
J=2.0,H-5); 7.61 (2H, n, J= 8.4, H-2', H-6")
5h* 8.12 6.88 6.09 (1H, x, J=3.8, H-4); 6.49 (1H, 1, J= 3.8, H-3);
(n. 1, J=4.0) (M, J=4.0) 7.18 2H, m, J = 8.2, H-3', H-5'); 7.60 2H, m, J=8.2,
H-2', H-6")
Se 8.22 6.95 (1H, n, 6.80 (1H, n, J=4.2, H-3); 7.24 2H, m, J=7.8, H-3',
(m, J=8.0) J=16.0, Hy); 7.38 | H-5"); 7.40 (1H, n, J=4.2,H4); 7.69 2H, m,J="7.8,
(1H, n. n, J=8.0, | H-2', H-6")
J=16.0, Hp)

* Cnektp SIMP 1H: 8 2.36 M. 1. (CHj3, c).

s ycTaHOBJIEHHSI MOJIEKYJIIPHON U KPUCTAJUIMYECKOU CTPYKTYpPBI I'eTepo-
IUKITUYECKUX aTbJINMHUHOB Sa—¢ OBUTM TMONy4YeHBI W HCCIEIOBAHBI METOJOM
PEHTTEHOBCKON MUGPAKIINU MOHOKPUCTAIUIB 3TUX coenmHeHwmi (puc. 1-3,
Tabm 4-11).

Monekynsl coeauHeHn S5a,b umerot sin-mpanc-E-koHpUTYparuio, Mole-
KyJla COeAWHEHUs 5S¢ — anti-mpanc-E-koHurypanuto. B Momekymax MOXHO
YCIIOBHO BBIIENIUTH TPU IJIOCKHUX (hparMeHTa: OEH30JbHOE KOJBIO, TUSHOBYIO
cuctemy U (ypaHOBBIN UK. MoeKyia S¢ mouTy miockasi: ABYTpaHHbIE YTIIBI
Mexay (ypaHOBBIM M TUEHOBBIM (PparMEeHTaMH, a TakKKe MeXITy OEH30JbHBIM
KOJIBIIOM ¥ JHUCHOM, COOTBETCTBEHHO, paBHbI 2.3 m 11.2°) naHHble yribl B
CTpyKTypax 5a u 5b Gonbiie, u coctapnsioT 9.9 u 22.7° (5a) u 6.4 u 47.6° (5b).
B xpucrammdeckux crpykrypax Sb m 5c¢ HabmomaeTcst pa3ynopsaodeHHOCTb
atomoB ¢rTopa (puc. 2, 3). Ins Bcex mectu atomoB F(1), F(2), F(3), F(1'), F(2"
u F(3') B 06enx cTpykrypax ¢akrop 3acenenHocta g = 0.5.

Ilpu paccMoTpeHMM JUIMH CBsI3eM B LEHTPabHOW 1€MW  aTOMOB
C(Fur)-CH=CH—-CH=N-C(Ar) BUAHBI BO BCEX MOJIEKyJIaX 3aMETHbBIE pPa3IH-
YUl MEXAY OOWHAPHBIMU M JBOWHBIMHE CBs3siMu (Tabxn. 5, 7, 9, 11). Tak, mex-
atomuble pacctosHEs C=N coctaBmsor 1.267—-1.275, C=C — 1.324-1.336 A, a
uHA onuHApHOH cBsi3n C—C MeXay IMeHTpaTbHBIMA aTOMaMH IeTIH 3aMETHO
IPEBOCXOJINT TH 3HAUESHHMS U cocTaBiser 1.426—1.446 A.

1642



Puc. 1. IIpoctpancTBeHHas Moenb MoJeKybl N-[3-(2-dypuin)-2-nponeHunaeH]-
4-tpudTopmernnaHuiIrHa (Sa)

Puc. 2. TIpocTpaHcTBeHHAs: MOJIETb MOJICKYIIBI N-[3-(5-MeTHi-2-hypuit)-2-poeHIInAeH ] -
4-tpudropmernnanmimna (Sb)

Puc. 3. TIpocTpaHcTBeHHAsT MOJIETb MOJIEKYIIBI N-[3-(5-HUTpO-2-QypHin)-2-IpoTIeHIINICH] -
4-tpudropmernnannnmna (5¢)
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Tabnuma 3
Macc-ceKTpbl CHHTE3HPOBAHHBIX AJILIMMUHOB

Coenu-
HEHHE

m/z (Iow., %0)*

3a

3b

3¢

Sa

5b

Sc

320 (38) [M"], 319 (52) [M — HJ", 303 (14), 289 (25), 274 (28), 273 (100) [M-H-NO,]", 261
(5), 253 (7) [M—H-NO,— HF]", 234 (5), 222 (5), 205 (10), 204 (30) [M—H-NO,-CFs]", 178
(5), 172 (6), 152 (7), 145 (42) [C6H4CF3]", 125 (7), 119 (8), 102 (22), 95 (19), 91 (9), 75
(27), 63 (17), 51 (19)

320 (40) [M], 319 (59) [M-HJ", 303 (11), 301 (10) [M—F]", 290 (9), 289 (32) [M-H-HF]",
274.(25), 273 (100) [M—H-NO,]", 272 (39), 261 (8), 252 (3), 251 (3), 204 (20) [M-H-NO,-CF;]",
172 (8), 145 (54) [CeHLCFs], 125 (11), 114 (5), 102 (20), 95 (14), 91 (7), 77 (16), 75 (20),
63 (15), 51 (13)

320 (42) [M™], 319 (58) [M=H]", 303 (10), 301 (12) [M—F]", 290 (15), 289 (35) [M—H-HF[",
274 (22), 273 (100) [M—H-NO,]*, 272 (47), 204 (20) [M—H-NO,~CFs]*, 172 (10), 145 (60)
[CeH4CF5]", 125 (13), 114 (6), 102 (26), 95 (18), 91 (9), 77 (14), 75 (15), 63 (19), 51 (13)

265 (45) [M'], 264 (24) [M-HJ", 246 (12) [M-F]*, 237 (23), 236 (100) [M—HCO]", 224
(30), 211 (32), 196 (5) [M=CFs]", 185 (3), 172 (6), 168 (17), 167 (39) [M—HCO-CF;]", 145
(49) [C6H4CF5]", 125 (13), 115 (10), 105 (5), 95 (18), 75 (15), 65 (22), 51 (19)

279 (33) [M'], 278 (30) [M=HT", 264 (58) [M—Me]", 260 (11) [M-F]", 237 (19), 236 (100)
[M-MeCOJ", 216 (10) [M-MeCO-HF]", 196 (3), 168 (11), 167 (57), 145 (40) [CsH4CF3]",
125 (11), 107 (6), 95 (17), 77 (18), 69 (7) [CFs]", 65 (10), 63 (10), 51 (18)

310 (37) [M'], 291 (15), [M=F", 280 (16), 279 (23), 278 (17), 277 (7), 265 (13), 264 (100)
[M-NO.T", 250 (13), 249 (20), 236 (25), 235 (38), 198 (46) [M-O,NC4H,0]", 170 (10), 167
(8), 145 (60) [CeH4CF]", 125 (13), 121 (6), 95 (18), 83 (9), 81 (15), 79 (14), 75 (15), 69 (10)
[CF5]", 63 (19), 55 (13)

* [IpuBeCHbI CUTHAJIBI XapaKTEPUCTUYHBIX HOHOB.

Tabnuma 4

Kpucramiorpaguueckue 1aHHble ISl coeJUHeHU Sa—c

XapaKkTepucTuka S5a 5b Sc
IBer JKenroBarsrii Kenrerit Kenrorit
Pasmep kpucrauia, MM 0.07%0.28x%0.59 0.08%0.12x0.45 0.11x0.18x0.37
Kpucrammaeckas CHHTOHHS MoHokIuHHas MoHoKIMHHas MoHOKIUHHAs
TTapameTps! KpUCTAIIMYECKON
peIeTKu:
a, A 29.925(2) 15.6524(8) 12.4594(6)
b, A 5.3392(5) 8.7722(5) 14.5882(7)
¢ A 16.092(2) 9.9986(5) 7.5985(3)
B, rpan. 101.733(4) 92.518(3) 95.171(2)
O0BbeM dIeMeHTapHOH sueiikH, V, Al 2517.4(4) 1371.5(1) 1375.5(1)
TIpoctpaHcTBeHHas rpymmna C2/c P2i/c P2i/c
YHCio MOJIeKyJI B 3IEMEHTapHOM
stueiike, Z 8 4 4
I110THOCTS, d, T/eM> 1.400 1.352 1.498
Ko3(hHIHeHT TOrMOmeHus, [, MM ' 0.12 0.11 0.13
MaxkcuManbHbIH yron Juppakium,
2emax, rpaj. 50 55 45
Yncno He3aBUCHMBIX pedieKcoB 2565 3559 1845
Yucio pedexcos ¢ I > 30(1) 956 1575 1300
Yucio yTouHseMbIX IapaMeTpoB 212 256 226
OkoHYaTeNnbHBIN (GakTop
pacxoaumoctH, R 0.054 0.050 0.048
Hcmons3yemMble IpOrpaMMbl [10, 11] [10, 11] [9, 11]
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TaObnuma 5

OcHoBHBIE UTHHEI cBsA3eil (d) B MOJIeKyIax coelMHHEHUH Sa—c

(duin = 0.70, dpax = 1.60 A)

Coequnenue 5a

Coenunenrne 5b

Coequnenue 5¢

Cas3b d A CBs3b d A Cps3b d, A
N(1)-C(8) 1.273(3) N(1)-C(8) 1.275(4) O(1)—C(5) 1.367(3)
N(1)-C(9) 1.418(3) N(1)-C(9) 1.416(4) O(1)—-C(2) 1.345(3)
C(13)-C(14) 1383@) | 0(1)-C(5) 13774) | N@)~9) 1.417(3)
C(13)-C(12) 1.385(4) O(1)—-C(2) 1.377(4) N(2)-C(8) 1.267(4)
0(1)-CQ2) 13653) | C8)-C(7) 1.4264) | C(7)-C(6) 1325(4)
0(1)-C(5) 1375(4) | C10y-c(11) 1377(4) | C(7)-C(8) 1.442(4)
C(7)-C(8) 1.446(4) C(10)—-C(9) 1.381(4) C(5)-C(6) 1.436(4)
C(7)-C(6) 1.324(4) C(14)—-C(©9) 1.381(4) C(5)-C4) 1.365(4)
C(10)-C(9) 13813) | C(14)-C(13) 13795) | 03)-N(1) 1.221(4)
C(10)—C(11) 1.372(4) C(11)—C(12) 1.384(4) C(12)-C(11) 1.384(4)
C(14)-C(9) 13874) | C(7)-C(6) 1336(5) | c(12)-c(13) 1365(4)
C(6)-C(2) 1.428(4) C(6)-C(2) 1.422(4) C(12)-C(15) 1.497(5)
C(2)-C3) 13444) | ca2)-c(13) 1378(5) | C(9)-C(10) 1373(4)
C(15)-C(12) 1.469(4) C(12)-C(15) 1.488(4) C(9)-C(14) 1.394(4)
C(15)-F(3) 1306(4) | C(5)-C(4) 13436) | N(1)-CQ) 1.421(4)
C(15)-F(1) 1.310(4) C(5)-C(16) 1.478(6) N(1)-0(2) 1.224(4)
C(15)-F(2) 12993) | C15)-F(1) 1287(10) | C)-C3) 1.339(4)
C(12)-C(11) 1.377(4) C(15)-F(2) 1.303(8) C(10)—C(11) 1.387(4)
CR)-C(4) 141455 | C(15)-F3) 1303(11) | C(14)-C(13) 1.382(4)
C(5)-C#4) 1.302(5) C(15)-F(3") 1.298(10) C(3)-C4) 1.410(4)
C(13)-H(13) 0.84(2) C(15)—F(1") 1298@8) | F2)-C(15) 1.318(15)
C(T)-H(7) 0.95(2) C(15)-F(2) 1271(8) | FQ)=F(I") 1.5102)
C(8)-H(8) 0.96(3) C2)-CQ3) 13575) | F3)-C(15) 1301(9)
C(10)-H(10) 0.96(2) C(4)-C(3) 1.402(6) F(3)-F@3") 1.17(3)
C(14)-H(14) 0.97G3) | F(1)=F(3") 0942) | FG)-FQ2) 1392)
C(6)-H(6) 0.96(3) F(1)-F(1") 134Q2) F(1)-C(15) 1.273(15)
C(11)-H(11) 0.99(3) FQ)-F(1') 1.051(13) | F(1)=F(3) 1.34(3)
C3)-HQ) 0.99(3) F(2)-F(2") 1.44(2) C(15)-F(3) 1.3002)
C(5)-H(5) 1.02(4) FG3)-F(3") 1.48(2) C(15)—F(1") 1.286(12)
C(4)-H(4) 0.94(3) F(3)-F(2") 0.81(2) C(15)-F(2) 1.237(13)

C(8)-H(8) 0943) | co-HT) 1.03(3)
C(10)-H(10) 0.883) | C(6)-H(®) 1.07(3)
C(14)-H(14) 0.89(4) C(10)-H(10) 1.033)
C(11)-H(11) 1.00(4) C(8)-H(8) 1.03(3)
C(7)-H(7) 0.943) | C(14)-H(14) 111(4)
C(6)-H(6) 0.91(3) C(11)=H(11) 1.12(4)
C(13)-H(13) 0.96(4) | C3)-HE) 0.96(3)
C(4)-H(4) 0.94(4) | c13)-H(3) 1.09(4)
C(3)-HG3) 0.94(5) | C(d)-H) 1.08(3)
C(16)-H(16A) 0.98(8)

C(16)-H(16B) 0.89(7)

C(16)-H(16C) 0.87(8)
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Tabnuma 6

KoopanHaTbl HeBOJOPOAHBIX ATOMOB M MX 3KBHBAJICHTHbIC H30TPONHbIE TeIIOBbIE
napaMeTpsl B CTPYKType S5a

1646

Atom x/a /b z/c Uuzo
N(1) 0.47135(12) 0.2371(8) 0.5786(3) 0.073(2)
C(13) 0.34594(16) 0.3078(12) 0.4996(4) 0.081(4)
o(1) 0.62476(11) 0.5355(6) 0.7372(2) 0.086(2)
() 0.53224(15) 0.4795(10) 0.6559(3) 0.067(3)
C(8) 0.48589(17) 0.4486(12) 0.6093(3) 0.070(3)
C(10) 0.41730(17) 0.0110(10) 0.4777(3) 0.071(3)
C(14) 0.38944(17) 0.3593(10) 0.5448(3) 0.075(3)
C(6) 0.54901(16) 0.6903(11) 0.6929(3) 0.073(3)
C(9) 0.42567(14) 0.2100(8) 0.5336(3) 0.061(3
cQ) 0.59460(16) 0.7261(9) 0.7392(3) 0.068(3)
C(15) 0.29077(17) 0.0490(13) 0.4020(4) 0.094(4)
C(12) 0.33792(15) 0.1061(10) 0.4445(3) 0.069(3)
FG3) 0.26734(12) 0.2421(9) 0.3674(3) 0.161(3)
C(11) 0.37405(17) —0.0411(10) 0.4336(3) 0.073(3)
F(1) 0.28729(12) ~0.1098(9) 0.3390(3) 0.158(3)
F(2) 0.26624(11) ~0.0471(9) 0.4519(2) 0.172(4)
Cc@3) 0.6160(2) 0.9118(11) 0.7881(4) 0.090(4)
i) 0.6657(2) 0.6109(17) 0.7861(4) 0.100(5)
C@) 0.6616(2) 0.8332(16) 0.8170(4) 0.100(5)
Tao6numa 7
BasientHble yrisi (0) B MoJIeKyJIax coelMHEHHS 5a
VYron 6, rpax Vron 6, rpax
C(8)-N(1)-C(9) 120.4(2) C(2)-C(3)-C(4) 106.7(3)
C(14)—C(13)-C(12) 120.9(3) O(1)-C(5)-C(4) 110.2(4)
C(2)-0(1)-C(5) 106.5(3) C(3)-C(4)-C(5) 107.7(3)
C(8)-C(7)-C(6) 124.5(3) C(14)-C(13)-H(13) 120.(2)
N(1)-C(8)-C(7) 121.2(3) C(12)-C(13)-H(13) 119.Q2)
C(9)-C(10)-C(11) 121.33) C(8)-C(7)-H(7) 114.3(14)
C(13)-C(14)-C(9) 119.6(3) C(6)-C(7)-H(7) 121.2(14)
C(7)-C(6)-C(2) 125.7(3) N(1)-C(8)-H(8) 122.02)
N(1)-C(9)-C(10) 116.1(2) C(7)-C(8)-H(8) 116.(2)
N(1)-C(9)-C(14) 124.9(3) C(9)-C(10)-H(10) 119.0(14)
C(10)-C(9)-C(14) 118.93) C(11)-C(10)-H(10) 119.6(14)
0(1)-C(2)-C(6) 117.0(3) C(13)-C(14)-H(14) 122.02)
0(1)-C(2)-C(3) 109.0(3) C(9)-C(14)-H(14) 118.(2)
C(6)-C(2)-C(3) 134.03) C(7)-C(6)-H(6) 121.(2)
C(12)-C(15)-F(3) 114.6(3) C(2)-C(6)-H(6) 113.(2)
C(12)—-C(15)-F(1) 114.4(3) C(10)—-C(11)-H(11) 119.0(15)
C(12)-C(15)-F(2) 113.83) C(12)-C(11)-H(11) 120.9(15)
F(3)-C(15)-F(1) 103.2(3) C(2)-C(3)-H(3) 124.2)
F(3)-C(15)-F(2) 104.7(3) C(4)-C(3)-H(3) 129.02)
F(1)-C(15)-F(2) 104.93) O(1)-C(5)-H(5) 111.Q2)
C(13)-C(12)-C(15) 119.0(3) C(4)-C(5)-H(5) 139.2)
C(13)-C(12)-C(11) 119.2(3) C(3)-C(4)-H(4) 130.2)
C(15)-C(12)-C(11) 121.83) C(5)-C(4)-H(4) 122.(2)
C(10)-C(11)-C(12) 120.1(3)




Tabnuma 8
KoopaunaTbl HeBOZOPOIHBIX AaTOMOB H WX IKBHBAJeHTHbIE H30TPONHbIE TENJIOBbIE
napamMeTpsbl B CTPYKType Sb

Atom x/a y/b z/c Unzo
N(1) 0.02553(12) 0.1436(2) 0.6629(2) 0.0695(10)
o) -0.26097(10) 0.12921(19) 0.88222(16) 0.0712(9)
C(8) 0.00292(14) 0.1474(3) 0.7838(3) 0.0669(13)
C(10) 0.14192(15) 0.0437(3) 0.5426(2) 0.0666(13)
C(14) 0.17166(17) 0.2435(3) 0.6992(3) 0.0760(14)
C(11) 0.22723(15) 0.0349(3) 0.5153(3) 0.0681(13)
C(7) -0.08477(16) 0.1426(3) 0.8169(3) 0.0689(13)
C©) 0.11368(13) 0.1454(3) 0.6364(2) 0.0608(11)
C(6) =0.11114(16) 0.1339(3) 0.9419(3) 0.0695(13)
C(12) 0.28512(14) 0.1326(3) 0.5795(2) 0.0656(12)
C(13) 0.25688(17) 0.2377(3) 0.6699(3) 0.0769(15)
C(%) —-0.33765(17) 0.1140(3) 0.9433(3) 0.0781(14)
C(15) 0.37751(17) 0.1224(4) 0.5514(3) 0.0817(17)
C(2) —-0.19714(16) 0.1228(3) 0.9813(2) 0.0691(13)
C4) -0.3225(2) 0.0982(4) 1.0758(3) 0.0906(18)
C(3) —-0.2338(2) 0.1036(3) 1.1007(3) 0.0872(17)
F(1) 0.3934(6) 0.089(3) 0.4296(9) 0.164(9)
C(16) -0.4154(2) 0.1179(6) 0.8539(5) 0.102(2)
F(2) 0.4184(4) 0.0215(15) 0.6253(12) 0.131(5)
F(3) 0.4221(7) 0.2447(12) 0.579(2) 0.182(7)
F(3" 0.3942(6) 0.1951(18) 0.4425(12) 0.138(7)
F(1") 0.4031(4) -0.0152(7) 0.527(2) 0.151(6)
F(2") 0.4263(4) 0.184(2) 0.6407(11) 0.154(6)

OnHako, NMOCKOIBbKY IOCIEIHUE BEIWYMHBI HECKOJIBKO MEHBIIE KIACCHU-
YeCKUX JUIMH oMHApHbIX cBszeit C—C, Hampumep B ankanax (1.513-1.542 A
[7]), 3TO CBHIETENBCTBYET O HAIMYMW COMPSDKEHHS B YKAa3aHHBIX LEMIX
aTOMOB.
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Puc. 4. IIpoexuys KpUCTAUINYECKON CTPYKTYPhl COSAUHEHUS 5S¢ Ha MIOCKOCTh XZ
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BasientHble yrisbl (0) B MoJieKyJiax coeuHeHusi Sb

Tabnuma 9

Vron 6, rpajn Vron 6, rpax
C(8)-N(1)-C(9) 119.4(2) 0O(1)-C(2)-C(3) 108.5(3)
C(5)-0(1)-C(2) 107.2(3) C(6)-C(2)-C(3) 133.93)
C(9)-C(14)-C(13) 120.2(3) C(15)-F(1)-F(3) 69.4(10)
C(10)=(11)-C(12) 119.6(3) C(15)-F(1)-F(1") 59.1(6)
C(8)-C(7)-C(6) 124.03) F(3)-F(1)-F(1") 125.2)
N(1)-C(9)-C(10) 117.6(2) C(15)-F(2)-F(1") 65.9(6)
N(1)-C(9)-C(14) 123.2(3) C(5)-C(4)-C(3) 107.6(4)
C(10)-C(9)-C(14) 119.2(3) C(2)-CB3)-C(4) 107.6(3)
C(7)-C(6)-C(2) 126.8(3) C(15)-F(2)-F(2) 54.9(5)
C(11)-C(12)-C(13) 119.7(3) F(1)-F(2)-F(2" 114.7(10)
C(11)-C(12)-C(15) 119.8(3) C(15)-F(3)-F(3") 55.1(7)
C(13)-C(12)-C(15) 120.4(3) C(15)-F(3)-F(2) 69.5(11)
C(14)-C(13)-C(12) 120.3(3) F(3)-F(3)-F(2" 121.(2)
0(1)-C(5)-C(4) 109.2(3) C(15)-F(3")-F(1) 68.1(10)
C(14)-C(13)-C(12) 120.3(3) C(15)-F(3")-F(3) 55.4(6)
0(1)-C(5)-C(4) 109.2(3) F(1)-F(3)-F(3) 115.2)
O(1)-C(5)-C(16) 116.1(4) C(15)-F(1)-F(1) 58.3(6)
C(4)-C(5)-C(16) 134.7(4) C(15)-F(1)-F(2) 66.5(8)
C(12)-C(15)-F(1) 114.9(6) F(1)-F(1)-F(2) 118.9(12)
C(12)-C(15)-F(2) 113.0(4) C(15)-F(2')-F(2) 57.0(6)
C(12)-C(15)-F(3) 115.2(7) C(15)-F(2')-F(3) 73.8(12)
C(12)-C(15)-F(3") 111.2(6) FQ2)-F(2)-F(3) 124.(2)
C(12)-C(15)-F(3) 115.2(7) N(1)-C(8)-H(8) 120.(2)
C(12)-C(15)-F(@3") 111.2(6) C(7)-C(8)-H(8) 118.Q2)
C(12)-C(15)-F(1") 113.6(4) C(11)-C(10)-H(10) 119.2)
C(12)-C(15)-F(2") 113.6(6) C(9)-C(10)-H(10) 120.(2)
F(1)-C(15)-F(2) 105.9(8) C(9)-C(14)-H(14) 115.(2)
F(1)-C(15)-F(3) 105.3(10) C(13)-C(14)-H(14) 124.(2)
F(1)-C(15)F(3") 42.4(7) C(10)-C(11)-H(11) 119.(2)
F(1)-C(15)-F(1") 62.6(8) C(12)-C(11)-H(11) 121.2)
F(1)-C(15)-F(2") 128.8(8) C(8)-C(7)-H(7) 119.Q2)
F(2)-C(15)-F(3) 101.1(9) C(6)-C(7)-H(7) 117.Q2)
F(2)-C(15)-F(3") 134.2(7) C(7)~C(6)-H(6) 117.Q2)
F(2)-C(15)-F(1") 47.7(6) C(2)-C(6)-H(6) 117.Q2)
F(2)-C(15)-F(2') 68.1(8) C(14)-C(13)-H(13) 121.(2)
F(3)-C(15)-F(3') 69.5(9) C(12)-C(13)-H(13) 119.2)
F(3)-C(15)-F(1") 129.7(7) C(5)-C(4)-H(4) 122.(2)
F(3)-C(15)-F(2) 36.7(8) C(3)-C(4)-H(4) 131.(2)
F(3)-C(15)-F(1") 103.009) C(2)-C(3)-H(3) 122.(3)
F(3")-C(15)-F(2") 104.0(8) C(4)-CB3)-H3) 130.(3)
F(1')-C(15)-F(2)) 110.4(9) C(5)-C(16)-H(16A) 116.(4)
O(1)-C(2)-C(6) 117.6(3) C(5)-C(16)-H(16B) 110.(4)
C(5)-C(16)-H(16C) 115.(4) H(16A)-C(16)-H(16C) 120.(7)
H(16A)-C(16)-H(16B) 93.(5) H(16B)-C(16)-H(16C) 97.(5)



Tabnumalol

KoopauHaTbl HeBOJOPOIHBIX ATOMOB U UX IKBHBaJeHTHbIE H30TPONHbIE TeNJIOBbIe
napaMeTpsbl B CTPYKType Sc

ATom x/a /b z/c Uuzo
O(1) 0.83896(13) 0.95128(12) 0.0315(2) 0.0625(9)
N(2) 0.76870(17) 1.35350(16) 0.0730(3) 0.0637(12)
C(7) 0.8201(2) 1.19683(19) 0.0994(3) 0.0593(14)
C(5) 0.8663(2) 1.03301(17) 0.1115(3) 0.0565(13)
0(3) 0.96041(19) 0.74099(15) 0.1067(3) 0.0979(14)
C(6) 0.8058(2) 1.11116(19) 0.0442(4) 0.0621(15)
C(12) 0.6009(2) 1.57257(19) -0.1783(3) 0.0614(15)
C©) 0.7057(2) 1.42464(17) -0.0108(3) 0.0553(13)
N(1) 0.8969(2) 0.79839(17) 0.0431(4) 0.0753(15)
C(2) 0.9067(2) 0.88911(18) 0.1109(3) 0.0599(14)
C(10) 0.7367(2) 1.5128(2) 0.0317(4) 0.0686(16)
C(8) 0.7561(2) 1.27125(19) 0.0218(3) 0.0582(14)
C(14) 0.6166(2) 1.4115(2) -0.1328(4) 0.0690(17)
c(11) 0.6864(2) 1.5878(2) -0.0522(4) 0.0740(17)
C(3) 0.9762(2) 0.9261(2) 0.2358(4) 0.0679(16)
C(13) 0.5654(2) 1.4857(2) -0.2166(3) 0.0680(16)
C4) 0.9503(2) 1.0202(2) 0.2373(4) 0.0640(16)
0(2) 0.8268(2) 0.78315(17) -0.0766(4) 0.1073(17)
F(2) 0.4731(11) 1.6902(10) -0.188(2) 0.146(9)
F(3) 0.6113(7) 1.7237(6) —-0.2912(19) 0.113(4)
F(1) 0.505(2) 1.6364(8) —0.4284(15) 0.166(11)
C(15) 0.5493(3) 1.6531(3) -0.2744(4) 0.082(2)
F(3") 0.6041(12) 1.6715(16) -0.408(3) 0.209(11)
F(1") 0.4566(8) 1.6327(7) —-0.353(2) 0.131(6)
F(2" 0.529(2) 1.7187(8) -0.1797(15) 0.189(11)

Monekynbl BCeX TpeX COCJAMHEHHH B KpHCTAIaX YIIAaKOBBIBAIOTCS Ha
pacCTOSIHUSAX, HE MEHBIINX CYMM BaH-Jep-BaajbCOBBIX PaJUyCOB KOHTAKTH-
pyromux aromoB [8]. Ha puc. 4 mokazan (parMeHT KpHCTAUTUIECKONH CTPYK-
TYpBI COSIMHEHUS S¢ B MPOEKITUH HA IIIOCKOCTh XZ.

SKCIIEPUMEHTAJIbBHASI YACTb

Cnexrpsl SIMP 'H uccnenoamu Ha cnexrpomerpe ¢upMsl Varian Mercury (200 MIm) B
CDCl;, BayTpennuit cranmapt TMC. Macc crekTpsl MojIydaiad Ha XpOMaTo-Macc-CIIeKTpOMeTpe
HP 6890 GC/MS, o6opynoBanHoM KanmuisipHoit kononkoit HP 5 MS (30.0 m x 250 mMxm X
% (.25 MKM), IpH TIpOrpaMMupOBaHuu Temrepatypst ot 70 1o 260 °C (10 °C/mun).

Benson nepen ucrnons3oBanueM neperonsiin Haxg CaH,. Vcnons3oBanuble B paboTe aMHUHBI
(GupMEI ACros IpUMEHSIIN 0€3 JAONOIHUTENBFHOH OYUCTKU. AJBIETHABI IePEeKPUCTAIUIN30BBIBATIH
13 OeH30Ja WIM OYMINAIM BaKyyMHOH IIEpETOHKOH, IOCIIE Yero MX CBOWCTBA COOTBETCTBOBAIIN
JUTEpaTypHBIM JaHHBIM. B pabote mcnonpzoBamn monekynspHeie cuta 4A (VEB Laborchemie
Apolda).

O0wmas MeToANKa CHHTE3a AJILAUMUHOB 3a—C M Sa—c. B kpyriogoHHyio koidy ¢ oOpaTHbIM
XOJIOJUIBHUKOM ToMeIaroT 10 My cyxoro 6eH3051a ¥ O 5 MMOJIb HCXOIHBIX albAeruia U aMUHa,
3aTeM 5 I' CBEXKENPOKATIEHHBIX MOJIEKYIISIPHBIX CUT. Peaknuio mpoBoasT B atMocdepe aproHa npu
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BajientHble yrisl (0) B MoJIeKyJIax coeiMHEHUs 5¢

Tabonumall
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Vron 0, rpan Vron 0, rpan
C(5)-0(1)-C(2) 105.5(2) F(2)-C(15)-F(3") 139.0(12)
C(9)-N(2)-C(8) 120.5(2) F(2)-C(15)-F(1") 70.6(9)
C(6)-C(7)-C(8) 121.8(2) F(2)-C(15)-F(2") 36.9(13)
0(1)-C(5)-C(6) 115.6(2) F(3)-C(15)-F(1) 106.0(10)
O(1)-C(5)-C(4) 109.7(2) F(3)-C(15)-F(3") 53.2(12)
C(6)-C(5)-C(4) 134.7(3) F(3)-C(15)-F(1") 130.9(8)
C(7)-C(6)-C(5) 125.8(3) F(3)-C(15)-F(2") 66.2(11)
C(11)-C(12)-C(13) 120.7(3) F(1)-C(15)-F(3") 62.6(14)
C(11)-C(12)-C(15) 118.8(3) F(1)-C(15)-F(1") 39.6(13)
C(13)-C(12)-C(15) 120.5(3) F(1)-C(15)-F(2") 126.1(12)
N(2)-C(9)-C(10) 116.6(2) F(3')-C(15)-F(1") 101.5(11)
N(2)-C(9)-C(14) 125.02) F(3"-C(15)-F(2') 116.2(13)
C(10)-C(9)-C(14) 118.4(2) F(1')-C(15)-F(2") 103.2(12)
O(3)-N(1)-C(2) 117.6(2) F(1)-F(3")-C(15) 57.709)
0(3)-N(1)-0(2) 124.3(3) F(2)-F(1)-C(15) 55.7(8)
C(2)-N(1)-0(2) 118.1(2) F(3)-F(3")-F(1) 110.Q2)
0O(1)-C(2)-N(1) 115.8(2) F(3)-F(3")-C(15) 63.4(12)
0(1)-C(2)-C(3) 112.7(2) F(3)-F(2))-C(15) 59.1(9)
N(1)-C(2)-C(3) 131.4(3) C(6)-C(7)-H(7) 122.(2)
C(9)-C(10)-C(11) 121.6(3) C(8)-C(7)-H(7) 116.Q2)
N(2)-C(8)-C(7) 122.6(2) C(7)-C(6)-H(6) 118.(2)
C(9)-C(14)-C(13) 120.4(3) C(5)-C(6)-H(6) 116.Q2)
C(12)-C(11)-C(10) 118.6(3) C(9)-C(10)-H(10) 119.(2)
C(2)-C(3)-C(4) 105.3(3) C(11)-C(10)-H(10) 119.Q2)
C(12)-C(13)-C(14) 120.1(3) N(2)-C(8)-H(8) 121.(2)
C(5)-C(4)-C(3) 106.8(2) C(7)-C(8)-H(8) 117.Q2)
C(15)-F(2)-F(1") 53.7(7) C(9)-C(14)-H(14) 121.(2)
C(15)-F(3)-F(3") 63.4(11) C(13)-C(14)-H(14) 118.Q2)
C(15)-F(3)-F(2") 54.7(7) C(12)-C(11)-H(11) 120.(2)
F(3')-F(3)-F(2") 114.8(12) C(10)-C(11)-H(11) 120.(2)
C(15)-F(1)-F(3") 59.7(14) C(2)-C(3)-H(3) 120.(2)
C(12)-C(15)-F(2) 112.2(7) C(4)-C(3)-H(3) 135.(2)
C(12)-C(15)-F(3) 115.9(5) C(12)-C(13)-H(13) 116.(2)
C(12)-C(15)-F(1) 115.5(6) C(14)-C(13)-H(13) 124.Q2)
C(12)-C(15)-F(3") 108.0(10) C(5)-C(4)-H(4) 124.(2)
C(12)-C(15)-F(1") 111.9(6) C(3)-C(4)-H(4) 129.Q2)
C(12)-C(15)-F(2") 115.1(7)

F(2)-C(15)-F(3) 100.6(8)
F(2)-C(15)-F(1) 105.1(13)




KOMHATHOM TeMIepaType WM HarpeBaroT Ha BojsHOM Gane npu 80 °C (Tabm. 1), nepuoauuecku
oTOupas mpobsl u aHammsupysa ux MerogoMm TCX u I’KX MC. [lo okoHUaHMH peakIUU CUTa
OT(UIBTPOBBIBAIOT, IPOMBIBAIOT OEH30JI0M, (UIBTPAT YINAPUBAIOT NPH IOHMKEHHOM JaBJICHUN
(40 °C/15 MM PT. CT.) ¥ YAQIAIOT HE3HAYMTENLHBIE OCTATKM MCXOJHBIX BELIECTB B BAKyyME
(45-50 °C/0.1 MM pt. ct.). TIpOAYKTBI NMPEACTABIAIOT COOON KPUCTAILIMYECKHE BemlecTBa. Mx
OUHIIAIOT TMEePEeKPUCTAUIN3aLUel U3 TeKCaHa MIIM €r0 CMECH C ITUNIAIETaTOM M PETUCTPUPYIOT
cnextpsl IMP 'H.

PenTreHocTpyKTypHBIE HCCIeJ0BAHMA. MOHOKPHUCTALUIBI COCIUHEHUNM Sa—c mosydanu
MEJUICHHOHN KpHcTaJUTH3anueil u3 cmecu Oenson-rekcad, 1:1. CreMKy nU(paKIMOHHBIX KapTHH
ocymectBisiin npu 20 °C Ha aBTomatmdeckoM mudpakromerpe Nonius KappaCCD (MoK,
n3nydenne). CTPYKTypsl COCIMHEHUH Sa—c¢ pacmm@poBEBAIN MPSMBIM METOJOM M yTOUHSUIN
nonHoMarpuuasiM MHK B aHm3oTponHOM mpuOmmkeHHH. PacdeTsl BBINONHSIM C HOMOIIBIO
nporpamm SHELXS 97 [9], SIR 97 [10] 1 maXus [11].

Asmopul 6raco0apuvl Jlameutickomy cogemy no Hayke 3a (YUHAHCUPOBAHUE
pabomwl (cparnm Ne 181).
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