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MeTogoM MOHOKpPHCTAIbHO! U paKIK HCCIENOBaHbI CTPYKTYPBI 4-MeTHI—2-X110p—5,6,7,8-TeTparugpo-
xuHoMMHA (a = 8.138(2), b= 11.127(4), c = 11.234(2) A, B = 111.30(2)°, Z = 4, nip. rp. P2,/C), 4-MeTnn—2-
MeToKcH—5.6,7.8-TeTparugpoxunonuia (& = 5.7651(16), b = 8.530(2), ¢ = 10.455(3) A, a = 73.76(2)°,

B=86.95(2)°, y=83.79(2)° Z=2, np. rp. P1), 4-meTun-2-(4-xnopdenanun)-5,6,7,8-rerparugpo-—1 H-xu-
HonMuH-2-0Ha (a = 8.873(2), b= 17.137(2), c = 24.515(4) A, Z = 8, np. rp. Pbn2,) u nepxnopara 2-(4-xmop-
(penmn)-5-meTn-6,7,8,9-rerparugpookcasono-[3,2-alxunonun- 10-umus (@ = 8.110(6), b = 17.818(7),
c=17.721(5) A, B = 100.46(4)°, Z = 4, up. rp. P2,/C). CTpyKTyphI peleHbI IPAMBIMA METOTAMH 1 yTOUHE-
HbI noTHOMaTprdHbIM MHK B aHm30TpOmHOM npubmikeHnn cooTBeTcTBeHHO 10 R0.0581, 0.0667, 0.0830,
0.0607.

BBEJEHHUE il ¥ neperpynnupoBok. CTPYKTYpHBIMU IIpeflie-
CTBEHHUKAMM MHOTHUX CHUCTEM, U3YUYCHHbIX HAMHU pa-
HaHHaSI pa60Ta SIBJIISIETCA IMMPOAOJIKECHUEM ITPOBO- Hee, SBIISIFOTCS NPOU3BOAHbIE HI/IpI/IIIOHa—Z.
IUMBIX CTPYKTYPHBIX UCCIEIOBAHUN TeTEpPOLUKIIN-
YeCKUX COENMHEHMN, 00JIafaroluXx CIOCOOHOCTBIO
BCTYNaTh B pa3jMyHble NEPETPYNOUPOBKU, B TOM
yuciie n peakuun nukiansanuu [1-13]. Kak u B mpe-
PCAKIIIT It | ] P ™n—6,7,8,9-TeTparuapookca3osno|3,2-a| XMHOIUH—
ABbIAYIINX COOOILIEHUSIX, Mbl MOCIEAOBATEIBHO U3Y-
10-unus (V) (cxema 1).
YyaeM METOJOM PEHTIEHOCTPYKTYPHOIO aHalu3a
(PCA) cTpoeHre BceX UHTEPMEINATOB U KOHEUHBIX JaHHBIE 0 cTpoeHnn MoneKyd II-V B kpucrannax
MPOAYKTOB MHOTOCTYNEHYATBHIX pPEakIuil LUKIuU3a- OOCYyXKIaeMbIX B HACTOSIIEH CTaTbhe COEAUHEHUN B
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Taomua I. Kpucrannorpagudeckue xapakKTepUCTUKH, AETaIl PEHTTEHAN(MPAKIMOHHOIO 3KCIIEPIMEHTA U yTOUHECHHUS

cTpyKTypsbl [I-V

Omnupndeckas popMmyia CioHpNCI (1) C,1H;5NO (I1I) CyoHy1N,O,C1(IV) | CgHNOVCI, (V)
MoumnexymnsipHbIil BeC 181.66 177.24 356.84 398.23
CuHrosnus MoHOKIuHHAas TpuknunHas PomOnueckast MoHoKInHHas
ITpoctpancTBeHHas rpymnmna P2,/c P1 Pbn2, P24/c
a, A 8.138(2) 5.7651(16) 8.873(2) 8.110(6)
b, A 11.127(4) 8.530(2) 17.137(2) 17.818(7)

c, A 11.234(2) 10.455(3) 24.515(4) 17.721(5)

a, rpap 90 73.76(2) 90 90

B, rpan 111.30(2) 86.95(2) 90 100.46(4)

Y, Tpaj 90 83.79(2) 90 90

v, A3 947.8(4) 490.6(2) 3727.77(13) 1807.7(17)

V4 4 2 8 4

Operas T/CM 1.273 1.200 1.272 1.463

WKy, cM™! 3.46 0.77 19.33 34.97

OG6nacts yrios 6, rpan 2.67-25.97 2.03-25.95 3.60-69.78 5.54-69.77

O6nacTb MHIEKCOB A, k, [ -10<sh<9 -7<h<l1 0<h<10 —7<h<7
0<k<13 -10<k<10 0<k<20 0<k<18
0</<13 0</<12 0<7/<29 0<i/<17

Pazmeps1 kpucramia, MM 0.26 x0.29 x0.30 | 0.31x0.32x0.35 | 0.22%x0.24 x0.29 | 0.27 x0.29 x 0.30

Yucno n3MepeHHbIX OTPAXKEHUN 1892 1158 3342 3271

Yucio He3aBUCUMBIX OTPaKeHUN 1799 1140 3342 3271

Kon-Bo orpaxkennit B MHK/kon-Bo 1799/114 1140/121 3342/456 3271/237

YTOYHSIEMBIX TAPaMETPOB

GooF 1.020 1.026 0.914 0.998

R1/wR, [1 220(])] 0.0581/0.1474 0.0667/0.1793 0.0830/0.1991 0.0607/0.1604

DP 1/ DP i /A3 0.284/-0.232 0.172/-0.151 0.592/-0.208 0.303/-0.325

KeMOpuaxckoM 0aHKe CTPYKTYPHBIX NaHHBIX (BEp-
cus 11.02) orcyrerytot [14].

OKCITEPUMEHTAIJIbHAA YACTDb

Coenunenue | mony4eHo u ucciegoBaHO HAMH pa-
Hee [11]. CunTe3 coepunennit [I-V u ux cTrpykTyphI
ONMCaHbl B HacToIIeH padorTe.

4-meTun-2-xa0p-5,6,7,8-TeTparuipOXuHOINH (2).
ITonbiTKa npeBpaieHus: nupupoHa I B cooTBeTCTBY-
oy xnopnupugud I IpocTeIM KHUNITYEHHEM B
POCIl; He yBeHuanach ycnexom, a MmeTofuka [15] Tpe-
OyeT HarpeBanus go 180°C B 3anmastHHON amIyJse, 4TO
HeynoOHo. IToaToMy Hamu Obl1 pa3paboTaH OpUTrH-
HaJbHBIA TyTh cuHTe3a coeguuenns . 1I0rIu 11 r
XJopyuja OCH3UITPUMETHWIAMMOHUS KUISATUIN B 33
M POCI; B ko6e ¢ 0OpaTHBIM XOJOAMIBHIKOM IO
npexpatenns Boifenenust HCI (okomno 5 4). T'opstuuit
OIHOPOAHBIA TEMHbBII PACTBOP BBUIMJIM B CTaKaH CO
JIBIOM, J00ABUIN aKTUBHUPOBAHHOTO YIS, TIepeMe-
manu u oTduibTpoBanu. I[lonyuyeHHBIH CBETIBIN
pacTBOp HEWTPaAIU30BANIM TBEPAbIM T'UAPOKapOOHa-
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TOM HaTpug o pH = 7, BeImaBIINil OCaioK OTUIHT-
poBanu. ITonmyunnu Gesplil HOPOIIOK, KOTOPBIi Ie-
peKpucTaIIn3oBaIn n3 xiaopodopma. Macca 8.6 r,
BBIXONT 78%. t,, 35-40°C. TIMP & (JTIMCO-dy): 1.82
(M, 4H, 6-CH, + 7-CH,), 2.19 (c, 3H, 4-CHj;), 2.60 (T,
2H, 5-CH,), 2.78 (1, 2H, 8-CH,), 6.95 (c, 1H, 3-CH).

4-MeTUI-2-MeTOKCH-5,6,7,8-TeTparuipOXuHONNH
III. TTpu monbITKe Nosy4eHust MeToKcunupuaua I11
u3 xaopnupunuda Il mo metoguke [16] mpu3zHakoB
peakuuu (BbIIaIcHUE XJIOPpUia HaTpusl) He HaOIoga-
JOCh. AHaNW3 PEaKUMOHHOW CMECH IOKas3ay, 4To
MPOAYKT He 06pa3oBajICs, U UCXOTHOE BEIIECTBO OC-
Tanock 0e3 u3MeHeHmil. Hamu Oblna mpepgsoxkeHa
OpUTrHMHajJbHAasl METOJUKA C UCIOIb30BAHUEM BBICO-
KOKHUIISAIIET0 NHEPTHOTO PACTBOPUTENSI, B KOTOPOM
pacTBOpsIETCS KaK UCXOHOE BEIIECTBO, TaK U METH-
JIaT HaTpHsl, ¥ KOTOPBII CMEIIUBAETCS C BOXON AJIS
o0JeruyeHus BoIjieICHUs TpoiyKTa. TakuM yCrIoBUsSIM
YIOBJIETBOPSICT AWIAUM. MeTannuyeckuil HaTpui
(2.8 T) pacTBopmin B 20 MII aGCONIOTHOTO METAHOJA,
OTOTHa/M M30BITOK METaHOJa, MOOABUIU PaCTBOP
7.8 r coequaenns II B 40 M1 aGCOMIOTHOTO MUTIIMA.
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Ta6muma 2. J{munst cesaseit d (A) B crpykrype II

CaBs3b d CaBs3b d
N(1)-C(2) 1.301(4) C(5)-C(10) 1.384(4)
N(1)-C(10) 1.344(4) C(5)-C(6) 1.516(4)
C(2)-C(3) 1.357(4) C(6)-C(7) 1.468(7)
C(2)-Cl1(2) 1.754(3) C(7)-C(8) 1.350(8)
C(3)-C4) 1.377(4) C(8)-C(9) 1.496(8)
C4)—C(5) 1.388(4) C(9)-C(10) 1.510(5)
C)-C(11) 1.502(4)

Taoamma 3. BanenTtHsle yris! W (rpag) B cTpykrype 11

Yron w Yron w
C(2)-N(1)-C(10) | 116.1(2) || C(10)-C(5)-C(6) | 120.9(3)
N(D)-C(2)-C(3) 126.5(3) || C(4)-C(5)-C(6) 120.5(3)
N()-C2)-CI(2) | 115.4(2) || C(T)-C(6)-C(5) 114.3(4)
C(3)-C(22)-Cl(2) 118.1(2) || C(8)—-C(7)-C(6) 119.9(5)
C22)-C(3)C4) 117.8(3) || C(7)-C(8)—C(9) 120.5(5)
C(3)-C4)—C(5) 118.2(3) || C(8)—-C(9)—-C(10) | 111.9(4)
C(3)-C@)-C(1) | 119.9(3) ||N(1)-CU0)-C(5) | 122.8(3)
C(5)-C@)-C1) | 121.9(3) ||N(1)-C10)-C(9) | 114.7(3)
C(10)-C(5)-C4) | 118.5(2) ||C(5)-C(10)-C©O) | 122.5(3)

Taomua 4. Jnuns! csizeit d (A) B crpykrype 111

CBs3b d CBs3b d
N(1)-C(2) 1.328(5) C(5)-C(10) 1.337(5)
N(1)-C(10) 1.368(4) C(5)-C(6) 1.537(4)
C(2)-0O(1) 1.363(4) C(6)-C(7) 1.531(6)
C(2)-C(3) 1.381(6) C(7)-C(8) 1.444(7)
C(3)-C4) 1.369(4) C(8)-C(9) 1.501(5)
C(4)—C(5) 1.422(5) C(9)-C(10) 1.514(5)
C4)-C(11) 1.492(6) O(1)-C(1) 1.402(6)

Ta6mmma 5. BanenTtasie yrus! W (rpag) B crpykrype 111

Yron w Yron w
C(2)-N(1)-C(10) | 115.3(3) || C(4)-C(5)-C(6) 118.5(3)
N(1)-C2)-O(1) | 118.7(4) || C(T)-C(6)—C(5) 111.2(3)
N(1)-C2)-C@3) 124.8(3) || C(8)—-C(7)—C(6) 115.1(3)
O(1)-C(2)-C@3) 116.5(3) || C(7)-C(8)-C(9) 113.2(4)
C4)-C33)C2) 118.7(3) || C(8)-C(9)-C(10) | 112.4(3)
C(3)-C@)—C(5) 117.94) || C(5)-C(10)-N(1) | 124.5(3)
C(3)-C@)-C(1) | 120.7(3) || C(5)-C(10)-C(©9) | 122.8(3)
C(5)-C@)-C1) | 121.4(3) || N(DH-C(10)-C(©H) | 112.6(3)
C(10)-C(5)-C4) | 118.7(3) || C(2)-O(1)-C(1) 118.1(3)
C(10)-C(5)-C(6) | 122.8(3)

Cwmecs Harpesanu npu 120°C B Teuenue 3 4., 4TO CO-
IIPOBOKAANIOCH 3aTYCTEHUEM CMECH W3-32 BbINACHUS
GOJBIIOro KOJIWYecTBa ocafka. PeakiimoHHyto Maccy
BBUIMJIX B BOJy, IEpeMeEIlalIN, OT(PUIBTPOBAIN BbI-
MaBIIUI OCafioK U NpoMbLiu ero Bopoi. Ilonyunnu
Oeblil MOPOILIOK, KOTOPBIA NepeKpUCTAIIN30BANIN
u3 xynopogopma. Macca 6.1 r, Beixog 80%. t,, 35—
40°C. TIMP & (IMCO-de): 1.80 (M, 4H, 6-CH, + 7-
CH,), 2.15 (c, 3H, 4-CHj;), 2.54 (1, 2H, 5-CH,), 2.70
(T, 2H, 8-CH,), 3.78 (¢, 3H, OCHy), 6.35 (c, 1H, 3-
CH).

4-metnn-2-(4-xnopdenanmn)-5,6,7,8-TeTparugpo-
1H-xunonuu-2-oH (4). Cunre3 coenudenus IV cunTe-
3UPOBAHO MO MOIU(PUIIMPOBAHHON METOAUKY [16]. 3 T
coequaeHus 111 n 4 T 4-xmopdeHanmnOpoMuyia KuIisi-
i B 20 Mt CH;CN B Kost6e ¢ 0OpaTHBIM XOJIOAMIIb-
HUKOM B TeueHue 5 4. [Ipu aToM mi10xo pacTBOpUMBIit
4-xnopenaumndbpomus pacrsopuicsa. CreneHb npo-
XOKfeHns1 peakiun KoHTposupoBanmu no TCX (rek-
cag-aTmwianerat 1:1). Ob6a UCXOHBLIX BellecTBa NMeE-
T R 0.72, a mpoaykT mmeet R; 0.1. [1pn oxnmaxkaeHnn
pacTBOpa Bbllany OeCcliBETHbIE KPUCTAIIIIbI IIPOAYKTA,
cofepKaiue conibBaTHbIe MoJieKynbl CH;CN. B ma-
TOYHOM PacTBOPE MPOAYKTA IOUTH HE OCTalIoch. Mac-
ca 21, Bbixog 40%. t, 163—165°C. TIMP 0 (IMCO-dy):
1.75 (m, 4H, 6-CH, + 7-CH,), 2.13 (c, 3H, 4-CH3), 2.50
(M, 4H, 5-CH,) + 8-CH,), 5.45 (c, 2H, NCH,CO), 6.15
(c, 1H, 3-CH), 7.55, 8.10 (nn, 4H, Ar).

Ilepxnopar  2-(4-xnopdennn)-S5-metun-6,7,8,9-
TeTparufpookca3ono-[3,2-a]xunonun-10-unusa  (5).
Cunre3 coeuHeHus: V TakxKe MPOBEJIEH MO OTpado-
TaHHOI HaM| paHee MeTofuKe [16]. 1.2 T coeguHeHUS
IV pacrBopunu B 12 M kornenTpuposanHoit H,SO,
1 ocTaBWIM Ha HOYb. PactBop BbIMM B 100 Mt 3%
p-pa HCIO,, npu aToM BbIman ocapok. PactBop c
0CaJIKOM OCTaBWJIX Ha HOYb, OCafJOK OT(PUIBTPOBATI
U NpOMBIIN BoAoii. ITomydeHHslil 6enblil MOPOIIOK
nepexkpucrannuizoanu u3 CH;CN. Macca 1.5 r, BbI-
xof 98%. t,, 300°C (co B3pwiBOM). [IMP & (IMCO-
de): 1.95 (m, 2H, 7-CH,), 2.05 (M, 2H, 8-CH,), 2.58 (c,
3H, 5-CH;), 2.85 (T, 2H, 6-CH,), 3.15 (T, 2H, 9-CH,),
7.63-7.66, 8.03-8.06 (a1, 4H, Ar), 8.11 (c, 1H, 4-CH),
9.37 (c, 1H, 1-CH).

Hudgpakromerpuueckuii 3Kkcnepument. [11s Mo-
HokpucranoB coegunenuii 11 u Il sxcnepumeHTa b-
Hble MHTEHCUBHOCTU JU(MPAKIUOHHBIX OTpaXKe€HUM
MOJTy4YEHBI IPA KOMHATHOM TeMIiepaType Ha aBTOMa-
tnyeckoM audpakromerpe CAD-4 [17] (A Mo K,
rpacuToBbIi MOHOXpoMaTop). ITapaMeTpsl anemen-
TapHO! SYEHKM ONpPENENsIM U YTOYHSUIM 1O 25 pe-
(riekcam B maTepBae yriuos 0 12—-15°. s coequne-
Huil IV 1 V skcnepuMeHT npoBogunu Ha AugpakTo-
metpe CAD-4 (A Cu K, rpacdurosslit
MOHOXpoMaTtop). [TapaMeTpbl 21eMeHTapHO sTYei-
KU OIIpefiesIsiyii U YTOUYHsIU 110 25 pedpiekcaM B UH-
TepBaje yrios 0 25-30°.

ITockonbKy KpHCTaIbl UCCIEHOBAHHBIX COEMU-
HEHUII MMEIOT HU3KHUE JUHEHHbIE KO3((PUUUEHTHI

KPUCTAJULIOTPA®UA ToMm 49 Ne 3 2004
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Ta6muma 6. Jmunnt cesseit d (A) B crpykrype IV
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Taoauna 7. BanenTHsle yrisl W (rpaf) B cTpykType IV

Cas13b d CBs3b d
CI(1)-C(17) | 1.728(9) C(7)-C(8) 1.438(15)
N(1)-C(2) 1.361(10) || C(8)-C(9) 1.471(13)
N(1)-C(10) 1.422(10) || C(9)-C(10) 1.513(11)
N(1)-C(12) 1.456(10) |[|C(12)-C(13) | 1.509(11)
C(2)-0(2) 1.232(11) ||C(13)-0(13) | 1.215(9)
C(2)-C(3) 1.417(12) ||C(13)-C(14) | 1.495(10)
C(3)-C4) 1.355(11) ||C(14)-C(19) | 1.390(10)
C4)-C(5) 1.459(12) ||C(14)-C(15) | 1.402(10)
C4)-C(11) 1.591(14) ||C(15)-C(16) | 1.375(10)
C(5)-C(10) 1.376(12) ||C(16)-C(17) | 1.376(10)
C(5)-C(6) 1.498(11) ||C(17)-C(18) | 1.377(11)
C(6)-C(7) 1.552(15) ||C(18)-C(19) | 1.389(11)

Ta6mmua 8. Tmunbl cesseit d (A) B crpykrype V

Yron w Yron w
C2)-N(1)-C(10) [124.7(8) ||C(5)-C(10)-N(1) [117.0(7)
C2)-N(1)-C(12) |115.1(7) ||C(5)-C(10)-C(9) 125.1(8)
C(10)-N(1)-C(12) [ 120.1(7) |IN(1)-C(10)-C(9) [117.9(8)
OR)-C(2)-N(1) [120.7(8) |IN(1)-C(12)-C(13) |112.3(7)
0QR)-C(2)-C3) [123.909) ||O(13)-C(13)-C(14) |122.8(7)
N(1)-C@)-C3) [115.1(8) [|O(13)-C(13)-C(12) [120.7(8)
C4)-C@3)C2) [1255(10)||C(14)-C(13)-C(12) |116.4(7)
CB»CME)-C»5) [116.009) ||C(19)-C(14)-C(15) [119.7(8)
C3)»C@)-C(11) [125.8(10)||C(19)-C(14)-C(13) [123.3(7)
CO)»CE)-C(1) [118.009) ||C(15-C(14)-C(13) [117.0(7)
C0)-C(5)»-C4) |[121.6(8) ||C(16)-C(15)-C(14) |122.1(9)
C(0)-C(5)-C(6) |118.509) ||C(15)-C(16)-C(17) |118.3(9)
C4)-C(O)-C) [119.8(9) ||C(16)-C(T»—C(18) [119.6(9)
C(5)»-CO)-C(7) [112.3(9) ||C(16)-C(1T7)»-CI(1) [123.1(8)
CB)»-C(7)-C(6) |[119.4(13)||C(18)-C(7)-CI(1) [117.2(8)
C(T-C@®)-C©O) |[109.4(12)||CAT)-C(18)-C(19) |123.4(10)
C(8)-C(9)-C(10) |114.6(10)||C(18)—C(19)-C(14) |116.7(9)

Tao6auna 9. BanenTHbIe yribsl W (rpaf) B CTpyKType V

CBs13b d Cas13b d
CI(1)-C(18) 1.727(4) C(7)-C(8) 1.423(5)
Cl1(2)-0(23) 1.334(4) C(7)-C(14) 1.506(5)
Cl1(2)-0(21) 1.357(4) C(8)-C(13) 1.359(5)
C1(2)-0(24) 1.367(4) C(8)-C(9) 1.515(5)
Cl1(2)-0(22) 1.392(5) C(9)-C10) 1.555(6)
N(1)-C(5) 1.339(4) C(10)-C(11) 1.467(7)
N(1)-C(13) 1.381(4) C(11)-C(12) 1.520(6)
N(1)-C(2) 1.398(4) C(12)-C(13) 1.501(5)
C(2)-C(3) 1.335(5) C(15)-C(20) 1.382(5)
C(3)-0(4) 1.394(4) C(15)-C(16) 1.388(5)
C(3)-C(15) 1.450(5) C(16)-C(17) 1.376(5)
04)-C(5) 1.339(4) C(17)-C(18) 1.387(6)
C(5)-C(6) 1.374(5) C(18)-C(19) 1.380(6)
C(6)-C(7) 1.378(5) C(19)-C(20) 1.370(5)

HOTJIONIEHNsT U Malble pa3Mepbl (YJOBIETBOPSIOT
ycnoButo MR < 0.4), monmpaBka Ha MOTJIONIEHUE HE
BBoiMiack. IlepBuunast 0OpadboTKa MaccuBa 3KcIle-
PUMEHTANIbHBIX JAHHBIX IPOBOJUIACH IIO KOMILTIEKCY
mporpamm WinGX [18]. Bce mocnegyrorue pacuyeTsl
BBINOJTHSVICHE B paMKax KOMIIJIEKca IpOorpamm
SHELX97 [19]. Kpucranmnnueckue CTpyKTyphI Ollpe-
[eJIeHbl IPSIMBIMHA METOJIJaMU C HOCIIENYIOIIUM YTOY-
HEHHEM IO3MIMOHHBIX M TEIUIOBBIX NapaMeTpPOB B

KPUCTAJINIOTPA®UA TtomM 49 Ne3 2004

Yron w Yron w
023)-CI1(2)-0(21) | 112.7(5) ||C(13)—C(8)-C(7) 120.6(3)
0(23)-Cl1(2)-0(24) | 108.3(3) ||C(13)—C(8)-C(9) 119.0(3)
OR1)CI(2)-0(24) | 120.1(4) ||C(T)-C(8)-C(9) 120.3(3)
0(23)-Cl1(2)-0(22) | 107.1(6) ||C(8)—-C(9)-C(10) 110.5(3)
OQ21)-C1(2)-0(22) | 100.0(4) [|[C(A1)-C(10)-C(9) | 112.94)
0(24)Cl1(2)-0(22) | 107.5(4) ||C(10)-C(11)—C(12) | 109.8(4)
C(O)-N(1)-C(13) | 121.2(3) ||C(13)-C(12)-C(11) | 111.84)
C(5)-N(1)-C(2) 108.2(3) || C(8)—C(13)-N(1) 118.0(3)
C(13)-N(1)-C(2) | 130.5(3) ||C(8)—C(13)-C(12) | 126.6(3)
C(3)»-C@2)-N(1) 106.5(3) ||N(1)-C(13)-C(12) | 115.4(3)
C(2)-C(3)-04) 109.0(3) ||C(20)y—C(15)-C(16) | 118.7(3)
C2-C@3)C(15) | 133.5(3) [|C0)-C(15)C(3) |119.8(3)
O4)-C(3)»-C(15) | 117.53)||C(16)-C(15-C(3) | 121.6(3)
C(5)-04)-C(3) 106.9(2) ||C(17)»-C(16)-C(15) | 121.5(3)
N(1)-C(5)-04) 109.4(3) ||C(16)-C(17)—C(18) | 118.3(4)
N(1)-C(5)-C(6) 123.1(3) ||C(19)-C(18)-C(17) | 121.1(3)
O04)—C(5)-C(6) 127.4(3) ||C(19)-C(18)—CI(1) | 119.7(3)
C()»-C(6)-C(7) 116.9(3) ||C(17)-C(18)-CI(1) | 119.1(3)
C(6)-C(7)-C(8) 120.1(3) ||C(20)—C(19)—C(18) | 119.3(4)
C6)-C(7)-C(14) | 120.2(3) ||C(19)-C(20)—C(15) | 121.0(4)
C@O»C(7)-C(14) | 119.8(3)
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Cl(2)

Puc. 1. CTpoeHne MOIIeKyIbl U HyMEpanusi aTOMOB CO-
equaeHMs [1. Dnmunconibl TEMIOBBIX KOJICOaHWI 3[1eCh U
maiee MpHUBefeHbI ¢ BepOSITHOCTHIO 50%.

AHU3O0TPOMHOM NPUOIMKEHUU JJIT BCEX HEBOAOPOI-
HBIX aTOMOB.

OcHOBHBIE yCI0BUSI AU(PPAKTOMETPUUECKUX IKC-
NEPUMEHTOB U KpPHUCTAIIIOTpapuyecKne XapakTepu-
CTUKU COCIMHEHUI NpUBENICHBI B Ta0n. 1. MexaToM-
Hbl€ PACCTOSIHUSI U BaJIEHTHbIE YIJIbl CUCTEMATHU3H-
poanbl B Tabm. 2-9. IIpocrpaHcTBEHHOE
pacrojoXeHne aTOMOB B MOJIEKYJIaX, UX HyMepalus
U 3JIIUIICONABI TEIJIOBBIX KOJeOaHMii TOKa3aHbl Ha
puc. 1-4, noy4eHHBIX ¢ UCMIONB30BAHUEM IPOrpaM-
mbl ORTEP-3 [20, 21].

Kpucrannorpadguyeckas nagopmanus no uccue-
MOBAaHHBIM COEIMHEHHSM JenoHupoBaHa B Kemo6-
pumkckoit baze CTpykTypHBIX [JaHHBIX (J€MOHEHTHI
Ne 000001-000004).

PE3YJIBLTATBI 1 OBCYXJIEHUE

B wmomexkyne II (puc. 1) 6-uneHHBIA UMK
N(1)...C(10) rurockuit ¢ Tounoctsio 1o 0.011 A. Aro-
Mol CI(2), C(6), C(9) u C(11) nexaT B IIIOCKOCTHU 3TO-
ro nukjaa. Arombl C(7) u C(8) OTKIOHSIIOTCS OT 3TOM
mrockocrn Ha 0.124 1 —0.290 A coorBeTcrBenHO. Di1-
JITICOUfIbI TETTOBbIX KoneOanuit aromoB C(7) u C(8)
XapaKTEPU3YIOTCs CUIIBHOW aHU30TPONKEH, BCIEACT-
BHUe uyero paccrosinue Mexnay aromamu C(7) u C(8)
cymectBeHHo kopoue (1.35 A) paccrostaut C(5)—
C(6), C(6)-C(7), C(8)—C(9) nu C(9)-C(10) (tadbm. 2),
OJTHAKO C YYE€TOM aHU30TPOIUHU TEIUIOBBIX MOMPABOK
[22], aTO paccrosinue cocraBaseT 1.58 A, uro coor-
BETCTBYET SP>-rubpupusanuu. [1o CpaBHEHHIO C HUC-
XOHbIM coefquHeHueM I [11] opuHapHbIe CBSI3U reTe-
POIMKIIMIECKOTO (pparMeHTa OWIUKIIA CTalld KOPO-
Ye, a IBOMHBIE — HECKOJBKO NIMHHEE, UTO OTBEYAET
OKHAAaeMONl apoOMaTUYECKON CTPYKType MUPHUIUHO-
Boro ¢parmenTa (cxema 1).

AJIBBOB u ap.

C(6)

Puc. 2. CtpoeHne MOJEKyIbl B HyMepanus aTOMOB CO-
enunenus 111,

B wmonekyne III (puc. 2) O-4JIeHHBIH LMK
N(1)...C(10) mrockuii ¢ Touroctsio o 0.01 A. Aro-
Mbl O(1), C(1), C(6), C(9) u C(11) nexaT B IIOCKO-
ctu 3Toro 1ukiaa. Atombl C(7) u C(8) OTKIOHSIIOTCS
ot aToil mrockocty Ha —0.237 u 0.405 A coorBercr-
BEHHO. DIIIAICOUNELI TEIIOBLIX KOJEOAHUII aTOMOB
C(7) u C(8), Tak ke kak u B Mmosiekyne I, cuibHO aHu-
30TPOMHBI, BCIEICTBUE YETO PACCTOSTHAE MEXKNY aTo-
mamu C(7) m C(8) ykopoueno (1.44 A) paccTosIHUM
C(5)-C(6), C(6)-C(7), C(8)—-C(9) m C(9)-C(10) (Tabm.
4), OMHAKO C YYETOM aHN30TPONHH TETUIOBBIX MOMpa-
BOK [22], oHO paBHO 1.57 A, uro COOTBETCTBYET SP°-
rubpuan3anuu. Kak u B npefsIyiemM ciydae, cTpoe-
HUE THUPUAUHOBOTO (PparMeHTa OHWIHKIa OTBEYaeT
OXHUTAEMOHN apOMaTUYECKON CTPYKTYype (cxema 1).

B kpucramnax IV (puc. 3) u3-3a HenonHoi 3ace-
JIEHHOCTH TO3UIHUi coibBaTHBIX Mojekyn CH;CN
BO3HUKJIM MPOOJEMbl IPU YTOUHEHUU CTPYKTYPHL.
JInst mX pelieHus JIMHBI CBS3€# B IBYX KPHUCTAJLIO-
rpaduyecK He3aBUCUMBbIX MOJIEKYJIax ObLJIU Tomnap-
HO ycpengHeHbl. 6-uneHHbl 1uka N(1)...(10) mioc-
Kuit ¢ Touroctbo 10 0.02 A. Atombr O(1), C(1), C(6),
C(9) u C(12) nexkaT B INIOCKOCTH 3TOTO I[UKJIa. ATO-
Mbl C(7), C(8) u C(11) OTKIOHSIOTCS OT 3TOH IIOC-
koct Ha —0.256, 0.340 1 —0.204 A coorBeTcTBEHHO.
YepenoBaHue OJUHAPHBIX U JBOVHBIX CBSI3EH B reTe-
POLMKJIE OTBEYAET HEAPOMATHYECKON MUPUIOHOBOM
cTpykType (cxema 1). Kak u B crpykrypax I —1III, pac-
crosinne mexnay atromamu C(7) u C(8) yKopoueHO
(1.44 A) (tabm. 6), ogHako ¢ yyeTom nompasku [22],
OHO paBHOT 1.54 A. ®ennnbubrit mukn C(14)...C(19)
wiockuit ¢ Tounocteio 10 0.013 A. Atombr CI(1),
C(13) mu C(12) nexaT B IJIOCKOCTH 3TOr0O IHUKIIA.
AToMmbl O(13) 1 N(1) OTKIOHSIOTCS OT 9TOM MITIOCKO-
cti Ha —0.116 1 —0.373 A coorBeTcTBenHO. [IByrpan-
HbIl yrojl MeXJy IUIOCKOCTSIMU NHUPUJOHOBOTO
(pparMeHTa M apuIBLHON TPYHIBI cOCTaBIsIeT 86.45°.
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PEHTTEHOCTPYKTYPHOE KAPTUPOBAHUNE

P
C(6) @C(S) 9
c@3)
) O c
C@®) d
C(10)
)
O
0(13)
C(13)

Puc. 3. CtpoeHue MoJeKyabl U HyMepanusi aTOMOB CO-
enuHenus IV. ConpBaTHBIE MOJIEKYJIa alleTOHUTPHIIA Ha
PHUCYHKE He TI0Ka3aHa.

Crpoenne fiByx conbBaTHbIX Mojiekynl CH;CN tu-
[IMYHO ¥ B KOMMEHTApUsX He HYX/aeTcsl.

B xaTtuone V (puc. 4) 9-uneHHbIN 0KCa30JI0NNPH-
nuaueBbid 6unuki N(1)...C(13) mnockuii ¢ TOYHOC-
tb10 10 0.03 A. Atombr C(12), C(14), C(15), C(19) u
C(20) nmexxaT B IUIOCKOCTH 3TOT'O LHUKIA. ATOMBI
C(9), C(10), C(11), C(16), C(17) u C(18) OTKNOHSIOT-
cs ot aront mnockocty Ha 0.119, 0.562, —0.225, 0.275,
0.348 1 0.226 A coorBeTcTBeHHO. PEHMIBHBIN UK
C(15)...C(20) mnockuii ¢ Tounoctsio 10 0.01 A. Aro-
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% C(17)

C(18)
Cl(1)

& ca9) @

C(20)

Puc. 4. CTpoeHue MOIJIEKyIbl U HyMepanusi aTOMOB CO-
euHeHNS V.

Mbl CI(1) m C(3) nexxaT B IJIOCKOCTH 3TOTO IUKJIA.
CrpoeHne (peHWIHLHOTO KOJbIla OTBEYAeT OXKHjae-
MOW apoMaTH4YeCKOW CTpyKType. BenuuumHa pBy-
TPAaHHOTO yTIiIa MEXAY TeTepPOUMKINIECKOn u e-
HUJILHOM TIJIOCKOCTSIMM COCTaBIIsieT Bcero 7.37°, 4To
CBHJICTENLCTBYET B TIOJIb3Y CONPSIKEHMsI apoMaThyie-
CKUX ITUKJIOB.

HJIH KaTHOHAa OKCa30JIONMUPUANHNUS MOXKHO HaIlu-
CaTb TpU PE30HAHCHBIC CTPYKTYPhI, IBE C MOJIOXKU-

CH3 ~-O g CHz_~ | o) o CHz _~__0O" g
| _NE /) < > s Nt /> < > ~_N- /> < >
A B C

Cxema 2.
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Cxema 3.

TEJIbHBIM 3apsiIOM Ha aTOME a30Ta U OJHY C 3apsAOoM
Ha aTOME€ Kucjaopopaa:

BosHukaeT Bonpoc, Kakasi U3 3TUX (QOPMyJI TOY-
HEE OTpaxkaeT CTpPOEHWEe KaThuoHa. [{JIMHBI cBsi3ei
C(6)-C(7), C(7)-C(8) u C(8)-C(13) (puc. 5) paBHbI
1.378(5), 1.423(5) u 1.359(5) A coorBercTBeHHO
(Tab. 8). Takas pukcanust ABOMHBIX CBSI3EN B MUPH-
AUHOBOM (pparMeHTe MOJIEKYJIbI TOBOPUT O TOM, YTO
¢popmyna A maet HaumeHbIIMIA BKiIad. [ okoHYa-
TeJIBHOro BhIOOpa Mexnay cTpykrypamu Bu C B Kem-
OpHUIKCKOM OaHKe CTPYKTYPHBIX aHHBIX [14] (Bep-
cust 11.02) ObL1 mpOBEJIeH MOUCK COEUHEHH, COAEP-
SKalllUX TPOTOHMPOBAHHYIO IO aTOMaM KHCIOpofa
UM a30Ta (MM aJKWIMPOBAHHYIO IO aTOMY KHUCIIO-
popa) amupHyro rpynny. B pesyabrate O0b110 O0HA-
pyKeHo, yTo fnuHa cBsi3u C=0 B Takux pparmMeHTax
Haxopures B mpefenax 1.25-1.30 A, npiraem 60 dop-
MyJ1 OBLIO N300PaKEHO C MOIOXKUTENBHBIM 3apsSIOM
Ha kucnopope, u 6osee 200 — ¢ 3apsmOM Ha aToMe
azota. B nupunonax gnunsel ceaseit C=0 HaxopaTcs
B peenax 1.21-1.25 A, aro cBuperenscrByer o He-
KOTOPOM yBEJIMYEHNH JJIMHBI IBOMHOW CBA3U yrie-
POI—KUCIOPOJ] NTPU €€ MPOTOHNPOBAHNM (MU aIKH-
JUPOBAHMU) IO KHUCIOPOAHOMY rerepoatomy. B
ctpyktype V ammHa cBsizu C(5)-O(4) cocraBmusieT
1.339(4) A, uro 3arnMaeT mpoMeyTOYHOE TIOMOXKe-
Hue Mexay opuHapHoit C-O u [BOWMHOI CBSI3BIO B
aMHUIHOY TPYIITE C MOJIOKUTEIBHBIM 3apsaoM. [lnm-
Ha cBsizu N(1)-C(5) Takxke paBHa 1.339(4) A, uro
MEHbIIE JJIUH ABYX Apyrux cesazeil C-N mpu sTom
arome azora (1.381(4) u 1.398(4) A). Ha ocHoBanuu
STUX PACCYKAEHUII MOXKHO CcfienaTh BBIBOJ, YTO
CTPOEHHE KaTHOHA OKCA30JIONMPUUHMS IPENCTaB-
nstet rubpuy popmyn B u C (c HeCKOMBbKO 6ONMBITNIM
BKJIAJIOM CTPYKTYphI B). BepositHo, Haubomnee afgek-
BAaTHO CTPOEHUE KaTHUOHA CleAyeT n300paXxarts C fie-
JOKanu3auuen 3apsja:

DITANICONABI TETUIOBBIX KONEOaHU aTOMOB KHC-
JIOpOfia B aHUOHE IIepXJIopaTa CUIbHO aHU30TPOIHbI
B IUUIOCKOCTH, NepneHaukymuspHoit cBsizu Cl-O
(puc.4). 3TO rOBOPUT O HAIMYNU HEKOTOPOI CTENIEHI
cBOOO[IbI BpallleHusl IepxjIopaT-uoHa BOKPYI' aToMa
xJjopa.

ABTOpBI BbIpaxaroT O0jarogapHocTb Poccuiicko-
My Ponpny PynnameHTanbHbIX MccnegoBanuii 3a u-
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