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PEHUKJIM3AIIAA 2-AMUHOKYMAPHUHOB
HoJ AEMCTBHUEM HYKJIIEO®WJIBHBIX PEAT'EHTOB

6*. BBAUMOJEMCTBHUE 2-UMUHOKYMAPHH-3-KAPEBOKCAMH/IOB
C 2-AMUHOBEH30®EHOHAMMU

ITokazaHo, YTO B3aMMOJEHCTBHE 2-UMHHOKYMAapHH-3-KapOOKCAMHUIOB C 3aMEHICHHBIMH
2-aMHHOOEH30()CHOHAMH TIPOTEKACT 10 PEIHKIM3alHOHHOMY MEXaHH3My C OO0pa3oBaHUEM
3aMEIIEHHBIX 3-(4-QeHWIKHHA30IMH-2-11)KyMapiHOB. CTpPYKTypa MOJIYYCHHBIX COCTHHCHHN
MOATBEPKJCHA JaHHBIMH CIIEKTpalIbHBIX HccienoBanuii u PCA.

KiwueBble  cjaoBa:  2-aMHHOOCH30(CHOHBI,  3-(4-apUIXHHA30JIMH-2-HI)KyMapHHEI,
2-umuHOKYMapuHbl, PCA, peunkin3amsi.

Panee B Hammx paborax OBUIO MOKa3aHO, YTO B3aMMOJEIHCTBUE 2-MMHHO-
2H-1-6en3onmpan-3-kapOokcaMuioB ¢ N-HYKI€O(DWIBHBIMH peareHTaMu, B
3aBUCHUMOCTH OT YCJOBHH pPEakUUH, MOXXET MPOTEKaTh Kak C 00pa3oBaHUEM
2-N-3aMelIeHHBIX UMHHOKyMapuHOB (kucnas cpena, 20 °C) [2-7], Tak u 1m0
PELMKIM3aIMOHHOMY MEXaHU3MY € 00pa30BaHUEM 3-3aMEIICHHBIX KyMapHHOB
(meritpanmpHast cpema, 120-200 °C) [2, 7]. B HeEKOTOpBIX ciydYasx MpH
WCIIOJIB30BAaHUM OMHYKICO(WIBHBIX PEarcHTOB (0-3aMEIIEHHBIX AHWIMHOB,
THOPA3UI0B ApEHKAapOOHOBBIX KHCIOT, THOCEMHKAapOa3uaOB, MPOU3BOAHBIX
AQHTPAHWJIOBBIX KHUCIIOT) BBIAENICHBI NPOMYKTHl UX NaJbHEHUIIECH LUKIM3aLUuU —
3-rerepunkymapunbsl  [1, 6-8]. B HacTosmed pabore, TpomOIDKAIOMICH
WCCIIeJIOBaHUE B3anMOAencTBus 2-uMHuHO-2H-1-0en3onupan-3-kapOoKkcaMuI0B
C HYKJICOQWIBbHBIMH pearcHTaMH, M3Y4EeHO IOBEICHHE STHX COCAMHCHHH B
PeaKury ¢ 3aMeIeHHBIMU 2-aMUHOOCH30()eHOHAMH.

Ucxonuble R'-3amernennbie 2-MMHHOKYMapHH-3-kapOokcamuasl 1 momy-
Yaad 1O W3BECTHBIM METOAMKAM M BBOAMJIM B PEAKLUIO C 3aMELICHHBIMH
2-amuHOOeH30peHOHaMK 2. Kak HamMHM yCTaHOBJIEHO, B JIEASHON YKCYCHOM
KHCJIOTE YK€ Ha X0Joxy oOpa3yloTcs He OXHIaeMble 2-3aMEIlEHHbIC KyMa-
pHHBI 3, a IPOAYKTHI peLMKIH3auu (cM. cxemy) — R'-3amerennsie 3-[6-R*-4-
(R*-(ennn)xunasonun-2-u) |KyMapus! 7a—u (tab. 1).

* Coobmenue 5 cm. [1].
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7aR!' =R*=H;bR!=H,R*=Cl;¢R'=7-OH, R*=H; dR! = 6-Br, R*= H; e R! = 6-Br,
R*=CI;fR'=6-Br,R*=H; gR' =6-CI, R®* =H; hR' =6-CI, R*=Cl; i R' = 6-OMe, R’ =H;
jR'=6-OMe, R* =H; kR' =7-OMe, R*=H; 1 R' = 7-OMe, R*=Cl; m R' = 7-OEt, R* = H;
nR'=7-NEt,, R*=H; 0 R' =8-OMe, R*=H; p R' =8-OMe, R* = Cl; q R' = 8-OEt, R* = H;
r R! = 8-OEt, R®* = Cl; s R'= 8-CH,CH = CH,, R® = H; t R' = 5,6-benzo,, R* = H;
u R' = 6-n-C¢H;3-7-OH,, R* = H; a—e,g—u R*=CI, fR*=Br
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R'-3amemennsie 3-[6-R*-4-(R*-deHni) Xxuna301uu-2- 11| KyMaAPHHbI

Tabnuma 1

Haiineno, %

UK cnekrp, v, cMm !

e Bpytro- I3 Bi-
H- Py Brruncneno, % T. n., °C xof1,
He- bopmyza N co0 | N | c= %
HUE
Ta C23H13C1N202 m 240-242 1751 1604 71
728

7b Cy3H,CLN,O, 6.67 194-196 1736 1603 68
6.68

Tc Cy3H;5CIN,O4 6.96 301-303 1713 1694 1613 52
6.99

7d Cy3H,,BrCIN,O, 6.07 223-225 1751 1632 1612 84
6.04

Te Cy;HyBrCIhN,O, 5.60 204-206 1739 1650 1605 87
5.62

i Cy3H12BrN>O, 5.50 242-244 1753 1640 1596 85
5.51

7g C23H12C12N202 6_68 235—237 1763 1651 1600 78
6.68

7h Cy3H,,CL5N,0, 6.20 237-239 1747 1600 71
6.17

7i C24H5CIN,O; 6.77 238-240 1743 1680 1604 73
6.75

7j C4H14CLN,O; 6.20 230-232 1719 1687 1570 70
6.23

Tk Cy4H;5CIN,O4 6.77 207-209 1727 1671 1615 66
6.75

! C4H14CLN,O; 6.21 218-220 1743 1612 59
6.23

7m CysH;7CIN,O4 6.55 193-195 1739 1616 73
6.53

Tn C,7H,,CIN;0, 9.21 197-199 1715 1615 51
9.22

70 Cp4H;5CIN,O4 6.77 224-226 1738 1605 75
6.75

P C,4H4CLN,O; 6.20 235-237 1739 1603 77
6.23

7q CysH;7CIN,O4 6.55 206208 1741 1602 78
6.53

Tr C,5H,,CLN,O; 6.03 218-220 1724 1616 74
6.05

Ts C26H17C1N202 M 178—180 1746 1596 80
6.59

7t C,7H;5CIN, O, 6.41 >300 1759 1671 1600 63
6.44

Tu Ca9H5CIN,O; 5.77 253-255 1720 1616 55
5.78
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Ananmz crnektpoB SIMP 'H TpomyKTOB peakimu IIOKasan, uTo B XOJe
pEaKIMy MCYE3al0T CHUTHAJIBI MTPOTOHOB uMHuHOrpynmel (12-13 M. n.)
Y IPOTOHOB aMugHOW Tpymmel (9.0-9.2, 7.7-7.9 M. 7.), XapakTepHblE s
CHEKTPOB HCXOAHBIX 2-UMHHOKyMapuH-3-kapOokcamunoB 1 [9]. Hamuuwme
B ciektpax SIMP 'H mepekphIBaloIMXCsl CUIHAJIOB apOMAaTHUECKHMX IPOTOHOB
KyMapHHOBOI'O M XWHA30JMHOBOTO (pparmMeHToB B oOnactu 6.54-8.70 M. 1. u
CUHTJICTHBIM curHan mnpotoHa H-4 xkymapuHoBoro mukina (8.65-9.49 m. 1.)
MTOJTHOCTRIO MTOATBEPIKIAIOT MPETIOKEHHYIO CTPYKTYPY (TabiI. 2).

B UK cnekTpax BbIJIETIEHHBIX BEMIECTB OTCYTCTBYIOT MOJIOCHI VN gy UMHUJA U
Va.n aMugHOro dparmenta (3400 — 3300 oM '), XapakTepHbIE T HCXOIHBIX
2-IMUHOKYMapHH-3-kapOokcaMuioB 1 [9], u momoca KeTOHHON KapOOHWIBHOM
rpymmsr (1670-1690 cm'), HO TOSABNAIOTCA CHJIbHAS MONOCA BAICHTHBIX
komeGanuit C=0 nakrona (1713-1763 cm ') u cnabast monoca KoneGanuii CBSI3H
C=N (1632-1694 CM'I), KOTOpasi B OTHEIBbHBIX CIIy4asX HAKIaJbIBacTCs Ha
Ooree CHIBHBIE TOJOCHI KoyieOaHmid apomarmdeckux cBsseit C=C (tabm. 1).
Hanuune uHTEHCHBHOro muKa MoJeKyJsipHoro unona (m/z 414, I 100%) u
XapaKkTEePHbIX Al KyMapUHOBBIX CHCTEM OCKOJOYHBIX MOHOB (m/z: 414.9999
[M]", 379.3037 [M—CI]", 190.1656, 177.2742 [M—-C;HsCIN,]", 127.1440) Ha
MpUMepe MOJICKYIBI 3-(4-(QeHHI-6-XI0pXUHA30INH-2-1IT)-8-METOKCUKyMapruHa
(70) Takxe MOATBEP)KAAET BEPHOCTD MPEIJIOKECHHONW CTPYKTYPHI.

Ot (hakThl MO3BOJWIN HAM IPEIION0XKUTh, YTO AaHHOE B3aMMOJICHCTBHUE
MPOTEKAaeT MO PEHMKIM3aLMOHHOMY MEXaHHM3My [5], BKIIOYAIOLIEMY CTaIHIO
00pa3oBaHHs MPOMEKYTOUHBIX 2-[(2-apomnapwn)umuHo|-2H-1-0en3zonmpan-3-
KapOOKcaMuIOB 3, BBIACIMTH KOTOpbIE He ynanock. HecraOmnbHOCTH 3THX
CTPYKTYp, IO-BUJMMOMY, CBA3aHa C aKTUBAaLUEH KapOOHUIBHOM IPyMIIbl OEH30-
(eHoHOBOTO (pparMeHTa MO IEHCTBHEM SIMMHUHMPYIOLIETOCS Ha MEPBOM cTa-
IUHM MOHAa aMMOHHUS, YTO NMPHUBOAUT K 0OpPa30OBaHHIO HOBBIX MHTEPMEAMATOB —
amuHOCTIUpTOB 4. Jlanee B pe3ysbTaTe aTaki aMMHOTPYIIIBI [10 aTOMY yIiepoaa
cBs3u C=N UMHHOKYMaprHa Pa3MBIKaeTCsI MMUHOJIAKTOHHBIA LUKI, MPOHCXO-
IUT Yuc-mpanc-u30MEpU3alusl WHTEpMeouara S B 6 M ero LUKIN3anus C
obpazoBanneM R'-3amemenubix 3-[6-R*-4-(R*-ennm)XnHa30MHH-2- 1)Ky Ma-
pUHOB 7a—u.

C uenbl0 MOATBEPXKICHHUA CTPYKTYPHl KOHEUHBIX MPOAYKTOB IPOBEICHO
PEHTI€HOCTPYKTYPHOE HCCIeloBaHUE Ha mpumepe 3-(4-heHun-6-xI0pxuHaszo-
TUH-2-un)-7-ruapokcukymaprna (7¢). [lpuHaane:xxHOCTh KpUCTalula JaHHOTO
COCIMHEHHS K T'eKCaroHaJbHOM CHMHTOHMHM OKa3aJlach JOBOJIBHO HEOXKUAAHHOM,
HO, IIOCKOJBKY IIpOBEpKa Ha HaJWYMe JBOWHHKOB B MOJSPU3ALHOHHOM
MHKpPOCKOIIE Jajia OTPULATEIbHBIA Ppe3yJabTaT, pacin(poBKa BHINOJHEHA B
TeKCaroHaJbHON sYelike MNpsIMBIM METOIOM C MOCIEAYIOIIMMH CHHTE3aMH
3JIEKTPOHHOM IIOTHOCTH. YCTAaHOBICHO, YTO CTPYKTypa COEAMHEHHs 7¢ TOo-
CTpOEHa U3 TpHUaZ MOJIEKYJ BELIecTBA, OOPAa30BAHHBIX 3a CYET BOAOPOIHBIX
cesazeit O—H...O. KoopauHatel aTOMOB MOTYT OBITH IONyY€HBI Y aBTOPOB,
IUTMHBI CBSI3€H W BAJICHTHBIC YTJIbI B CTPYKType mpuBeAeHsl B Tabn. 3 u 4. Ha
pUCYHKE TIIOKa3aHa CXeMa HyMEpaldh aTOMOB B Oa3HMCHBIX MOJEKYJax

CTPYKTYPBHI.
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Hywmepanust aToMOB B TpHasie 6a3uCHBIX MOJIEKYJI
3-(4-dpennn-6-xI10pXUHA30IUH-2-1T)-7-TUIPOKCHKYMapuHa (7¢)

HezaBucumyro 4vacTh sSYEHWKH COCTaBIAIOT TPU MOJIEKYJIbl BeliecTBa. B
KOKIOWM MOJIEKyJie KyMapWHOBBIM W OCH3MMHIA30IBHBIA (ParMEHTHI JICKAT
MPAKTHYECKH B OAHOM IUTOCKOCTH. Pazmuumsi HaOMIOZArOTCS B TOPCHOHHBIX
yriax MeXAy IUIOCKOCTSMH (DEHUIBHOTO 3aMECTHTENS W XWHA30JUHOBOTO
¢parmenTa. BernencTBre HanoXeHHSI T€OMETPUIECKAX TPEOOBAHHUN TPHU yTOU-
HeHnn o MHK u Hanuuus nceBOOCUMMETPUM MOKHO MPEAIOJIO0XKHUTh, YTO
CTaHIAPTHBIE OTKJIOHEHHS TONYYEHHBIX T€OMETPHUECKHX XapaKTePUCTUK MO-
neKy (Tabmn. 3 1 4) IBIAIOTCS 3aHIKCHHBIMU 110 CPaBHEHHIO C PealbHO HaOITIO-
JTaeMBIM pa3OpocoM B IUTMHAX CBSI3EH M BaJICHTHBIX yTIax.

Takum 00pazoM, B3aMMOJICHCTBHC 2-HMHHOKYMapHH-3-KapOOKCaMHUIOB C
3aMEIICHHBIMH 2-aMHHOOCH30()€HOHAMH B JICASHOW YKCYCHOH KHCIIOTE Ha
XOJIOJy TPOTEKaeT MO PENHUKIN3allMOHHOMY MEXaHH3My C OOpa3oBaHUEM
3aMEIICHHBIX 3-(4-apHIXMHA30JIMH-2-H)KYMapruHOB H  SIBJIICTCS  YIOOHBIM
METOJIOM CHHTE3a 3-TeTepUIIKYMapHHOB JaHHOTO Psijia.
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Crextpsl SIMP 'H R'-3amemenupix 3-[6-R*-4-(R*-(heHu1)XHHA30IHH-2-11] KyMAPHHOB

Tabnuma 2

Xumunueckue capury, o, M. 1. (KCCB, J, ')

Coenu-
ApoMaTH4ecKHe IPOTOHBI
HEHHUE
Jlpyrue npoToHsl
KymapuHOBbI#i UK XHWHA30JIMHOBBIN ITUKIT BeH301bHOE KOJBIIO
Ta 7.32-7.38 (2H, m, H-6, H-8); 7.76 (1H, n, J = 8, H-5); 791 (1H, n. n, J1 =8, , =1, H-7); 8.15 (1H, n, 7.62 (3H, m); 7.84 (2H, m)
8.80 (1H, c, H-4) H-8); 8.18 (1H, ¢, H-5)
7b 6.80 (2H, m, H-6, H-8); 7.64 (1H, m, H-7), 7.90 (1H, 8.11 (3H, m) 7.52-7.90 (4H, m)
M, H-5); 8.78 (1H, ¢, H-4)
Tc 6.80 (2H, m, H-6, H-8), 8.03 (1H, m, H-5); 8.71 (1H, c, 8.02 3H, m) 7.62-7.97 (5H, m) 10.80 (1H, ¢, OH)
H-4)
7d 7.40 (1H, n, J =10, H-8); 7.54 (1H, m, H-7); 7.73 (1H, 7.96 (1H, m, H-7); 8.09 (1H, M, H-5); 8.18 (1H, ™, 7.54 (3H, m); 7.90 (2H, m)
n,J =28, H-5); 8.76 (1H, ¢, H-4) H-8)
Te 7.43 (1H, n, J =9, H-8); 7.57 (1H, m, H-7); 7.86 (1H, 8.09 (1H, x. n, J1 =9, =1, H-5); 8.20 (2H, ™, 7.62-7.70 (4H. m)
n.n,Jy =10,/ =1, H-5); 8.77 (1H, ¢, H-4) H-7, H-8)
7t 7.38 (1H, n, J= 10, H-8); 7.43 (1H, m, H-7); 7.74 (1H, 8.08 (2H, m, H-5, H-7); 8.24 (1H, ¢, H-8) 7.43-8.08 (5H, m)
n.n,J,=28,J,=1,H-5); 8.73 (1H, ¢, H-4)
7g 7.47 (1H, n, J =9, H-8); 7.65 (1H, m, H-7); 7.58 (1H, 7.65(1H, 0. n, J, =7, J,=1, H-7); 8.09 (1H, m, 7.65-8.05 (5H, m)
M, H-5); 8.75 (1H, ¢, H-4) H-5); 8.14 (1H, n, J="7, H-8)
7h 7.47 (1H, n, J=9, H-8); 7.58 (1H, m, H-7); 7.70 (1H, 8.08 (2H, n. 1, J; =10, J, =1, H-5, H-7); 8.20 7.58-7.70 (4H, m)
M, H-5); 8.77 (1H, ¢, H-4) (1H, x, J =10, H-8),
Ti 7.28 (1H, n. 1, J, = 10, J, = 1, H-8); 7.62 (1H, m, H-7); 8.06-8.12 (3H, m, H-5, H-7, H-8) 7.43-7.52 (4H, m); 7.87 3.81 (3H, ¢, OCH;)
7.87 (1H, m, H-5); 8.80 (1H, c, H-4) (1H, m)
7j 7.26 (1H, n. n, J, = 10, , =1, H-8); 7.40 (1H, n, J=9, 7.70 (1H, m, H-7); 8.17 (1H, n. 0, J1 =9, >, =1, 7.50-7.70 (4H, m) 3.77 (3H, ¢, OCHj3)
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H-7),7.50 (1H, 1, J= 5, H-5); 8.77 (1H, c, H-4)

H-5); 8.40 (1H, 1, /= 9, H-8)




7k

71

Tm

Tn

To

Tp

7q

Tr

Ts

7t

Tu

7.00 (1H, 1. 1, J1 =9, ., = 1, H-6); 7.07 (1H, 1, J = 5,
H-8); 7.87 (1H, m, H-5); 8.80 (1H, ¢, H-4)

6.96 (1H, 1. 1, J; =9, J, = 1, H-6); 7.02 (1H, 1, J =5,
H-8); 7.80 (1H, 1, J =9, H-5); 8.72 (1H, ¢, H-4)

6.92 (1H, 1. 1, J; = 9, J, = 1, H-6); 7.00 (1H, 1, J= 5,
H-8); 7.64 (1H, m, H-5); 8.74 (1H, ¢, H-4)

6.54 (1H, 1, J=5, H-8); 6.71 (1H, 1. 1, J; =8, , =1,
H-6); 7.58 (1H, m, H-5); 8.65 (1H, ¢, H-4)

7.26 (1H, 1, J =7, H-6); 7.81 (2H, M, H-5, H-7); 8.70
(1H, c, H-4)

7.32 (1H, 1,J = 8, H-6); 7.65 (2H, m, H-5, H-7); 8.75
(1H, ¢, H-4)

728 (1H, 1,J=8, H-6); 746 (1H, 1. 1,/ =8, = 1,
H-5); 7.65 (1H, m, H-7); 8.80 (1H, ¢, H-4)

7.34 (1H, 1, J = 6, H-6); 7.58 (1H, 1, J = 6, H-7); 7.64
(1H, v, H-5); 8.78 (1H, c, H-4)

731 (1H, 1, J =8, H-6); 7.62 (1H, M, H-7); 7.74 (1H,
1, J=8, H-5); 8.71 (1H, ¢, H-4)

7.65-8.06 (6H, m); 9.49 (1H, c, H-4)

7.55 (1H, ¢, H-8); 7.77 (1H, m, H-5); 8.70 (1H, c, H-4)

8.04-8.14 (3H, m, H-5, H-7, H-8))

7.61 (1H, m, H-7); 8.02 (1H, 1. 1, /i =9, Jo = 1,
H-5); 8.14 (1H, 1,/ =9, H-8)

8.00-8.12 (3H, M, H-5, H-7, H-8)

7.94 (1H, 1, J=8, H-7); 7.98 (1H, 1,/ =9,
H-5); 8.06 (1H, 1. 1, J; = 9, J, = 1, H-8)

7.92 (1H, 1, J=9, H-7); 8.10 (1H, ¢, H-5); 8.25
(1H, n, J=9, H-8)

8.03 (1H, n, J =6, H-5); 8.18 (1H, n,J =5, H-8)

8.06-8.17 (3H, M, H-5, H-7, H-8)

772 (10, 1, J=5, H-7),8.10 (1H, 1. 1, J; = 7,
Jy=1,H-5); 8.24 (1H, 1, J= 5, H-8)

8.00-8.12 (3H, M, H-5, H-7, H-8)

8.20 (1H, M, H-7); 8.26 (1H, m, H-5); 8.56 (1H, 1,
J=8, H-8)

8.00-8.10 (3H, m, H-5, H-7, H-8)

7.66 (3H, m); 7.87 (2H, m)
7.52-7.70 (4H, m)
7.64-7.85 (5H, m)
7.58-7.86 (5H, M)

7.36 (2H, m); 7.65 (2H, m);
7.81 (1H, M)

7.55-7.74 (4H, m)

7.30 (1H, m); 7.65 (2H, m);

7.88 (2H, M)
7.32 (2H, m); 7.64-7.72 (2H,

M)

7.50 (1H, n); 7.64 (2H, m);
7.86 (2H, M)

7.63-7.90 (5H, m)

7.62 (3H, m); 7.85 (2H, m)

3.90 (3H, ¢, OCH;)

3.86 (3H, ¢, OCHs)

1.34 (6H, 1, /=7, 2CH,CHs),
4.11 (2H, K, J= 7, ZCHzCH;)

1.15 (6H, 1, J = 7, 2CH,CHs),
3.45 (4H, k, J =7, 2CH,CH3)

4.02 (3H, ¢, OCHs)

3.91 (3H, ¢, OCH3)

1.42 3H, 1, /=7, CH,CHa);
420 (2H, x, J=7, CH,CHj3)

1.42 3H, 1, J = 7, CH,CHs);
420 (2H, k, J= 7, CH,CH;)

3.57 (2H, n,J =9,
CH,CH=CH,); 5.07 2H, 1. x,
Jy=18,J,=7, CH,CH=CH,);
6.02 (1H, m, CH,CH=CH,)

0.88 (3H, m); 1.29 (6H, c,
(CH2)x(CH2)5CH3); 1.53 (2H, ¢,
Cﬂz(CH2)4CH3), 2.50 (2H, C,
CH,CH,(CH,);CH); 3.20 (1H,
¢, OH)
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Tabnuma 3

Jmnsbl cBs3eii (d) B Tpuage 6a3MCHBIX MOJIEKYJI COeTNHEHHSI 7¢

d, A
Cas3p
C A B
CI(1)-C(19) 1.784(4) 1.787(4) 1.784(4)
O(1)-C(10) 1.401(4) 1.414(4) 1.403(4)
O(1)-C(2) 1.415(4) 1.414(5) 1.408(5)
C(2)-0(11) 1.198(5) 1.194(5) 1.192(5)
C(2)-C(3) 1.377(5) 1.382(5) 1.375(5)
C(3)-C@) 1.331(5) 1.329(5) 1.333(5)
C(3)-C(14) 1.467(2) 1.471(2) 1.471(2)
C(4)-C(5) 1.501(4) 1.521(4) 1.511(4)
C(5)-C(6) 1.367(4) 1.384(4) 1.374(4)
C(5)-C(10) 1.375(4) 1.382(4) 1.378(4)
C(6)-C(7) 1.378(4) 1.375(4) 1.376(4)
C(71)-C(8) 1.381(3) 1.378(4) 1.385(4)
C(8)-C(9) 1.382(3) 1.380(3) 1.381(3)
C(8)-0(12) 1.426(4) 1.431(4) 1.434(4)
C(9)-C(10) 1.381(3) 1.381(3) 1.384(3)
N(13)-C(22) 1.321(2) 1.322(2) 1.321(2)
N(13)-C(14) 1.350(2) 1.352(2) 1.350(2)
C(14)-N(15) 1.313(2) 1.310(2) 1.3102)
N(15)-C(16) 1.344(2) 1.347(2) 1.345(2)
C(16)-C(17) 1.496(5) 1.507(5) 1.497(5)
C(16)-C(23) 1.527(4) 1.532(4) 1.524(4)
C(17)-C(18) 1.373(3) 1.380(3) 1.382(3)
C(17)-C(22) 1.390(3) 1.383(3) 1.390(3)
C(18)-C(19) 1.374(4) 1.378(4) 1.381(4)
C(19)-C(20) 1.379(4) 1.382(4) 1.379(4)
C(20)-C(21) 1.377(3) 1.378(3) 1.378(3)
C(21)-C(22) 1.378(4) 1.378(4) 1.381(3)
C(23)-C(24) 1.3953(19) 1.3956(15) 1.3941(19)
C(23)-C(28) 1.3967(19) 1.3946(18) 1.3959(19)
C(24)-C(25) 1.3973(19) 1.3957(18) 1.3948(19)
C(25)-C(26) 1.397(2) 1.3977(19) 1.3955(15)
C(26)-C(27) 1.3962(19) 1.3946(19) 1.3954(19)
C(27)-C(28) 1.3953(19) 1.3949(15) 1.3960(19)
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Tabnuma 4



BanenTHsble yriibl (©0) B TpUajse 6a3uCHBIX MOJIEKYJI COeIMHEHHs 7¢

Vron @, Tpax
C A B
C(10)-0(1)-C(2) 120.7(4) 122.7(4) 124.3(4)
0(11)-C(2)-C(3) 132.4(3) 133.5(4) 133.8(4)
0(11)-C(2)-0(1) 106.1(3) 107.1(3) 107.23)
C(3)-C2)-0(1) 121.4(4) 119.4(4) 118.5(4)
C(4)-C(3)-C(2) 118.8(3) 119.2(3) 118.9(3)
C(4)-C(3)-C(14) 118.0(3) 118.2(3) 117.73)
C(2)-C(3)-C(14) 1232(3) 122.73) 123.003)
C(3)-C(4)-C(5) 122.3(4) 124.0(4) 124.6(4)
C(6)-C(5)-C(10) 117.03) 115.5(4) 113.53)
C(6)-C(5)-C(4) 125.4(4) 128.6(4) 131.14)
C(10)-C(5)-C(4) 117.3(3) 115.003) 115.003)
C(5)-C(6)-C(7) 123.4(4) 124.3(4) 126.4(4)
C(6)-C(7)-C(8) 116.5(3) 115.9(4) 113.9(4)
C(7)-C(8)-C(9) 122.8(3) 123.7(4) 125.7(3)
C(7)-C(8)-0(12) 111.6(3) 111.7(3) 110.8(3)
C(9)-C(8)-0(12) 124.3(3) 124.53) 123.4(3)
C(10)-C(9)-C(8) 116.3(3) 116.4(4) 113.7(4)
C(5)-C(10)-C(9) 123.2(3) 123.5(4) 126.1(3)
C(5)-C(10)-0(1) 119.3(3) 119.1(3) 118.6(3)
C(9)-C(10)-0(1) 117.4(3) 117.03) 115.13)
C(22)-N(13)-C(14) 116.2(3) 116.6(3) 116.0(3)
N(15)-C(14)-N(13) 130.2(3) 129.8(3) 130.5(3)
N(15)-C(14)-C(3) 109.8(3) 110.93) 109.5(3)
N(13)-C(14)-C(3) 120.03) 119.43) 119.6(3)
C(14)-N(15)-C(16) 112.93) 113.003) 113.03)
N(15)-C(16)-C(17) 123.4(3) 122.3(3) 123.8(3)
N(15)-C(16)-C(23) 1162(3) 116.0(4) 116.3(4)
C(17)-C(16)-C(23) 119.8(3) 117.7(3) 119.8(3)
C(18)-C(17)-C(22) 121.1(3) 121.9(3) 122.3(3)
C(18)-C(17)-C(16) 125.6(3) 124.13) 124.9(3)
C(22)-C(17)-C(16) 113.1Q2) 113.12) 112.72)
C(17)-C(18)-C(19) 113.94) 113.3(4) 113.3(4)
C(18)-C(19)-C(20) 128.6(4) 129.3(4) 128.9(4)
C(18)-C(19)-CI(1) 115.7(3) 115.13) 115.3(3)
C(20)-C(19)-CI(1) 114.8(3) 115.1(3) 115.7(3)
C(21)-C(20)-C(19) 114.0(4) 113.14) 113.0(4)
C(20)-C(21)-C(22) 121.003) 122.2(3) 122.8(4)
N(13)-C(22)-C(21) 115.3(3) 116.6(3) 116.9(3)
N(13)-C(22)-C(17) 123.6(3) 123.43) 123.8(3)
C(21)-C(22)-C(17) 120.9(3) 120.0(3) 119.0(3)
C(24)-C(23)-C(28) 119.94(12) 120.01(11) 120.01(12)
C(24)-C(23)-C(16) 120.7(4) 127.1(4) 122.2(4)
C(28)-C(23)-C(16) 119.2(4) 112.7(4) 117.8(4)
C(23)-C(24)-C(25) 119.84(13) 119.86(12) 120.01(12)
C(24)-C(25)-C(26) 119.41(15) 119.68(13) 119.99(12)
C(27)-C(26)-C(25) 119.56(15) 119.82(12) 119.85(13)
C(28)-C(27)-C(26) 119.90(13) 120.05(12) 119.85(13)
C(27)-C(28)-C(23) 119.93(12) 119.91(12) 119.90(12)
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SKCIHEPUMEHTAJIBHASI YACTb

VK crexkrpsl CHHTE3MPOBAaHHBIX COCIMHEHMI 3aperucTpUpOBaHbl Ha CHIEKTpPOodOTOMETpe
Specord M-80 B Tabnerkax KBr. Crextpst SMP 'H sammcamsr ma npuGope Varian WXR-400
(200 MI'm) B IMCO-dg, BuyTtpennuii cranmapr TMC. Macc-criektpsl (DY) mnomyudeHsl Ha
npubope Finnigan MAT 4615B, sueprus nonusaiuu — 70 3B, npu GauticTHYeCKOM Harpese
ob6pasua. PCA mpoBezaeH Ha 4-Kpy>KHOM aBToMaTtndeckom audpaxromerpe Siemens P3/PC.

R'-3amelnennpie 2-MMHHOKYMAPHH-3-Kap6okeaMuabl 1 MOTyYeHbI 10 METOMKE PaboThI
[9].
3-(4-ApmiIXuHA30JMH-2-WI)KyMapuHbl  7a—u (oOmas wMeroauka). PactBopsor mpu
HarpeBaHUH 2 MMOJIb COOTBETCTBYIOIIETO 2-aMHHOOCH30(eHOHa 2 TpH HarpeBanud B 10 mu
NensHONW yKCycHOH kucnoTel. B rtemmeiii pactBop (3040 °C) noGapnsror 2 MMmonp  2-
MMHHOKYMapuH-3-kapOokcamuga 1 u KUIATAT ¢ oOpaTHBIM XOJOAWJIBHHKOM B TeueHue 20-30
muH. [lpu oxnaXgeHWu peakIMOHHOW cMecH oOpasyercs OOMJIBHBI OCaloK, KOTOPBIH
OT(GHUIBTPOBHIBAIOT, MPOMBIBAIOT BOAOW, 3TAHONIOM U IEPEKPHCTAIUTM30BBIBAIOT M3 CMECH
sTaHona—Boja (coeaunenus 7¢,d,g—s,u) wim stanon—/IM®PA (coenunenus 7a,b,e f,t).

PentrenocTpykrypubiii ananu3 3-(4-QeHUI-6-X10pPXHHA301UH-2-H1)-7-THAPOKCUKYMA-
puHna (7¢). V3sMepeHre MHTEHCUBHOCTEW MPOBOIMIN METOAOM 20/0-ckaHMpOBaHUS B MHTEPBAJC
yrioB 4<20<50° co ckopocteio oT 2 g0 30 rpan./mMuH; U3MepeHo 2724 HEHYJEBHIX HEIKBU-
BaJICHTHBIX OTPakKeHHUH, U3 KOTOpbIX 1954 Habmomaemsix ¢ /> 2o(/). Kpucramisl rekcaroHasib-
Hble, mp. Ip. P6;, M, = 400.80, T = 293(2) K, Cy3H 3CIN,0s, a =20.520(6), c =22.915(10) A,
V'=28356(5) A®, Z = 18, dyyy = 1.434 r/eM®, Fgp = 3708, p(MoK,) = 0.234 mv'. Crpykrypa
yTouHeHa nosHoMaTpuuHbiM MHK ¢ ucnons3oBanuem kommiexca nporpamm SHELX-97. U3-3a
HaJIMYMsl TICEBJOCHMMETPHM B YIIAKOBKE MOJIEKYJ (HaJM4He ICEBIOOCH TPEThEro MOpsaKa
MIPUBOJMIIO K CHJIBHBIM KOPPEILSILUSM YTOUHSIEMBIX [TapaMeTpoB) IPH YTOUHEHHH CTPYKTYPBI Ha
yTOYHSEMbIE IIapaMeTphl HaKJIaJbIBAJINCh JOIOJHHUTEIBHBIE TI'eOMETpHUYECKHe TpeOoBaHus,
HarpuMmep, BcE€ apoOMaTHYECKHEe KOJIbIla NPHUHYAWTENHFHO 33aJaBalICh IUIOCKUMH, OJHHAKOBBIC
CBSI3HM B Pa3HBIX MOJIEKYJIaX — PaBHBIMU JIPYT APYyry U T. 1. OOIiee YuCiIo TAKUX TE€OMETPUIECKHX
orpannyueHnit cocraBmwio 945. ATOMBI BOJOpOJa BBEACHBI M3 F€OMETPHUYECKUX COOOpaKEHUH U
YTOYHSUIUCH TPHUKPEIUICHHBIMH K COOTBETCTBYIOIINM HEBOJOPOJHBIM aToMaM. OKOHYaTelbHbIE
mokazareniu JoctoBepHoctd: R;=0.0430, wR,=0.1098 mo HabmomaemeiM u R; = 0.0471,
wR;=0.1114 no Bcem otpaxkenusim S = 0.975.
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