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. Crpakoa, M. Typke, J. bu3snena, C. Beiasikos®,
A. Tokmakos®, A. CtpakoB*

PEAKIIUM 1-APWJI- U 2,3-TUAPNJII-5-INA30-6,6-ANMETHNJI-
4-OKCO-4,5,6,7-TETPATNIPONHIA30JI0B
C N-OTHWJI- U N-OEHWI3AMEIIEHHBIMH MAJTEMHUMUJIAMUA

B peaxnusx [3+2]-muknonpucoeauaenus psiaa 1,3- u 2,3-au3aMenmenHbIx S-ama3o-
6,6-mumeT-4-0kco-4,5,6,7-TeTparuiponHaa3ooB ¢ N-3Tin- u  N-(peHII3aMeleH-
HBIMA MaJICHHUMHUIAMH TOJIYYeHBl COOTBETCTBYIOIUE 6,6-mumerni-4,4',6'-Tpuokco-
4,5,6,7,3'3'a,4',5',6',6'a-nexkaruapocnupo [ uHaa3071-5,3'-mupposio[ 3,4-c]Jnupazonsi]. Ilpu
KUISIYEHUH B TOJIYOJIE 3TU COEIMHEHUS OTIIEIUISIOT a30T U MpeBpaiaTcs B 6',6'-1u-
Metmi-2,4,4'-tpuokco-4',5',6',7'-terparuapo- 1 'H-cimpo[ 3-azadunukio(3.1.0)rekcan-
6,5'- nHAA30TBI].

KaroueBble cioBa: 1,3- u 2,3-3aMemennsle  5-n1ua30-6,6-guMermin-4-okco-4,5,6,7-
TEeTParuapOUHIA30Ibl, N-3Ti- ¥ N-(QeHWIMaleHHUMUIB!, peakmun [3+2]-nukio-
MIPUCOCTUHECHUS.

B mocnenHem pecATMNETHH CO3/1aHBI HOBBIE METOJBI CHHTE3a HMHIA30JIOB,
B TOM 4HCJIEe TUAPUPOBaHHBIX [1-8]. DT0 00yCIOBIEHO MHOTOTPaHHEIM OHOJIO-
THYECKUM JEUCTBHUEM OOJIBIIOTO KOMUYECTBA CHHTE3UPOBAHHBIX MPOU3BOIHBIX
nHpazona. Cpeau HHUX OOHApYy)KEHBl arOHUCTBI M AHTArOHUCTHI PELENTOPOB
actporena [9, 10], momamuna D-3 [11, 12], koptukoTpornuna [13] u ageHo3uHA
[14]; HailimeHBl TPOM3BOAHBIE C MPOTHUBOOMYXOJEBBIM [15], mpoTuBOBOCTANH-
TenbHBIM  [16] W  TpoTHBOMUKPOOHBIM [17] neiicTBueM; oOOHApyKEHBI
uarubutopsl  HIV-mporteassr  [18], memOpanoakTuBHBIE BemiecTBa [19].
[IponsBoaHbIe MHAA3071a OBLIN UCIIOIB30BAHBI TAKXKE B KauecTBe TUraHmaoB [20].

Panee Ha OCHOBE MOJyYeHHBIX Hamu 4,5-THOKCO-, 4-xJ0p-5-hopMmui- u 4-
OKCO- 5-TMa30MpOU3BOIHBIX-4,5,6,7-TeTparuiponHAa30JI0B Mbl CHHTE3HPOBAJIH
PSAA UX aHHEIMPOBAHHBIX T€TEPOIMKIAMU TPOU3BOAHBIX [21-24].

brio ocymiecTBiieHo Takke B3aumonencTeue 1-apun- u 2,3-auapui-4-okco-
5-mnazo-4,5,6,7-TeTparuiponHa3010B Trmna 1, 2 ¢ MaJeHHOBBIM aHTHAPUIIOM H
CIIOKHBIM 3(QHUPOM  aleTUICHANKAPOOHOBOM KHUCIOTBI, KOTOPOE MPHBEIO K
00pa30BaHUIO COOTBETCTBYIOLIUX 3-CIIUPOIMUPA30IMHOBBIX W MHPA30JIbHBIX
MPOU3BOAHEIX 4,5,6,7-TeTparuapounaazona [25].

B pasButre ynoMsHyTHIX BBIIIE pabOT B HACTOSIIEM CCOOIIEHUN OIHCAHBI
peakiuu coemuHenuit la—¢ u 2a—c¢ [26, 27] ¢ N-stun- (3a) u N-¢penumi-
ManenHumMuoM (3b), mpoBeneHHBIE MO KJIACCHUECKMM MeToAuKam [28, 29]
Y TIO3BOJIMBILIME CHHTE3WPOBAaTh C BBICOKHMH BBIXOJaMH COOTBETCTBYIOIIHE
6,6-mumernn-4,4',6'-rpuokco-4,5,6,7,3',3'a,4',5',6',6'a-
nexaruapocnupo[urgazon-  5,3'-muppono[3,4-cjnupazonel]  4a—f,  Sa—d.
CoenvHenus 4 1 5 OTy4YeHbI B BUJIE
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panemaroB. Ha cxeme wu300pakeHa OJHa MPOW3BOJBHO BBIOpaHHAS
SHaHTHOMepHast ¢opma. [Ipu kunsueHHH NPOAYKTOB 4, 5 B TONYyOJNE WIH
aHU30JIC BBIAEISIETCS a30T W obOpasyrorcs 6',6'-mumerni-2,4,4'-TpuoOKCO-
4',5',6', 7'-rerparunpo-1'H-ciupo[3-azaburukino(3.1.0)rexcan-6,5"-uHaa306l |
6a—d, 7a—d.

CocTtaB W CTpOEHHE TOMYYCHHBIX COCAMHCHUN 4—7 TMOATBEPKIAIOTCS
pe3yJIbTaTaMH JIIEMEHTHOTO aHanu3a (Tabn. 1) u nauHbIME crekTpoB SIMP 'H
(Tabmn. 2), a coenuHennii 4b u 7¢ — taxxke nanasiMu PCA (tabn. 3, 4, puc. 1,2).

Tabnuma 1
XapaKTepUCTHKH CHHTE3NPOBAHHBIX COeNHHEHMIt

Haiineno, %
Coemu- EPyTTO— Beruucneno, % T'OHH" BBIOXO’H’
HCHHC q)opMyHa C I N M* C %
d4a | CypsHyNsO; 6791 | 4.68 | 16.17 - 185-187 52
4.82 15.93 (pas6.)
4b CysH23N;505 68.43 4.98 15.44 185-187 80
68.86 4.11 13.73 (pa36.)
4c C25H22N603 M m M 196-198 82
66.06 4.88 18.49 (pasn.)
4d C,1H7N505 62.08 5.43 16.14 187-188 73
65.17 5.72 17.27 (pasn.)
4e Cy HpNeO; 62.00 | 538 | 20.14 203-205 85
62.05 5.45 20.70 (pasm.)
4f CpH»;N;50; 65.32 5.46 16.09 176-178 56
64.44 | 541 | 17.09 (pasn.)
S5a C31HysN503 70.43 4.75 13.14 185-187 69
72.22 4.89 13.58 (pasn.)
5b C;1Hy4CIN;O; 68.27 4.30 12.36 208-210 50
69.21 4.50 13.02 (pasn.)
5¢ C,7H,4CINSO, 64.35 | 4.66 | 13.71 187-190 84
64.61 | 481 | 13.95 (pasn.)
5d | CyHsNgO; 65.68 | 535 | 15.19 175-178 96
6592 | 553 | 1537 (pasn.)
6a | CysHyN;O; 7298 | 514 | 1021 | 4112 | 257-258 98
7298 | 499 | 1021 | 4112
6b CysH23N;05 73.11 5.30 10.02 425.2 244-246 87
73.39 5.45 9.87 425.2
6¢ C,sH2N,0, 7037 | 5.16 | 13.14 | 4262 | 216217 99
7041 | 520 | 13.13 | 4262
6d C,1H»nNLO5 66.41 5.85 14.69 378.2 200-201 99
66.65 5.86 14.80 378.2
7a | CyHysN3O; 7626 | 5.05 | 871 | 4872 | 246247 83
7637 | 517 | 8.62 4872
7b C;1Hy4CIN; 0, 71.12 4.56 8.01 521.2 256-257 87
71.33 4.63 8.05 521.2
7e | CyHyCIN;O; 68.20 | 498 | 880 | 4732 | 226227 89
6842 | 510 | 887 4732
7d C;31H;30N403 74.08 5.71 10.44 530.2 236-237 85
74.11 5.83 10.80 530.2

* CpenHsisi Macca BELIECTBa.
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Puc. 1. HpOCTpaHCTBeHHaﬂ MOJCJIb MOJICKYJIbI COCAMHEHUS 7¢ ¢ 0003HAYEHUSIMHU aTOMOB
U OJUUTMIICOU IaMHU TEIIJIOBBIX Kosie0aHui

Puc. 2. HpOCTpaHCTBeHHaﬂ MOJCJIb MOJICKYJIbI COCAMHEHUS 4b ¢ 0003HAYEHUSAMHU aTOMOB
U DJUUTMIICOU IaMHU TEIIJIOBBIX Kosie0aHui
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Tabnuma 2

JMaunbie TAKX/BIAKX u cnexrpbi SIMP 'H cHHTe3HPOBAHHBIX COeAMHEHHIT

Bpewms
Coenu- 3anep- 1 *
Henme — Crnextp SIMP "H (CDCly)*, 8, m. 1., (J, ['m)
MUH
1 2 3
4a - 1.04 (3H, ¢, CH3); 1.27 (3H, ¢, CH3); 3.00 (1H, o, J=16.2, H-7");

3.22 (1H, 1, *J=9.2, H-3a); 3.70 (1H, ym. 1, J = 16.0, H-7'); 6.20 (1H,
1, °J =9.2, H-6a); 7.50-7.60 (10H, m, C¢Hs); 8.13 (1H, ¢, H-3")

4b 415 | 1.04 (3H, ¢, CHs); 1.27 3H, ¢, CHy); 2.51 (3H, ¢, 3-CH;); 2.95 (1H, n,
J=16.6, H-7"); 3.20 (1H, 1, J = 9.2, H-3'a); 3.70 (1H, yu. 1, J = 16.0,
H-7'); 6.18 (1H, 1, J = 9.2, H-6a); 7.50-7.60 (10H, m, C¢Hs)

4c 5.49 1.11 (3H, ¢, CH3); 1.30 (3H, ¢, CH3); 2.50 (3H, c, 3'-CH3); 3.22 (1H, &,
J=9.0, H-3a); 3.80 u 3.85 (2H, 21, AB-cuctema, J =18.0, H-7"); 6.16
(1H, n, J=9.0, H-6a); 7.27 (1H, n. n. n, J=4.8,J=2.0,J=1.2, Py);
7.37-7.55 (SH, M, C¢Hs); 7.87 (1H, n. n. n, J=8.4,J=74, J=1.8,
Py); 8.02 (1H, n, J = 8.2, Py); 8.48 (1H, n. n. n, J= 5.0, J=1.8, J=1.0,
Py)

4d - 1.02 (3H, ¢, CH;); 1.20 (3H, ¢, CH3); 1.27 (3H, T, J = 7.2, CH,CH;);
2.97 (1H, o, J=17.0, H-7"); 3.05 (1H, 1, J = 9.0, H-3a); 3.57-3.68 (3H,
M, H-7', CH,CH3); 5.98 (1H, x, J = 9.0, H-6a); 7.47-7.57 (5H, M,
CeHs); 8.10 (1H, ¢, H-3")

4e 5.31 1.11-1.15 (6H, yur ¢, CHj3); 1.24 (3H, 1, J = 7.0, CH,CH3); 2.47 (3H,
¢, CHj); 3.06 (1H, o, J = 9.0, H-3a); 3.63 (2H, k8, J = 7.0, CH,CH;);
3.70, 3.90 (2H, 21, AB-cuctema, J = 18.0, H-7"); 5.93 (1H, o, J = 9.0,
H-6a); 7.28 (1H, n. T, J=15.6, J=1.5,Py); 7.86 (1H, n. 1, J = 8.2,
J=12.0, Py); 8.00 (1H, n, J = 8.4, Py); 851 (I1H, n. n. n, J=15.2,
J=1.5,J=0.6, Py)

4f 4.62 1.01 (3H, ¢, CH;); 1.21 (3H, ¢, CH;3); 1.27 3H, 1, J = 7.2, CH,—CHs);
2.47 (3H, ¢, 3'-CH3); 2.93 (1H, 1, J = 16.6, H-7"); 3.03 (1H, 1, J = 9.0,
H-3a); 3.54-3.68 (3H, m, CH,CH;, H-7"); 5.92 (1H, 1, J = 9.0, H-6a);
7.54-7.94 (5H, m, C¢Hs)

5a 5.22 1.21 (3H, yu. ¢, CHj); 1.31 (3H, ¢, CH3); 3.10 (1H, n, J = 16.0, H-7");
3.29 (1H, n, J = 9.2, H-3a); 3.56 (1H, n, J = 16.0, H-7"); 6.14 (1H, &,
J=9.2,H-6a); 7.26-7.38 (15H, m, C¢Hs)

5b 5.84 1.05 (3H, ym. ¢, CH;); 1.30 (3H, ym. ¢, CH3); 3.19 (2H, ym. ¢, H-7');
3.70 (1H, m, J = 8.2, H-3a); 6.46 (1H, 1, J = 8.2, H-6a); 7.09 (2H, ™,
C6H4); 7.22-7.33 (4H, M, C6H5, C6H4), 7.41-7.44 (8H, M, C6H5)

S¢ 8.18 1.11 3H, 1, J=7.2, CH,CH;); 1.20 (6H, yut ¢, CH;); 3.05 (1H, x,
J=16.2,H-7"); 3.14 (1H, n, J=9.0, H-3a); 3.35-3.44 (1H, y. ¢, H-7");
3.52 (2H, kB, J=7.2, CH,CH;); 5.92 (1H, 1, J = 9.0, H-6a); 7.17-7.27
(6H, M, C¢Hs, C¢Hy); 7.33-7.38 (3H, m, C¢Hy)

5d 6.94 1.17 (3H, ym. ¢, CH;); 1.32 (3H, ym. ¢, CH3); 2.97 (6H, ¢, N(CHs),);
3.05 (1H, o, J=16.2, H-7"); 3.26 (1H, 1, J=9.2, H-3a); 3.56 (1H, ym1. c,
H-7"); 6.13 (1H, x, J=9.2, H-6a); 6.53 (2H, 1, J=9.0, C¢Hy); 7.16
(2H, 1, J=9.0, C¢H,); 7.34-7.39 (10H, m, C¢Hs)

6a 16.04 | 1.11 (6H, ¢, 2CHy); 3.00 (4H, ¢, H-7",3a,6a); 7.34-7.58 (10H, M, C¢Hs);
8.20 (1H, ¢, H-3)
6b 15.11 | 1.20 (6H, ¢, CHy); 2.48 (3H, ¢, CHy); 2.97 (4H, ¢, H-7'3a,6a); 7.34—

7.52 (10H, M, C¢Hs)
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OKOoOHYaHue TaOIMUI B 2

1 2 3

6c 16.03 1.18 (6H, ¢, CH3); 2.48 (3H, c, 3'-CHj3); 2.98 (2H, ¢, H-7"); 3.51 (2H, c,
H-3a,6a); 7.25 (IH, n. n. o, J = 7.2, J= 4.8, J= 1.2, Py); 7.32-7.52
(5H, m, C¢Hs); 7.85 (1H, o. o. n, J=8.4,J="7.4,J= 1.8, Py); 7.97 (1H,
n.1,J=84,/=10,Py); 845 (1H, n. n. n, J=5.0,J=1.8,J= 1.0, Py)
6d 7.41 1.11 (6H, c, CH;); 1.15 3H, T, 3J=174, CH,CH,); 2.43 (2H, c, 3'-CH,);
2.78 (2H, ¢, H-7"); 3.45 (2H, c, H-3a,6a); 3.48 (2H, kB, J =74,
CH,CH3); 7.23 (1H, . n. 1, J= 8.6, J= 7.0, J = 2.0, Py); 7.84 (1H, x.
n.n,J=79,J=18,J=20,Py); 796 (1H, x. T, J = 8.4, J= 1.0, Py);
845(1H, n. n. o, J=5.0,J=1.8,J=1.0, Py)

7a 2473 | 1.18 (6H, ¢, CHy); 2.99 (2H, ¢, H-7'); 3.02 (2H, ¢, H-3a,6a); 7.13-7.37
(15H, m, 3C4Hs)

b 30.88 | 1.19 (6H, ¢, CHs); 3.00 (2H, c, H-7"); 3.02 (2H, c, H-3a,6a); 7.08-7.23
(8H, M, CgHs, CoHy); 7.33-7.40 (6H, m, CeHs, CgHy)

7e 13.58 | 0.97 3H, 1, J = 7.2, CH,CH,); 1.12 (6H, ¢, CHy); 2.81 (2H, ¢, H-7");

2.96 (2H, ¢, H-3a,6a); 3.36 (2H, kB, J = 7.2, CH,CHj3); 7.12-7.25 (6H,
M, C6H5, C6H4), 7.32-7.36 (3H, M, C(,Hs)

7d 5021 | 1.17 (6H, ¢, CHy); 2.96 (6H, c, N(CHa)y); 2.98 (2H, ¢, H-7); 3.00 (2H,
¢, H-3a,6a); 6.45 (2H, 1, J = 9.0, C¢Hy); 7.02 (2H, 1, J = 8.8, CsHy);
7.24-7.38 (10H, M, C¢Hs)

* Criextpsl SIMP 'H coennnenns 5b caumann 8 IMCO-d;.

B cnexrpax SIMP 'H crmpocoennHenuit 4 1 5 cHUrHambl IPOTOHOB TPYIIIBI
7'-CH, numerot Bun nByX ayoneroB ¢ J = 16 I'ni, a curnanet H-3a u H-6a — nByx
nybnetoB ¢ J = 9 I'm, CBUAETENBCTBYIOMIME 00 WX yuUC-PACIOIOKCHUH.
B cnektpax crnmpocoenuHeHuit 6 M 7 MPHCYTCTBYIOT OJUH JIBYXIIPOTOHHBIH
CHUHIJIETHBIH curHan rpynnsl 7'-CH, u Takke CHHIJIETHBIN CHT'HAJ MPOTOHOB B
nojoxeHusix 3a u 6a. [IpoTOHBI BCeX OCTANBHBIX CTPYKTYPHBIX (pparMeHToB
coenuHeHU 4—7 00HAPYKUBAIOTCS B OXKUTAEMBIX 00JIACTAX CIIEKTPOB.

[[lecTuwieHHBIA LMK WHAA30JIbHOM CHUCTEMBI B MOJIEKYyJie 7¢ HUMeEeT
MPOCTPAHCTBCHHYIO (OpMY, OIU3KYIO K meucm-KoH(OpMaluU, a B MOJIEKYJIe
coenunenus 4b — xondopmanuio koneepma: Boixoq aroma C(6) U3 MIOCKOCTH
atomoB C(4), C(5), C(7), C(8) u C(9) cocrasnser 0.592(4) A. JIByrpanusrii
Yroa MeXAy TIJIOCKOCTSIMH IHMKJIONPONaHOBOTO M MHPPOJBHOTO LHUKIOB B
MoJieKylie coenuHeHus 7¢ paBeH 112.3(9)°. B wmonexyne coeaunenus 4b
JBYTPAHHBIM Yroi MEXAy MUPPOIBHBIM U MUPA30JIbHBIM ITUKIAMHU COCTABISET
124.8(5)°. OcHOBHBIE NIWHBI CBSI3€H B TeTepolUKiIax coenuHeHuid 7¢ u 4b
mpuBesieHs! B Ta0u. 3. B kpucramie MonekyiIsl coeauHeHuil 7¢ u 4b ymakoBbI-
BalOTCA HAa PACCTOSHHSX, COCTaBJSIOIMIMX HE MEHEee CyMMBl BaH-JAep-Baallb-
COBBIX pPaJWyCOB KOHTAKTHPYIOMIKMX aToMoB. K CcoOXaleHuio, HEeBBICOKOE
Ka4yecTBO KPHUCTAJUIOB 7C HE NO3BOJISIET IIPOBECTH ACTAIBHBIM CPaBHUTEIIBHBIN
aHaJIu3 TEOMETPUHU MOJIEKYJ coeiuHeHu 7¢ u 4b.

[lo pesynpTaraM peHTTEHOCTPYKTYPHOTO aHAINW3a MOXHO CJHIeNaTh BBIBOJ
0 CUH-PACTIONIOKEHIH MAJEMHUMHUIHOTO (pparMeHTa Mo OTHOIIEHHI0 K KeTo-
Tpynre B TEPeXOAHOM  COCTOSHHH  OWITONSIPHOTO LHKIIONPHCOSAHHEHUS.
anmu-Pacrionoxenne OyZeT MaJOBEPOATHO M3-3a 3HAYUTEIBHBIX CTEPHUECKUX
MPETATCTBUI, BO3HUKAIOMIMX IPH B3aWMOJEHCTBHM AWMONApodHIa C aKCH-
ATHbHOU METHJIHFHOU TpyIITIoit (puc. 3).
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Tabnuma 3

OcHOBHBIE JJIUHBI cBsi3eii (/) B reTeponukiax coequnennii 7¢ u 4b

Cas13b | LA CBs3b | LA
Coenunenue 7¢ Coenunenue 4b
N(1)-N(2) 1.39(1) N(1)-N(2) 1.385(4)
N(1)-C(8) 1.33(1) N(1)—-C(8) 1.348(4)
N(2)-C(3) 1.34(1) N(2)-C(3) 1.317(4)
C(3)-C(9) 1.43(2) C(3)-C(9) 1.424(4)
C4)—C(©9) 1.47(2) C(4)-C(9) 1.440(4)
C4)—C(5) 1.48(1) C4)—C(5) 1.560(4)
C(5)—C(6) 1.55(1) C(5)-C(6) 1.549(4)
C(6)-C(7) 1.58(2) C(6)-C(7) 1.544(4)
C(7)—C(8) 1.45(2) C(7)-C(8) 1.490(4)
C(8)—C(9) 1.43(2) C(8)—-C(9) 1.378(4)
C(5)—C(24) 1.56(2) C(5)-N(18) 1.515(5)
C(5)—C(28) 1.49(1) C(5)-C(32) 1.546(4)
C(24)-C(25) 1.51(2) N(18)—-N(19) 1.243(4)
C(24)-C(28) 1.50(1) N(19)-C(20) 1.485(5)
C(25)-N(26) 1.33(2) C(20)—C(21) 1.524(5)
N(26)—C(27) 1.38(2) C(20)—C(32) 1.512(5)
C(27)-C(28) 1.47(2) C(21)-N(23) 1.395(5)
N(23)-C(30) 1.407(4)
C(30)—C(32) 1.525(5)
Tab6numa 4
Kpucramuiorpagpuyeckue 1aHHbIe 1J1s1 coequHeHHuii 7¢ u 4b
XapaKkTepucTruKa Crpykrypa 7¢ Crpykrypa 4b
BpyTro-popmyina Cy7H24CIN;O;4 Cy6H23N50;3
MounekynspHas macca, M, * 473.94 453.49
Pa3mep kpucramioB, MM 0.08 x 0.17 x 0.29 0.21 x 0.25 x0.33
Kpucranindeckas CHHTOHUSE PomOuueckas PomOuueckas
IIpoctpancTBeHHas rpynmna P2ica Pc2.b
[TapameTpsl 351IeMEHTApHON SUYEHKU
a, 9.952(1) 10.3658(4)
b, A 13.161(1) 12.2077(5)
c, A 18.094(2) 17.5380(5)
v, A 2369.9(9) 2219.3(1)
Umcino MONIEKyT B JJIEMEHTapHOH stueiike, Z 4 4
I1I0THOCTE KPHCTAILIOB, d, r/cM’ 1.328 1.357
K05 GHIUMEHT MOTTOMEeHHS, |1, MM ' 0.196 0.092
Yucno
HE3aBUCHMBIX PEIIEKCOB 2863 2653
pedrexcos ¢ 1> 20(1) 1552 1936
YTOYHSIEMBIX IAPAMETPOB 297 307
OKoHYaTeTbHBIH (HaKTOp PacXoaUMOCTH, R 0.098 0.047
Hcnosnb3yeMble mporpaMMsl SIR97 [30], SIR97 [30],

* TouHast Macca MOJICKYJIbl BEIIECTBA.

702

SHELXL97 [31]

SHELXL97 [31]



IKCIIEPUMEHTAJIBHAS YACTb

Cnextpst SIMP 'H perucrpupoBanu Ha chektpomerpe Varian Mercury BB
(200 MTI'ny), BuyTpennuii crangapr TMC. BOXX npoBoamnu Ha mpubope Agilent
Technologies 1200 series Ha xononke ZORBAX Eclipse XDB-C18 Rapid Resolution
HT (4.6 x 50 mM; 1.8 mxm). Cxkopocth motoka 2 mur/muH. I'paguent A:B = 90%:10% —
— B (100%) 10 mun, 3 mun B (100%). A = 95% no o0beMy BOJHOTO pacTBOpa
20 mmoms AcONHy m 5% mo obwvemy aneronntpmina, B = ameronmtpmr. KX
npoBoamwin Ha konoHke HP-5; denmnmernncunokcan 5% (Agilent 19091 J-433),
tomuuua ciost 0.25 mkm. ['a3-HocuTenb reiauid, ckopocTh nmotoka 1 mi/muH. Pexum
temrepatyp: | mun — 200 °C, nossimenne 50 °C/mun o 310 °C; 310 °C — 50 MuH.

1,5'-Audenun- (4a), 3-merun-1,5"-qudenunn- (4b), 3-merni-1-(2-nmupuaun)-
5'-3Tna- (4e) " 3-merni-1-gpenna-5'-3rua-6,6-numerni-4,4',6'-rpuokco-
4,5,6,7,3',3'a,4',5',6',6'a-nexarmapocnupo[unaazosi-5,3"-nuppoJio|3,4-clnupazon| (4f)
(obmas metoanka). PactBop 1 MMOIB COOTBETCTBYIOMIErO Ara3onHaazona 1 u 1 Mmmois
3amenieHHoro ManenanMuna 3 B 5—7 Mt CH,Cl, BBIIEepKUBAIOT 6—7 CYT MpU TeMIIepaType
20 °C. O6pazoBaBuIKiics: 0CaI0K IPOIYKTA 4 OT(HUIBTPOBBIBAIOT, IIPOMBIBAIOT Ha (QHIIBTPE
HeOompiuMu nopuusamu xonoxHoro CH,Cl,. M3 ¢usTpara TOMOMHUTETBHO OCAKAAIOT
rekcaHoM poAyKT 4. CyMMapHOe KOTHYIECTBO COSNMHEHNS 4 TIepeKPHCTAILIN30BEIBAIOT,
pactBopsist ero npu kursiuernd B CH,Cly 1 o6aBisist rekcaH 10 Havajla KPHCTa/UTH3aLiH.

2,3,5'-Tpudenunn- (5a), 2,5'-nudenna-3-(4-xaopdpenun)- (5b), 2-penna-3-(4-
xaopdenun)-5'-3tua- (5c), 3-(4-mumernaamunopennn)-2,5'-1upenni-6,6-1umeTni-
4,4',6'-Tpnokco-4,5,6,7,3'3'a,4',5',6',6'a-nexarnapocnupo [unaazo.1-5,3'-nuppoo-
[3,4-c]mupa3zo] (5d) nonayyaroT aHaNOrMYHO coequHeHusM 4a—f U3 1uazonHIa30J0B 2
1 COOTBETCTBYIOMIET0 N-3aMeIIeHHOTO MaJIeHHUMHA 3.

3,1'-Audenun- (6a), 3'-merna-3,1'-nupenn- (6b), 3'-merna-1'-2-nupuani)-3-
dpennn- (6¢) u  3'-merma-1'-2-mupuann)-3-3Tmi-6',6'-numermii-2,4,4'-Tpuokco-
4',5',6',7'-rerparuapo-1'H-cnupo|3-azaduuukno(3.1.0)rexcan-6,5'-unnazon]  (6d)
(obmast Mmerouka). PacTBop coeauHeHUs 4 B TONYOJEC WIM aHWU30JIe KUMATAT 1—2 9 10
MpeKpamieHus: BbIAeNeHHS a3oTa. [Ipogykt 6 ocaxmaror go0aBIeHHEM K
OXJIXKJJCHHOMY PacTBOpPY M30bITKA TeKCaHa M NePEKPUCTALIN30BBIBAIOT U3 3TAHOJIA.

3,2',3'-Tpudenni- (7a), 3,2'-audpenna-3'-(4-xaoppenni)- (7b), 3'-(4-xaoppenu)-
2'-pennn-3-3rua- (7¢) u 3'-(4-gumerwiamuHodenmnn)-3,2'-1udpeHuns-6',6'-1umMeTnI-
2,4,4'-Tpuokco-4',5',6',7'-rerparuapo-1'H-cnupo[3-azadunukio(3.1.0)rexkcan-6,5'-
uHAa30J] (7d) nonyyaroT aHaJOTMYHO CIMPOCOEAMHEHUsIM 6 u3 coenuHeHuil Sa—d.
[lepexkpuCTaIN30BBIBAIOT U3 3TAHOMA.

PeHTreHOCTPpYKTYypHOe HccieioBaHue coequHeHuid 7¢ u 4b. MoHOKpucTayibl
coequaeHuil 7¢ 1 4b Beipamensl u3 sTaHona u 50% sTaHONA COOTBETCTBEHHO. J[is
Havaja KPUCTAIUTU3AIMH B PACTBOP JO0ABISIIM MEIKUE KpUCTAIUTBI 4b, MoydeHHEIe
myteM ObicTpoit kpuctrammmzamuun B CH,Cl,, AHanu3 mpoBomwiIM TpH KOMHATHOM
Temrepatype Ha aBTomaruueckoMm mudpaxromerpe "Nonius KappaCCD" no 20, =
55° (Ao = 0.71073 A). OcnoBHble KpucTamiorpapudeckue XapaKTepPHCTUKH
COCIMHEHHUH, a TAKKe MapaMeTpsl YTOYHEHUS! KPUCTAIUTMYECKUX CTPYKTYP IPUBEACHBI
B TalI. 4.
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