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HHPEBPALIEHUSA
7-APWI-7TH-IINPA30.J10(3,4-d][1,2,3] TPUA3UH-4-OJIOB
MO JEMCTBUEM IIEHTAOKCHJIA, TEHTACYJIb®H/JIA
N XJIOPOKCHIA ®OCPOPA

Bzaumoneticteuem  7-apwn-7H-tmpasonol|3,4-d|[1,2,3]rpua3uH-4-00B ¢ TIEHTAOKCHIIOM
WM nerTacyiabdunaoM ¢ocdopa odpasyrores 6-(5-amuHo- 1-apmt-1H-mmipason-4-mn)- 1 -apmi-
1 H,4H-tmpazonol3,4-d][ 1,3 ]okcazun-4-oH61 U 6-(5-amunO- 1 -apmi- 1 H-mupason-4-mn)- 1 -apui-
1H,AH-mmupazono|3,4-d][1,3]tna3uH-4-THOHBI COOTBETCTBEHHO. Peakiuiss ¢  XJIOPOKCHIOM
¢ocdopa npusomut K 1-apui-5-xiop-1H-mmpason-4-kapOOHMIXIIOpHIaM, U3 KOTOPBIX CHHTE-
3MPOBaHbI COOTBETCTBYIOIINE AMHJIBL, THAPA3UIBI U 3aMEMEHHBIE 1,3,4-0KCaana3obl.

KaroueBnie cioBa: meHtaokcun ¢ochopa, meHracymbhun ¢ochopa, MUPaszoIIo-
OKCa3WHbI, MTUPA30JI0THA3UHEI, MUPA30J0TPUA3UHBL, XIopokcu hochopa.

MHoroyHKIIMOHAIEHBIE TETEPOLUKIIBI, conepkarime 1,2,3-Tpua3suHoBbBIN (par-
MEHT, 00Ja/al0T IMHUPOKUM CHEKTPOM OMONOTHYEeCKOH akTHBHOCTH [1—4], uTO, B
CBOIO OoYepeib, CTUMYJIUPYET pa3paboTKy METOAOB CHHTE3a HOBBIX THIIOB I'eTEpO-
UKJIMYECKUX CHCTEM Ha MX ocHoBe. Hacrosimias paboTa mocCBsIeHa HCCIeI0Ba-
HUIO CHUHTETHYECKUX BO3MOXKHOCTEW Majou3y4eHHbIX 7H-mupasono[3,4-d][1,2,3]-
TprazuH-4-o5oB 2a,b, B 4aCTHOCTH NPOLYKTOB, 00pa3yIOLIMXCS IPH PEAKLMU ATUX
coeauHeHHH ¢ pochopcomepKaUMH ICKTPOPUITAMH: TIEHTAOKCHIIOM, TIEHTACYIb-
¢unom u xnopokcuznom ¢pochopa. Coenunenus 2a,b OblIM MOTYUEHBI AUAZ0TUPO-
BaHUEM 5-amHHO-|-apwui-1H-nupason-4-kapookcamuoB 1a,b BomHEIM pacTBOpOM
HUTpPUTA HATPUS B CMECH YKCYCHOW M COJISTHOW KHCIIOT [5] wim B pa30aBIeHHOMN
COJISTHOM Kuciote [6, 7].
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a Ar=Ph, b Ar=4-MeCH,

Harpesanwue mipazonotpruasnHoOIOB 2a,b ¢ meHTaokcumoM (ocdopa B KUTIAIIIEM
JMMOKCaHe TIPUBOINT K 00pa30BaHMIO 3aMEIIEHHBIX MHpa3oio|3,4-d][1,3]okca3uHo-
4-onoB 3a,b c Berxomamu 35-38% (tabm. 1). [lomoOHas peakuus W3BecTHA IS
3,4-nuruapo-1,2,3-6eH30Tpra3nHoOHOB [8, 9].

O06pazoBanme okcazuHOB 3a,b MOKHO TPEJCTaBUTh KaK Pe3yNbTaT MPOTEKAHHS
psifa mocenoBaTeNbHBIX MPOIECCOB: OTHIETUIEHHE MOJIEKYJIbI a30Ta, 00pa3oBaHUe
keTreHoB B, mumepmsarmus B uHTepMeawarsl C BeimenacTBue [4+2]-ITUKIOTPH-
COETMHEHNS U TaJbHEUIIast IPOTOTPOITHAS H30MEPH3AIHsL.
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IMenTaokcua ¢ochopa B AaHHOM MPOIECCe HEOOXOIUM, IMO-BHIUMOMY, IS
cTabunu3anuu KeTeHoB B 3a cu€r oOpa3oBaHus WHTEpMenuaToB Tuma D, KoTopbie
MeIJIEHHO TPEeBPAaIaloTCcsl B KOHEUHBIE MPOIYKTH 3a,b.

?° Os¢
7Y 0 0 XN
N\/I IIl |P| N
NN T NTT N
Ar H 0O o H Ar
D

Crpoenue coequnenuit 3a,b noxazano merogamu PCA u IMP cnexrpockomnumu.
B cnekrpax AMP 'H (1abn. 2) 6-(5-amuHo-1-apui-1H-mmpa3on-4-mi)-1-apu-
rupazono| 3,4-d][1,3Jokcasun-4(1 H)-oHoB 3a,b MpHCYTCTBYIOT CHTHAJIBl apOMaTH-
YEeCKUX MPOTOHOB, YIIUPEHHBIH CHTHald MpOTOHOB rpymmsl NH, B obmactu 6.78—
6.93 M. . ¥ CHUTHaJBl IPOTOHOB MUPA30JBHBIX (ParMEHTOB (CHHIJIETH B 001aCTH
7.94-8.02 u 8.32-8.41 m. n.). B cmekrpax SAMP BC okcasuna 3b umerorcs
CUTHAJIBl SIIep YIJIepoJa MUPa3oNIbHBIX KOJEll, 3K30UUKIndeckoil rpymmsl C=0
(160.3 M. 1.), a TakKe CUTHAIIBI ATM(PaTUISCKUX U apOMATHYECKUX sIAep yriepoa.

Jna coenuuenns 3b ObL1 KCHONB30BaH Takke KOMIUIEKCHbIH SIMP  anamu3
(NOESY, COSY, HSQC, HMBC) (puc. 1, Tabn. 3). Curnansr 2D-CieKTpoCKOITUU
NOESY 7.45 (H-2",6") < 6.78 (NH,), 7.75 (H-2",6") < 6.78 (NH,) u HMBC
7.94 (H-3") — 95.0 (C-4"), 7.94 (H-3') — 154.7 (C-5"), 8.32 (H-3) — 99.0 (C-3a),
8.32 (H-3) — 149.5 m. a. (C-7a) cornacyroTcsi ¢ MpeyioKEHHOH CTPYKTYPOH.

PentrenoctpykrypHoe uccienoBanue coeauHeHus 3b (puc. 2) mokasano, 4To
1,3-0Kca3uH-6-OHOBBI (parMeHT B LEIOM HMEET T€OMETPHYECKHUE XapaKTepHC-
THUKH, CXOXKHE C TaKOBBIMH paHEe MCCIICAOBAHHBIX COEAMHEHHH, COAEPKAIIUMH
arot nuki [10, 11].

Jmuna cesasu N(3)=C(4) 1.288(5) A, uTo xapakTepHO I CTaHAAPTHOI
nsoiiHoit cBsi3u C=N. B T0 xe Bpems mmuna cBsizu N(3)-C(3) cocraBuser
1.360(5) A, uTo cBOMCTBEHHO CONMPSKEHHBIM aPOMATHYECKUM CUCTEM. B 1enom,
3HA4YEHUs JUINH CBSI3€H U BAJICHTHBIX YIJIOB B MUPA30JbHBIX LIUKIAX COOTBETCTBY-
10T CTaHIaPTHBIM.
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Tabonuia 1l
DU3HKO-XHMHYECKHE XAPAKTEPUCTUKA CHHTE3HPOBAHHBIX COEIHHEHU I

Haiineno, %

Coenu- Bpyrro- Beruucneno, % % o Beixoz,
HEHHUE ¢dopmymna T. %, °C %
C H Cl N S
2a | C;oH;NsO 56.61 | 3.38 - 32.56 - 140-142 (c pasn.) 88
56.34 | 3.31 32.85 (136 (c pazn.) [6])
2b | C;HgNsO 5823 | 3.92 - 30.93 - 144-145 84
58.15 | 3.99 30.82
3a | CyH4NGO, 64.65 | 3.93 - 22.43 - 221-223 38
64.86 | 3.81 22.69
3b | CnpHisNgO, 66.55 | 4.71 - 21.13 - 236-237 35
66.32 | 4.55 21.09
4a | CyH14NgS, 59.45 | 3.60 - 20.67 | 16.20 254-256 34
59.68 | 3.51 20.88 | 15.93
4b | CHgN6S, 61.18 | 4.08 - 19.83 | 15.16 283-284 36
6137 | 4.21 19.52 | 14.89
5a |C;oHeCLN,O | 50.15 | 2.31 | 2943 | 11.73 - 133-134 65
49.82 | 2.51 2941 | 11.62 (134 [14))
5b |C;HsCLN,O | 51.98 | 3.28 | 27.77 | 10.71 - 93-94 63
51.79 | 3.16 | 27.79 | 10.98
6a |C;;H;3CIN,O, | 60.21 | 4.01 | 10.67 | 16.78 - 206-208 70
59.92 | 3.85 10.40 | 16.44
6b |[C;sHsCINJO, | 61.12 | 424 | 10.21 | 15.65 - 216-217 67
60.94 | 4.26 9.99 15.79
6¢ |C;sH; CIN,O, | 52.11 | 3.24 | 10.01 | 15.87 | 8.98 236-238 62
S 51.95 | 3.20 10.22 | 16.16 | 9.23
7a |C;;H;,CINJO | 6348 | 3.43 | 10.89 | 17.42 - 109-110 74
63.26 | 3.44 10.98 | 17.36
7b  |C;sH;3CINGO | 63.90 | 3.90 | 10.71 | 16.70 - 112-113 77
64.20 | 3.89 10.53 | 16.64
7¢ | C;sHoCIN,OS | 55.03 | 3.01 | 10.56 | 16.83 | 10.04 149-150 51
54.80 | 2.76 10.78 | 17.04 | 9.75
8 C1oHoCIN,O 50.48 | 3.63 | 15.13 | 23.43 - 177-179 78
50.75 | 3.83 14.98 | 23.67
9 C;H,CIN,OS | 47.08 | 2.48 | 13.01 | 19.89 | 11.32 210-212 88
4740 | 2.53 12.72 | 20.10 | 11.50
10a |C;3H; CIN,OS| 51.04 | 3.48 | 11.88 | 18.54 | 10.66 Macio 88
50.90 | 3.61 11.56 | 18.26 | 10.45
10b | CoHsCIN,OS | 59.85 | 4.06 9.56 | 1497 | 8.49 73-75 62
59.60 | 3.95 9.26 14.63 8.37
11a |C;3H|,CIN;O | 59.39 | 5.46 | 13.72 | 15.66 - 113-114 73
59.21 5.35 13.44 | 15.93
11b |C,H,CIN;O | 57.53 | 4.68 | 14.03 | 16.98 - 83-84 58
57.72 | 4.84 14.20 | 16.83
11c¢ |C;H;4CIN;O | 65.18 | 4.28 | 11.18 | 13.18 - 96-99 66
6549 | 4.53 11.37 | 13.48
11d |C4H;,CIN;O | 60.71 | 5.86 | 12.98 | 15.07 - 104-105 89
60.54 | 5.81 12.76 | 15.13
11le |C;;H;4CIN;O | 5948 | 5.58 | 13.61 | 15.68 - 98-99 68
59.21 5.35 13.44 | 15.93
11f | C;gHcCIN;O | 66.59 | 5.07 | 10.80 | 12.78 - 181-182 79

66.36 4.95 10.88 | 12.90
* PacrBoputenu misa kpuctammzanun: MeCN (coenunenus 3a,b, 4a,b, 7a—c), rexcan (coenuHeHUs

5a,b, 11a,b,d), EtOH (coenunenue 8), nerposneitabiii a¢up (ppaxuus 60-95 °C, coenunenus 10b,
11e), CsHg (coenunenus 11c,f).
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Tabnuuna 2
Crextpbl SIMP "H cHHTe3HPOBAHHBIX COeIHHeHHil

Coenu-
HEHUE

XuMHYECKHEe CIBUTH, 0, M. 1. (J, ')

2b

3a

3b

4a

4b

5b
6a

6b

6¢

Ta
7b

Te

10a

10b

11a

11b
11c

11d

11e

11f

2.40 (3H, ¢, CH3); 7.41 (2H, o, J = 6.0, H Ar); 7.90 (2H, x, J = 6.0, H Ar); 8.57 (1H, c,
H-5); 15.31 (1H, yu. ¢, OH)

6.93 (2H, ¢, NHy); 7.48 2H, T, J = 7.5, H Ar); 7.55-7.68 (6H, m, H Ar); 7.89 (2H, n,
J=1.5,H Ar); 8.02 (1H, ¢, H-3"); 8.41 (1H, ¢, H-3)

2.38 (3H, ¢, CH;); 2.39 (3H, ¢, CH3); 6.78 (2H, ¢, NH,); 7.36 (2H, 1, J = 7.5, H Ar);
737 2H, 1, J = 7.0, H Ar); 7.45 2H, 1, J = 7.0, H Ar); 7.75 (2H, 1, J = 7.5, H Ar);
7.94 (1H, c, H-3"); 8.32 (1H, ¢, H-3)

7.19 (2H, ¢, NH,); 7.49 (1H, T, J = 7.0, H Ar); 7.50 (1H, 7, J = 7.6, H Ar); 7.54 (2H, n,
J=17.6, H Ar); 7.56 2H, 1, J = 7.6, H Ar); 7.58 2H, 1, J = 7.0, H Ar); 7.79 (2H, n,
J=1.0, H Ar); 8.06 (1H, ¢, H-3"); 8.42 (1H, ¢, H-3)

2.42 (6H, ¢, 2CH3); 7.15 (2H, ¢, NH,); 7.34-7.50 (6H, m, H Ar); 7.72 (2H, n, J = 7.0,
H Ar); 8.10 (1H, ¢, H-3"); 8.49 (1H, ¢, H-3)

2.43 (3H, ¢, CH3); 7.31 (2H, n, J= 8.0, H Ar); 7.49 (2H, n, J = 8.0, H Ar); 8.20 (1H, ¢, H-3)
7.47-7.72 (8H, m, H Ar); 7.94 2H, 1, J = 6.5, H Ar); 8.38 (1H, ¢, H-3); 10.35 (1H, c,
NH); 10.53 (1H, ¢, NH)

2.39 (3H, ¢, CH;); 7.41 2H, 1, J= 4.2, H Ar); 7.51-7.66 (5H, m, H Ar); 7.68-7.80 (2H, m,
H Ar); 8.37 (1H, ¢, H-3); 10.33 (1H, ¢, NH); 10.46 (1H, ¢, NH)

721 (1H, T, J = 4.0, H tnoden); 7.48-7.70 (5H, m, H Ar); 7.85 (1H, n, J = 4.0,
H tuoden); 7.89 (1H, n, J = 4.0, H tnoden); 8.34 (1H, c, H-3); 10.28 (1H, c, NH);
10.48 (1H, ¢, NH)

7.55-7.75 (8H, m, H Ar); 8.15 (2H, 1, J= 7.6, H Ar); 8.39 (1H, c, H-3)

2.44 (3H, ¢, CH3;); 7.48 (1H, o, J = 7.5, H Ar); 7.53 (1H, T, J = 7.5, H Ar); 7.60 (1H, T,
J=17.0, H Ar); 7.65 2H, 1, J = 7.0, H Ar); 7.69 (2H, n, J = 7.0, H Ar); 7.90 (1H, x,
J=17.5,H Ar); 7.93 (1H, ym. 1, J = 7.5, H Ar); 8.55 (1H, ¢, H-3)

7.34 (1H, 1, J = 4.0, H tnoden); 7.60 (1H, r, J = 7.0, H Ar); 7.64 2H, 1, J= 7.0, H Ar);
7.69 2H, n, J = 7.0, H Ar); 791 (1H, x, J = 4.0, H troden); 7.99 (1H, n, J = 4.0,
H tuoden); 8.51 (1H, ¢, H-3)

4.46 (2H, yur. ¢, NH,); 7.49-7.62 (5H, m, H Ar); 8.19 (1H, ¢, H-3); 9.53 (1H, ¢, NH)
7.52-7.72 (5H, m, H Ar); 8.39 (1H, ¢, H-3); 14.70 (1H, yur ¢, SH)

1.52 (3H, T, J = 8.0, CH,CH3); 3.33 (2H, x, J = 8.0, CH,CH3); 7.50-7.76 (5H, m, H Ar);
8.19 (1H, ¢, H-3)

2.24 (3H, ¢, CH3); 4.53 (2H, ¢, CHy); 7.15 (2H, n, J = 7.8, H Ar); 7.35 2H, n, J = 7.8,
H Ar); 7.50-7.76 (5H, m, H Ar); 8.40 (1H, ¢, H-3)

0.92 (3H, 1, J = 7.2, CH,CH,CH,); 1.52-1.55 (2H, m, CH,CH,CH3); 3.19 (2H, x, J=7.2,
NCH.,); 7.42-7.68 (5H, m, H Ar); 8.13 (1H, 1, J = 7.2, NH); 8.18 (1H, ¢, H-3)

2.99 (3H, ¢, NCH3); 3.08 (3H, ¢, NCH3); 7.48-7.65 (5H, m, H Ar); 7.97 (1H, ¢, H-3)

2.28 (3H, ¢, CH3); 7.16 (2H, o, J= 7.8, H Ar); 7.48-7.75 (7H, m, H Ar); 8.42 (1H, ¢, H-3);
10.00 (1H, ¢, NH)

0.90 (3H, T, J = 7.2, CH,CH,CH,); 1.51-1.55 (2H, m, CH,CH,CH3); 2.40 (3H, ¢, ArCHj);
3.19 2H, k, J= 7.2, NCH,); 7.38 (2H, 1, /= 7.6, H Ar); 7.43 2H, n, J=7.6, H Ar); 8.18
(1H, T, J=7.2,NH); 8.21 (1H, ¢, H-3)

2.40 (3H, ¢, ArCH3); 2.99 (3H, ¢, NCH3); 3.07 (3H, ¢, NCH3); 7.38 (2H, 1, J = 7.6, H Ar);
7.47 2H, n, J=17.6, H Ar); 7.99 (1H, c, H-3)

2.29 (3H, ¢, CH3); 2.42 (3H, ¢, CH3); 7.16 (2H, n, J = 7.8, H Ar); 7.41 2H, n, J = 7.6,
H Ar); 747 2H, o, J = 7.6, H Ar); 7.60 2H, n, J = 7.8, H Ar); 8.41 (1H, ¢, H-3);

9.98 (1H, ¢, NH)
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Puc. 1. OcHOBHBIE KOpPESALUHI U OTHECEHHUSI CUTHAJIOB (M. 1)
B criekTpax SIMP "HuBC coennHenus 3b

Burmkmgeckuii N(1,2)0(1)C(1-5) pparment mianapen B npegenax 0.0156(26) A,
nupa3onbHbIi nukia N(4,5)C(6—8) mpakTHueck KOIIaHaApeH U MOBEPHYT BCETO Ha
2.21(19)°, B To Bpems kak ¢eHunbHbId nukia C(9-14) pa3sépHyT Ha 28.35(12)°.
4-Merundenunpubiii 3amecturens C(16)—C(22) pa3BEpHYT OTHOCHTEIBHO MUpa-
30bpHOTO nukia Ha 48.55(11)°. B kpucrayie HaOiromaercs oOpa3oBaHHE Kak
BHyTpH- (N(6)-H(1)-"N(3)), Tak u mexmonekymsapasix (N(6)-H(2)---O(2) $1)
BOJIOPOJTHBIX CBsi3ell co cnemyromumu napamerpamu: N(6)-H(1) 0.97(6), N(6)---N(3)
2.910(5), N(6)-H(1)-N(3) 125(4)°; N(6)-H(2) 1.08(7), N(6):--O(2)_$1 2.950(5),
N(6)-H(2)-O(2) $1 144(6)° (cumBosniom $1 00603Ha4YEeH aTOM, CBSI3aHHBIH ¢ 0a30-
BBIMHU aTOMaMH onepanuein cummerpuu x+0.5, 1-y, z).
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Puc. 2. O6muii Bug MoJeKybl coequHeHHs 3b B IpeIcTaBIeHUN aTOMOB
SIIMIICOUAAMH TEIUIOBBIX Konebanuii ¢ 50% BEpOSATHOCTHIO
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Tabnuna 3
Koppeasiuuu, naiizennslie B cnektpax COSY, NOESY, HSQC u HMBC coenunenus 3b*

H 5 'H, 5 B¢, 8

’ COSY NOESY HSQC HMBC
2.39 737 737 21.1 130.4
7.37 2.39; 7.45 2.39; 7.45 130.4 21.1; 130.4; 137.8
7.45 7.37 7.37: 6.78 124.1 124.1; 135.7
7.94 - 7.75 139.5 95.0; 151.2; 154.7
6.78 - 7.45;7.75 - -
8.32 - - 138.3 100.0; 149.5
7.5 7.36 7.36;7.94 122.7 122.7; 135.4
7.36 7.75 7.75;2.38 130.3 21.1; 130.3; 138.0
2.38 7.36 7.36 21.1 130.3

* OTHECEeHHUS CUTHAJIOB CM. Ha puc. 1.

B pe3ymberate peaknuu coequHeHHA 2a,b ¢ meHTacynbpuaoM Gochopa odpasy-
oTcsa  6-(5-amuHO- 1 -apwi- 1 H-iupazon-4-mn)- 1 -apunmmpasono| 3,4-d][ 1,3 |tnazus-
4(1H)-tuonsl 4a,b ¢ Beixomamu 34-36%.

S
4 S
P,Ss, A N

Za,b _>_ N N A\
2 Ar/ | N

N

HN
4a,b Ar

a Ar=Ph, b Ar=4-MeC4H,

MoOXHO MPEeaNoNIoKUTh, YTO BHaYaje o0Opa3yloTcs coequHeHus 3a,b, KoTopble
3aTeM MOJ ACHCTBHEM MeHTacyiabduna gocdopa npeBpalaoTcss B THA3UHEI 4a,b.
[MonoGHble mpeBpameHnss OEH300KCa3MHOB B OEH30THA3MHBI ONMKCAHBI B JIUTEPa-
Type [12, 13]. CpaBrenue cnekrpos SIMP °C coenunenuii 3a,b u 4a,b cBugeTess-
cTByeT 0 Hannuyuu B mocieanux C=S rpymnnsl (197.7 u 194.6 M. 1. Ans coeTUHEHUH
4a u 4b coorBercTBeHHO). Kpome Toro, ansi coenuHeHus: 4a ObLI HCIHONB30BaH
SAMP ananmuz (NOESY, COSY, HSQC, HMBC) (puc. 3, Ta6in. 4). Curnanst NOESY
779 (H-2"6") <719 (NH,) u HMBC 8.06 (H-3")— 100.9 (C-4"), 842
(H-3) > 117.2 (C-3a), 8.42 (H-3) — 146.6 m. a. (C-7a) mogo0HBI CHUTHAJIAM JIJIst
okca3uHa 3b, UTo 0OIHO3HAUHO JOKa3bIBAET CTPOCHUE COEANHEHNUH 4a,b.

[Ipu B3aumopelictBun 7-apun-7H-nupazono|3,4-d|[1,2,3]rpuazun-4-onos 2a,b
¢ XJI0poKkcHIoM (ochopa COOTBETCTBYIOLINE 4-XTOPIPOU3BOAHBIC HE 00Pa3yIOTCsl.
B pesynerare peakuumu oOpasyrotcs 1-apui-5-xmnop-1H-nupaszon-4-kapOoHuI-
xyopusl Sa,b. CoenuHenne 5a ObUIO MPEBPAICHO B COCMHEHUsS 6a—c, a 3aTeM B
1,3,4-okcannazonsl 7a—c. PU3HKO-XUMUYECKHE M CHEKTPAJIbHBIE XapaKTEPUCTUKU
XJIOPaHTUAPUAA Sa NACHTHYHBI TAKOBBIM IPOAYKTa, OMMCAaHHOTO B pabote [14].

7z

N
POCI, \
DMF NHNH R _soct,
2ab——> |
RN N/ \
N

(Ar =Ph) \
Ar
S5a,b Ph 6a—c Ph Ta—c

5a Ar=Ph, b Ar=4-MeC¢H,; 6, 7a R =Ph, b R =3-MeC4H,, ¢ R = 2-trennn
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Puc. 3. OcHOBHBIE KOpPESALUHI U OTHECEHHUSI CUTHAJIOB (M. 1)
B criektpax IMP "HuBC coenrHenus 4a

Cnextpst SIMP 'H TONydYeHHBIX NpOIYKTOB, TPHBEASHHBIE B TaGl. 2, mOJ-
TBEPXKIAIOT CTPYKTYpY coequHeHui Sb, 6a—c, 7a—c. {1 HUX XapaKTepHBI CUTHAIBI
npoToHa npu aroMe yriepona C-3 nmupasonbHoro ¢parmenta B odnactu 8.20-8.55 m. 1.

Jnst  paccMmoTpeHusi TpocTpaHCTBEHHOro crpoenust  2-(1-dennn-5-xmop-1H-
npason-4-um)-5-R-1,3,4-okcaanazonoB 7a—¢ HaMM IPOBEJIEHO PEHTTEHOCTPYKTYpHOE
uccrnenopaHue coeauHeHust 7a  (puc.4). 1,3,4-OkcanmazonbHbId LUK HMeEET
reoMeTpHYecKhe XapaKTEepHCTUKH, OOBIYHBIC ISl T€TePOLMKIOB C IBYMsI aToMaMu
a30Ta, JEXallMMH B IUIOCKOCTH (CpelHee OTKIOHEHHE aTOMOB M3 IIIOCKOCTH
cocraBnser 0.0096 A), a pacnpenenenue IIMH CBs3eli U BAGHTHBIX YIVIOB B HEM
OM3K0 K TAaKOBBIM POJICTBEHHOIO COCIUHEHHMS, MCCIIeNOBaHHOTO panee [15].
[Mupa3onbHbIA UK TaKKe UMEET CTPOCHUE, OOBIYHOE IS TAKOTO THIA COCIAMHEHUN
[16], 1 pa3BEPHYT OTHOCUTEIBHO OKCaIMa30ibHOrO Konblla Ha 14.9(1)°. deHunsHbIC
zamecturemn C(6-11) u C(12-17) pa3BépHYTHl OTHOCHTEIHHO MHPA30JIBHOIO U
OKcaJina3oibHOro rerepormkiioB Ha 42.7(1) u 6.0(2)° coorBercTBeHHO. B KpHcTaiie
OOHapy’KeHBI ClleTKa COKpaIEHHBIE MEKMOJICKYJISIPHBIC KOHTAKTHI B BUjE OSCKOHEd-
HBIX LIETIOYEeK BIOJIb KpUCTayuorpapudeckoid ocu y Mexay aromamu xjiopa Cl(1) u
aromamu a3ota N(2) Ha paccrosuuu 3.228(2) A (310 3HauYeHHME HECKONBKO MEHBIIE
CYMMBI BaH-JIep-BaallbcOBBIX PAyCOB THX aTOMOB, KoTopoe cocTasiser 3.38 A [17]).
Jpyryx cOKpamEéHHBIX MEXMOJIEKYISIPHBIX KOHTAKTOB B KPUCTAJIJIE HE HalIEHO.

Tabnuna 4
Koppeasuuu, naiinennsie B cnektpax COSY, NOESY, HSQC u HMBC coenunenns 4a*

s 'H, 5 B¢, 8

’ COSY NOESY HSQC HMBC
7.49 7.58 7.58 128.5 1242
7.58 7.49;7.79 7.49;7.79 128.9 129.9; 137.9
7.79 7.58 7.58;7.19 124.2 124.2; 128.5
8.06 - - 139.4 100.9; 147.8
7.19 - 7.79 - 100.9; 139.4
8.42 - - 137.5 117.2; 146.6
7.53 7.54 7.54 124.4 124.4; 128.8
7.54 7.53; 7.50 7.53; 7.50 130.0 130.0; 137.5
7.50 7.54 7.54 128.8 124.4

* OTHECeHHsI CUTHAJIOB CM. Ha pHc. 3.
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Puc. 4. O0muii BUa MOJIEKYJIbl COEIHHEHHS 7a B IPEACTABICHIH aTOMOB
SIIMIICOUAAMH TEIUIOBBIX Konebanuii ¢ 50% BEpOATHOCTHIO

XJmopaHTUAPHI 5a JIETKO B3aUMOACHCTBYET C THIPA3WHTHAPATOM C 00pa3oBa-
aueM ruapasuna 8. [locrmemnnii wcmonms30BaH HaMH it moydeHus S-(1-denn-
5-xyop-1H-tmupazon-4-un)-1,3,4-okcamuazon-2-tuona (9). B moms3y muxmm3anuu
pHu NEeHCTBUHM Ha THApa3HI 8 cepoyriiepoja CBUAETEIHCTBYET MCUE3HOBEHHE B
criexktpax MK momoc mormomenunst C=0 rpymmst mpu 1655 e 1 NHNH, ¢par-
MenTa mpu 3212-3286 cM ' 1 mosiBIeHHE ¢1a00ii OTOCH! TTOTIONUICHAS BaTCHTHBIX
xoneGanuit rpymmsr SH mpu 2782 em'. Kpome toro, B crektpe SIMP 'H okca-
Irazoina 9 OTCYTCTBYIOT CHTHAIBI TIPpoToHOB (parmMenTa NHNH, nipn 4.46 n 9.53 M.
1., XapaKTepHbIE U TUApa3uaa 8, W MOSIBIIAETCS CHUTHAN MpOTOHa rpymmsl SH B
BHJIE YIIUPEHHOTO cuHTieTa mpu 14.70 M. 1. AJKWINPOBaHHE THOIPON3BOIHOTO 9
strmmonuaoM Tpopogumu B JIM®PA B mpucyrcreum K,CO; mpu 20-25 °C, a
ATKWINPOBaHUE 4-METWIOCH3WIXJIOPUAOM — Tpu kumsuennn B EtOH B
npucytctBun EtN. [1pu atom coenuuaenns 10a,b Beinenens! ¢ Berxogamu 88 u 62%
COOTBETCBEHHO.

H,NNH,
52 ———= /_?: Et3 /_i /_i

Ph
8 Ph 9 Ph 10a,b

10 a R = Et, b R = 4-MeCH,CH,

CremyeT OTMETHTH, UTO MTOJOOHBIC COSTUHEHISI, KOTOpBIEe coaepxar 1,3,4-okca-
AA30JIBHBIA TETEPOITUKI B TOJIOKeHUH 4 5-xj10p-1H-mpa3onbHOoTO (pparmMenTa,
panee He ObUTM M3BeCTHHL. OHU MOTYT TPEJCTABIATH, UHTEPEC KaK OMOIOTHYECKH
aKTHBHBIC BemecTBa (cM. aHajgoruu [18-20]).

[Ipu peaxrm 1-apuit-5-xiop- 1 H-mupa3on-4-kapOOHWIXIOPHIOB 5a,b ¢ ammHaMu
00pasyroTcs aMHIBI TUPA30TIIIKApOOHOBEIX KUCITOT 11a—f.

0 R

/

N
RIRZNH 2

S5ab —> 7\ R

Et;N No Cl

h
Ar 11a-f

11 a—c Ar = Ph, d—f Ar = 4-MeCgH,;
a,d R'=H,R’>=n-Pr; b, e R'=R*=Me; ¢, f R'=H, R*=4-MeC4H,
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CoctaB u crpoenue npoaykroB 8, 9, 10a,b, 11a—f moarBepskieHbI pe3yabTaTaMu
3JIEMEHTHOro aHanm3a (Tabn. 1) W crekTpadbHBIMH JaHHBIMHU (Tabm. 2). [ng HuxX B
cnektpax SIMP 'H xapakrepen curuan mporoHa mpu atome C-3 IHPa30NbHOTO
(hparmenTa B obnactu 7.97-8.42 m. 1.

Taxum 06pa3om, HAMH HCCIIEIOBaHbI HEKOTOPBIE MTpeBpalieHus 7-apui-7H-mpa-
30510[3,4-d][1,2,3]Tpra3uH-4-010B 10] JACHCTBUEM IEHTAOKCH[A, MEHTACyIb(ua
u xyopokcuaa ¢ochopa u MOKa3aHO, YTO 00pazyromuecs MPH 3TOM MPOIYKTHI
MOTyT OBITh MCIIOJIB30BAHEI IJIA TIOJTy4YCHUSA pa3HOO6pa3HBIX TETCPOUUKITNYCCKUX
COEIMHEHUH.

IKCIIEPUMEHTAJIBHASI YACTb

UK crekTpsl 3aperucTpupoBaHbl Ha crekTpomeTpe Vertex 70 B Tabmerkax KBr.
Crexrpst SIMP 'H u *C sanmcansr Ha npu6ope Bruker Avance DRX-500 (500 u 125 MI'
cootBeTcTBeHHO) B pactBope JIMCO-d¢ (coenunenust 2b, 3a,b, 4a,b, 6a—c, 7a—c, 8, 9, 10b,
11a—f) u CDCl; (coenunenus 5b, 10a), crangapt TMC. Crextper COSY, NOESY, HSQC
n HMBC 3aperucTpupoBaHbl, HCIONB3YS CTaHAAPTHBIE METOIOWKH C TPaIUCHTHBIM
BeifeseHreM curnaia. s cnektpoB NOESY 1., 500 mc, mia cnektpoB HMBC 1., 166 mc.
XpoMaTo-Macc-CIeKTPHl  3allMCAHbl TPH HCIOJIB30BAHUN JKUIKOCTHOW XpOMaTO-Macc-
CrHieKTpoMeTpudeckoll cucteMbl Ha Xxpomarorpade Agilent 1100 Series, ocHaIEHHBIM
JIMOJIHOW MaTpulleil ¢ Macc-ceneKTHBHBIM jieTekropoM Agilent LC\MSD SL. [Tapamerpsr
Xpomarto-Macc aHaimsa: KojgoHka Zorbax SB-C18, 4.6 x 15 mmM, 1.8 MkM; pacTBopuTenu A)
MeCN-H,0, 95:5, 0.1% CF;COOH, b) 0.1% Bomnas CF;COOH; moTtok smtoeHTa
3 mi/muH; 066EM BrpbickuBanusA 1 Mk, Y@ netexropst 215, 254, 285 um; XU npu atmo-
cepHOM [aBlieHUU. DJEMEHTHbIN aHalM3 TMPOBeNEH B aHAIMTUUYECKOH naboparopuu
Wucturyra Onoopranuueckoit xumuu u Heprexumun HAH Vikpaumnesl. TemmepaTypsl
IaBJeHnss ompenaeneHsl Ha mpubope Fisher-Johns. KonTtpoms 3a xomom peakumit u
YUCTOTOH CHHTE3WPOBAHHBIX coeAnHeHnH ocymecTBiéH Metoq TCX Ha mmactuHax Silufol
UV-254 B cucteme CHCl;-MeOH, 10:1.

CriekTpanbHBIE XapaKTePUCTHKN COSINHEHNS 2a COOTBETCTYIOT IUTEPATyPHBIM [5].

7-Apun-7H-nupa3zono[3,4-d|[1,2,3]Tpuazun-4-oab1  2a,b (obmas wmerommka). K
pactBopy 10 mmone mmpaszona la [6] wm 1b [21] B 600 ma koru. HCl mpubasmistoT mo
karwsiM 1ipu —3 °C B teuenue 40 mun pactBop 13.8 1 (20 mmons) NaNO, B 50 mi H,0.
PeakunoHHyI0 cMeCh IepeMEIINBAIOT IIPH 3TOH K€ TeMIlepaType B TeUeHne 2 9, 3aTeM B
teuerne 10 u npu 20 °C. BrinaBumii ocanok oTduibTpoBbiBaoT, npombiBator H,O, EtOH,
BBICYIIMBAIOT M TIONYYalOT AHAINTHYECKH YHCTBIE NPOXYKTHl 2a,b, KoTopwie 0e3
JIOTIOJIHUTEIBbHOM OUMCTKU UCIIONIB3YIOT ISl NalbHEUILINX MIPEBPAILECHU.

6-(5-AmuHo-1-apui-1H-nupa3on-4-un)-1-apuianupa3zoo|3,4-d][1,3]okcazun-
4(1H)-oub1 3a,b (obmiast meromuka). Cmech 10 mMmonb coemuueHus 2a wm 2b, 2.98 1
(21 mmonp) P,Os B 50 mut abc. JUOKCaHa KUISITAT B T€UEHHE 3 9 TPU HHTEHCUBHOM IIepeMe-
[IMBaHMM, [IPY 3TOM HaOIrrogaeTcss OypHOe BBIIENICHHE ra3a u ocMoseHne. CMech 0XJIaXXIatoT
10 20-25 °C, pacTBOp IEKaHTHPYIOT, PACTBOPHUTEIb YAAISIOT IPH MOHWKCHHOM JaBIICHHH,
nobasistrot 2 Mt 2-PrOH, ocaniok oTGUIBTPOBRIBAIOT M OYMIIAIOT NEPEKPHCTAIITH3AINCH.

Coennnenue 3a. K croextp, v, oM 1t 3456, 3343 (NH,); 1777 (C=0); 1627, 1585,
1541, 1506.

Coenunenne 3b. Crekxtp SAMP BC, 8, m. o 21.1 (2CH3); 95.0 (C-4 mmpason); 99.0
(C-3a); 122.7, 124.1, 130.3, 130.4, 135.4, 135.7, 137.8, 138.0 (C 2Ar); 138.3 (C-3 mupa-
3o0s00kca3uH); 139.5 (C-3 mupasom); 149.5 (C-7a); 151.2 (C-6 mupazonookcasun); 154.7
(C-5 mupason); 160.3 (C=0). Macc-cniektp, m/z (Iy, %): 397 [M-H]" (85).

6-(5-AmuHo-1-apui-1H-nupa3zon-4-un)-1-apuianupasono[3,4-d][1,3] Tuazun-
4(1H)-tnonbl 4a,b (obmras meroaunka). Cmech 2 MMOJIb coenuHeHus 2a wim 2b, 0.533 r
(2.4 mmonw) P,Ss B 20 M1 abc. AMOKCaHA KUTATAT B TeUeHHWE 3 U TP MHTCHCHUBHOM Iiepe-
MEIIMBaHUH, OxJaxngaroT a0 20-25 °C, pacTBOp AEKaHTHPYIOT, PACTBOPUTENH yIAIISIOT
TIpY TTOHMKEHHOM JIaBJIEeHUH, 100aBisaoT 2 M 2-PrOH, ocanok oTGuIsTpOBBIBAIOT, CyIIaT
U KPUCTAJUTA3YIOT.
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Coennnenne 4a. Criextp SIMP °C, 8, m. 1.: 100.9 (C-4 mupason); 117.2 (C-3a); 124.2,
124.4,128.5, 128.8, 129.9, 130.0, 137.5, 137.9 (C 2Ph); 137.5 (C-3 nupa3onoTtuasun); 139.4
(C-3 mupasomn); 146.6 (C-7a); 147.8 (C-6); 166.6 (C-5 mupazoin); 197.7 (C=S). Macc-crekTp,
m/z (L, %): 402 [M]" (100).

Coenunenne 4b. UK cmektp, v, oM !t 3428, 3309 (NH,); 1604, 1551, 1512, 1478.
Crextp SIMP °C, 8, m. 1. 21.2 (2CH3); 100.8 (C-4 mmpaszon); 117.2 (C-3a); 124.0, 124.5,
130.3, 130.4, 135.1, 135.5, 138.2, 138.3 (C 2Ar); 138.3 (C-3 mupazonoruaszus); 139.1 (C-3
nupason); 146.5 (C-7a); 147.7 (C-6); 166.7 (C-5 mupazomn); 194.6 (C=S).

1-Apuia-5-xn0p-1H-nupa3os-4-kapooHuaxjaopuabl Sa,b (obmas meromuka). K cmecn
20 mmonb coenunenus 2a win 2b u 50 mit POCl; mo6assitor no karwwsim 5 vt ade. JIM®DA Tak,
4yToOBI cMech Kumena. PactBop kumsrar B Tewenue 2 4, n3obitok POCl; ynassiior npu moHu-
JKEHHOM JaBIIeHMH. MacIsHUCTBIN ocTarok 3kcTparupytor 700 M1 ropsaero abc. OeH3oma.
Benzon ymamnstoT npy OHIKEHHOM JIABIEHHUH, OCTAaTOK OYHIIAIOT IIePeKPHCTAIIH3AICH.

Coenunenue 5b. K cnektp, v, em 1770 (C=0), 1511, 1409.

N'-Auni-1-¢pennn-5-xaop-1H-nupason-4-kapéoruapazuasl 6a—c (00mas MeToauka).
Cmecy 0.482 r (2 MMomb) coenWHEHHWS 5a, 2 MMONb THApA3WAa COOTBETCTBYIOIICH
kucnotel ¥ 0.202 1 (2 mmoie) EtsN B 10 Mt abc. EtOH xumsartar B Tedenue 2 4. BrimaBmmit
0Ca/I0K OTQHIBTPOBBIBAIOT, CYILIAT U aHAM3UPYIOT O€3 OMOJIHUTEIBHOW OYHCTKH.

Coennnenne 6a. Crektp IMP °C, §, m. 1.: 113.4 (C-4 mupazon); 129.8 (C-5 nupa-
30m); 126.2, 128.0, 129.0, 129.8, 129.9, 132.4, 133.0, 137.6 (C 2Ph); 140.4 (C-3 mupazomn);
160.5 (C=0); 166.4 (C=0). Macc-cniektp, m/z (Lo, %): 339 [M—H]" (98).

Coemnnenne 6b. UK crextp, v, cM ' 3212, 3008 (NHNHS,), 1674 (C=0), 1640 (C=0),
1561, 1499.

5-R-2-(1-®ennun-5-xaop-1H-nupa3on-4-un)-1,3,4-oxcaanazonnl 7a—c (00mas MeTo-
quka). Cmech 1 MMoIb coenuHeHHs 6a—¢ KumsTaT B TedeHue 2 4 ¢ 5 i SOCI,. M30biTOK
SOCl, ypansiroT mpu HOHW)KEHHOM jaaBicHud. OcTaToKk 00pabaThIBArOT BOOH, 0CAIOK
OT()HIBTPOBEIBAIOT M OYUINAIOT MIEPCKPUCTAIUTH3ALUCH.

Coequnenne 7a. Macc-criextp, m/z (Iym, %): 323 [M+H]" (97).

Coenunenne 7b. UK crextp, v, oM 1623, 1595, 1551, 1501, 1424, 1397.

1-®enui-5-xqaop-1H-nupaszon-4-kapooruapazua (8). Cmecy 0.964 r (4 MMoinb)
coenunenus Sa u 10 ma N,H,-H,0O nepememmusator ripu 20-25 °C B teuenue 12 4. Ocagok
oTpuIbTPOBEIBAIOT, MpoMeiBaroT H,O, cymar u oummaror mnepekpucramim3amuei. MK
crektp, v, cM 1 3286, 3212 (NHNH,), 1655 (C=0), 1624, 1554, 1503, 1458. Cnextp
AMP BC, 8, m. a.: 114.3 (C-4 nmpason); 126.1 (C-2,6 Ph); 128.5 (C-5 mmpason); 129.6
(C-1 Ph); 129.8 (C-3,5 Ph); 137.7 (C-4 Ph); 140.1 (C-3 mupazomn); 160.9 (C=0).

5-(1-®ennn-5-xaop-1H-nupa3zon-4-ui)-1,3,4-oxkcaguazon-2-tuoa (9). Cmecy 0.592 1
(2.5 mmonn) coequaenust 8, 0.505 r (5.0 mmons) Et;N 1 0.570 1 (7.5 mmons) CS, B 25 mur abe.
MeCN HarpeBatoT B TeueHue 4 4 mpu 50 °C, pacTBOpUTENb YAAISIOT MPU MOHIKEHHOM
JIaBIICHUM, OCcTaToK oOpabarbBaroT 10 mim H,O, BRIMaBmmi 0CagoK OT(QWIETPOBBIBAIOT H
TIOTYYarOT COCAMHCHNE 9 B aHANMTUYCCKH YHCTOM Bﬂﬂe.I{K,cneKTp,v,CM’E 2782 (S—H);
1638, 1504, 1424, 1403. Criexrp SIMP “C, 8, m. 1. 105.3 (C-4 mmpaszon); 126.0 (C-2,6 Ph);
127.9 (C-5 nupazomn); 130.0 (C-3,5 Ph); 130.1 (C-1 Ph); 137.4 (C-4 Ph); 140.2 (C-3 nupazon);
155.1 (C-5 nupason); 177.2 (C—S). Macc-cnektp, n/z (Iyy, %): 277 [M=H]" (100).

2-(1-®enuna-5-xsop-1 H-nupazon-4-ui)-S-3ruiacynaspanmni-1,3,4-okcaguason (10a).
Cwmecsk 0.557 T (2 mmons) coequnenus 9, 0.828 1 (6 mmons) K,CO;, 1.248 1 (8 mmonb) Etl B
5 mn abe. [IM®A nepemenmBator B TedeHue 16 u npu 20-25 °C. CMech BbUIMBAIOT Ha JIEN,
akcrparupytor CH,Cl, (3 x 20 mir). PactBopuTtens ynansioT NMpu ITOHMKEHHOM [IaBIICHUH,
nmobasistor 50 Mt merponeriHoro adupa (dpakmss 60-95 °C), pacTBOpUTENs YIAPUBAIOT
JI0CyXa, TIONTYJaloT JKENTOe Macio, KOTOPOE aHATM3UPYIOT O3 JOMOTHUTETBHON OYHCTKH.

2-(1-Penna-5-xaop-1H-nupa3on-4-uni)-5-{[(4-meTnadennn)merni|cyabpanni}-
1,3,4-oxcagnazona (10b). Cmecs 0.139 1 (0.50 mmons) coenuuenus 9, 0.076 T (0.75 Mmmonb)
Et;N u 0.085 r (0.70 mmonp) 4-metmnOensmixmopuna B 7 mu abc. EtOH kumsarsat B
TedyeHue 3 4. PacTBopuTENb yIAISIOT TIPU TOHIKEHHOM JIaBJICHHUH, OCTaTOK 00pabaThIBaloOT
H,0, oOpa3oBaBumiicsi 0cajok OTGHILTPOBBIBAIOT U OUUIIAIOT [IEPEKPUCTAIII3ALUCH.
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N-R'R*-1-®enna-5-x0p-1H-nupason-4-kapéoxcamuapl 11a—f (06mas MeToqnka).
Cmech 2 MMoITb coesiHeHust Sa,b, 2 Mmonb cootBeTcTBytomero amuia u 0.202 r (2 MMoub)
Et;N B 5 M1 aGc. OGen3ona nepemennBaioT B TeueHue 12 4 nmpu 20-25 °C, pacTBopuTENbH
YAAJSIOT TIPH MMOHIKCHHOM JIABJICHUH, K ocTaTKy mobaBisaioT 30-50 mun H,O, BemaBmmit
0CaI0K OT(QUIBTPOBBIBAIOT, CYIIAT ¥ OUUIIAIOT IEPEKPUCTAIIN3AIIEH.

Coemnnenne 11a. Criextp SIMP °C, 8, m. 1.: 11.9 (CH;); 21.2 (NCH,CH,CH3); 40.9
(NCH,CH,CHj3); 115.6 (C-4 mmpazon); 126.0 (C-2,6 Ph); 128.3 (C-5 mmpason); 130.2
(C-3,5 Ph); 135.4 (C-1 Ph); 139.4 (C-4 Ph); 140.3 (C-3 mupazomn); 160.7 (C=0).

Coenunenne 11d. UK cmektp, v, em s 3277 (N-H), 1639 (C=0), 1567, 1517. Macc-
crextp, m/z Iy, %): 278 [M]"™ (100).

Coennnenne 1le. UK cmektp, v, em ' 3109 (N-H), 1620 (C=0), 1543, 1515, 1403.
Macc-cnektp, m/z (L, %): 264 [M]" (100).

Coenunenne 11f. UK cmextp, v, em 1t 3257 (N-H), 1645 (C=0), 1600, 1551, 1516,
1402. Macc-cektp, m/z (Lo, %): 326 [M]" (100).

PentrenocTpyktypHoe ucciaenoBanue coeauHenusi 3b. MoHokpucrami ¢ JIUHEH-
HbiMu pazMepamu 0.39 x 0.35 x 0.15 mm. HccnenoBanue npoBeAeHO NPU KOMHATHOM
Temrnepatype Ha qudpaxromerpe Bruker Smart Apex I (AMoKao-u3inyuenue, rpadutoBblit
MOHOXPOMATOP, Oax 27.5°, cermeHT cepnl —23 < h <23, —5<k <5, -20 << 35). Beero
cobpano 10414 orpaxenuit, U3 KoTopbix 3035 sBisIOTCS He3aBUCHUMBIMU (R-(axTop
ycpenaenus 0.0834). Brina BBemeHa KOppekIws moriomieHus mo mporpamme SADABS
MeTooM MyNbTHCKaHUPOBaHUS (Tyin/Tmax 0.1527), a Takke BBeieHa MOINMpaBKa Ha
usorponny skctuakimio (0.0084(10)). Kpucrtamielr coemunenus 3b  (CpHgNgO,,
M 398.42) pomOudeckue, IpOCTpaHCTBeHHAs rpymma Pca2,, a 17.815(4), b 3.8805(10),
c27377(7) A; V 1892.6(8) A’; Z 4; dyu 1.398 r/em’, 110.094 MM, F(000) 832.
Crpykrypa pacmmdpoBaHa mpsMbiM metonoMm u yrouneHa MHK B momHOMaTpuyHOM
AQHM30TPOITHOM  TNPHOJIMDKEHHH C  HUCIIOJIb30BaHMEM KOMIUlekca mporpamm  Bruker
SHELXTL [22]. Atomsr Bogopona H(1) u H(2), kotopsie yuacTByIOT B 0Opa3oBaHHH
BOJIOPOAHBIX CBS3EH, BBIABICHBI M YTOUHEHBI H30TPOIHO, MOJOKEHHE OCTAIBHBIX aTOMOB
BOJIOPO/Ia OMpEIeNieHO reoMeTpudecku. B yTouneHnn ucmonb3oBaHo 1660 oTpakeHHi
I>20(l), 280 yTouHsEeMBIX IIapaMEeTpPOB, YHUCIO OTpakeHUH Ha mapamerp 5.9,
HCTIONB30BaHA BecoBas cxema o = 1/(c*(Fo?) + (0.0467P))), rane P = (Fo’+2Fc)/3,
OTHOIIEHHE MAaKCHMAaJIbHOTO (CPEIHEro) CABUTA K IOTPEIIHOCTH B IOCIEIHEM LHKIE
0.002 (0.000). OxonvarenpHbIE 3HaUeHUS (aKTOpoB pacxomumoctu R1(F) 0.0476, WR2(F®)
0.094 1o orpaxenusim ¢ I>2o(l), R1(F) 0.1128, wR2(F?) 0.1204, GOOF 0.967 1o Bcem
HE3aBHCUMBIM OTpakeHHsM. OcTaTo4yHasi 3JIEKTPOHHAS IUIOTHOCTh W3 Pa3HOCTHOTO psiaa
dypse nocie nocaeaHero wuka yrounenns 0.16 u —0.17 /A’

PenTreHocTpykrypHoe ucciieioBanue coequHeHuss 7a. MOHOKpUCTAILI C JMHEHHBIMU
pasmepamu 0.43 x 0.27 x 0.10 mm. HMccnenoBaHue NHpoOBEIEHO NP KOMHATHON Temiie-
parype Ha mudpakromerpe Bruker Smart Apex II (AMoKa-nznyuenue, rpaduToBbiit
MOHOXPOMATOP, Omax 26.93°, cermeHT cheprr -9 <A <9, -16 <k < 16,-18 <1< 19). Beero
cobpano 15082 otpakeHuil, U3 KOTOPHIX 3225 SBIAIOTCS HE3aBUCHUMBIME (R-(pakTop
ycpennenust 0.0463). bbuta BBejeHa KOppekiws morjomienus mo mporpamme SADABS
MeToioM  MyIbTUCKAHUPOBAHUS.  (Tin/Tmax  0.774319).  Kpucramier coenuueHus 7a
(Cy7H;,CIN4O, M 322.75), pomOudeckue, mpocTpaHcTBeHHast rpynma P2,2121; a 7.4094(3),
b 12.9429(5), ¢ 15.6245(6) A; V7 1498.38(10) A’; Z4; dy, 1.431 t/em’; 10.265 mm ',
F(000) 664. Ctpykrypa paciidpoBana npsMbiM MeTo1oM 1 yrouynena MHK B momHOMAaT-
PUYHOM aHHM30TPOITHOM IPUOJIIKEHUH C WCIIOJIb30BaHMEM KOMILIeKca mporpamm Bruker
SHELXTL [22]. ITonoxeHne BCex aTOMOB BOIOPO/Ia OTIPEIEIICHO TeOMETPHUIECKU. B yTou-
HEHHMH UCTIONB30BaHo 2384 orpaxkenuii ¢ /> 26(/), 208 yTOUHSIEMBIX ITApaMETPOB, YHCIIO OTPaKeE-
wii Ha mapamerp 11.4, ucrone3oBana BecoBasi cxeMa o = 1/(6*(Fo®) +(0.0296P)*+ 0.1849P), rae
P=(Fo® + 2Fc%)/3, OTHOLIEHHE MAKCHMAJbHOIO (CPEIHEro) CIBHra K MOTPEIIHOCTH B
nocienaem nukie 0.002(0.000). OxoHuatenbHbIE 3HA4YCHHS (DAKTOPOB PACXOIUMOCTH
R1(F) 0.0376, wR2(F”) 0.0709 o otpaxenusam ¢ I > 26(), R1(F) 0.0681, wR2(F”) 0.0805,
GOOF 1.02 no BceM He3aBUCUMBIM oTpakeHHAM. [lapamerp ®mnaka 0.04(7). OcraTounas
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AJIEKTPOHHAsI INIOTHOCTh U3 PA3HOCTHOTO psifia Pypbe mocie MOoCieIHEero UKIa yTOUHeHHsI
0.141-0.16 e/A’.

KoopauHaThl aTOMOB, T€OMETPUUECKHIE TApaMETPbl MOJICKYJI M KpUcTaJuiorpaduueckue
JIAaHHBIE JIeTIOHUPOBaHbl B KeMOpWIKCKOM OaHKe CTPYKTYPHBIX JaHHBIX ([ETIOHEHTHI
CCDC 857126 (coenunenune 3b) u CCDC 857127 (coenunenue 7a)).
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