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PEAKIIUUM AMUUHOB C 5-METWJIEH-1,3-TUOKCOJIAH-2-OHAMHA

CocTaB U BBIXOIBI NPOXYKTOB B3amMoneiicTBus 4,4-muankui-S-meTuies-1,3-nuokconan-2-
OHOB C aMMAMHAMH 3aBUCAT OT CTPOCHHS MCXOJHOTO aMHUJMHA U YCIOBHIl peakuuu: 2-aMHHOIH-
PUAUHBI IPUBOIAT K 3-3aMEIICHHBIM 4-THAPOKCH-4-METUIOKCA30IMINH-2-0HaM U 4-METHIICHO-
KCa30JIMANH-2-0HaM, a TaKXe K cum-KapObamugam; 2-aMUHO-4,6-TUMETIIIUPUMUANH — K COOT-
BETCTBYIOLIEMY 4-METHICHOKCA30JIMINH-2-0HY; 2-aMHHOTHA30JIbl — K JIMHEHHBIM OKCOYpeTaHaM
U cum-KapOamMuIaM.

KiroueBble c10Ba: 2-aMUHONMPHIUHBI, 2-aMUHONMPHUMUIMHBL, 2-aMHHOTHA30JbI, 4-TUap-
OKCHOKCA30JIUIUH-2-0Hbl, S5-METHJICH-1,3-THOKCOIaH-2-0Hbl, 4-METUICHOKCA30JIMINH-2-0HbI,
cum-xKapOaMuipl, KapOaMaTskl.

[enbto naHHOM pabOTHI OBIIIO U3yUYCHUE HE OMHCAHHOTO B JIUTEPATYPE B3aH-
MoneiicTBusa S-metuneH-1,3-nuokcosad-2-0H0B 1 ¢ aMUAMHHBIMUA CHCTEMAaMH.
B otnmume ot peaknuu ¢ anmudaTHIECKUMH M apOMaTHISCKUMHA aMHHAMH [1],
9TO B3aUMOJIEiicTBHE TpoTeKkaeT Ooyiee CIOKHO W TpedyerT Ooilee TOHKOTO
TEMITePaTypHOTrO KOHTPOIIS.

2- AMWHOTIMPAMHJINH 2 pearupyer ¢ THOKCOIAaHOHOM la Kak OOBIYHBIN mep-
BHYHBINA aMuH, peakuus npotekaet mpu 150 °C 3a 46 4 U MPUBOIUT K OKCa30-
muanHOHY 5a ¢ Beixogom 40%. Peaknuns mociieoBaTeinbHO MPOXOTUT HYepe3
CTaauH JTMHEHHOTO KapOamaTa 3a M MUKINIECKOT0 OKCa30IMINHOHA 4a.
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B cnekrtpe SAMP 'H okcasommanHOHa 5a mMeercs XapaKTepHBIM CUTrHaI
metmineHoBoi rpynmnsl C=CH, — nBa ny6nera (4.24 m. 1., 1H, u 4.87 m. 1., 1H)
¢ "Hebonpmoi remuHansHOit KCCB J = 1.5 T'm; 8 UK cnektpe — kosieOanms
rpynmst C=0 1770 cM ', B Mace-criektpe — muk M.
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Peakmus 2-amuHonmpunnHoB 6a—d c amokconmaHomamu la,b mpotekaer
Oonee cioxxHo: ipu 60 °C ee MPOIYKTAMH SBISIOTCS TOJIHKO OKCA30JIUINHOHBI
4 w/vm 5, Ta peakiusa HUKoraa He moxoauT A0 koHma (TCX KoHTpoms); a mpu
temreparype 110 °C u BbIlle 3aMETHO OCJOXHSETCS OOpa30BaHUEM CLUM-
kapbamuioB Tima 7. [IpoMexyrodnsie TuHEIHbIE KapOaMaThl, ToAo0HbIE 3a, B
JAHHOM ClIydae TakKe He OBUIM BBIACNEHBI: OHH, ITO-BHIUMOMY, MOIHOCTHIO
OUKITU3YIOTCS B OKcasonuanHOHBl 4b—f. OxcazommmuHoH 4b ToXke He OBLT
BBIJICJICH: OH Cpa3y MpPEeBpalaeTCs B HENPEAEIbHBIA OKCa30auAUHOH Sb.
(HexoTopble 0Kkca30MuINHOHBI 4 TEPMUYECKH HECTOWKH U JIETKO TEPSIOT BOIY
HE TOJBKO MPH HAarpEeBaHWH, HO TaXKe MPU KOMHATHOW Temmepatype [1]*.)

R2 R3
Rl: O\n/o + HZN@ —

O

1a,b 6a—d

R3

Rz: HO R3
—  RUO N4<:E/> + \ / NH[CO
TN
0

N

4[b,c], d-f 7a

5b, [c—e]

1aR?>=R'=Me, b R*+R! = (CH,)5; 4 b-e R*=R'=Me, b R*=H, ¢ R* = 3-Me; d R® = 4-Me;
e R*=6-Me, fR*R' = (CH,)s, R®*=6-Me; 5bR*=R' =Me, R*=H, c R =R! = Me,
R*=3-Me; 6aR*=H,bR*=3-Me, c R*=4-Me, dR*=6-Me; 7aR*=H

Cornacuo crnextpam SIMP 'H, okcasomuamsoH 4¢ oGpasyeTcst B CMeCH C
OKCa30JuAMHOHOM 5S¢ (=1:1); pa3genuTh X HaM He yaanock. Harpesanue B Te-
yenue 1 9 okcazonuanHOHOB 4¢/5¢ ipu 110 °C npuUBOIUT K UX PA3IOKCHUIO IO
CIIO)KHOU CMeCH HeMJIeHTU(UIUPOBAHHBIX NPOAYKTOB. OKcazonuauHoHbI 4d u
4e conepxat HEOOIBIIOE KOTMYECTBO COOTBETCTBYIOIIETO OKCA30IUANHOHA TH-
na 5. Hu xpuctamnuzanus, Hu Xpomarorpaduyeckoe pasieieHue He MPUBOIAT
K yaaneHuro npumecH. Beixoa B peakiuu coctasnget 31-65%.

* Oxa3anock, 0JJHAKO, YTO OKCA30JMAMHOH Sb mox peiicTBHeM Bilarm Bo3ayxa 3a 3 T. MOYTH
KOJIMUECTBEHHO MpeBpaTuics, cornacHo SIMP 'H, B okcasomumunon 4b. Bompoc nepexona 4 B 5
u S B 4 6yaer pacCMOTpEH HaMH B ITOCTIEAYIOMINX ITyOIHKAIHSX.
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Tadonuma 1

3aBHCHMOCTb BBIX0JI0B OKCA30IHIUHOHA Sb 1 cum-kap6amuaa 7a
OT TeMIepaTypsl

YcnoBust peakiuu Brixox, %
Temneparypa, °C Bpewms, u 5b 7a
15-25 3 mec 0* 0*
60 115 43 0*
110 9 26 27
180 0.5 13 13

* Kountpons mo TCX.

3aBHCUMOCTb COOTHOIIEHHS 00Pa3yIOIINXCsl IPOAYKTOB OT TEMIIEPaTyphl U
BpPEMEHH peakLuy MOKa3aHa Ha MpUMepe B3auMOJCHCTBUS AMOKCOTIaHOHa 1a u
2-amuHOTIMpHaNHA 6a (Tabxn. 1). CormacHo AaHHBIM TaOJIHIBI, TPOLECC CUITBHO
YCKOPSIETCS C MOBBIIIEHUEM TEMIIEPaTyphl, HO MPH 3TOM MOOOYHO 0Opazyercs
cum-kapbamu] 7a, ¥ BBIXOJIBI KaK IIEJIEBOT0 MpoaykTa Sb, Tak u mobodHoro 7a,
MajaroT.

B cnexrpe SAMP 'H okcasonumunona 5b MPUCYTCTBYIOT XapaKTepHbIE JBa
nyonera rpynmel C=CH,, okcazomuauHoHoB 4d—f — oxujaemble CHUTHAIIBI
rpynn OH-4 (6.20-6.60 m. 1., 1H, ¢) u CH3-4 (1.52-1.68 m. a., 3H, c). B UK
CIEKTpax OKCa30JNMAWHOHOB 4 U 5 HabmoxaroTcs xonebanus rpynmsl C=0, a
okcazonmuanHoHOB 4d—f — xonebanus rpynnel OH. B UK cnektpe cum-kap6-
amuja 7a MpUCYTCTBYIOT XapaKTepHBIX Ui KapOaMuaoB KBapTeT rpymnmsl NH,
a taxke konebanus rpynmel C=0. B macc-criektpax Bemiects Sb, 4d—f u 7a
IPHUCYTCTBYIOT MUKU M (Tabm. 2—4).

Jnst moaTBep KICHHUS CTPOCHUST OKca3zoduauHoHa 4f ObUIM TOTIOTHUTENIBHO
BBITIOJIHEHBI PEHTTEHOCTPYKTYPHBIE HCCIeJoBaHus (PUCYHOK). B nanHo# Moie-
KyJie MATHWICHHBIH TeTePOIMKI UMeeT KOH(OpMAINI0 UCKaKEHHOTO KOHBep-
ma: atom C(2) otkaonserca or miockoctu C(3)O(1)C(1)N(2) na —0.388 A
(TIIOCKOCTh BHIONHSAETCS ¢ ToyHOCThI0 +0.03 A). LluknorekcaHoBoe KOMIbIIO
HaxoauTcs B KoH(popmarmu kpecno: atoMbl C(3) u C(6) BBIXOAAT U3 ILIO-
CKOCTH, TIpoBefieHHO uepe3 aTombl C(4)C(5)C(7)C(8) ma —0.621 u 0.665 A
COOTBETCTBEHHO (OTKJIOHEHHE aTOMOB OT CPEAHEH IJIOCKOCTH HE IMPEBBIIIACT
+0.011 A). JIByrpanHbIii yroa Mekay ABYMs PacCMOTPEHHBIMH BBILIE MIOCKHU-
MU (pparmeHTamMu MoJieKyJbl paBeH 82.5°. LllecTH4eHHBIH T€TEPOLMKI ILUIO-
CKHii (IJIOCKOCTh BBITONHSAETCA ¢ TouHOCTBIO £0.009 A). CkpyueHHOCTH MOIE-
Kynbl oTHocuTenbHO cBs3un C(9)-N(2) ompenensieTcsi OBYIpaHHBIM YIJIOM
MEX]y TUIOCKOCTBIO IIECTUWICHHOTO TeTePOLHKIA U TMJIOCKOW YacThIO MSATH-
YJIEHHOTO KOJbIla, paBHBIM 39.9°. Habmiomaemas B3auMHasi OpUEHTAIHMS TeTe-
POLIMKJIOB TMPHBOAMT K oOpasoBanuio mnpoynoii BMBC wmexny atomom
BOJIOpOJia THAPOKCUIBHOW TPYNIBI M aTOMOM a30Ta MHUPHIUHOBOTO KOJIbIA
O(3>-H(30)...N(1) ¢ mapamerpamm: O(3)...N(1) 2.828(2), O(3)-H((30) 0.88(3),
H(30)...N(1) 2.16(3) A, yron O(3)-H(30)...N(1) 132(2)°. Kpome Toro, Ha-
OmogaeTcsl BHYTPUMOJICKYIISIPHBIA HEBAICHTHBIH KOHTAKT Mex1y atomoMm O(2)
KapOOHMIBHOM Tpynmbl 1 aTomMmoM H(10) mMUpuMAMHOBOTO reTEepolMKIa C pac-
crosauem H(10)...0(2) 2.48(3) A, koTopoe MeHble CyMMbI BaH-Iep-BAaalbCOBBIX
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Tabnuma 2

KoHCeTaHTBI M BBIXO/IBI OKCA30JIMAMHOHOB 4 M 5, kap6aMaToB 3 U cum-Kap6aMuaoB 7

Co-
elu- T. ., s UK crnextp, : o BeI-
e oC* Ry v, o) Macc-cnekrp, m/z (1, %) xom. %
HUE
3b 132-134 0.63 1725, 1750 318 [M]" (13.1), 233 (10.9), 219 (18.0), 56
(CO); 3360 217 (100.0), 190 (36.9), 148 (36.9), 147
(NH) (42.2), 116 (12.4), 115 (12.6)
3¢ 105-108 0.86 1745 (CO); 348 [M]" (6.8), 331 (21.1), 287 (26.0), 286 60
3410 (NH) (31.3), 271 (25.3), 248 (11.7), 248 (100.0),
221 (18.0), 203 (12.6), 179 (14.8), 178
(18.1), 163 (26.0), 159 (11.7), 146 (11.6),
135 (21.1), 134 (19.0)
3d 97-99 0.68 1735, 1750 278 [M]" (10.9), 192 (11.8), 179 (12.9), 68
(CO); 3360 178 (58.8), 176 (100.0), 149 (47.2), 148
(NH) (33.2), 135(29.3), 108 (11.2), 96 (11.2), 92
(22.3)
3e 73-75 0.55 1730, 1750 228 [M]" (16.4), 187 (13.0), 142 (26.7), 60
(CO); 3360 127 (100.0), 126 (13.6), 100 (36.7), 85
(NH) (22.3), 82 (12.0)
4d 76-79 0.4 1735 (CO); 236 [M]" (1.9), 221 (13.6), 193 (1.5), 178 65
3430 (OH)*** (2.5), 151 (23.6), 150 (13.5), 135 (100.0),
108 (43.3), 93 (14.5),92 (51.2)
4e 72-75 0.4 1735, 236 [M]" (3.6), 221 (34.4), 193 (3.4), 178 53
3460%** (11.0), 150 (12.8), 151 (54.1), 135 (100.0),
108 (39.0), 92 (79.1), 93 (15.9)
4f 92-94 0.44 1750, 3400 276 [M]" (3.2), 261 (17.7), 149 (34.0), 136 31
(15.0), 135 (100.0), 134 (34.5), 108 (14.2),
99 (32.6), 92 (38.1), 80 (49.9)
5a 79-81 0.42 1770 233 [M]" (1.2), 191 (10.2), 190 (79.2), 189 40
(100.0), 175 (45.6), 107 (22.4), 93 (10.6),
82 (13.1)
5b 57-59 0.5 1725%** - 43
7a 175-177 0.18 1695, 1750, 214 [M]" (21.7), 121 (44.4), 120 (41.8), 94 27
3000, 3050, (100.0), 92 (20.5)
3130, 3220
7b 260-270 - 1660, 1675, - 24
(c pazmn.) 2840, 2950,
3100, 3220
Tc 258-294 - 1685, 2860, - 46
(c pasi.) 2950, 3120,
3200
7d 315-320 - 1680, 2760, - 42
2910, 2970,
3030
Te 275 - 1645, 3040, - 51
(cy6i.) 3110, 3140,
3200

coeuHeHUl 7b—e — Ha ImapuKe TepMOMETpa.

* T. mn coenuneHuir 3b—e, 4d—f, Sa,b u 7a usMmepsuin B 3amasHHOM KaNmUIspe,

** Tlomyuamu B cMecH xsopodopm—meranon, 9:1 (coexunenust 3b—e), GeH3om—3THIIAIETAT,
2:1 (coenunenus 4d,e, Sb, 7a), 6enzon—oatunanerar, 9:1 (coenuneHue 4f) u OeH30I—-3TUIIAIICTAT,
1:1 (coenquuenue Sa); coenuneHus: 7b—e He 00JIAIAIOT TOJBHKHOCTHIO.

**% YK criextpsl coenunennii 4d,e u Sb canmanu Ha npudope UR-20.
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Tabnuma 3

Cnextpsl SIMP 'H cHHTe3UPOBAHHBIX COIMHEHHIl

Coenu- %
Henue Xumudeckue casuru, O, M. 1. (J, ')
3b [1.54 3H, ¢) u 1.60 (3H, c), OC(CH3),], 1.90 (3H, ¢, C(O)CHj3), 2.40 (3H, c, 4-CH3 Ph),

5.61 (1H, ¢, NH), 7.14 (1H, ¢, Hue5), [7.25 2H, x, J = 10.1) u 7.70 (2H, 1, J = 10.1),
Hpn-2, Hpn-6; Hpp-3, Hpn-5]

3c [1.53 (3H, ¢) u 1.56 (3H, c¢), OC(CH3):], 1.86 (3H, ¢, C(O)CH3), 2.00 (3H, ¢, 5-CH3 Het),
5.62 (1H, ¢, NH), 3.88 (3H, ¢, 4-OCHs Ph), [7.00 (2H, n, J = 10.4) u 7.55 (2H, n,
J= 10.4); th-z, th-ﬁ; th-3, th-S]

3d [1.56 (3H, ¢) u 1.58 (3H, c), OC(CHs)], 1.90 (3H, ¢, C(O)CHa), 5.75 (1H, ¢, NH),
[7.28-7.50 (2H, m) 1 7.70~7.88 (2H, M), Hyter-4, Hiter-S, Hitet-6, Hiter-7]

3e [1.50 (3H, ¢) u 1.52 (3H, c), OC(CHs)], 1.81 (3H, ¢, C(O)CHj3), 5.40 (1H, c, NH), [7.03
(1H, 1, J = 5.6) n 7.43 (1H, 1, J = 5.6), Hyjer-4, Hyer-5]

4d [1.44 BH, ¢) u 1.49 (3H, ¢), 2Cs)Hs], 1.68 (3H, ¢, CyHs), 6.45 (1H, c, OH), 2.38 (3H, c,
4-CH; Py), 6.95 (1H, 1, J = 7.5, Hpy-5), 7.62 (1H, ¢, Hpy-3), 8.15 (1H, 1, J = 7.5, Hp,-6)

4e [1.44 (3H, ¢), 1.50 (3H, ¢, 2C(s)Hs), 1.68 (3H, ¢, CayHs), 2.50 (3H, c, 6-CH; Py), 6.60 (1H,
¢, OH), 6.95 (1H, 1,J = 7.5, Hpy-5), 7.55-7.70 (2H, m, Hpy-3, Hpy-4)

af [1.56-1.91 (9H, M) u 2.05-2.18 (1H, m), 5,5-(CHa)s], 1.52 3H, ¢, CeyHs), 2.50 3H, c,

6-CHs Py), 6.20 (1H, ¢, OH), 7.08 (1H, 1, J = 7.5, Hpy-5), 7.38 (1H, 1, J = 7.5, Hpy-3),
7.71 (1H, 1, Hpy-4)

5a 1.60 (6H, ¢, 2 CsyH3), 2.50 (6H, ¢, 3,5-CH; Pirim), [4.24 (1H, 1, J = 1.5) u 4.87 (1H, 1,
J=1.5, Cay=CH,], 6.98 (1H, c, Hpirim-4)

5b 1.60 (6H, ¢, 2C(syHs), [4.38 (1H, 1, J = 1.3) u 4.59 (1H, 1, J = 1.3), C=CHa], 7.45 (1H, 1,
Hpy-5), 7.61 (1H, 1,J = 6.5, Hpy-3), 8.00 (1H, 1, Hpy-4), 8.54 (1H, 1, =1.9, Hpy-6)

7a 6.98 (4H, 1. 1, J = 6.0, J = 7.2, H-4, H-4), 7.68 (SH, 7, H-3, H-3', H-5, H-5"), 8.38 (4H, 1,

J = 6.0, H-6, H-6"), 11.00 (2H, ym. c, 2,2"-NH)
* Cnextp coenunenust 4f cusat B JIMCO-dg, ocranbhbix coeaunenuii B8 CDCls.

Tabnuma 4

I[al-lﬂble 3JIEMEHTHOI'0 aHAJIU3a

Coeu- Bpyrro- Haiineno, %
Beraucneno, %
HEHUE ¢dopmyna C o N S
3b Ci6H1sN203S 60.37 5.69 8.80 10.06
. . 10.06
3¢ C17H20N204S 58.60 5.78 8.05 9.21
. 5.75 8.05 9.20
3d Ci3H14N205S 56.10 5.06 10.06 11.52
5.04 10.07 11.51
3e CoH12N203S 47.33 5.36 12.29 14.07
47.35 5.31 12.27 14.05
5a Ci2H1sN;0, 62.75 6.53 18.07 -
61.77 6.49 18.02
Sb C11H12N20, 64.70 5.90 13.73 -
64.71 5.88 13.73
7a CiHoN4O 61.65 470 26.20 -
61.68 4.67 26.17
Tb C21H1sN4OS; 62.03 4.50 13.77 15.79
62.04 4.47 13.78 15.77
Te C23H2N40382 59.18 4.79 11.99 13.75
59.20 4.76 12.01 13.74
7d C14H10N4OS> 53.45 3.25 17.80 20.38
53.48 3.21 17.82 20.39
Te C7HgN4OS, 37.13 2.71 24.75 28.31
37.15 2.68 24.76 28.33
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OkcazonuaunoH 4f

pamuycoB 3TUX aToMmoB [2] (mo3tomy, cornacuo AMP 'H, XUMUYECKUN CIBUT
npotoHa H-10 7.38 m. n.). OcranpHble TeOMETPHUUYECKHE MapaMmeTpbl COeAH-
Henus 4f (JUTMHBI CBSI3€l U BAJICHTHBIE YIUIBI) UMEIOT OOBIYHBIEC 3HAUeHUS [3].

B ornuune oT 2-aMUHONMPUMUIWHA 2 U 2-aMUHONMUPUAMHOB 6, MCCieno-
BaHHBIC HAMU 2-aMHHOTHA30Jbl 8 B peakiuu ¢ auokconanoHoM la npu 60 °C
JAI0T TUHEHHBIE OKcoypeTaHbl 3b—e ¢ BeixogoM 56—68%.

R!
1 + Z/ \
a —_—
R S)\NHZ
d

NH/CO
2

R! R!
—_—
R s NH || O | || + R S
o) O
3b—e 7b—e

8a, 3b, 7b R = H, R! =4-Me—Ph; 8b, 3¢, 7¢ R = Me, R! = 4-MeO-Ph;
8¢, 3d, 7d R + Rl = CH=CH-CH=CH; 8d, 3¢, 7e R=R!=H
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JlnmHbBI cBsi3eli B OKca301uIUHOHE 4f

Tabnuma 5

CBs13b d, A CBs13b d, A CBs13b d, A
O(1)-C(1) 1.340 (2) N(2)-C(2) 1.466 (2) C(7)-C(8) 1.530 (3)
O(1)-C(3) 1.466 (2) C(2)-C(15) 1.517 (3) C(9)-C(10) 1.380 (3)
0(2)-C(1) 1.203 (2) C(2)-C(3) 1.549 (3) C(10)-C(11) 1.375 (3)
0(3)-C(2) 1.416 (2) C(3)-C(8) 1.516 (3) C(11)-C(12) 1.371 (4)
N(1)-C(9) 1.332(2) C(3)-C(4) 1.522 (3) C(12)-C(13) 1.374 (3)

N(1)-C(13) 1.348 (2) C(4)-C(5) 1.520 (3) C(13)-C(14) 1.500 (4)
N(2)-C(1) 1.369 (2) C(5)-C(6) 1.519 (3)
N(2)-C(9) 1.418 (2) C(6)-C(7) 1.510 (4)

[pu Temneparype 110 °C u BbIlIe, KaK U B clIy4ae ¢ 2-aMHHONUAPHIMHAMHI
6, Habmromaercs oOpa3oBaHHE MOOOYHBIX MPOAYKTOB — cum-KapbamumoB 7b—e.
Ipu 110 °C cum-xapdbamuy 7e SBISCTCS OCHOBHBIM BEILICCTBOM, a KapOamar 3e
MIPUCYTCTBYET B cienoBbix kKonmdecBax (TCX KoHTpOB).
JlokazaTensCcTBaMU JTHHEWHOW CTPYKTYpPHI coennHeHui 3b—e ciryxat oTcyT-
crBue B crektpax SIMP 'H curnanos rpymn OH u CH; wnmu C=CH, B moso-

KEHUH 4, MPUCYIIMX COOTBETCTBYIONIMM OKCa30JMAWHOHAM THIA 4 win 5,
a raoke Hanmmuue rpynmnsl CH; mpu C=0 (1.81-1.90 m. 1., 3H, c), B To BpeMs
rpynna CsHs okcazonnanHoHOB 4 uMmeeT xumudeckuit capur 1.52—1.68 m. 1.
B UK cnekrpax xapb6amatoB 3b—e Takyke OTCYTCTBYIOT KOJICOaHHS yKa3aHHOM
ruapokcmsHOM Tpymmel. B MK cmektpax cum-xapbamunoB 7b—e HaOmroma-
I0TCA OXumaeMblid kBapteT rpynnsl NH, a takke xonmebanms rpynmsl C=O.

B Macc-criekTpax coenuHeHnit 3b—e nmerorcs maku [M] .

OcHOBHBIE BAJIEHTHbIE YIJibl B OKCa30/IM/ITUHOHE 4f

Tabnuma 6

VYron

W, Tpan

VYron

W, rpaj

C(1)-0(1)-C(3)
C(9)-N(1)-C(13)
C(1)-N(2)-C(9)
C(1)-NQ2)-C(2)
C(O-N2)-C(2)
0(2)-C(1)-0(1)
0(2)-C(1)-N(2)
O(1)-C(1)-N(2)
0(3)-C(2)-N(2)
0(3)-C(2)-C(15)
N(Q2)-C(2)-C(15)
0(3)-C(2)-C(3)
N(22)-C(2)-C(3)
C(15)-C(2)-C(3)
O(1)-C(3)-C(8)
O(1)-C(3-C4)
C(8)-C(3)-C4)
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110.1 (1)
118.0 (2)
122.8 (2)
110.8 (2)
122.8 (2)
122.6 (2)
127.7 (2)
109.7 (2)
109.9 (2)
110.3 (2)
112.7 (2)
108.8 (2)
100.2 (1)
114.6 (2)
107.6 (2)
106.6 (2)
111.5 (2)

O()-CB3)-CQ)
CB)-CR)-C2)
CH-C3)-C2)
CG5)-CH-CE)
C(6)-C(5)-C(4)
C(N-C(6)-C(5)
C(6)-C(7)-C(8)
CB)-CB)-C(7)
N(1)-C(9)-C(10)
N()-C()-N@2)
C(10)-C(9)-N(2)
C(11)-C(10}-C(9)
C(12)-C(11)-C(10)
C(11)-C(12)-C(13)
N(1)-C(13)-C(12)
N(1)-C(13)-C(14)
C(12)-C(13)-C(14)

102.8 (1)
113.9 (2)
113.7(2)
112.5 (2)
110.6 (2)
110.8 (2)
112.1 (2)
112.4 (2)
123.8 (2)
114.6 2)
121.6 (2)
117.4 2)
119.6 (2)
119.8 (2)
1213 (2)
115.9 (2)
122.8 (2)



Tabonuma 7

OcHOBHBIE TOPCUOHHBIC YIJIBI B OKCa30/IM/IHHOHE 4f

Yron T, rpajg VYron T, Tpan
C(3)-O(1)-C(1)-0(2) -172.2 N(2)-C(2)-C(3)-C(8) 140.3
C(3)-O(1)-C(1)-N(2) 7.5 C(15)-C(2)-C(3)-0O(1) 145.0
C(2)-N(2)-C(1)-0O(1) 10.1 C(15)-C(2)-C(3)-C4) 30.3
C(2)-N(2)-C(1)-0(2) -170.2 C(15)-C(2)-C(3)—C(8) —98.8
C(9)-N(2)-C(1)-0O(1) 169.4 O(1)-C(3)-C(4)-C(5) 64.3
C(9)-N(2)-C(1)-0(2) -10.9 C(2)-C(3)-C4)-C(5) 176.8
C(1)-N(2)-C(2)-0(3) 92.7 C(8)-C(3)-C(4)-C(5) -52.8
C(1)-N(@2)-C(2)-C(3) -21.7 C(3)-C(4)-C(5)-C(6) 55.9
C(1)-N(@2)-C(2)-C(15) —143.8 C(4)-C(5)-C(6)-C(7) -56.8
C(9)-N(2)-C(2)-0(3) —66.6 C(5)-C(6)-C(7)-C(8) 55.5
C(9)-N(2)-C(2)-C(3) 179.0 O(1)-C(3)-C(8)-C(7) —65.8
C(9)-N(2)-C(2)-C(15) 56.8 C(2)-C(3)-C(8)-C(7) -179.1
C(1)-O(1)-C(3)-C(2) -20.6 C(4)-C(3)-C(8)-C(7) 50.7
C(1)-O(1)-C(3)-C(4) 99.2 C(6)-C(7)-C(8)-C(3) -52.9
C(1)-O(1)-C(3)-C(8) —-141.1 C(13)-N(1)-C(9)-N(2) -175.9
0(3)-C(2)-C(3)-0O(1) -91.0 C(1)-N(2)-C(9)-N(1) -139.2
0(3)-C(2)-C(3)-C4) 154.3 C(1)-N(2)-C(9)-C(10) 423
0(3)-C(2)-C(3)-C(8) 25.1 C(2)-N(2)-C(9)-N(1) 17.7
N(2)-C(2)-C(3)-0(1) 24.2 C(2)-N(2)-C(9)-C(10) -160.9
N(2)-C(2)-C(3)-CH#) -90.6

Bce namm moneiTku niepeBectr kapbamartsl 3b—e B COOTBETCTBYIOIINE OKCa-
30JIMIMHOHEI THNA 4 WX 5 MOTepHelnn Heynady: HA KUISTYCHHUE B OpMO-KCH-
JI0JIe C MOJIEKYJISIPHBIMHA CUTaMH B Ka4eCTBE BOJOOTHHMAIOIIETO CPEACTBA, HU
TOTIOTHUTENBHBIA KHCITOTHBINA KaTanm3 TsOH wmm ocHoBHBIM NEt; He mpuBOoasIT
K JKeJaeMbIM OKCa30IuANHOHAM. Bo Bcex ciydasx HabIogaeTcs pasioKeHHe
kapbamaroB 3b—e 1m0 cum-xkapbamumoB 7b—e M CIO0KHOH CMECH HEH3BECTHBIX
XKUAKUX TPoAyKTOB (1o maHHeM [KX, mmsa cum-kapbamuga 7e 3apeructpu-
poBaHo 14 miKoB).

SKCIIEPUMEHTAJIbBHASI YACTb

Crexrpst SIMP 'H perucrpuposanu na npubope Bruker WM-250 (250 M), BHyTpeHHEi
craanapt TMC, UK cnexrps! — Ha npubope Perkin—Elmer 577 (KBr), Macc-criekTpsl — Ha Macc-
cnektpomerpe Kratos MS-30 (nmpsimoii BBox obpasia, 70 3B, 250 °C). ns pazgeneHus cMeceit
npuMeHs  Qrem-xpomarorpadguio Ha "cyxoi" xomonke [6] (Silufol 5/40, smroent GeH305—
stunanerar B rpaguente). TCX ocymectsimsimm Ha miactuakax Silufol UV-254. Oxnaxnaromas
0aHs — aleTOH—CYXOif Je.

@Ou3NK0o-XUMHYECKHE U CIICKTPATIBHBIC XapaKTePUCTHKH IIPUBEICHEI B Tabu1. 2—4.

Jnoxconanons! 1a,b momy4amm cormacHo Meronuke [4] (cM. Taxke [5]) B Buge OecBETHBIX
KPHUCTAJIIOB.

OxcazoauauHoH 4f monyuanu U3 aneTOHUTPUIA MEIJICHHOW KpUCTaJUTM3alieil B TeueHHe
3 nueii. Kpucramsr 4f (CsHpN,03), Mmonokiunssie, mpu 25 °C: a = 9.134(2), b = 11.721(3),
¢=13.705(3) A, B =90.20(2)°, V = 1467.2(5) A’, dys = 1.251 T/eM®, Z = 4, npocTpaHCTBEHHaAs
rpymmna P2,/n. ITapameTpsl aeMeHTapHOi staeiiku 1 nHTeHcuBHOCTH 3080 oTpaskeHuit m3Mepsun
Ha aBTOMATHYECKOM UYeTBIPEXKpY:KHOM audpaxromerpe Siemens P3/PC (A(MoKy) =0.71072 A,

1159



TaOonuma 8

Koopaunarsi (X104) M M30TPONHbIE (1151 HEBOAOPOIHBIX ATOMOB — IKBHBAJIEHTHBIE)

1160

TEMIIEPATYPHbIC NIaPpaMETPbI aTOMOB B OKCAa30JIMAUHOHE 4f

ATom x y z U, A?
o(1) 695(1) 2943(1) 7814(1) 50(1)
0(2) -19(2) 4072(1) 6589(1) 67(1)
0(3) 1285(2) 708(1) 6739(1) 61(1)
N(1) 1973(2) 1675(1) 4907(1) 48(1)
N(@2) 1693(2) 2646(1) 6365(1) 43(1)
C(1) 721(2) 3294(2) 6883(1) 46(1)
C(2) 2186(2) 1663(2) 6940(1) 43(1)
C(3) 1849(2) 2097(2) 7983(1) 42(1)
C4) 3120(2) 2729(2) 8458(2) 53(1)
C(5) 2732(3) 3203(2) 9457(2) 62(1)
C(6) 2187(3) 2259(3) 10122(2) 68(1)
C(7) 891(3) 1654(3) 9672(2) 66(1)
C(8) 1233(3) 1189(2) 8655(2) 55(1)
C©) 1790(2) 2686(2) 5333(1) 43(1)
C(10) 1731(2) 3705(2) 4830(2) 52(1)
C(11) 1916(2) 3665(3) 3836(2) 62(1)
C(12) 2156(2) 2636(2) 3389(2) 61(1)
C(13) 2167(2) 1652(2) 3932(2) 54(1)
C(14) 2392(5) 494(3) 3492(3) 84(1)
C(15) 3781(3) 1369(3) 6764(2) 60(1)
H(30) 1361(30) 581(24) 6111(20) 96(10)
H(4,1) 3416(22) 3372(20) 8018(15) 61(6)
H(4,2) 3895(24) 2123(20) 8521(14) 63(7)
H(5,1) 1986(24) 3795(21) 9380(15) 67(7)
H(5,2) 3610(27) 3618(21) 9740(16) 78(7)
H(6,1) 3009(27) 1699(23) 10240(16) 78(8)
H(6,2) 1943(26) 2572(21) 10733(18) 80(8)
H(7,1) 80(26) 2195(21) 9614(16) 67(7)
H(7,2) 520(28) 1042(23) 10058(19) 88(8)
H(8,1) 2011(24) 548(19) 8687(14) 62(6)
H(8,2) 364(26) 853(20) 8345(16) 72(7)
H(10) 1564(24) 4429(19) 5154(15) 65(7)
H(11) 1856(25) 4379(22) 3495(17) 79(8)
H(12) 2316(24) 2597(20) 2733(17) 68(7)
H(14,1) 2707(39) 560(31) 2840(28) 143(13)
H(14,2) 1615(50) 88(42) 3458(28) 177(21)
H(14,3) 2986(53) 39(46) 3808(33) 206(26)
H(15,1) 4031(27) 771(23) 7228(19) 83(8)
H(15,2) 3875(23) 1052(19) 6159(17) 65(7)
H(15,3) 4419(26) 2084(23) 6812(16) 77(8)




rpaduToBBIi MOHOXpoMartop, 0/26-ckanupoBanue, O, <28°). Crtpykrypy pacmudpoBbBaIn
MPSIMBIM METOZOM M YTOUHsIM nosHoMmaTpuuHbiM MHK B aHM30TpPOIHOM NPHOIDKEHUH IS
HEBOJOPOAHBIX aTOMOB. ATOMBI BOJOpPOJa JIOKAIM30BaIM OOBEKTHBHO B pasHOCTHOM Dypbe-
CHHTE3¢ U YTOYHSUIM B M30TPONHOM NpHOMmKkeHnd. OKOHUYATeNbHBIE 3HA4YCHUS (AKTOPOB
pacxomumoctn WR, = 0.1270 mo 2881 mne3aBucumomy otpaxkenuro (R; = 0.052 mo 1754
HE3aBHCUMBIM oTpakeHusM ¢ [ > 20([)). Pacuersr npoBogumu Ha DBM IBM PC/AT-586 mo
nporpammam SHELXTL PLUS u SHELXL-93 [7]. JInuHbl CBsI3eil, BaJleHTHBIE M TOPCHOHHBIE
yrieL, koopauHats (X10%) ¥ H30TpommBIE (IIM HEBOZOPOMHBIX ATOMOB — JKBHBAICHTHBIC)
TeMIepaTypHBIe ITapaMeTphl aTOMOB OKcazonuauHoHa 4f mpuBenens! B Tabm. 5-8.

Cunre3 kapoamartos 3b—e (o0miast Meroauka). CIUIaBISIIOT COOTBETCTBYIOIMH THa3on 8a—d
(4-50 mmous) u auokconanon la (12-90 mmonp) 64 u mpu 60 °C. Cmecu AaiOT 3aKpuCTal-
JIM30BaThCS MIPU KOMHATHOM Temmeparype (1-3 cyT), KpucTamisl IpoMBIBaoT 2 X 1 mi1 GeH3oina,
OCH30JIbHBIC CMBIBBI OOBEAMHSIOT, K HUM JOOABISIFOT TETpoJiciHbI 3¢up (5—10 mi, coriacHo
KOHKPETHOH METOJMKE), STUM PacTBOPOM IIPOMBIBAIOT KPUCTAIUIB Ha (QHIBTPE; JOMOTHUTEIHHO
00pabaThIBAlOT KPUCTALIIEI CMECHI0 HETPOJEHHBIH 3(pup—OSH301 WM YHUCTBIM IIETPOJICHHBIM
3¢upoM (coryIacHO KOHKPETHOI METOJIMKE), CyIIaT BEmecTBO B Bakyyme Haj P,Os.

2-MeTu-3-0kco0yTHI-2-0Bblil 3¢up 4-(4-MeTu1eHUT)THA30I-2-KAPOAMHHOBOH KHUCJIOTHI
(3b) nomywator m3 1.90 r (10 mmomb) THazona 8a u 3.84 r (30 Mmonb) muoKcosaHoHA la,
no6asisist 10 Mt neTposieiiHoro 3¢hupa U JOMOIHUTEIHHO POMBIBAs ETPOICHHBIM dQHpoM 2 X 2 MiI,
B BUJIE JKEJITHIX KPUCTAJLIOB C BBIXOJAOM 2.15 T.

2-Metni-3-0kco0yTHa-2-0Bbiii 3¢pup 3-meTui-4-(4-MeTokcueHUI)THA301-2-KapOdaMu-
HOBOI1 kHca0ThI (3¢) momyyatoT u3 0.88 r (4 Mmounp) THazona 8b u 1.53 r (12 MMonb) aHOKCO-
naHoHa la, noGaBists 5 M1 merposieiiHoro 3¢upa M JOMOJIHUTEIBHO HPOMBIBAs OJHOKPATHO
MeTPOJIeHHBIM 3GUPOM (2 M), B BUAE JKENTHIX KPUCTAIUIOB ¢ BbIx0o1oM 0.84 .

2-Metni-3-0kco0yTH1-2-0Bblii 3¢pup 0eH3THA30/1-2-Kap6aMuHOBOI Kuca0ThI (3d) momy-
yatoT u3 4.51 r (30 mmoup) THazona 8¢ u 11.52 r (90 Mmosb) nuokcosanoHa 1a, moGasmsst 5 M
MIETPOJICHHOT0 d(Hpa U JOIOIHUTEIBHO IPOMBIBAst 3 X 2 MJI, CMECH IETPOJICHHBIH up—OeH3oi,
1:1, momy4aroT B BUE OCIBIX KPUCTAILIOB C BBIXOAOM 4.66 T.

2-MeTn1-3-0kc00yTHII-2-0BbIi 3(up THA30.1-2-kapOaMuHOBOIl KuciaoThl (3e). Crutas-
msrot 0.86 T (10 mMmous) tHazona 8d u 1.28 r (10 MMonbp) nuokconaHoHa la, )KUIKYIO cMech
JEeTAT XpoMaTorpaguIecKy, PacCTBOPUTENh yHapHBAIOT U JAIOT BELIECTBY 3aKPUCTAIUIN30BATHCS
IIpU KOMHATHO# Temneparype (1-3 cyT); moiydaroT B BUze O€NbIX KPUCTAIUIOB C BBIX0OJOM 1.79 T.

4-I'uapoxcu-3-(4-meTwimupuani-2)-4,4,5-TpuMeTui0kca3ouant-2-on (4d) u 4-ruap-
okcH-3-(6-MeTuanupuaAnI-2)-4,4,5-rpumMerniiokcazonuaun-2-on  (4e). Cmmapnsror 1.08 1
(10 MmMonB) cootBercTByIOImIero amuHonupuanua 6 u 1.41 r (11 mMmoins) anokconaHona la B
teuenune 113 4 npu 60 °C, 3arem mpu 80 °C eme 34 4. [lo6asmstot 0.51 1 (4 MMOIb) COeTUHEHNUS
1a, 10 ma Gensona u 1 ma NEt;, kunmsarar 1 4. PacTBopuTens ymapuBaioT, HEepeKpUCTAILIH-
30BBIBAIOT U3 2.5 MJI cMecH OeH30/I—TIeTpoieHbIi 3dup, 1:4, BhINaBIINe KPHUCTAIUIBI IPOMBIBAIOT
Ha QuibTpe 2 X 2.5 MII cMecH TeTposelHslii 3¢up—Oenson, 4:1, oxnaxnaenHoit no 7-10 °C.
Cymar B Bakyyme Hajq P,Os. [Tomygaror 1.45 r okcazomunuaoHa 4d u 1.15 T okcasonuauHOHA 4e
COOTBETCTBEHHO.

4-I'uapoxcu-4-meTHI-3-(6-MeTHIMHPHINI-2)-5,5-IeHTAMeTUJIeHOKCA30IuANH-2-0H (4f).
Crutasistror 3.24 1 (30 Mmons) amunonupuauHa 6d u 6.08 T (31 MMonbp) auokconanona 1b B
teuenne 120 4 npu 60 °C u octamsitor npu 15 °C Ha 48 4, BbINaBLIME KPUCTALIBI IPOMBIBAIOT
Ha GuIbTpe 2 X 2 MJI CMecH IeTpojiedHsIit 3¢up—Oenson, 3:1, u nomydator 2.77 T GecIBETHBIX
kpucTawioB. CMBIBEI OOBEIUHSIIOT C MATOYHUKOM U yIapHBaIOT Ha BO3IyXe, B 00pa3oBaBIIeeCs
Macyio BHOCST 3aTpaBKy (MHA4Ye CMECh He KPHCTALIM3yeTcs1), BeiaepxkuBaoT 1-2 cyt npu 15 °C u
BBIIENAOT AononHuTenbHo 0.10 T BemecTsa.

5,5-IumeTnii-4-meTuiieH-3-(4,6-1TMMeTHIIMUPUMUANI-2)0Kca301uauH-2-0H (5a). Cruias-
nst0T 2.00 T (15.21 MMmonp) 2-amuHonupumMuanHa 2 ¢ 2.01 r (15.71 MMons) nuokconanona la B
teuenue 46 4 npu 150 °C. Cmech nenst xpoMarorpauiecKkd Ha KOJOHKe, mosrydaioT 2.04
(54%) npoxnykTra, KOTOPBIA PAacTBOPSIIOT B 3 MII KHUIBAIIETO 3pHpa U OCaKAAIOT 9 MII IeTpoeii-
HOTO 3¢Hpa IPpH OXJIAXKICHUH; TOIyJaroT 1.50 T 4ncToro npogykra.

5,5-AumeTnii-4-MeTu/eH-3-(MUPHINI-2)0KCA30IUIMH-2-0H (S5b) U cum-Ouc(mupuani-2)-
kapb6amuna (7a). CrmmaBnsor amuHonmupuavH 6a (13.3-30 mMMmons) m QuOKCoJNIaHOH la
(13.3-30 mmomnb) mpu Tpebyemoil Temmneparype (cM. Tabn. 1). [InmaB ocraBisor Ha HOYB IIpH
KOMHATHOI TeMIiepaType, YaCTUYHO 3aKpUCTa/UIN30BaBIIYIOCS PEAKIUOHHYIO CMECh IIPOMBIBAIOT
Ha QuibTpe 2 X 0.5 Mi XoJoxHOro OeH3oma, OOBEIUHSS OCH30JIBHBIC CMBIBBI M MAaTOYHHK
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(O6bembl pacTBOpHUTENel mpuBeneHBl AN 3arpy3ku 30 mmoinb.) BrimaBmmii kapOamua 7a
KPUCTAUTA3YIOT U3 3 MJI O€H30I1a, MATOYHUK OT KPUCTAIIM3ALUHN OTOPACHIBAIOT; BEIIECTBO CyLIAT
B Bakyyme Haja P,Os. OT nepBoro MaTouHHKa OTTOHSIIOT OEH30J1, OCTABIISAIOT HA HOUb, KPHCTAJIIBI
OKCa30JHMANHOHA Sb OTGHMIFTPOBEIBAIOT OT MAaTOYHHUKA, IIPOMBIBAIOT 2 X 1 MJI OXJIaXIEHHOTO
NEt;, cymar B Bakyyme Han P,Os, pactBopsiror npu HarpeBanuu B 0.5 mi GeH3051a, 100aBISIOT
5 M ieTposeitHoro 3¢upa, pacTHPAIOT NPH OXJIAXICHUH, BBIIABIINE KPUCTAIUIEI IPOMBIBAIOT Ha
GunbTpe 2 X 6 M CMecH TETPONelHbIH dpup—xnopopopm, 5:1, oxnaxaenHoi mo 7-10 °C,
cymar B Bakyyme Haxg P,Os. Tax, n3 2.82 r (30 Mmons) 6a u 3.84 1 (30 Mmons) 1a mpu 60 °C 3a
115 4 nonyyarot 2.62 r okcazonuauHoHa Sb.

Cunres cum-kapoamunos 7b—d u xap6amaTtos 3b—d (o6mas Meronnka). CIaBisioT cooT-
BercTByromuMil THa3on 8a—c (1020 mmorns) u aunokconanon la (10-20 mmons) npu 110 °C B
Teuyenue 5.5 4 B cmyqae 3b/7b u 3¢/7¢ u 13 u B ciayuae 3d/7d. B Ty ke xonOy nobasnsror 10 miu
Oensona, KUmATIT 15-20 MHH, OXJIQKAAIOT CMeCh, OTQUIBTPOBBIBAIOT Kapbamuy 7b—d, mpombl-
BaroT ero 3 x 3 mi GeH3oua, cymar. beH30/bHBIE CMBIBEI M MATOYHUK OOBEIUHSIOT, YIIApUBAIOT
1o 3—4 wmn, oxnaxparotr 1o 7-10 °C; BeimaBiume KpucTawibl kapbamara 3b—d mepeHocst Ha
¢GuIBTp, MpOMEIBaIOT 2 M XosoaHoro 6enzona (7-10 °C), 3aTeM NPOMBIBAIOT 2 X 2 MII XOJIOJHOH
cMecH TeTpolieiiHbIi d¢up—Oen3omn, 5:1, BemectBa cymar B Bakyyme Haa P,Os. Tak, uz 2.20 T
(10 mmop) Tnazoma 8a u 1.28 r (10 MMoIB) AMOKCONAHOHA 1a MOTYYArOT JKENTHIE KPHUCTAJLIBI
coexunenuit 3b (0.56 T) u 7b (0.55 r); u3 3.08 r (20 Mmonb) THazoma 8b u 2.56 r (20 MMoIb)
IuokconaHoHa la — skentsle kpuctawisl coenuHenuit 3¢ (1.87 r) m 7¢ (1.74 1); u3 3.02 r
(20 mmoup) THa30ma 8¢ u 2.56 r (20 MMoIb) TUOKCoNIaHOHA 1a — Gernble KPUCTAUIBI COSTHHEHUH
3d (1.81)u7d (1.371).

cum-buc(tnazomma-2)kapéamun (7e). Cruasisitor 4.30 r (50 mmonb) tnasona 8d u 6.40 T
(50 mmonp) auoxconanoHa la B teyenue 3 4 mpu 110 °C. B Ty e konOy nobasmsitor 10 mi
OeHsona, KAmATAT 15-20 MUH, OXJaXAAI0T CMECh, OTQUIBTPOBBIBAIOT KapbaMus 7€, MIPOMBIBAIOT
ero 3 x 3 M 6eH30u1a, CyIIaT; MOTy4aroT 2.51 I CBETI0-KOPHIHEBBIX KPUCTAIIIOB 7e.

cum-Kapéamuanl 7b—e mpezacraBisior co0oi BBICOKOIUIABKHME MOPOIIKH, HEPacTBOPUMEIS
B OONBIIMHCTBE OOBIYHBIX PACTBOpHTENEH, yMepeHHO pactBopumble B JIMCO mnpu HarpeBaHuu
u xopouio pacrsopumslie B CF;COOH.
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Tabnuma 3

Cnextpsl SIMP 'H cHHTe3UPOBAHHBIX COIHHEHHIl

Coenu-
HEHHE

Xummdeckue casurh, O, M. 1. (J, [m)*

3b

3¢

3d

3e

4d

4e

4f

5a

5b

Ta

[1.54 (3H, ¢) 1 1.60 (3H, c), OC(CHs)2], 1.90 (3H, ¢, C(O)CHs), 2.40 (3H, ¢, 4-CHs Ph),
5.61 (1H, ¢, NH), 7.14 (1H, ¢, Hyee'5), [7.25 2H, 1, J = 10.1) u 7.70 2H, 1, J = 10.1),
Hpnp-2, Hpn-6; Hpy-3, Hpp-5]

[1.53 (3H, ¢) u 1.56 (3H, ¢), OC(CHs)2], 1.86 (3H, ¢, C(O)CHs), 2.00 (3H, ¢, 5-CH; Het),
5.62 (1H, ¢, NH), 3.88 (3H, ¢, 4-OCH; Ph), [7.00 QH, 1, J = 10.4) u 7.55 (H, 1,
J =10.4); Hpn-2, Hpu-6; Hpp-3, Hpp-5]

[1.56 (3H, ¢) u 1.58 (3H, c), OC(CHs)2], 1.90 (3H, ¢, C(O)CHs), 5.75 (1H, ¢, NH),
[7.28-7.50 (2H, m) u 7.70-7.88 (2H, M), Huer-4, Huer-5, Huet-6, Huer=7]

[1.50 (3H, ¢) u 1.52 (3H, c), OC(CHs):], 1.81 (3H, ¢, C(O)CH), 5.40 (1H, ¢, NH), [7.03
(1H, 1, J = 5.6), 7.43 (1H, n, J = 5.6), Huer-4, Huet-S, Hue-6]]

[1.44 3H, ¢) n 1.49 (3H, ¢), 2C(s)Hs], 1.68 (3H, ¢, CwHs), 6.45 (1H, c, OH), 2.38 (3H, c,
4-CH; Py), 6.95 (1H, 1,J = 7.5, Hpy-5), 7.62 (1H, ¢, Hpy-3), 8.15 (1H, 1, J = 7.5, Hpy-6)
[1.44 (3H, ¢), 1.50 (3H, ¢, 2C(s)H3), 1.68 (3H, ¢, CwHs), 2.50 (3H, ¢, 6-CHs Py), 6.60 (1H,
¢, OH), 6.95 (1H, 1, J = 7.5, Hpy-5), 7.55-7.70 (2H, m, Hpy-3, Hpy-4)

[1.56-1.91 (9H, m) u1 2.05-2.18 (1H, m), 5,5-(CHy)s], 1.52 (3H, ¢, CwHs), 2.50 (3H, c,
6-CHs Py), 6.20 (1H, ¢, OH), 7.08 (1H, 1, J = 7.5, Hp,-5), 7.38 (1H, 1, J = 7.5, Hpy-3),
7.71 (1H, 1, Hpy-4)

1.60 (6H, ¢, 2 CisH3), 2.50 (6H, c, 3,5-CHj Pirim), [4.24 (1H, 1, J = 1.5) u 4.87 (1H, 1,

J= 1.5, C(4):CH2], 6.98 (IH, C, HPirim'4)

1.60 (6H, ¢, 2CsH3), [4.38 (1H, 1, J = 1.3) u 4.59 (1H, 1, J = 1.3), Ca=CHa], 7.45 (1H, 1,
Hpy-5), 7.61 (1H, 1, J = 6.5, Hpy-3), 8.00 (1H, 1, Hpy-4), 8.54 (1H, 1, J =1.9, Hpy-6)

6.98 (4H, 1. 1, J = 6.0,J = 7.2, H-4, H-4"), 7.68 (8H, 1, H-3, H-3', H-5, H-5'), 8.38 (4H, 1,

J = 6.0, H-6, H-6"), 11.00 (2H, ym. ¢, 2,2'-NH)

* Crextp coenunenus 4f casat B JIMCO-dg, ocranbhbix coequnenuii B CDCl;.
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