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IINCBMA B PEJAKIIUIO

N(1)-, N3)- H O-AJJKHJINPOBAHME 2-METHJICYJIb®AHWJI-
5-IIUAHO-4(3H)-TUPUMUJAUHOHA 4-3AMEI[EHHBIMH
o-BPOMALIETO®EHOHAMH B CUCTEME ALIETOHHUTPUJI-K,CO;

KuaroueBbie ciaoBa: o-OpomaineTodeHOHbI, KapOOHAT Kaiusi, 2-METHICYIbpaHUI-
5-mmano-4(3H)-mupumunnaoH, N(1)-, N(3)- n O-ankminpoBanne, alleTOHUTPHIL

Anxunuposanue 4(3H)-mupuMIIAHOHOB MIPOTEKAeT ¢ 0Opa30BaHUEM CMECH
npoaykToB N(1)-, N(3)- u O-ankunupoBanus [1]. AHanu3 TUTEpaTypHBIX AaH-
HBIX IIOKa3bIBaeT, YTO IPH AJIKWIMPOBAHUM CIOXKHBIMH 3(pUpaMH TajoreH-
YKCYCHBIX KHCIIOT, XJIOpaLleTOHUTPIIIOM, N-OeH3IIrajoreHaumiaMuamy, 3-0pom-
nponaH-1-omoMm, ®-0OpomaneToeHOHAMH, KaK MPaBHIO, 0Opa3yTCS TOJBKO
mpoayktel O- u N(3)-ankunupoBanus. [lo HamMM maHHBIM, TPOAYKTHI
N(1)-ankunupoBaHusi MPAKTHUECKA HE WCCIIEIOBAHBI: OHH ObUTH OOHAPYXEHBI
W BBIJICNICHBI TOJILKO MPU HCIOJB30BAHMHM B Ka4eCTBE areHTa aJKUIMPOBAHUA
raJIOTeHAIKAaHOB U OCH3WITAIOreHUI0B [ 1-4].

Hamu o6HapyskeHO, 4TO IIpU B3aUMOJAEHCTBUHU 2-MeTHIICYIb(aHmI-5-1IuaHo-
4(3H)-mupumuanaona (1) ¢ 4-3ameméHHbIME ®-OpomarieTrodeHoHaMu 2a,b
B IIPUCYTCTBUHU KapOOHATa KaJusl U KaTATUTHYECKUX KOJMYECTB MOAMIA KaJHs
B cpese 0e3BOHOrO alleTOHUTPHIIA TIIAJKO 00pa3yroTces Bce TpH npoaykra O-,
N(1)- u N(3)-anxmmpopasus 3a,b—5a,b (o mauEsM criektpoB IMP 'H peak-
LIMOHHBIX CMecel M0O0UHbIE peaKIK B IaHHBIX YCIOBUIAX HE IPOTEKAIOT).
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I'maBHBI poaykT peakiuy — O-ankmimzomep 3a,b 1 MUHOPHBIE TPOAYKTHI
N(1)- u N(3)-ankunupoBanus 4a,b u Sa,b, cCOOTBETCTBEHHO, BBIZCIEHBI ITyTEM
(pakUMOHHOW KPHCTAIUIM3aLUK WIM KOJIOHOYHOW Xpomarorpadueit (oOmmid
BBIXOJ] AJKWIMpOBaHUS cocTaBiusieT 70-74%). OnemenTHbld aHanu3, UK,
SIMP 'H 1 °C crieKTpbl HONy4eHHBIX COSIMHEHHIT TIOTHOCTBIO COMNIACYIOTCS CO
CTPYKTYpOH aNKWJIMPOBAHHBIX TPOU3BOJHBIX 2-METHICYIb()aHMI-5-1HaHO-
4(3H)-nupuMuaANHOHA.

UK cnextpsl nonyuyanu Ha crnektpodoromerpe FT-IR Spectrum BX II (Perkin—
Elmer) B tabnetkax KBr, cnextpsr IMP 'H i *C — na crexrpomerpe Varian INOVA
(300 u 75 MTI'y coorBercTBeHHO) B IMCO-d4, BHyTpennuii crangaptr TMC. KonTtpoib
3a XOJOM PpEaKIWil M MHANBHIYaITbHOCTHIO IOJYyYEHHBIX COSIMHCHUH OCYIIECTBIISUIH
merogom TCX Ha crexnsHHbIX miacTuHkax Silica Gel 60 F254 (Sigma-Aldrich)
B cHCTeMe XJIOpoopM—ITIiIaLeTar, 4 : 1, nmpossienue B YO cpere.

Hcxoansiii 2-meTnicyabdannia-S-unano-4(3H)-nupuvuannon (1) cuHTe3upyoT
o metoxy [5].

Coenunennsi 3a,b—5a,b (o6mas metoauka). Cmech 2 r (12.0 Mmosb) coenunenus 1
u 0.84 r (6.0 mmoinp) 6e3BopHOr0 K,CO3 KHIATAT mpH TepeMernnBaHud B 30 mi
6e3BomHOr0 MeCN B Teuenune | 4. 3aTeM K KHUILIIEH PeakMOHHON cMecH pHOaBISIOT
0.2 v (1.2 mmone) KI, B Teuenne | 9 mpubaBisiroT mo KaruisiM pactBop 2.38 1
(12.0 mmonb) @w-6pomarneropeHona 2a,b B 30 M1 Ge3BOAHOTO AlETOHUTPHIIA U KUISTAT
emé 2 4. lopsuyro peakuMOHHYIO cMech (QUIBTPYIOT, HEOPTaHHYECKHH OCal0K
MPOMBIBAIOT KHUITALIMM AaleTOHUTPWIIOM, IIOJYyYeHHBIH (UIbTpaT KpHCTAUIM3UPYIOT
moouepenno mpu —15 m 0°C, 3aTeM ymapuBalOT [0 CyXOro OCTaTKa, KOTOPBI
00pabaThIBAIOT TOOYEPETHO OCH30JI0M W aleTOHUTPHUIOM. [loiydeHHble (pakKiyn
MePEKPUCTAIIIM30BBIBAIOT MIIH BBIICISIOT KOJIOHOUYHON xpoMaTorpadueii (Silica Gel S,
xJopodopM—aITHIALeTaT, 4 : 1).

2-Metuacyiabpanun-4-(4'-meTokcudeHAUIOKCH) THPUMHIUH-5-KapOOHUTPUI
(3a). Beixon 50%, 1. mn. 140-142 °C (u3 6enszona); R, 0.74. UK cnextp, v, em': 1686
(C=0 xerona), 2226 (CN). Crextp SIMP 'H, 8, m. 1. (J, T): 2.31 (3H, ¢, SCH;); 5.99
(2H, ¢, OCHp); 7.12 (2H, n, J = 9.0, H-3',5"); 8.01 (2H, 1, J =9.0, H-2',6"); 8.93 (1H, c,
H-6). Cnextp SIMP C, 8, m. 1.: 14.41 (SCH;); 56.38 (OCHj3); 70.00 (OCH,); 90.91
(C-5); 114.56 (CN); 114.98 (C-3',5"); 127.24 (C-1); 130.92 (C-26"); 162.84 (C-6);
164.56 (C-4"); 167.57 (C-4); 176.50 (C-2); 191.26 (CO). Haiineno, %: C 57.15; H 4.23;
N 13.61. C{sH;3N;05S. Beruucieno, %: C 57.13; H4.15; N 13.32.

2-Metuiacyiabpanuni-3-(4'-mertoxcudenanni)-4-0kco-3,4-AMruAponMpUMHIHH-
5-kapOonutpua (4a). Bexox 3%, T. mn. 183-185 °C (u3 2-mpomanona); R, 0.54.
UK criextp, v, cM: 1680 (C=0 maktama u kerona), 2232 (CN). Cextp SIMP 'H, 5, M. 1.
(/, Tm): 2.63 (3H, ¢, SCH3); 5.66 (2H, ¢, NCH,); 7.15 (2H, x, J=9.0, H-3',5"); 8.11 (2H,
1, J = 9.0, H-2',6"; 8.67 (1H, ¢, H-6). Criextp SIMP “C, 8, m. 1.: 16.00 (SCH;); 51.45
(NCH,); 56.47 (OCHj); 96.60 (C-5); 115.08 (C-3',5"); 115.40 (CN); 127.44 (C-1");
131.50 (C-2',6"; 158.91 (C-6); 160.38 (C-2); 164.97 (C-4); 170.72 (C-4"); 189.28 (CO).
Hatineno, %: C 57.29; H 4.23; N 13.26. C;5H;3N305S. Beruncneno, %: C 57.13; H 4.15;
N 13.32.

2-Metuacyiabpanuia-1-(4'-metoxcudenanui)-4-oxco-1,4-1uruAponupuMHIIHH-
5-kapOonutpua (5a). Berxon 11%, 1. mn. 242-245 °C (u3 aneronutpuna); R, 0.23.
UK criektp, v, cM 't 1651 (C=0 xomsma), 1684 (C=0 kerona), 2225 (CN). Crmekrp
SAMP 'H, 8, m. 1. (J, Tm): 2.50 (3H, ¢, SCH3); 5.68 (2H, ¢, NCH,); 7.16 (2H, 1, J = 9.0,
H-3'5"); 8.08 (2H, 1, J = 9.0, H-2',6"); 8.61 (1H, ¢, H-6). Cuextp SIMP °C, &, m. 1.:
15.09 (SCHj); 56.51 (OCH;); 58.89 (NCH,); 94.93 (C-5); 115.14 (C-35"); 115.40
(CN); 127.08 (C-2',6"); 131.45 (C-1"); 154.81 (C-2); 163.12 (C-4); 165.06 (C-4"); 166.65
(C-6); 190.09 (CO). Haitneno, %: C 57.42; H 4.31; N 13.10. C;sH;3N;0;S.
Beruucneno, %: C 57.13; H4.15; N 13.32.
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2-Metuicyaspanni-4-(4'-xnopdenanniokcn) IMpuMuIun-S-kapoonutpuia  (3b).
Brixon 37%, . m. 173-175 °C (u3 6ensona); R, 0.81. MK cmektp, v, oM 1699 (C=0
kerona), 2229 (CN). Crnektp AMP 'H, §, M. 1. (/, T'm): 2.33 (3H, ¢, SCH;); 6.04 (2H, c,
OCH,); 7.69 (2H, n, J=8.7, H-3',5"); 8.05 (2H, n, J = 8.7, H-2',6"); 8.95 (1H, c, H-6).
Crektp SIMP BC, 8, m. 1. 14.42 (SCH3); 70.19 (OCH,); 90.94 (C-5); 114.48 (CN);
129.92 (C-3',5"); 130.51 (C-24,6"); 133.11 (C-1"); 139.84 (C-4"); 162.91 (C-6); 167.43
(C-4); 176.53 (C-2); 192.28 (CO). Haiimeno, %: C 52.61; H3.23; N 13.21.
C,4H,(CIN;0,S. Breruucneno, %: C 52.59; H 3.15; N 13.14.

2-Metuicyabpanuna-4-okco-3-(4'-xaopdenannn)-3,4-1TMruApONUPUMUANH-
5-kapOonutpua (4b). Beixon 1.6%, T. mn. 186188 °C (u3 2-npomanona); R, 0.61.
UK criextp, v, cM @ 1683 (C=0 naxrama), 1690 (C=0 keroua), 2224 (CN). Crmektp
SMP 'H, &, m. 1. (J, Tm): 2.64 (3H, ¢, SCH3); 5.73 (2H, ¢, NCH,); 7.72 (2H, 1, J = 9.0,
H-3'5"); 8.16 (2H, 1, J = 8.7, H-2',6"); 8.68 (1H, ¢, H-6). Cuextp SIMP "°C, 8, m. 1.:
16.03 (SCHj); 51.79 (NCHp); 96.66 (C-5); 11530 (CN); 129.98 (C-3'5"); 131.01
(C-246"); 133.23 (C-1"); 140.40 (C-4"); 158.84 (C-6); 160.45 (C-2); 170.65 (C-4);
190.56 (CO). Haiineno, %: C 52.72; H 3.20; N 13.28. C4H,(CIN;0,S. Berancneno, %:
C52.59; H3.15; N 13.14.

2-Metuacyiabphanni-4-okco-1-(4'-xaoppenanui)-1,4-1urugponupuMUuINH-5-
kapoonutTpua (5b). Bexox 12%, 1. mr. 244-247 °C (w3 aneronutpuna); R, 0.23.
UK crektp, v, cM ' 1651 (C=0 xomsma), 1689 (C=0 keroma), 2227 (CN). Crextp
SAMP 'H, 8, m. 1. (J, Tu): 2.51 (3H, ¢, SCH3); 5.76 (2H, ¢, NCH,); 7.74 (2H, 1, J = 8.4,
H-3'5"); 8.12 (2H, 1, J = 8.7, H-2',6'); 8.59 (1H, ¢, H-6). Cuextp SIMP "°C, &, m. 1.:
15.12 (SCH3); 59.19 (NCH,); 95.02 (C-5); 115.34 (CN); 130.06 (C-3',5"); 130.92
(C-2,6"; 13291 (C-17); 140.48 (C-4"); 154.73 (C-2); 163.04 (C-4); 166.65 (C-6);
191.22 (CO). Haiineno, %: C 52.19; H 3.58; N 13.00. C4H,(CIN;0,S. Brruucneno, %:
C52.59; H .15; N 13.14.
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Pages 1754-1756

1)Compounds 3a, 4a, and 5a on page 1755 are missing vital assignments of the
methoxy (OCH3) groups in the proton spectra although they are clearly given in
the carbon spectra

2) Compound 5b on page 1756 has a theoretical hydrogen analytical figure of
.15 which I have corrected to 3.15 (it should be the same as in compound 4b)
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