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Table 1. Cycloadducts 4a, 4b, and 5.

CHIMIA 41 (1987) Nr.4 (April)

Product Yield m.p. Molecular 'H-NMR (CDCl;)® MS (70 eV)®
[%]» rcP Formula® 4 [ppm) mz (rel. int. %)
4a 86 165 CyHyoN,O, 3.49 (s, 3H, COOCHS3), 3.71 (s, 3H, COOCH,), 6.41 (d, 428 (1), 43 (100)
(petrol ether/ (428.15) 4] = 2.18 Hz, 1H, dihydrodiazine C5-H), 6.90 (s, 1H, indole
ethyl acetate) C2-H), 6.92 (s, 1H, indole C2-H), 7.00 (pt, 2H, indole C5-H or
C6-H), 7.15 (pt, 2H, indole C5-H or C6-H), 7.31 (d, *J = 7.98
Hz, 2H, indole C4-H or C7-H), 7.51 (d, 3J =793 Hz, 2H, in-
dole C4-H or C7-H), 8.19 (bs, 2H, indole NH), 8.47 (d, *J ~ 2
Hz, 1H, dihydrodiazine NH). Measured at 200 MHz.
4b 67 179 CsH N304 1.94 (s, 3H, CH,;), 3.58 (s, 3H, NCH,), 3.75 (s, 3H, COOCHs), 341 (9), 282 (100)
(ethyl acetate) (341.14) 3.76 (s, 3H, COOCH,), 5.61 (d, *J = 2.21 Hz, 1H, dihydro-
diazine C5-H), 6.93 (s, 1H, indole C2-H), 7.05 (pt, 1H, indole
Cs-H or C6-H), 7.19 (pt, 1H, indole CS-H or C6-H), 7.28 (d,
3J = 8.23 Hz, 1H, indole C4-H or C7-H), 7.46 (d, *J = 8.05 Hz,
1H, indole C4-H or C7-H), 8.33 (bs, 1H, *J-coupling not re-
solved, NH). Measured at 400 MHz.
5 45 207-209 CyH3N;08 3.79 (s, 3H, COOCHj), 4.09 (s, 3H, COOCHS), 7.31 (t,°J = 7.28 451 (94), 77 (100)
(methanol) (451.09) Hz, 1H, phenyl-H or indole-H), 7.41 (t, J = 7.35 Hz, 1H, phe-

nyl-H or indole-H), 7.48 (t, J = 8.1 Hz, 2H, phenyl H3,4), 7.47
(d, J = 8.0 Hz, 1H, phenyl-H or indole-H), 7.58 (t, >J = 7.45
Hz, 1H, phenyl-H or indole-H), 7.89 (s, 1H, indole C2-H), 7.93
(d,*J = 8.1 Hz, 2H, phenyl H2,6), 8.06 (d, *J = 8.37 Hz, IH,
phenyl-H or indole-H), 8.38 (s, 1H, diazine HS, no exchange

with D,0). Measured at 400 MHz.

 Yields of analytically pure isolated products. ® Uncorrected. ® Satisfactory microanalyses obtained. ¥ Measured at 200 and 400 MHz using a Bruker AC 200 and 400

instrument.  Recorded with Varian MAT CH 7A mass spectrometer.

vacuum. The residue was solved in some toluene and
separated by flash-chromatography!'? (silica gel 60,
Merck, grain size 0.040-0.063 mm, eluent: petrol ether
(40-60°C)/ethyl acetate 6 + 4) and recrystallized from
petrol ether (40-60 °C)/ethyl acetate (cf. Table 1).
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