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5-Nitro-1,2,3,4-tetrahydropyrimidine derivatives [1, 2] are known to possess important biological properties.
However, bis-5-nitro-1,2,3,4-tetrahydropyrimidines are unknown in the literature. In continuation with our
on-going program on the synthesis of tetrahydropyrimidines [3, 4], we herein report the synthesis of the title
compounds. A mixture of ethylenediamine (30 mg, 0.5 mmol) and formaldehyde (60mg, 2 mmol, 40%
solution) was stirred in methanol (2 mL) for 5 minutes and to this a solution of 1-nitro-2-anilino-
2-methylthioethene 1 [5] (210 mg, 1mmol) in methanol was added and the resulting mixture was stirred at
room temperature for 2 hours, when a yellow solid precipitated out. After the completion of the reaction
(monitored by tlc), the reaction mixture was cooled in ice water and the solid filtered, washed with MeOH
(2X2 mL) to give pure 2a (150 mg, 57%), which was recrystallized from methanol. The product 2b was
obtained in 81% yield by the same procedure by replacing ethylenediamine by butylenediamine.

Bis-(1-phenyl-5-nitro-6-methylthio-1,2,3,4-tetrahydropyrimidinyl)ethane (2a).
Mp: 135-136°C (methanol, uncorrected).

IR (KBr, cm™): 1493, 1530, 1590, 1659.

LH-NMR (300 MHz, CDCl3) &: 1.82 (s, 6H, SCH3), 2.53 (s, 4H, N-CH2CH2-N), 3.75 (s, 4H, N-CH>C=), 4.21
(s, 4H, N-CH»-N), 7.14-7.39 (m, 10H).

MS (m/z): 529 (M), 308, 307.

Bis-(1-phenyl-5-nitro-6-methylthio-1,2,3,4-tetrahydropyrimidinyl)butane (2b).
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Mp: 134-135°C (methanol, uncorrected).
IR (KBr, cm™): 1447, 1531.

1H-NMR (300 MHz, CDCI3) 8: 1.55-1.80 (m, 4H, N-CH2CH2CH2CH»-N), 1.84 (s, 6H, SCH3), 2.30-2.45 (m,
4H, N-CH2CH2CH2CH»-N), 3.78 (s, 4H, N-CH2C=), 4.21 (s, 4H N-CH,-N), 7.18-7.39 (m, 10H).

MS (m/z): 557 (M), 335, 264.

Acknowledgements:
The authors wish to thank Fr. I. Warpakma for facilities and Fr. Stephan Mavely & Fr. J. Nellanatt for
encouragement. Financial assistance from ICAR-NATP is gratefully acknowledged.

References

1. Urbanska, H.D.; Kartitzky A.R.; Urbanski, T. Tetrahedron 1969, 25, 1617.

2. Sone, M.; Tominaga, Y.; Matsuda Y.; Kobayashi, G. Yakugaku Zasshi 1977, 97, 262; Chem. Abstr. 1977,
87, 53195 v.

3. Vishwakarma, J.N.; Mofizuddin, M.; Ila, H.; Junjappa, H. J. Heterocyclic Chem. 1988, 25, 1387.

4. Karim, E.; Kishore, K.; Vishwakarma, J.N. J. Heterocyclic Chem. 2003, 40, 901-903.

5. Gompper, R.; Schaefer, H. Chem. Ber. 1967, 100, 591-604.

© 2004 MDPI. All rights reserved

3/30/2009 11:55 AM



