SYNTHESIS OF A2-1,2,4-TRIAZOLINE DERIVATIVES

E. B. Usova, G. D. Krapivin, V. E. Zavodnik, UDC 547.792'236.04
and V. G. Kul'nevich

The A%-derivatives are the least studied representatives of the class of 1,2,4-triazo-
lines [1]. It has been shown [2-4] that A2-triazolines can form in the reaction of amidra-
zones with carbonyl compounds.

We found that thiosemicarbazonium salts I react with acetic anhydride to form 1,4-di-
acetyl-A2-1,2,4~triazolines (II), the structure of which was proven by x-ray diffraction
analysis. The intermediate monoacetyl derivatives III have an acyclic structure [5].
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1,4-Diacetyl-3-[(5-nitro-2-furfuryl)thio]-5-(2-furyl))-a2-1,2,4-triazoline (IIa).
mp 150-152°C. UV spectrum (EtOH): Ap,x, nm (loge): 217 (4.27), 288 (4.15), 314 sh.
(4.06). IR spectrum (Nujol): -1697, 1665 cm™!. PMR spectrum (CDCl;): 2.03 (s, 3H, COCH,);
2.20 (s, 3H, COCHy); 4.25 (s, 2H, CH,S); 7.0 (s, 1H, 5-H); 6.5 and 7.2 — AX-system of B-
protons in nitrofuran ring with Jyyx = 3.7 Hz; 6.35, 6.50 and 7.35 — signals of 4-H, 3-H,
and 5-H protons of the furan ring with J5, = 3.5; J35 = 1.0, and J,5 = 1.9 Hz. Yield 80%.

1,4-Diacetyl-3-[(5-nitro-2-furfuryl)thiol-5-phenyl-42-1,2,4-triazoline (IIb). mp 164-
165°C. UV spectrum (EtOH): Apax, nm (loge): 221 (4.29), 294 (4.22), 314 sh. (4.16).
IR spectrum (Nujol): 1690, 1665 cm™!. PMR spectrum (CDCl;): 1.86 (s, 3H, COCH,); 2.13
(s, 3H, COCH;), 4.25 (s, 2H, CH,S); 6.88 (s, 1H, 5-H); 6.53 and 7.18 — AX-system of B-protons
in nitrofuran ring with Jpy = 3.7 Hz; 7.0-7.5 (m, 5H, CgHs). Yield 68Z.

The molecular weights (determined mass-spectrometrically) and the elemental analysis
data of the compounds obtained correspond to the calculated values.
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