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SYNTHESIS OF 4-HYDROXYTHIENO{2, 3-d]JPYRIMIDINE DERIVATIVES
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Condensation of 2-amino-3-ethoxycarbonylthiophenes with formide
at 200° C gives a number of 4-hydroxythieno [2, 3-d]-pyrimidine de-
rivatives,

4~Hydroxythieno{2, 3-d]pyrimidine has been syn-
thesized in 4% yield by prolonged action of ammonia
on 2-formylamino-3 ~methoxycarbonylthiophenefl].

We have offered a method of synthesizing 4-hy-
droxythieno{2, 3-d]pyrimidine derivatives by con-
densing 2-amino-3-ethoxycarbonylthiophenes with
formamide [2]. The reaction is carried out by heating
the derivatives of Z-aminothiophene [3~6] with excess
formamide at 200° C, when 69-93% yields of 4-hy-
droxythieno[2, 3-d]pyrimidines are obtained.
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The IR spectra of these latter compounds exhibit
absorption at 1670 cm"‘, evidence in favor of a ketone

structure for them [7]). There is a complex absorp-
tion band at 3320—3030 cm ™!, evidently due to super-
position of bands characteristic of the NH groups of
amido compounds. The synthesized derivatives show
absorption at 990 cm'l, corresponding to pyrimidine
ring vibrations [7]. Conjugation of the thiophene ring
with the pyrimidine one leads to one of the thiophene
frequencies of vibration being lowered by 35—50 em™,
i.e. t0 1360 to 1375 cm ™!, while a second band at

785 cm“, characteristic of the thiophene ring {3, 5],

is not displaced.

EXPERIMENTAL

4-Hydroxy-5-methyl~-6-(w~acetoxyethyl)thieno[2,
3-djpyrimidine. 5 g (0.02 mole) 2-amino-3-ethoxy-

carbonyl-4-methyl-5-(w-acetoxyethyljthiophene in 20
ml (0.04 mole) formamide was refluxed for 1 hr 30
min. The products were cooled, the crystals which
came out separated off, washed on the funnel with
MeOH, and dried at 120° C, yield 4 g (86%), mp
196°-197° (ex MeOH). Found: C 51.87; 51.93; H 4.74;
4.61; N 11.21; 11.32; S 12.50; 12.48%. Calculated for
Cy4H;N,048: C 52.36; H 4.79; N 11.10; 8 12.71%.

The table gives data for 4-hydroxythieno[2, 3-d]
pyrimidines.
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