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Abstract—A rapid and accurate NMR procedure for the analysis of a mixture of sulfametrol, sulfalene
and sulfameter in CDCl; and dimethylsulfoxide-ds was developed. Thioacetamide was used as an internal
standard. The signals chosen for the analysis were a singlet of 4.03ppm due to the methoxyl group of
sulfametrol, a singlet of 3.98ppm due to the methoxyl group of sulfalene and a singlet of 3.83ppm due to
the methoxyl group of sulfameter. The quantification of the characteristic peak was done by the integration
method and the peak height method. The variation coeficient of sulfametrol, sulfalene and sulfameter were
1.7(n=6), 1.7(n=6) and 1.4%(n=6), respectively in the peak height method and 8 9(n=6), 9.4(n=6)
and 7.0(n=6), respectively in the integration method.
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Scheme I- Structure of sulfametrol (A),
sulfalene (B) and sulfameter (C).
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Table I—Chemical shifts of sulfametrol,
sulfalene and sulfameter

Sulfametrol Sulfalene Sulfameter
a 4.08 g 3.98 n 3.83
b 7.75 h 7.60 0 8.22
¢ 3.72 i 7.69 p 2.90
d 6.88 i 3.15 q 6.67
e 7.80 k 6.68 r 7.78
f broad 1 7.80 s 5.06
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Fig. 1—The NMR spectrum of a mixture of sulfameter, sulfalene and sulfametrol with thioacetamide
(internal standard).
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Fig. 2—Calibration curves of sulfametrol(A), sulfalene(B) and sulfameter(C).
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Fig. 3—Stability of NMR peak height.
sulfametrol (x—x), sulfalene (o--o),

sulfameter (O—Q).

Table II—Recovery(%) of sulfametrol, sulfalene
and sulfameter from individual samples.®

Drugs Integral Peak height
method method
Sulfametrol 99.3(2.5)¥ 101. 0(1. 2)¥
Sulfalene 100. 7(1.5) 100.5(2.0)
Sulfameter 99.8(1.9 100.2(1.6)

a) n=6, b) variation coefficient (%).
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Table IIT—Recovery(%) of sulfametrol, sulfalene, sulfalene and sulfameter from the mixture of them.

Sulfametrol Sulfalene Sulfameter
Run Integral Peak height Integral Peak height Integral Peak height
1 110.0 98.3 110.1 99.7 113.0 102.1
2 106.0 97.8 108. 3 98.2 109.9 100. 9
3 . 97.7 100.0 102. 4 100. 2 105. 6 101. 6
4 96. 4 99. 4 91.8 98.0 94. 6 100. 3
5 120. 4 102. 3 120.0 102.5 116.7 102. 2
6 115.7 97.9 116.7 98.0 109. 3 103.5
z 107.9 99. 3 108.2 99. 4 108. 2 101.7
SD 8.9 1.7 9.4 1.7 7.0 1.4
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