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Fig 1. Influence of the ratio of methanol/water in mobile phase

on retention time and seperation of the components in sample so-
lution to be made to stand for 50 days.

—@— solvent; — A— ammoniate; — B — chiaride; — O —

degradation product; — A — trace impurity
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Fig 2. HPLC profile of ammoniate sample
A. crude ammoniate B. purified ammoniate

1. solvent; 2. ammoniate; 3. trace impurity; 4. chloride
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Tab 1. Recovery of ammoniate and chioride

Amount added, Recovery, RSD,

Compound ug/mi % %
Ammoniate 5.0 99. 47 3.57
10. 0 98. 43 1.20
20.0 100. 4 1. 25
Chloride 1.0 99. 67 4.58
2.0 102.7 1. 60
4.0 99.33 1. 04
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Tab 2. Quality of ammoniate from different master liquid

HPLC analysis

Melting
No. Colour point Ammoniate Chloride
© Cont, RSD Cont, RSD Other impurity
% % % %

1 Pale yellow 210~211 99. 62 0.94 no

2 Yellow 204~208 90. 05 0.98 8.59 1. 69 trace

3 Dark yellow 198~202 76. 05 1. 64 22. 05 1.24 trace
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Fig 3. TLC of amiloride sample
1. sample A; 2. reference standard of amiloride; 3. sample B;
4. reference standard of amiloride (10. 0 ug/mil); 5. reference

standard of amiloride (4. 0 pg/ml).
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Purity of Intermediate Ammoniate and Its Influence on

Quality of Amiloride
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Abstract

The Purity of 3,5-diamino-6-chlor-2-methoxy-carboyl-pyrazinge (ammoniate) , an interme-

diate of amiloride was examined by HPLC. The chromatographic determination results of crude ammo-
niates conformed to melting point data. Ammoniate of high purity possessed high melting point. The
amiloride prepared with ammoniate of high purity had good quality.
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