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Determination of sodium azide and tetrabutylammonium bromide
residues in candesartan cilexetil by ion chromatography

LIN Qun—feng, XU Jie', LUAN Lu—jun

( No. 970 Hospital of Chinese People’s Liberation Army, Weihai 264205, China )

Abstract Objective: To establish an ion chromatography method for the determation of sodium azide
and tetrabutylammonium bromide residues in candesartan cilexetil. Methods: After being dissolved by
dichlomethane, being extracted by water being and filtrated by a C,s solid phase extraction column, the
samples were loaded onto the instrument.The determination was performed on an lonpac AS18 (4 mm x 250
mm ) column with an TonpacAG18 (4 mm x 50 mm ) guard column. Gradient elution was carrying by using
potassium hydroxide solution as drenching solution was carrying, at a flow rate of 1.0 mL* min™". The
azide ion and bromide ion were detected by suppressed conductivity with an ASRS 500-4 mm suppressor
at a current of 99 mA, the column temperature was 35 C and the injection volume was 200 pL. Results:

The azide ion, bromide ion and other components were well separated. The azide ion calibration curves
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showed good linearity in the range of 2.33-932 ng* mL™' (=0.999 6 ) , the limit of detection ( S/N=3 ) was 0.699
ng * mL'and the limit of quantification ( S/N=10)was 2.33 ng* mL™". The bromide ion calibration curves showed
good linearity in the range of 4.8-240 ng * mL™" (r=0.999 5 ), the limit of detection ( S/N=3 ) was 1.44 ng * mL 'and

the limit of quantification ( S/N=10 ) was 4.8 ng - mL".There was a good resolution between azide ion and bromide

ion with other components. Sodium azide and tetrabutylammonium bromide residues in 4 of 9 batches samples were

detected. Conclusion: The method has the advantages of simple operation, high sensitivity, good reproducibility,

and can be used for the detection of sodium azide and tetrabutylammonium bromide residues in candesartan

cilexetil drugs.

Keywords: ion chromatography; candesartan cilexetil ; sodium azide; tetrabutylammonium bromide ; material

residues
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Fig. 1 Chromatograms of blank ( A ) and system suitability solution( B )
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Tab.1 Gradient elution condition
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BRI ELE 2.33~932 ng » mL IR B TR E
TE 4.8~240 ng - mL™ JLFINZRMESC R RAF, M5

&2 YOMBEERRMB RRAMREFEWRER (n=3)

Tab.2 Recoveries of azide ion and bromide ion

Y=1.300 x 10°X+6.900 x 10 r=0.999 6 in candesartan cilexetil
— -4 -3 —
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Fig.2 Chromatograms of candesartan cilexetil blank ( a ) and candesartan cilexetil blank spiked with azide ion and bromide ion( b )
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Fig.3 Chromatograms of positive samples with tetrabutylammonium bromide ( A ) and sodium azide ( B ) residues in candesartan cilexetil
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Fig. 4 Chromatograms of blank solution ( A ) and sample solution ( B )
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Fig. 5 Chromatograms of system suitability solution separated by Ionpac AS11-HC( A ) and Ionpac AS18 column( B )
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