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Identification and quantification of impurities in amlodipine besylate tablets

Zhao Xia',Li Bo***,Chen Bowei’, Wang Suilou?

('Department of Medical Development,Wuxi No2 People’s Hospital, Wuxi 214002 ;?Department of Food Quality
and Safety ,’Key Laboratory of Drug Quadlity Control and Pharmacovigilance ,Ministry of Education,China
Pharmaceutical University ,Nanjing 210009, China)

[Abstract] Objective:To identify and determine the impurities in amlodipine beslyate tablets. Methods:The main impurities in
amlodipine beslyate tablets were identified with LC-MS,NMR and chromatographic methods. Then the main impurities were
determined with C18 column as stationary phase and buffer (pH 3.0)-methanol-acetontrile 50:35:15 as mobile phase. Results; The
main impurity in amlodipine beslyate tablets was proved to be the dehydration product of amlodipine (Impurity A,IM A). IM A could
be completely separated with the established method. It was a linear correlation between the area and the concentration in the range
of 0.5~10.0 pwg/ml. The Limit of Quantification of the method was 10 ng/ml,recovery was 98.2%(n = 9) and the RSD of the method
was 0.2% (n = 6). Conclusion; The main impurity in amlodipine beslyate tablets was IM A. The established method is accurate,
simple and is suitable for determination of IM A in amlodipine beslyate tablets.
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Figure 1 Chromatogram of amlodipine tablet a
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Table 1 The 'H-NMR data of IM A
TS EAi#(ppm) ZEME TR

3 7.40 d 1
4,5 7.38 m 2
6 7.24 d 1
19 4.88 d 2
16 4.10 m 2
20 3.83 t 2
14 3.56 s 3
21 3.27 t 2
18 2.65 s 3
17 0.91 t 3

R2 Z:F A B C-NMR L
Table 2 The *C-NMR data of IM A

WE TS AENE (ppm)  RIEFIES  A2EAE (ppm)

13 171.0 3 131.4
15 170.3 8 129.6
11 159.9 5 129.1
9 158.0 19 74.3
7 148.5 20 69.6
1 136.6 16 65.7
2 134.7 14 55.7
6 133.5 21 41.9
4 133.1 18 4.7
12 132.0 17 15.5
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Figure 2 The structure of IM A
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Figure 3 The standard curve of IM A
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Table 3 The recovery of IM A
A (pg) DA (pg) IR (%)

2.72 2.68 98.5
2.72 2.66 97.9
2.72 2.70 99.6
5.43 5.50 101.3
5.43 5.35 98.6
5.43 5.38 99.1
8.15 8.21 100.8
8.15 7.99 98.1
8.15 8.04 98.6
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Table 4 The stability of IM A

A 1E] (h) 0 0.5 1.0 2.0 4.0
IETIAL 61980 62242 62216 62237 62210
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Table 5 The content of IM A in amlodipine beslyate

tablets
5 20110315 20110318 20110321
2T A(%) 0.27 0.46 0.30
3 4 8
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