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Determination of apatinib mesylate in apatinib mesylate raw material by nuclear
magnetic resonance
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Abstract: Objective To establish a nuclear magnetic resonance method to determine the content of apatinib mesylate in apatinib
mesylate raw materials, so as to provide an effective method for chemical sample. Methods 1,4-Dinitrobenzene was used as an
internal standard, apatinib mesylate was used as a sample, DMSO-d, was used as solvent, and the "H-NMR data of apatinib mesylate
were determined at constant temperature (25 °C) using zg30 pulse sequence. 'H-NMR data of the sample peak area at 7.50 and
internal standard peak area ratio at §8.46 were obtained. And the results of nuclear magnetic resonance method were compared with
those of mass balance method. Results There was a good linear relationship of apatinib mesylate in the rang of 0.01 — 0.05
mmol/L. The content of apatinib mesylate in raw material was calculated to be 96.66% with RSD 0.33%. The result was consistent
with that calculated by mass balance method (96.25%). Conclusion This method is simple, rapid, and accurate results, which can
be used for determination content of apatinib mesylate in raw material.
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Fig. 1 Structure of apatinib mesylate
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Fig. 2 NMR peaks of apatinib mesylate sample and internal

standard
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Table 1 '"H-NMR analysis of apatinib mesylate
s S et JHz JRVH
1.89~2.06 4 m 25-H. 26-H
2.07~2.12 2 m 24(a)-H. 27(a)-H
2.35 3 S -CH;
242 2 d 10 24(b)-H. 27(b)-H
4.92 2 d 5 11-H
6.75~6.77 1 m 1-H
750~752CGERIE) 2 m 21-H. 19-H
7.80 2 d 10 18-H. 22-H
7.94 2 d 5 13-H. 17-H
8.11~8.13 2 m 2-H. 6-H
8.46 CEHig) 4 s LA-ZRERER (MRS
8.65 1 S 10-H
8.83 2 S 14-H. 16-H
10.42 1 s 8-H
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Table 2 Determination of apatinib mesylate in apatinib

mesylate raw materials method
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1 96.20
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