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Simultaneous Determination of Seven Residual Organic Solvents in Imatinib Mesylate by

Gas Chromatography
Z0U Jiang', SHEN Dandan', WANG Dong’, WANG Jianhua®, LUO Lijun', ZENG Linggao’
(1. Chongging Food and Drug Inspection and Testing Institute - NMPA Key Laboratory for Quality Monitoring of Narcotic Drugs and Psychotropic
Substances, Chongging , China 4011215 2. Bioengineering College of Chongging University, Chongging, China  400044)
Abstract: Objective To establish a gas chromatography(GC) method for simultaneous determination of seven residual organic solvents

in imatinib mesylate. Methods The chromatographic column was Agilent DB —624 capillary column (30 m x320 mm, 1.8 um) with
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6% cyanopropylbenzene — 94% dimethylsiloxane as stationary liquid,the temperature — programmed was adopted,the carrier gas was nitro-
gen,the flow rate was 2 mL/min,the injection temperature was 220 °C ,the split ratio was 15 : 1. The detector was the flame ionization
detector, the detector temperature was 250 °C ,the flow rate of hydrogen was 40 mL/min,the flow rate of air was 400 mL/min,and the
injection volume was 1 plL.Results The linear ranges of methanol, ethanol, acetone, isopropanol, tetrahydrofuran, ethyl acetate and
dimethylformamide were 15.15 —606. 02 pg/mL(r=0.999 1),25.11 =1 004.78 pg/mL(r=0.999 9),25.08 =1 003. 10 pg/mL(r=
0.999 7),25.04 -1 001.52 pg/mL(r=0.999 6),26.12 -1 044.78 pg/mL(r=0.999 1),3.72 -148.64 pg/mL{r=0.999 9),
4.60 -184.20 pwg/mL(r=0.996 4), respectively. The RSD of precision test was less than 5% (n=6), the average recoveries of
methanol, ethanol , acetone , isopropanol , tetrahydrofuran, ethyl acetate and dimethylformamide were 88.79% ,92.61% ,83.18% ,110.92% ,
91.56% ,91. 45% ,94. 66% with RSDs of 10.04% ,2.30% ,8.80% ,7.75% ,2. 54% ,3. 41% ,7. 46% (n =9),respectively. Conclusion The

method has strong specificity, good linear relationship, precision, recovery and high sensitivity, which can be used for the simultaneous

determination of residual organic solvents in imatinib mesylate.

Key words:imatinib mesylate;active pharmaceutical ingredients;gas chromatography;residual solvent
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®2 MEEBRELER(n=9)

Tab.2 Results of the recovery test(n =9)

By wAE(ng)  WBEE(mg)  wlkE(w)  X(%)  RSD(%) BA wAE(ng) MNEFE(mg) k(%)  X(%) RSD(% )
T 0.7505 0.720 1 95.95 2.505 1 2.6166 104.45

0.7505 0.7309 97.39 3.7576 42778 113. 84

0.7505 0.7311 97.42 3.7576 3.9592 105. 37

1.5100 1.3538 89. 66 3.7576 3.8620 102.78

1.5100 1.4214 94.13 88.79 10. 04 LE U 1.3143 1.2220 92.98

1.5100 1.390 1 92.06 1.3143 1.2117 92.19

2.2605 1.8138 80. 24 1.3143 1.2121 92.22

2.2605 1.7517 77.49 2.6286 2.3509 89. 44

2.2605 1.6909 74. 80 2.6286 2.4122 91.77 91. 56 2.54
LE 1.2551 1.176 1 93.71 2.6286 2.3893 90. 90

1.2551 1.176 1 93.71 3.9429 3.6305 92.08

1.2551 1.1751 93. 63 3.9429 3.4334 87.08

2.5102 2.2493 89. 61 3.9429 3.7626 95.43

2.5102 2.2791 90.79 92.61 2.30 RECS 0.1889 0.1815 96. 08

2.5102 2.4320 9. 88 0.1889 0.1725 91.32

3.7653 3.456 0 91.79 0.1889 0.1717 90. 89

3.765 3 3.4436 91. 46 0.3778 0.3509 92.88

3.765 3 3.4621 91.95 0.3778 0.3412 90.31 91.45 3.41
A 1.2539 1.000 6 79. 80 0.3778 0.3197 84.62

1.2539 1.0122 80.72 0.5667 0.5275 93.08

1.2539 1.2113 96. 60 0.5667 0.5137 90. 65

2.5078 2.0926 83. 44 0.5667 0.5279 93.15

2.5078 2.3343 93.08 83.18 8.80 DMF 0.2383 0.2467 103.52

2.5078 2.1005 83.76 0.2383 0.2373 99, 58

3.7617 3.008 1 79.97 0.2383 0.2551 107. 05

3.7617 2.7699 73.63 0.476 6 0.443 1 92.97

3.7617 2.9179 77.57 0.476 6 0.4307 90.37 94. 66 7.46
FAE 12525 1.633 1 130. 39 0.476 6 0.4263 89. 45

1.2525 1.4624 116.76 0.7149 0.6327 88. 50

1.2525 1.3429 107.22 0.7149 0.6388 89. 36

2.5051 27711 110. 62 0.7149 0.6385 89.31

2.5051 2.6753 106.79 110.92 7.75
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