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Determination of Four Kinds of Organic Residual Solvents in Imatinib Mesylate by
Capillary Gas Chromatography
WANG Shanchun, ZHANG Xiquan, LI Yang, LI Hui ( ChiaTaiTianging Pharmaceutical Research Institute,
Nanjing 210042, China)
ABSTRACT Objective

acetate ,ethanol and pyridineas residual organic solvents in imatinib mesylate API.

To establish a method for simultaneous determination of petroleum ether (60-90 °C ), ethyl
Methods
adopted.The determination was performed on DB-WAX capillary column with FID detector. The injector temperature was 180 °C

Capillary gas chromatography was

and the temperature of FID was 200 °C by temperature programming with nitrogen serving as carrier gas at a flow rate of
5 mL + min"'.The injection volume was 1 L. With N, N-dimethylformamide ( DMF) serving as solvent, four kinds of organic
Results
completely separated under the established chromatographic condition.A good linearity was obtained in the concentration ranges of
them (r=0.999 8-0.999 9).The sampling precisions ( RSDs) were less than 2.0% (n=15).The average recovery rates of ethyl
acetate , ethanol and pyridine were 97%—101%and that of petroleum ether was 88.7% (RSD<2.0% ,n=5).The limits of detection
for them were 0.58,0.42,0.18 and 0.61 ng respectively (S/N=3 : 1).The limits of quantification for them were 1.8,2.1,0.5 and
2.5 ng,respectively (S/N=10:1).

KEY WORDS

solvent residues in the samples were calculated by external standard method. The four kinds of organic solvent were

Conclusion The method is simple, sensitive ,accurate and reliable.

Imatinib , mesylate ; Chromatography, gas , capillary ; Residual , organic solvents
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Fig.1 GC chromatogram of four kinds of solution
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4% 1.25 mg MEBE 0.05 mg AR ST, 18 0 X BE A il
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Tab.1 Regression equations and linear ranges of four
solvents n=5

. AN/

il aIEpE N

(pg-mL™)

ik A=17499.8C-46 245 61.73~493.82  0.9999
LR A=4382.9C-37 006 62.77~502.15  0.999 9
LB A=5171.2C-41 741 62.22~497.79  0.999 9
ik e A=8403.6C+4 898.7 2.52~20.16 0.999 8
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x2 AMB.CRZE.CE MIEEKESIE
Tab.2 Results of recovery test on petroleum ether, ethyl

acetate , ethanol and pyridine

e FARE AR ER R/
w
»g P
Ak K 493.82 439.53 89.01
N ioAa 493.82 437.46 88.59
A 493.82 434.56 88.00
A H 493.82 434.19 87.92
A 493.82 443.68 89.85
LIRS A 502.16 491.34 97.85
R H 502.16 490.04 97.59
A 502.16 490.14 97.61
A 502.16 488.21 97.22
A H 502.16 493.65 98.31
B 76.8 497.78 576.99  100.48
76.2 497.78 575.55  100.32
76.2 497.78 576.72  100.55
76.5 497.78 573.37 99.82
76.5 497.78 577.24  100.60
g d KA 20.16 20.17 100.05
A H 20.16 20.01 99.26
A 20.16 20.06 99.50
A 20.16 19.56 97.02
A H 20.16 20.64 102.38

R3 3MRERPENBTAEEREER

Tab.3 Determination results of organic solvent residues

in three batches of samples %
E{in=2 AihBE  CRROBE OB M e

090401 — — 0.16 —

090402 — — 0.16 —

090403 — — 0.16 —
PR 0.029 0.5 0.5 0.2
“__» /1,%777 *’V‘I &+

“—" means undetected
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FVBIAE | [F) L] A O TAE R Rt 2%

&% ik

[1] BUCHDUNGER E,O’REILLY T, WOOD J.Pharmacology of
imatinib( STI571) [ J].Eur J Cancer,2002,38(5) :S28-S36.

(2] T1f6E, Beihds. PRERR O S JE AR R B ()] i Bs
#4,2013,34(3) :5-8.

(3] WEOF, MRt bk 220tk 2. B 20 A8 AORE (i v 00 A7 o
BB 2GR A LI R 1] 2 Bt i (R
2010,37(4) :464-467.

[4] PAVLOVIC A D, IGNJATOVIC L M, POPOV S Z, et al.
Application of gas chromatography analysis to quality control
of residual organic solvents in clopidogrel hisulfate [ J].J
Serb Chem Soc,2014,79(10) :1279-1293.

[5]  skHsH At RAERT, 5. B A SO (35 vk R I
R ZRIK R IR T 5 R A LA RISk B B[] P E 2y
F7,2015,26(6) :831-833.

[6] SPG,EF45, 8%, B E AT EN R
JEURLZG 6 Bl Ak B R [ )] BS 24 S, 2015, 34 (8)
1081-1083.

[7] MWER,IREE, K, .5 R e h R BIE R GC %
WELI]. PR R 2 Tk 2475 ,2015,46(11) :1232-1235.

(8] HWZEME 2 e NRILAIE 258 (PU3E) [M]. L
T E R 2GR A, 2015 38 1 0861, 105-109.

(9] BRIV, T5 2k, B CET5. ICH 45 T 0 15 25 (= AT 24 dh 24
iy IR B VR 0 e M 5 kR [ 0] P 1 253 ,2005,19.(9) -
542-543.



