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Determination of Residual Organic Solvents in Raw Medicinal Piroxicam

by Head-Space Gas Chromatography
PENG Bing xian
( College of Chemistry and Chemical Engineering, Jiangxi Normal University, N anchang 330022, China)

Abstract: Four residual organic solvents, including ethanol, acetone, chloroform and toluene, in raw
medicinal piroxicam were determined by head-space GC. T he temperature and time chosen for equilibration of the
sample in the head-space vessel were 65 'C and 30 min respectively. Capillary chromatographic column, Rix1
(0.25 mmX 30 m, 0.25Hm) was used for the separation, and hydrogen FID was adopted in the determination.

Under the optimum conditions, the 4 organic solvents were separated within 10 min, and the separation factor
attained was more than 1. 5. Linear relationships between values of peak area and mass concentration of the 4
organic solvents were obtained in definite ranges, with detection limit (3S/N) in the range of 0.043— 0. 114 mg*

L-!'. The proposed method was applied to the analysis of raw medicinal piroxicam, both ethanol and acetone w as

detected. Values of recovery found by standard addition method were ranged from 98. 1% to 101. 7% .
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Fig. 1 Chromatograms of the organic solvents
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Tab. 1 Linearity ranges, linear regression equations and 2.6
correlation coefficients 8 16
P/ (mge L-1)
0.795~ 318.0 y=0.412 0x+ 0.007 0.999 2 0. 026% ~
0.368~ 147.2  y= 8.376 4x+ 0.004 0.9997 0.13%: 0. 048% ~
. 694~ . = 13. . .
0.694~ 278.0 y= 13.228 x+ 0.023 6 0.9995 0.21%
0.445~ 178.2 y= 19.546 x+ 0.063 3 0.9993
( )l3J ICH [2]
2.5 3 ) (
6 . ) 0. 5%
1(b) , 0.006% 0.089%
2.4%, 1.2%
s , 2
2 (n= 6) [1] . ( )[M].
Tab. 2 Resuts of test for recovery , 2000:983.
[2] ICH [M].
P (mg* L=1) M(mge L-1) Q(mg*L-Y) /% , 2000: 8- 89.
52.00 81. 86 80.31 98. 1 [3] . ( )
31.20 55.29 56.23 101.7 [M]. : , 2005:54.
- 70. 42 69. 57 98.8 [4] R . ( )
- 44.18 43.87 99.3 [J]. , 2005,6(3): 52.
(L35 1059 )
s 30 min ,
2 } 2 2 6
2 , 534. 0, 545. 7, 523.2,517. 0,
1 501.2,484.7 mg* L™, 4.3%
1 (n= 6)
Tab. 1 Resuts of test for recovery s
RSD - (10+ 90) ,
P/ (mge* L-1') @ (mge* L") | % | %
1 3.97 3.67 92.3 1.7
2 7.94 7.19 90.5 4.9
3 15. 88 13.46 84.8 1.1
4 23.82 19. 49 81.8 1.9
[1] GBZ/T 160.58- 2004
5 31.76 26.55 83.6 2.3
[S].
25 2] : L0
1 2(5): 156 157.
25 mL , , 1999,2(5): 15615
6 [3] ) , .
’ []]. , 1998,5:1617.
3551 , 240 min,
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