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Determination of 4 Residual Organic Solvents in Rosiglitazone Tartrate Drug Substance by Headspace GC
ZHU Yong-qin', WANG Zhi-yuan’, YANG Dong-jing’, WANG Xue-qin' (1.Henan Provincial Institute for Food
and Drug Control, Zhengzhou 450003, China; 2.Pharmaceutical College of Henan University, Henan Kaifeng
475001, China;3.Medical College of Henan University, Henan Kaifeng 475001, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of 4 residual organic solvents as methanol, ethanol, tolu-
ene, N, N-dimethylformamide (DMF) in rosiglitazone tartrate drug substance. METHODS: Headspace gas chromatography was ad-
opted. The determination was performed on INNOWAX capillary column with FID detector using nitrogen as carrier gas and dimeth-
yl sulfoxide as solvent by temperature programming. The vial equilibrium temperature was 80 °C and equilibrium time was 30 min.
RESULTS: The 4 residual organic solvents were separated completely. The linear range were 14.72-294.4 ng/ml for methanol,
24.8-496.0 pg/ml for ethanol, 4.51-90.2 pg/ml for toluene and 4.62-92.4 pg/ml for DMF (#=0.999 1-0.999 5); their average recov-
ery rates were 97.89% (RSD=1.19% , n=3), 99.81% (RSD=1.74% , n=3), 100.55% (RSD=0.84% , n=3) and 101.06%
(RSD=1.09% , n=3), respectively. The detection limits were 2.944, 4.960, 0.902 and 0.924 ug/ml, respectively. Only ethanol
was detected in sample and its content was 0.2% usually. CONCLUSIONS: Headspace gas chromatography method is simple, accu-
rate and reliable for the determination of 4 residual solvents.

KEYWORDS Headspace gas chromatography; Rosiglitazone tartrate drug substance; Organic solvents; Residual determination
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Fig1l GC chromatograms
A. blank solvent; B. reference solution; C. sample solution; 1. metha-
nol; 2. ethanol; 3. toluene; 4. DMF ;5 DMSO
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Tab 1 Results of linear range of 4 solvents(n=06)
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I A=48.278¢+3 606.8 0.999 4 14.72~294.4
L A=48.984¢+3 097.5 0.999 5 24.8~496.0
o A=4.769 6¢+74.862 0.999 1 4.51~90.2
DMF A=163.04¢+3 570.1 0.999 2 4.62~92.4
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Tab 2 Results of recovery tests(n=3)

WA AR, wg AR, pe  BCR, % FHECE, % RSD,%
G 117.76 115.28 97.89 97.89 1.19
113.07 96.02
114.59 9731
147.20 146.69 99.65
142.33 96.69
142.98 97.13
176.64 173.69 98.33
171.38 97.02
175.23 99.20
2B 236.80 236.36 99.81 99.81 1.74
225.77 95.34
239.08 100.96
296.00 295.68 99.89
290.38 98.10
291.08 98.34
355.20 357.18 100.56
346.43 97.53
350.09 98.56
GiPS 36.08 36.28 100.55 100.55 0.84
36.01 99.81
36.19 100.30
45.10 45.47 100.82
4438 98.40
4526 100.35
54.12 54.89 101.42
54.02 99.82
5438 100.48
DMF 36.96 3735 101.06 101.06 1.09
36.45 98.62
36.99 100.08
46.20 46.89 101.49
45.74 99.00
46.42 100.48
55.44 55.85 100.74
54.61 98.50
55.76 100.58
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Determination of Chondroitin Sulfate Sodium in Compound Piracetam and Cerebroprotein Hydrolysate
Tablets by HPL.C
LIU Zhi-hui(Meizhou Institute for Food and Drug Control, Guangdong Meizhou 514071, China)

ABSTRACT OBIJECTIVE: To establish a method for the content determination of chondroitin sulfate sodium in Compound pi-
racetam and cerebroprotein hydrolysate tablets. METHODS: HPLC method was adopted. The determination was performed on
JADE-PAK ODS-AQ column with mobile phase consisted of 0.008 mol/L ammonium biphosphate (pH=3.6) at the flow rate of 0.5
ml/min. The detection wavelength was set at 194 nm, and the column temperature was 30 “C. The injection volume was 10 pl. RE-
SULTS: The linear rang of chondroitin sulfate sodium was 5-62.5 pg/ml (»=0.999 9) with an average recovery of 99.12% (RSD=
0.7% , n=9). The detection limit was 2.5 ng. CONCLUSIONS: Established method is sensitive, specific, simple, and accurate,
and provides reference for the quality control of the tablet.

KEYWORDS Compound piracetam and cerebroprotein hydrolysate tablets ; Chondroitin sulfate sodium; HPLC; Content determination
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