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ABSTRACT: OBJECTIVE To analyze the measurement uncertainty in determination of levodopa methyl ester hydrochloride
in plasma by LC-MS/MS. METHODS Thermo BDS HYPERSIL C;g column(4.6 mmx100 mm, 2.4 um) was used, the mobile
phase consisted of methanol and ammonium acetate(10 mmol-L™", pH=5), using gradient elution, and the flow rate was
0.4 mL-min~'. Mass spectrometry was performed in multiple reaction monitoring (MRM) mode, with m/z 212.4—152.3 for
levodopa methyl ester hydrochloride and m/z of 166.4—148.3 for internal standard. A mathematical model was established to
analyze the source of uncertainty. The various factors influencing the uncertainty in the whole process of determination,
including precision, weighing, solution preparation, plasma containing drug preparation, plasma extraction, the apparatus and
calibration curves fitting, were all analyzed and estimated. The uncertainty and synthetic uncertainty of each variable were
calculated. The expanded uncertainty was analyzed with all the components. RESULTS When the confidence probability
P=95%, the expanded uncertainty for low, medium and high(0.4, 4, 32 ng~mL71) concentration of zidovudine were 0.10, 0.23,
1.62 ng'mL™", respectively. CONCLUSION This method is suitable for the uncertainty evaluation for the determination of

levodopa methyl ester hydrochloride concentration in human plasma by LC-MS/MS, and provides reference for uncertainty

evaluation of complex biological matrix analysis.

KEY WORDS: levodopa methyl ester hydrochloride; uncertainty; LC-MS/MS; plasma
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Tab. 1 Repeated measurement concentrations of levodopa
methyl ester hydrochloride

- W JE /g mL™!
0.4 4 32
1-1 0.41 4.12 31.41
1-2 0.38 4.03 32.27
1-3 0.39 4.03 30.06
1-4 0.40 4.18 29.26
1-5 0.37 4.22 29.79
2-1 0.36 3.96 35.01
2-2 0.37 3.50 34.95
2-3 0.42 4.11 31.61
2-4 0.40 3.86 31.26
2-5 0.42 3.94 32.30
3-1 0.45 4.32 34.37
3-2 0.43 4.22 32.34
3-3 0.43 4.38 33.20
3-4 0.43 4.01 29.98
3-5 0.42 4.20 29.79
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Tab. 2 Results of extraction recovery(n=6)
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Determination of Illegal Added Unknown Sildenafil Substances in Health Care Products by
UPLC-Q-TOF-MS

QIU Yijin, ZOU Yaohua(Hangzhou Institute for Food and Drug Control, Hangzhou 310015, China)

ABSTRACT: OBJECTIVE To establish a UPLC/Q-TOF-MS method for the detection of illegal added unknown sildenafil
substances in health care products. METHODS ZORBAX SB C;g chromatographic column(4.6 mmx150 mm, 5 pm) was used.
Mobile phase was acetonitrile(A)-0.1% formic acid solution(B) with the gradient elution. TOF and target MS/MS scanning mode
was adopted. RESULTS The unknown sildenafil compound was found in samples. The fraction which analyzed by MSC and
Chemispider was Cy;H;34Ng04S,. CONCLUSION  This method can be used for rapid detection of unknown sildenafil substance
which is illegally added in health care products.
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