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Determination of Fleroxacin Concentration in Human Plasma by HPLC

WU Gan-bin',ZHANG Jun',ZHOU Jian-hua', LI Xiao-tian®(1. Dept. of Clinical Pharmacy, Western Medicine Di-
vision, The Second Affiliated Hospital of Zhengzhou University, Zhengzhou 450014, China; 2. College of Phar-
macy, Zhengzhou University, Zhengzhou 450001, China)

ABSTRACT OBJECTIVE: To establish a method for the determination of fleroxacin concentration in human plasma. METH-
ODS: HPLC method was adopted to determine the plasma concentration of fleroxacin after treated with methanol. Zorbax Eclipse
XDB Cjs column was used with mobile phase consisted of acetonitrile-phosphoric acid buffer (containing 0.1% triethylamine, pH
adjusted to 2.5 using phosphoric acid (20:80, V/V) at the flow rate of 1.0 ml/min. The sampling size was 20 ul, and the column
temperature was 35 °C. The excitation wavelength of detector was set at 290 nm, and emission wavelength was set at 458 nm. RE-
SULTS: The linear range of fleroxacin were 50-2 000 ng/ml. The average recoveries were 87.9%-90.3% , and RSD of intra-day
and inter-day were all lower than 11% . CONCLUSIONS: The method can be used to determine the concentration of fleroxacin in
human plasma.

KEY WORDS Fleroxacin; Plasma; HPLC; Plasma concentration; Pharmacokinetics
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Tab 2 Main pharmacokinetic parameters of bisoprolol in 3
different genotypes of healthy volunteers after oral adminis-
tration(x+s,n=8)

SEH T tin,h [ Cowes Ug/L AUCy 2y, ugh/L
cC 825+180  244+032 41.69+1122  39438+104.70
CT 770+1.18 2314037  37.69+653  380.04+84.04
TT 8.19+186  238+044 43.14+585  414.08+104.40
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Fig1 HPLC chromatograms
A. blank plasma; B. blank plasma+500 ng/ml fleroxacin standard solu-
tion; C. blank plasma+5 000 ng/ml fleroxacin standard solution; D. plas-

ma sample of healthy volunteers after medication
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Tab 1 Results of recovery and precision tests(n=18)

I ng/ml ik —
' HNRSD, % HIBRSD, % ’
100 9.7 9.1 90.3+6.3
500 113 9.1 87.9+5.5
1500 10.2 10.1 88.6+4.7
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Determination of Pseudoephedrine, Codeine and Guaifenesin Concentrations in Human Plasma by LC-MS/MS
YANG Han-yu', NIU Gui-zhen’, HU Yu-gin’, ZHAO Xi', GAO Na' (1. Shijiazhuang Pharmaceutical Group
Zhongqi Pharmaceutical Technology (Shijiazhuang) Co., Ltd., Shijiazhuang 050035, China; 2. Shijiazhuang
Pharmaceutical Group Novo Pharmaceutical (Shijiazhuang) Co., Ltd., Shijiazhuang 050000, China; 3. Dept. of
Clinical Pharmacology, Bethune International Peace Hospital, Shijiazhuang 050051, China)

ABSTRACT OBIECTIVE: To develop a method for the determination of pseudoephedrine, codeine and guaifenesin concentra-
tion in human plasma. METHODS: LC-MS/MS method was adopted. Pseudoephedrine, codeine, guaifenesin were solid-extracted
from 0.5 ml plasma sample using O-desmethyl dextromethorphan as internal standard (IS). The samples were separated on Cis col-
umn with mobile phase composed of methanol-2 mmol/L. ammonium acetate (0.5% formic acid, 35:65, V/V). MS/MS detector and
Electrospray ionization source (ESI) were applied and operated in positive ion MRM. Multiple reaction monitoring with mass transi-
tions m/z 166.4—m/z 115.2, m/z 300.5— m/z 215.2, m/z 199.3—m/z 125.2 and m/z 258.2—m/z 157.1 were used for pseudoephed-
rine, codeine, guaifenesin and IS, respectively. RESULTS: The linear ranges were 1.0-1000.0 ng/ml (#=0.9991) for pseudoephed-
rine, 0.5-500.0 ng/ml (»=0.999 6) for codeine and 5.0-5 000.0 ng/ml (»=0.999 7) for guaifenesin. The lowest limits of quantifica-
tion were 1.0 ng/ml, 0.5 ng/ml and 5.0 ng/ml; the extraction recoveries were between 64.6% -69.1% , 68.3% -72.8% and
72.5%-75.5% , respectively. RSDs of intra-day and inter-day were all less than 8.0% . CONCLUSIONS: The method is specific,
sensitive and accurate, and suitable for clinical pharmacokinetics study of pseudoephedrine, codeine and guaifenesin.

KEY WORDS Pseudoephedrine; Codeine; Guaifenesin; LC-MS/MS; Pharmacokinetics
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