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HPLC-ESIM S w ith Pre-Colmn D erivatization
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(Key Laboratory of Chen ical Biobgy and Trad itbnal Chinese M ed it ne Research M mistry of Education,
Hunan Nom alUniversity Changsha 410081, China)

Abstract A high perfomance lquid chranatography-electrospray ion izaton mass spectranetry (HPLC-ESF
MS) method with pre-colunn derwatization was established and validated for the determm naton of ghicosan ne n
hun an plasna In thispaperD (+ )-Galactosan newas selected as ntemal standard (I S ) for the quan tif cation
of target canpound P lasna sanplew ere deproteinized by acetong and the supematantw as transferred nto a clean
polethylene wbe then 5 HL trethylan ne and 10 BL phenyliso h iocyanate was added and allow then to react for
1 h n the constant tem perature w ater bath about 60 C. A fier derivatization te sanple solitbn was dried by nitro-
gen  dissolved w ith mobile phase and centrifuged at 12 000 r/min for5 mn The supematantwas transferred nto
separale vials sequentially 20 HL was injected onto the cohmn for analysis The chranatographic separation was
perfomed on an U ltmate-XB Cis column(4 6 mm X 250 mm, 5 Hm, W elchM aterials) with amobile phase contat+
nngmethanol and water e itng on the gradientmode The outlet of colunnwas splited by the ratio of 1: 4 and only
0 2mL/mn was delvered into theM S The results showed equation of linear regressbnwas Y= 6 70 x 107°X +
1 11x10° (r2 =0 996)whrh shoved a good lnearity n the range of @ 10~ 3 00mg/L. The lm it of quantifica
ton (LOQ) was Q 10 H g/ml. Extractbn recoveries of glucosan ine and I S in plasn awere 88. 3% ~ 92 1% and
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85 20, respectvel. The coefficient variationswere less han @ 0%, 5. 0%, and 7 Fe for the precsion of ntra-
day, mterday and stability respectwely. Themethod with good accuracy, hih sensitivity and good stability was
app led to he detem inatbn of ghicosan ne n human plasn a
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