»

-1

&>

% o
IR TFEH &L PR IER RN 5 B9 HPLC-DAD #IE FERYIE T

Mr#e, e, B E A s K R, B 210002)

HE: BW EFERMEFTEL 10 RS HPLC-DAD 23 &, A T B E T R%E FIEERRS I
Yk E ., Hik  RA Waters XTerra MSCi5(4.6 mm X 150 mm, 5 pm) &4, &8 2 FAsh48. #4814 ThH-0.02%
FEE(55 1 45), AL A THE-0.01%= A TB(25  75), ¥ Mk K 229 nm, &bk 550 nm, % ¥k =#EE A 190~600
nm. HARENBRGRGIEfLER, 2 RBE; KBS T B G 0 a5 S8 L, W iF T Ee
WEFE R A TGV Mo W T 5 &t DAD i B 5 £ 38 & F 48 2 5 B o 49 DAD i B sbde, Bk if &t aF sk foead
RS, Hatte 9 F s 54T LC-MS Bif, ZER 10 LB LR 2 HEEAMES TEAT 245
B %)ﬂi\iﬁi%}iié‘wﬁ%#&m‘l?ﬂ?ﬁ 2 WRE G HBET RS, KALT S#rt/*?ﬁﬁk%z—%ﬁnﬁw FEA 1 HE RS
H 4 FrAE R R A, LC-MS BiE & R EH ., GHi8 AETVUERMAZOLMES B 10 AP EHRS, HHB
EX SR LRIk a‘fﬂ’i&@@ﬁﬁ HEAR ILF,

KEIR: HBE PR, DAD RikE; ABHH; hikiFd

hESES: R927.1; R917.101 Iﬁiﬂ‘a‘@ﬂ: B XEHS: 1007-7693(2011)05-0377-07

Development of HPLC-DAD Database for Rapid in Situ Screening of Ingredients Illegally Adulterated in
Anti-Diabetic Traditional Chinese Medicines

CHEN Jing, ZHANG Xiaodan, ZHOU Guohua*(Nanjing Institute for Quality Control of Medical Material and
Equipment, Nanjing 210002, China)

ABSTRACT: OBJECTIVE To develop the HPLC-DAD database of ten kinds of anti-diabetic chemicals at the condition of
composition-constant mobile-phase for the rapid and in situ screening of ingredients illegally adulterated in anti-diabetic
traditional Chinese medicines. METHODS HPLC was performed on Waters XTerra MSC (4.6 mm X 150 mm, 5 pm) column

with two kinds of composition-constant mobile-phases: mobile phase I, acetonitrile-0.02% phosphoric acid(55 : 45); and mobile
phase II, acetonitrile-0.01% trifluactic acid (25 : 75). The detection was performed at 229 nm with the reference wavelength of

550 nm, and DAD scanning range was 190-600 nm. At first, collect peak retention time and DAD spectrum of each reference for
establishing a data library. Then, compare the peak retention time of a sample with that of the references in the database for
screening suspicious substances in the sample. Finally, compare the obtained DAD spectrum of the substance with that of
references in the DAD spectrum library for the further screening. Confirmation of the detected chemicals was performed by
LC-MS. RESULTS Ten kinds of anti-diabetic medicines were well separated at the above two composition constant mobile
phases. The screening results of 12 batches of different anti-diabetic traditional Chinese medicine indicated that there were 5
batches containing illegally adulterated components. And four kinds of illegally added chemicals were detected in 1 batch of
samples. The assay results were confirmed by HPLC-MS. CONCLUSION The assay developed here is accurate and rapid in
the separation of ten kinds of anti-diabetic chemicals, and can give a strong support for the in situ screening of chemicals
illegally added in anti-diabetic traditional Chinese medicine.
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Fig1 HPLC chromatograms of standard solution mixture and blank solvent by mobile-phase I (A and C)and mobile-phase II

(B and D)

1-glipizide; 2-tolbutamide; 3—gliclazide; 4-glibenclamide; 5—glimepiride; 6-glurenor; 7-metformin hydrochloride; 8—phenformin hydrochloride;

9-rosiglitazone hydrochloride; 10—pioglitazone hydrochloride
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Tab 1 The retention time of the references separated by the columns from different manufactures(n=5, x *s)
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Fig 4 The suspicious peaks’ DAD-UV spectrum (A) and 3D spectrum (B) of the sample
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