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HPLC RIFNEEM & ERFR 3 FHENATHEE

JE ST (P T A R AT, TS 530001)

WE: B ZIREHMNTE22RFARATFETE. FOEARPRAKT CEABESEW HPLC, AiE KA Agilent

ZORBAX SB-Cig &, 3§42(4.6 mmx150 mm, 5pum), #&3H48%4 7 85-0.2%F 8 KER, #HEAM, AikA 1.0mL-min™', #
M 3% % : 238 nm(0~10 min, #&-F ), 225 nm(10~22 min, & < % K &), 254 nm (22~35 min). &8 #FH /£ 0.166~2.981 ng
&M% A BIF(=0.999 9), F 39 B % A 99.4%(RSD=1.2%); F &% N B 0.146~2.621 pug M &% & B4 (r=0. 999 9,
T EDKE A 99.2%(RSD=1.3%); MK F < E ABEAL 0222~3.992 pug MM E Z RIF=0. 999 7), F3HEDKFE A
100.1%(RSD=1.4%). £t #ZFEME. ik, FEa, TATZHNGRELH .

K B ARA; BTH; FOEAR; BKFCENE,; SRURMEEE
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Determination of Three Effective Components in Yuyejinhua Qingre Tablets by HPLC
TANG Dezhi(Guangxi Nanning Institute for Food and Drug Control, Nanning 530001, China)

ABSTRACT: OBJECTIVE To simultaneously determine geniposide, andrographolide and dehydroandrographolide in
Yuyejinhua Qingre tablets by HPLC. METHODS Agilent ZORBAX SB-Cg (4.6 mmx150 mm, 5 um ) column was used. The
mobile phase was methanol-water containing 0.2% phosphoric acid with gradient elution mode at the flow rate of 1.0 mL-min™';
the detection wavelength was 238 nm(0-10 min) for geniposide, 225 nm(10-22 min) for andrographolide and 254 nm(22-35
min) for dehydroandrographolide. RESULTS Geniposide had a good linearity in the range of 0.166-2.981 ng, the average
recovery was 99.4% with RSD of 1.2%. Andrographolide had a good linearity in the range of 0.146—-2.621 pg, the average
recovery was 99.2% with RSD of 1.3%. Dehydroandrographolide had a good linearity in the range of 0.222-3.992 ng, the
average recovery was 100.1% with RSD of 1.4%. CONCLUSION The method is simple, accurate and reproducible, and can
be used for quality control of Yuyejinhua Qingre tablets.

KEY WORDS: Yuyejinhua Qingre tablets; geniposide; andrographolide; dehydroandro grapholide; HPLC
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Fig. 1 HPLC chromatograms

A-mixed substances; B—sample; C—negative sample without Gardeniae
Fructus; D—negative sample without Andrographis Herba; 1-geniposide;
2—andrographolide; 3—dehydroandrographolide.
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AR AT, % 2.7 TN IS
WV FHEEN82l mgg ', RSD K 1.3%; %
CENESF &89 7.18 mgg' , RSD 4 1.2%,
fii 7K ZE 0% A S T 25 B 11.05 mg-g ™', RSD iy
1.3%.

23.6 NFEENLERE  REARER O E =R FE
— S REM S 20130926 )41 0.5 g, “FATHREL 9
fr, BHIEHERME, SRMAETE. 70%
DAY TR R G 7K 2 00 3 PO T 6T R S B, 4% “2.2.27
TR 70 & A VA, 4% 9217 TN ik %
PR R R . S5 1~3,

F1 BT HHEEKEKLER0=9)

Tab.1  Results of recovery test of geniposide(n=9)

Frbes/ B/ IMAE/ SR/ R/ PE RSD/

g mg mg mg % W% %

0.5019 4.121 3.277 7.355 98.7
0.502 6 4.126 3.277 7.336 98.0
0.503 8 4.136 3.277 7.362 98.4
0.503 5 4.134 4.096 8.283 101.3
0.502 3 4.124 4.096 8.168 98.7 99.4 1.2
0.502 7 4.127 4.096 8.199 99.4
0.501 3 4.116 4915 8.949 98.3
0.501 6 4.118 4.915 9.054 100.4
0.503 2 4.131 4.915 9.074 100.6

R2 FENE A ERE R SR (n=9)
Tab. 2 Results of recovery test of andrographolide(n=9)

FrRpfd/ BRI/ AR/ SR/ ks CFHE RSD/

g mg mg mg % WER% %
0.5019 3.604 2.861 6.418 98.4
0.502 6 3.609 2.861 6.446 99.2
0.503 8 3.617 2.861 6.488 100.4
0.503 5 3.615 3.576 7.108 97.7
0.502 3 3.607 3.576 7.224 101.2 99.2 1.3
0.502 7 3.609 3.576 7.141 98.8
0.501 3 3.599 4.291 7.791 97.7
0.501 6 3.601 4.291 7917 100.6
0.503 2 3.613 4.291 7.849 98.7

3 BKTF G E R A A B K 55 R (n=9)
Tab. 3 Results of recovery test of dehydroandrographolide

(n=9)
FRRER/  FESE/ INEY  WEE/  EkZE CP#E RSD/
g mg mg mg % WEr% %

0.501 9 5.546 4.421 10.019 101.2
0.502 6 5.554 4.421 9.941 99.2
0.503 8 5.567 4.421 9.972 99.6
0.503 5 5.564 5.526 11.198 102.0
0.502 3 5.550 5.526 11.201 102.3 100.1 1.4
0.502 7 5.555 5.526 11.053 99.5
0.5013 5.539 6.631 12.087 98.7
0.501 6 5.543 6.631 12.071 98.5
0.503 2 5.560 6.631 12.160 99.5
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Tab. 4 Results of content determination (n=3)
B #H/ RSD/ FEW RSD/ MiKZF L% RSD/

e mg-g” % W&/mgg! %  Aig/mgg! %
20130512 8.06 1.2 6.94 1.1 10.83 0.9
20130715 8.17 1.1 7.06 1.2 10.97 1.0
20130926 8.21 13 7.18 1.2 11.05 1.3
20131028 7.98 1.1 6.98 1.0 11.18 1.1
20131112 8.37 1.2 7.24 1.2 11.09 0.9
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Improved Determination Method of Related Substances in Ebastine and Ebastine Tablets

LIN Qiongl, YANG Weifengl’z*, CHEN Shuangz(I.Zhejiang University of Technology, Hangzhou 310014, China;
2.Zhejiang Institute for Food and Drug Control, Hangzhou 310004, China)

ABSTRACT: OBJECTIVE To improve the method of related substances determination of ebastine and ebastine tablets.
METHODS Chromatography was carried on YMC-pack ODS-A Cig column (150 mmX4.6 mm, 5 pm) with the column
temperature at 35 °C, using the acetonitrile-phosphate buffer (pH 7.0) as the mobile phase at a flow rate of 1.0 mL-min™'. the
detective wavelength was set at 210 nm. RESULTS The method was effective for determination of related substance in
ebastine and ebastine tablets. The detection limit and the calibration factor both of impurity C and impurity D were 0.11 pg-mL™"
and 1.4 respectively. CONCLUSION The method proposed for determining the related substances determination of ebastine
and ebastine tablets is quick, accurate and reliable.

KRY WORDS: ebastine; related substance; HPLC; impurity
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