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Poroshell 120 EC = C, 2 (150 mm X 4.6 mm, 2.7 um) , &3 A8 H T - 0.02 mol / L BB — A8 7 & (pH 4.2) M B 200, ik A
1.0 mL/ min, % 9% K % 230 nm, 4284 30 °C, A E A 10 pLo KA P 2 &3 35 50 B3 A 31 R 45(2012 M) 224 12 St ed
AR ARG AT AT RN, SE R B F5A e R 08 R B0 HPLC 38 B P A 23 AN A AR
FEHRT 0.92. 88K BAEF OA, 55 A (R,S) - SREKR KRF LIS T3 L FMm E 5 F TERATA-T-0-8-
D-HEHBBHYT X EAXF S OER X5 E, L RERESHE 0.0262~7.815 pg/ mL.0.204 0~411. 600 pg/ mL.
0. 122 2~377. 400 pg/ mL.0. 195 1~ 15. 360 pg/ mL.0. 078 7~297. 000 g/ mL.0. 092 0~410. 103 wg/ mL.0. 201 9~ 149. 625 g/ mL,
0.101 8~7.538 g/ mL.0. 101 9~19.200 g/ mL i€ B 1 54 &AL % R R4 (r>0.999 8) ;4 M &4 0.006 5~0.051 1 g/ mL,
EFMA 0.026 2~0.204 0 wg/ mL; P45 & Fe ik EEH XKL R RSD 3H 0T 3.0%, FHmiE e F 4 96.37% ~
101. 69%,RSD %1 0.48% ~0.91%(n=6) 8518 %7 sk A WMAR EH, T A T IHES B R Z454H) .
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Establishment of HPLC Fingerprint of Lanqin Granules and Content Determination of

Nine Indicator Components
PAN Yan'?,HU Linshui'?,XU Chao'?,WU Xiaogiong'?,WANG Chengfang'?

(1. Zhejiang CONBA Pharmaceutical Co. ,Lid. ,Jinhua,Zhejiang .China  321109; 2. Zhejiang Provincial Key Laboratory of Pharmaceutical Technology

in TCM, Jinhua, Zhejiang , China  321109)
Abstract: Objective To establish a high - performance liquid chromatography (HPLC) fingerprint of Langin Granules, and to
determine the contents of nine indicator components. Methods The chromatographic column was the Agilent Infinity Lab Poroshell
120 EC - C, column (150 mm X 4.6 mm,2.7 pm),the mobile phase was acetonitrile — 0.02 mol / L sodium dihydrogen
phosphate solution (pH 4.2) with gradient elution, the flow rate was 1.0 mL / min, the detection wavelength was 230 nm, the
column temperature was 30 ‘C,and the injection volume was 10 plL. The characteristic HPLC fingerprint of 12 batches of samples
was established by the Similarity Evaluation System for Chromatographic Fingerprint of Traditional Chinese Medicine (2012
Version) , and the similarity was calculated; the common peaks were marked and identified, and the contents of identified
components were determined. Results There were 23 common peaks in the HPLC fingerprint of Lanqin Granules, with a similarity

greater than 0.92. Nine of them were identified, including (R,S) — goitrin, genipin 1 — gentiobioside, geniposide, phellodendrine
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chloride , baicalin, oroxyloside, wogonoside, berberine hydrochloride, wogonin. The contents of the above nine components were
0.026 2 = 7.815 pg / mL,0.204 0 — 411.600 wg / mL,0.122 2 - 377.400 pg / mL,0.195 1 - 15.360 pg / mL,0.078 7 -
297.000 pg / mL,0.092 0 - 410.103 pg / mL,0.201 9 - 149.625 pg / mL,0.101 8 - 7.538 pg / mL,0.101 9 -
19.200 wg / mL (r = 0.999 8),respectively. The limits of detection (LOD) were in the range of 0.006 5 — 0.051 1 pg / mL,
and the limits of quantification (LOQ) were in the range of 0.026 2 — 0.204 0 wg / mL. The RSDs of the intermediate precision,
stability and repeatability tests were all lower than 3.0%. The average recovery rates of the above nine components were in the
range of 96.37% - 101.69%, with the RSDs in the range of 0.48% - 0.91% (n = 6). Conclusion This method is sensitive,
simple,and accurate,which can be used for the quality control of Lanqin Granules.

Key words:Lanqgin Granules; HPLC;fingerprint; content determination
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WEIR — S AN T (pH 4.2, B) , B B VR (0 ~ 8 min I}
10%A — 12%A,8 ~ 13 min i} 12%A — 21%A, 13 ~ 25 min
f21%A, 25 ~ 30 min [ 21%A — 24%A , 30 ~ 40 min i}
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3.(R,S) - Goitrin 4. Genipin 1 - gentiobioside 6. Geniposide 7. Phellodendrine chloride 14. Baicalin

18. Oroxyloside  19. Wogonoside

20. Berberine hydrochloride 22. Wogonin

A. Mixed reference solution B. Test solution

C - F. Negative reference solution (lacking Isatidis Radix,Gardeniae Fructus,Scutellariae Radix and

Phellodendri Chinensis Cortex respectively )

Fig.1 HPLC chromatograms of the specific test
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3. (R,S) - Goitrin 4. Genipin 1 - genliobioside 6. Geniposide
7. Phellodendrine chloride 14. Baicalin  18. Oroxyloside 19. Wogonoside
20. Berberine hydrochloride 22. Wogonin
A. Isatidis Radix solution B. Gardeniae Fructus solution
C. Scutellariae Radix solution D. Phellodendri Chinensis Cortex solution

Fig.4 HPLC chromatograms of each medicinal herb solution

TIEE 11 b 25 R A 3 1L %7 1 IRV (S11 - S14) B A1
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e, 25 R L& 1,

WEE etk EE ML W 2. 3. 130T vk
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1.91%,0.51%,0. 21%,1. 71%,0. 31%,2. 26%, 3. 90%,
1.90%,0.36% (n = 12) , KW J7 kG % B R 4f Ao 1
R, 9 A4 A 4 W 1 AL RSD 43 51 M 0. 25%, 0. 97%,
0.40%,0.46%,0.37%, 0. 66%,0.45%, 1. 13%, 0. 61%
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Tab.1 Results of the linear relation test,LOD and LOQ investigation

Rk TER

RA B354 r HHTEE (pg/ml)
(pg/mL)  (pg/mL)
a  A;=39.339C,-0.7398  0.998 0.0262~7.815 0.0065  0.0262
b A=7.7061C,+5.2318 1.0000 0.2040~411.600  0.0511  0.2040
¢ A=11.603C,-1.241 0.999  0.1222~377.400  0.0305  0.1222

d o A,=285.060,-1.2259  0.9999  0.1951~15.360 0.0488  0.1951

e A;=15.198C,-0.4188  0.999 0.0787~297.000  0.0197  0.0787
£ A=11874C+2.236  0.9999  0.0920~410.103  0.0230  0.0920
g A=14.000C,-1.6462  0.9999  0.2019~149.625  0.0505  0.2019
b A=44.5420-1.9577 0 0.9998  0.1018~7.538 0.0255  0.1018
i A=21.233C,- 1,538 0.998  0.1019~19.200 0.0255  0.1019

(n=6), R EIRICE 36 h NHEATE B M
I, 9B E &40 0. 43 mg/ ¢.8. 72 mg/ g
28.17 mg/ g.0.76 mg/ g.13.60 mg/ g.3.68 mg/ g.
6.92 mg/ g.0.27 mg/ g.1.05 mg/ g, RSD 43 5| A
0.27%,0.13%,0. 16%,0. 35%,0. 39%,0. 15%,0. 12%,
0.32%,0. 10%(n =6) , KWIIr ik EE VR I
JRE R S« BORE A (ST 3 & W B PR, B
100 mL 7 A, 23 VRS 20 A O Floxof R it 1 e, 4%
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Tab.2 Results of the recovery test (%,n = 6)

in P A& TR
1 2 3 4 5 6
a  98.05 99.43 98.37 98.69 97.05 97.31 98.15 0.91
b 98.82 99.30 99.00 98.98 98.88 97.92 98.81 (.48
¢ 10119 101.34 101.49 101.79 102.71 101.64 101.69 0.54
d 9978 98.31 97.98 97.95 97.84 97.10 98.16 0.9l
e 100.53 100.97 100.69 100.56 100.23 99.54 100.42 0.50
£ 99.79 99.94 98.27 100.38 99.99 98.42 99.46 0.90
g 98.65 99.30 98.97 98.78 98.86 98.13 98.78 (.40
h o 101.23 101.20 100.76 100.48 100.49 99.28 100.57 0.7

i 96.86  96.99 96.30 96.44 95.72 95.90  96.37 0.53
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R3 HmESENELER(mg/gsimg/mL,n=2)
Tab. 3 Results of content determination of nine indicator components

in samples (mg / g or mg / mL,n = 2)

w5 a b ¢ d e f g h i

St 0.35 823 27.61 0.72 13.59 3.45 6.64 0.35 1.10
2034 821 29.88 0.77 1225 3.51 6.53 0.37 1.12
3030 832 2683 0.69 17.83 3.83 7.34 0.37 1.02
54 0.35 828 28.86 0.73 1596 3.91 7.53 0.37 1.07
S5 030 7.36 26.60 0.66 12.55 3.38 6.42 0.35 0.87
6 0.29 7.29 2602 0.68 1579 3.71 7.11 0.39 0.91
S70.31 807 27.23 0.66 14.03 3.53 6.58 0.25 0.94
S8 0.36 8.74 28.80 0.70 14.55 3.63 6.79 0.25 0.99
S9  0.37 8.66 27.89 0.67 14.06 3.61 6.64 0.34 1.02
SI0 0.02 202 1572 0.17 6.01 0.46 0.75 0.57 0.16
SIt 0.01 141 1520 0.13 6.86 0.62 1.05 0.65 0.09
SI20.02 154 1542 0.16 6.60 0.55 0.97 0.68 0.09
S1I30.07 3.68 10.14 0.17 3.71 0.69 1.43 0.06 0.15
Si4 0.07 335 10.25 0.19 273 0.52 101 0.13 0.10
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