TR URL Y HPLC 5 8 &g i 51

AEE". T AU NFE, TR FRA (IKEEFRSERHFRAFR K5 10032k 526K
AHHARNE K& 100123 FMEPEARER, K& BOIGAKEFEFAFAHRFC, KA
130117)

FESES R2825 XHEFRERS A
DOI  10.6039/j.issn.1001-0408.2017.30.28

XEHRS  1001-0408(2017)30-4282-04

W E BT AR SRMEE(HPLC) 54 B, 7 ik KA HPLC %, &% 4L A Diamonsil Cy, 48 A F
B2-0.3 % B 8% 75 ik (A6 4 L) , ik 4 1.0 mL/min, %) 5% % 24 260 nm, 4238 4 25 °C, #4284 10 uL, A 5234 A8, w2 10
AR S 89 HPLC B 3%, R A (b 25 &35 35 5B 35 AR B PR & 46) (2.0 IR HEAT A 35 A AR B3R . 48 R 10 B iF M 4
HPLC B4 29 /N A% A E 3 >0.90, 2 I64E, 10 3bAE % HPLC 3 15 21 1B 35 4 [ 3 LA 854509 — Btk . %k AT R P
IS B IE T A R B A S A AR R R A

KR A FUR; AR Sk Bk

Study on HPLC Fingerprint of Qingbi Granules

BAI Xuejie', YU Miao’, LIU Xiuhua®, BAI Xueyuan', LI Qingjie'(1.Dept. of Pharmacy, Changchun Medical Col-
lege, Changchun 130031, China; 2.Changchun Sande Tiansheng Technology Co., Ltd. Changchun 130012, Chi-
na; 3.Jilin Province Academy of TCM Sciences, Changchun 130012, China;4.Research & Development Center,
Changchun University of TCM, Changchun 130117, China)

ABSTRACT OBIJECTIVE: To establish HPLC fingerprint of Qingbi granules. METHODS: HPLC method.was adopted. The de-
termination was performed on Diamonsil Cis column with mobile phase consisted of methanol-0.3% phospharicacid” (gradient elu-
tion) at the flow rate of 1.0 mL/min. The detection wavelength was set at 260 nm, and column temperature was 25 °C. The sample
size was 10 pL. Using baicalin as reference, HPLC chromatograms of 10 batchesof samples were determined. Common peak identi-
fication and similarity evaluation were performed by using TCM Chromatographic, Fingerprint Similarity Evaluation Software (2.0
edition). RESULTS: There were 29 common peaks in HPLCychromatograms of 10 batches of samples. The similarity among the 10
batches was more than 0.90. After validation, HPLE, chromatograms of 10 batches of samples were in line with control fingerprints.
CONCLUSIONS: Established fingerprintsican provideireference for identification and quality evaluation of Qingbi granules.
KEYWORDS Qingbi granuless«Fingerprint;» HPLC
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Tab 1 Similarity evaluation of 10 batches of samples

3 10#tHf HPLC B A IERHE X IEE R
Tab 3 Relative peak areas of common peaks in HPLC
fingerprints of 10 batches of samples

w5 sl ) S3 54 55 56 §7 S8 9 sl

Sl 1000 0998 0997 099%6 098 0989 098 098 0984 0988
§2 0998  1.000 099 0998 0989 0991 099 099 0989 0991
$3 0997 099 1000 0998 0987 099 0988 0987 098 0.989
4 099 0998 0998 1.000 0990 099 091 0990 0989 0.990
§5 098 0989 0987 099 1000 0998 0999 1000 0999 0.998
S6 0989 0991 0990 0990 0998 1000 0998 0998 0998 0.999
§7 098 0990 0988 0991 0999 0998 1.000 0999 1000 0.998
8 098 0990 0987 099 1000 0998 0999 1000 099 0.99
9 0984 0989 098 0989 099 0998 1.000 0999 1000 0.998
S10 0988 0991 0989 0990 0998 099 0998 0999 0998 1.000
M 0994 0997 09%6 099 0997 0998 0998 0998 0997 0.998
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Tab 2 Relative retention time of common peaks in

HPLC fingerprints of 10 batches of samples

N 2 $3 4 §5 S6 S S8 9 sl BE
1 0.0115 0.0117 0.0113 0.0074 0.0098 0.0099 0.0092 0.0092 0.0095 0.0092 0.0099
2 0.0396 0.0402 0.0406 0.0351 0.0298 0.0340 0.0306 0.0307 0.0306 0.0308 0.0342
3 02741 02476 02757 02007 02154 02913 02179 02182 02115 02659 0.2418
4(S) 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.000.0:
5 0.0668 0.0504 0.0532 0.0501 0.0478 0.0538 0.0483 0.0485 0.0482 _0.0489 0.0516
6 0.0455 0.0376 0.0385 0.0359 0.0369 0.0398 0.0378" 0.037770.037.5-0.0376 0.038 5
7 0.0977 0.0943 0.0953 0.0953 0.0947 0.094%5, 0:095 970.0958 0.0959<0.0953 0.0955
8
9

04329 04271 04311 04341 03739£0.370270.3759 03767 0.3695 0.3685 0.3960

0.3574 03557 03569 03583102869 0.2809 02861 02871 02739 02757 03119
10 0.0678 0.06630.068 070,066 9:0.0627 0.0627 0.0628 0.0628 0.060 6 0.060 7 0.064 1
11 0.140.7 0.137200.1391 0.1388 0.1160 0.1161 0.1160 0.1160 0.1115 0.1108 0.1242
12 02462702489 02371 02385 02326 02400 02251 02253 02356 02454 02375
1300094 0.0098 00100 0.0098 00115 0.0116 0.0115 00116 0.0116 00115 0.0108
14 00146 00144 00149 00150 0.0140 00137 0.0140 0.0140 0.0146 0.0138 0.0143
15 00162 0.0164 0.0156 0.0152 0.0169 0.0171 0.0173 0.0173 0.0173 0.0171 0.0166
16 00420 00281 00279 0.0274 00311 00305 00307 0.0304 00327 00310 00312
1703496 03496 03417 03439 03378 03354 03275 03275 03277 03264 03367
18 00178 0.0181 0.0178 0.0179 0.0184 0.0184 0.0179 0.0179 0.0182 0.0183 0.0181
19 00179 0.0187 0.0189 0.0190 0.0200 0.0202 0.0200 0.0201 0.0198 0.0197 0.0194
20 00795 00788 0.0801 0.0806 0.0853 0.0849 0.0856 0.0858 0.0829 0.0824 0.0826
20 00233 00236 00233 00233 00243 00240 0.0235 0.0236 0.0246 0.0242 0.023 8
2 00614 00607 00592 00596 0.0621 0.0615 0.0598 0.0598 0.0619 0.0613 0.0607
2300122 00115 00121 00123 00130 00129 0.0131 0.0131 0.0129 0.0127 0.0126
24 04222 04163 04182 042102 03145 03051 0.3070 03076 0.2815 0.2804 0.3474
25 00609 00556 00580 0.0584 0.0509 0.0505 0.0527 0.0527 0.0493 0.0489 0.053 8
26 00083 0.0089 0.0086 0.0089 0.0095 0.0098 0.0094 0.0090 0.0098 0.0083 0.0090
27 02708 02669 02654 02671 02785 02768 02715 02715 02676 02672 02703
28 08293 08217 08116 08168 09215 09173 09049 09025 08776 08781 0.868 1
29 01604 01577 01543 01555 01725 01720 0.1681 0.1675 0.1645 0.1647 0.1637
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0.1406 0.1406 0.1404 0.1405 0.1403 0.1406 0.1407 0.1406 0.1406 0.1405 0.1405
04946 04941 04949 04951 04955 04943 04946 04944 04948 04947 04947
0.7166 07162 07170 0.7166 0.7159 0.7163 0.7162 0.7165 0.7162 0.7164 0.716 4
4(S) 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000 1.0000
512003 12005 1.2006 12005 12003 12004 12004 12006 1.2004 12006 12005
6 12860 12863 1.2856 12862 1.2859 12858 12860 1.2861 1.2863 1.2863 1.2860
7 13566 13569 13554 13567 13564 13559 13564 13558 1.3562 13563 13563
8
9

e o5t o2y s ss o s6 ST S8 s sl By
1
2
3

14033 14033 14011 14012 14025 14026 14019 14027 14026 14031 14024
14426 14429 14411 14426 14424 14418 14417 14434 144290 14415 14423
4773 14766 14769 14767 14771 14772 14770
4993 14987 14989 14993 14988 14990 14991
5507 15506 15498 1.5507 1.5497 15506 15502
5983 15981 15979 1.5979 15981 1.5980 15980
6049 16041 1.6052 1.6055 1.6048 16049 1.6048
6099 16109 16110 1.6098 1.6104 16106 1.6105
6263 16199 16255 1.6263 1.6261 1.6256 16253
6325 16352 16299 1.6326 1.6331 1.6341 16380
7009 17016 1.6955 1.6989 1.7004 17006 1.698 8
7169 L7145 17164 L7171 17164 17156 17163
258 17255 17249 17259 17249 17251 17254
339 17344 17342 17339 1734371345 71734 1
JA26 17423 1742517419 17425 17426 17423

1

1

1

1

1
10 14776 14777 14763 14771 |
11 1498 1499 14986 14991 1
120 15509 15508 1.5492 15493 1
13 15984 15978 15972 15981 1
14 16050 1.6049 1.6036 1.6051 1
15 Lol 16107 1.6098 1.6108 1
16 16263 16259 1.6249 1.6261 1
17 16882 16291 16311 16341 1
18 L7015 L7012 16866 17011 1
19 L7172 17170 17154 17166 1
20 L7260 17259 17245 17259 1
20 L7346 17345 17328 17341 1
2 L7429 17427 17411 17422 1
23 17640 17640 17623 17636 17639 17629 17641 17640017634 17638 1.763 6
24 18463 18462 18447 18459 18455 18461 1.8466 18458 18460 18467 1.8460
25 19629 19626 19609y 19611961 871.9620 1.9621 19622 19623 19631 19621
26 2.006 1y 20059 2.003 7 20016 2.0024 2.0033 2.0046 2.0047 2.0061 2.0035 2.0042
2y 2016972016 8,20152 20161 20163 2.0159 2.0158 20146 20155 20159 20159
28 T 20899 2.0899 20882 2.0895 2.0889 2.0882 2.0891 2.0893 2.0886 2.0891 2.089 1
29 21891 21893 21874 21889 21895 2.1894 2.1877 2.1879 21882 21879 2.1885
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Study on HPLC Fingerprint of Miao Medicine Ardisia crenata

SUN Xu'"*,YAO Chengfen"*,FU Sihong"*, GONG Zaipeng', LIU Ting', YANG Chang',ZHA Jun®, LI Yongjun’(1.
Guizhou Provincial Key Lab of Pharmaceutic Preparation, Guiyang 550004, China;2.School of Pharmacy, Gui-
zhou Medical University, Guiyang 550004, China; 3.Engineering Research Center for the Development and Ap-
plication of Ethnic Medicine and TCM, Ministry of Education/National Engineering Research Center of Miao
Medicines, Guiyang 550004, China)

ABSTRACT OBIJECTIVE: To establish HPLC fingerprints of Miao medicine Ardisia_crenata. METHODS: HPLC method was
adopted. The determination was performed on Diamonsil C;s column with mobilé/phase ‘consiste of methanol-water (gradient elu-
tion) at the flow rate of 1.0 mL/min. The detection wavelength wa$ 220 fm. and column temperature was maintained at 30 °C. The
sample size was 10 pL. Using 11-O-(3',4’,5’ -three-o-galloylliypetin) -bergeninum as reference, HPLC fingerprints of 16 batches of
samples were determined. Common identification andysimilarity evaluation were performed by using 7TCM Chromatographic Finger-
print Similarity Evaluation Softwarey(20120edition) Cluster analysis of fingerprrints was conducted. RESULTS: There were 6 com-
mon peaks in HPLC fingerprints” of 16 batches of samples. The similarity among 8 batches was more than 0.9. The 16 batches of
samples could be clustéred into 4.categories. CONCLUSIONS: Established fingerprints can provide reference for identification and
quality evaluation, of A\ crenata.

KEYWORDS V' Ardisia crenata; HPLC; Fingerprint; Cluster analysis
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