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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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Tab 1 The sources of A. crenata

e 5 kR
sl 20080403 il

) 20080805 K
S3 20080816 il
54 20080825 HE
55 20080929 R
) 20090510 b3
57 20090516 Bl
58 20090911 L3
59 20090915 K
s10 20091121 5t
sl 20091121 IR
s12 20091122 i
S13 20091124 Y
S14 20080805 Ak
515 20090713 B
sl6 20080607 Tl

2 HEEER
2.1 Bi%&G

4,35 4% . Diamonsil Cis(250 mmx>4.6 mm,5 pum) ; i
AH: HEE(A)-7K (B) , 6 B PN (0~5 min, 5% —15%
A;5~10 min, 15%—20% A; 10~30 min, 20% —40%
A; 30~45 min, 40%—60% A) ; it : 1.0 mL/min ; £l
WA £ 220 nm HER 2 30 °C 5 gEAEE . 10 Ll
22 BEHEE
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Fig2 Control HPLC Fingerprint of samples
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Tab 2 Similarity evaluation of 16 batches of samples

45 AR i il
sl 0.780 $9 0.957
$2 0.929 $10 0.968
$3 0250 i1 0.928
s4 024 s12 0.950
$5 0.235 s13 0.768
$6 0.895 sl4 0.940
§7 0318 s15 0.967
$8 0.868 s16 0.966
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FFIAT I AR, PRI 3 e 4.
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Tab 3 Relative retention time of common peaks in HPLC fingerprints of 16 batches of samples

&5 sl s $3 s4 5 $6 §7 s8 89 s10 sli s12 S13 S14 $15 Sl6

l 01728 01724 01730 01729 01725 01731 01731 0.1729 L7270 01725 01731 01728 017129 017127 01730 01725
2 02191 02189 02193 02195 02190 02194 02192 02193 02188 02190 02194 02190 02193 02190 02194 02187
3 03056 03054 03059 0.3057 0.3053 0.3058 0.3057 03058 0.3053 0.305 5 0.3058 03054 03058 0.3056 0.305 7 0305 4
4 05154 05151 05156 05158 05153 05256 0.5155 05158 05152 05251 05155 05153 05156 0515 1 05156 1 05152
5050 1.0000 1.0000 1.000 0 1.000 0 1.000 0 1.000 0 1.000 0 1.000 0 1.0000 1.0000 1.0000 1.0000 1.0000 1.000 0 10000 1.0000
6 L1235 11232 11239 L1237 0.123 4 11236 1.1240 11239 11232 11233 11236 1.1233 11237 hi233 L1237 11231

x4 16 ZHH M HPLC Big £ B IEHBTIE TR
Tab 4 Relative peak areas of common peaks in.n HPLC fingerprints of 16 batches of samples

k5 N S2 3 4 S5 S6 §7 S8 59 S10 NI SI12 S13 Si4 SIS S16

1 01283 01201 00887 00892 00811 02473 00577 OA176) 00259 01371 00064 06321 00921 00931 0097 01411
2 0.0910 0.089 6 00486 00187 00437 040547 00282 0.0954  0.0065 00602 0.0625 02567 00528 0036 0.0918  0.0061
3 06521 04038 0.3463 0.3938 05439 103676 ©, 03445 04732 04039 08514 04546 26040 04182 03998 05098 05141
4 44738 56792 57617 5.6764 5.9394 55934 51819 63149 62292 64686 41241 255508 48643 64181 84768 57621
5(5) 10000 1.000 0 1,000 0 1.000.0 1.000 0 1.0000 1.0000 1.0000 1.0000 1.000 0 1.0000 10000 1.0000 1.0000 10000 1.0000
6 0.2883 0.386 7 05997 02537 02661 05508 02448 02664 02745 02717 0.2843 13313 02076 02394 03111 0.2845
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Fig 3 Cluster analysis of 16 batch of medicinal mate-

rials samples
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M OE B RABT I Gk T IR AN RAT 2 P09 R X, ik 34 4 Dionex lonPac AS11-HC, i 3h 48 % &
BACAT i (R ZRAL) iRk 2 1.1 mL/min, AR % 45 C, #A4F2 4 20 pL, i) 33 4 4] AL G40 35 A ml 3308 % 4 35 C. %
R REEER e 1 BRER A T R JE 2058 B 2 A 2 3.08~30.83 png/mL (r=0.999 9) .2.84~28.43 pg/mL(+=0.999 1) |
2.95~29.52 ug/mL(r=0.999 9) ; & L5 5] 4 2.47 .56.7.3.31 ng, M IR 5] 4 0.75.17.2 . 1.0 ng; 45 % & B2 T MK
RSD<<4.0% ; A & &M % 5 % 4 101.49% ~103.57% (RSD=0.7% ,n=9) .100.00% ~104.85% (RSD=1.8% ,n=9) .101.35% ~
104.08% (RSD=0.9% ,n=9) , %% 7 ik ML EH  ZHL,E R T2 IR 8R4 RAT 25 P a9 A KR .
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Determination of Related Substances in Ibandronate Sodium Raw Materials by Ion Suppression Chroma-
tography
LI Xin,CHEN Hong,ZHANG Yi(Chengdu Institute for Food and Drug Control, Chengdu 610045, China)

ABSTRACT OBIJECTIVE: To adopt ion suppression chromatography to determine related substance in ibandronate sodium raw
materials. METHODS: The separation was performed on a Dionex IonPac AS11-HC column with mobile phase consisted of potas-

sium hydroxide (gradient elution) at the flow rate of 1.1 mL/min. The column temperature was set at 45 °C, and sample|size was
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