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HPLC fingerprint and multi-component content determination of Ligustri lucidi Fructus

XU Jun" 2, YOU Fei—xiangl, YUAN Xue—hai3, HAN Yan—qiz, GONG Su—xiaoz, ZHANG Hong—bingz,
ZHANG Tie-jun®, ZHANG Yan-jun'

1. Tianjin University of Traditional Chinese Medicine, Tianjin 300193, China

2. Tianjin Institute of Pharmaceutical Research, Tianjin 300193, China

3. Tianjin Zhongxin Pharmaceutical Group Co., Ltd., Longshunrong Pharmaceutical Factory, Tianjin 300457, China

Abstract: Objective To establish the HPLC fingerpint method for simultaneous determination of four representative
components (salidroside, echinacoside, specnuezhenide and oleuropein) of Ligustri Lucidi Fructus, so as to provide a reference
for the quality control. Methods The method was performed on an Diamonsil C;g anlytical column (250 mm X 4.6 mm, 5 pum)
at the column temperature of 30 °C. The gradient mobile phase consisted of acetonitrile (A)-0.1% formic acid (B) with a flow rate
of 1.0 mL/min. The detection wavelengths were 224 nm. HPLC-Q/TOF-MS were used for identifing the common peaks. Results
By studying comparatively the fingerprints of 11 samples, 14 common peaks have been confirmed. There were 12 common peaks
were identified by HPLC-Q/TOF-MS®. The similarity of 10 batches are greater than 0.990. Salidroside, echinacoside,
specnuezhenide and oleuropein were baseline separated with good linearity relationships (r > 0.999) between concentration and
peak areas over the linear ranges. The average recoveries of the investigated compounds were 97.40%, 98.99%, 97.03%, and
100.55%, respectively. Conclusion The method is accurate, reliable and with good reproducibility. It could be used for quality
control and evaluation of Ligustri Lucidi Fructus.
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Fig. 1 HPLC of reference substance (A) and Ligustri Lucidi
Fructus (B)
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Fig.2 HPLC fingerprints of 11 batches of Ligustri Lucidi Fructus
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Fig. 3 Reference fingerprint of Ligustri Lucidi Fructus
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Table 1 Similarity of HPLC fingerprint for 11 batches of

Ligustri Lucidi Fructus

it FIUE fit's HIUE
Y901 0.998 Y907 0.999
Y902 0.998 Y908 0.999
Y903 1.000 Y909 0.999
Y904 0.999 Y910 0.994
Y905 1.000 Y911 0.997
Y906 1.000
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Table 2 MS/MS data in positive and negative ESI modes and the identification results of Ligustri Lucidi Fructus

&5 te/min [M—H]/[M+H]" (m/) MS® (ESI/ESI") EY VAN
1 492 315121 1/— 260, 248, 135/291, 237, 196, 163, 135, 117 — C14H205
2 10.61 299.125 5/— 299, 208, 188/323, 200, 163 LRRAF C14H200;
3 17.81 403.143 7/— 807, 403, 371, 223/405, 225, 151 ARBEREAF-11-FER  Cy7Ha301,
4 21.56 785294 8/— 623,461, 392, 248, 161, /439, 325,277, 163 FARAEH C35Ha6029
5 2567 701.2673/— 612, 469, 423,315, 252, 135/563, 531, 461, 339, 277, 165 i L g1 C3HypOss
6 26.72 569.1821/571.134 3 525,389, 209/431, 377, 355, 273 U ER CysH30015
7 27.66 685.267 2/— 951, 685, 443/975, 701, 369, 225 2y ity C3,H4,047
8 2932 685.2728/— 534, 461, 354, 305, 247, 223, 179, 153, 139, 113 15 A o C3,H4,047
9 3147 685.2658/— 411, 295, 223/547, 515, 323, 275 T THM CyHuO0p
10 36.54 539.182 9/— 525,389, 209/431, 377, 355, 273 RoHE 00 CysH3,013
11 41.64 1071.406 5/— 1117, 685, 523, 223/771, 547, 339, 165 it G131 CygHeaOn
12 43.07 723.243 7/— 534, 461, 354, 305, 247, 179, 153 2yt C33Hy0015
13 4506 1071.4074/1 0953185 1107, 1 135,/893, 875, 713, 593, 369, 225, 165 oleonuezhenide!'?!  C,5Hg 0,7
14 4612 553.1828/555.1539 509, 347, 315, 245/433, 415, 383, 295, 263 — CasH30014

BUEURSFIERTTRIN

. .
confirmation by reference substance

R3 4RO IRER S

Table 3 Calibration curves for four constituents

D% Iy R b/ (mg L)

YL RTF Y=633.83X+106.14 09992  0.117~1.170
MRHE Y=41615X+17733 09990  0.131~1.315
FEloiif r=984.39 X+872.03 09993  1.361~13.61
BB r=12055X+12.076 09996  0.131~1.318
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G RSD, 01k 2.4%. 2.5%. 0.8%A1
0.3%, KHATEEEMRLE.
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Table 4 Contents for 11 batches of Ligustri Lucidi Fructus

A B/ (mg g ")

=)
e LERH MARHH Rt WSS
Y901 0.40 0.46 3.08 0.40
Y902 0.34 0.42 2.68 0.37
Y903 0.33 0.33 2.52 0.30
Y904 0.30 0.31 2.47 0.34
Y905 0.34 0.36 2.80 0.34
Y906 0.33 0.33 2.56 0.33
Y907 0.31 0.31 2.59 0.34
Y908 0.42 0.42 3.07 0.35
Y909 0.30 0.31 2.40 0.33
Y910 0.30 0.29 2.54 0.31
YOol1 0.25 0.28 2.24 0.24
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Fig. 4 Sum graph of contents of four constituents for 11

batches of Ligustri Lucidi Fructus
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