¢ $# Chinese Traditional and Herbal Drugs 3£ 50 % 25 18 3] 201949 A 4293 -

- BHELY .
ETHPLCHYEIERSH Y —NZ L EENR BERKREIENAR

FRER, B!, & E SHRL F 4 EZEZRL anet, K om]

I MRPEAKRY:, T B 210023

2. IR B2 ERAR], 1175 #EZ 223001

3. VLI TP 20 U5~ b Ak S AR B 50 13 m e/ o 2 SR P AR 5 5 IR 3T 29 B S 5 B TRERF R RO, YT BAR
210023

s

# OE: BN EHER RV R K RO mEN A, A RA HPLC VEE LU & H R T 1R G ElE
KA —MZ AR E R B ER A 6 Firg ks (HEF. 2HES. HER. HEER. FEHEE, riERrHED
Bodra, W SAMREIT IR, DURRE— I 2R AT AR . SR IR ST ST 30 LR HEIRA A
WEFEIT R, BT HOH AR A HPLC $e8C B, e 7 14 M EH I, 3 7 ML GEHT TR A, IFLUILH A1
of £ B T 1) B 3 43 SL A e (R AR W TR EU AR PR TR X A IR I 54 R s AL T 2y — MW = JiE, U
FH (S, HER (S2) AWSY), B35 HEHFNEEIER T () FHMER 0.502 FfEH RS IER T (fFua)
SEEMEN 0578 R HEH AN R IER T (fos) “FIMEA 0.252, HERFAANEIER T (o) FHMEA 0257, A
B A AL RO IR BT 5 H B i E T T N SE R I BB IR AR G518 LI 5V T T AR A RORL R 5 H B R
BN

EEIR: RHEW A HPLC; —MZ ik fegBig: MEW: HEE: FHEE R HER PR F
PESEH T AR ERE T

FESES: R286.02 XEkRERS: A XERS: 0253 -2670(2019)18 - 4293 - 12

DOI: 10.7501/}.iss1.0253-2670.2019.18.007

Quality evaluation of Glycyrrhizae Radix et Rhizoma Praeparata Cum Melle based
on HPLC fingerprint and multi-component quantitative analysis by QAMS

PEI Yu-qiong!, SHI Hai-pei', YAN Hui!, HUANG Sheng-liang?, DONG WeiZ, WANG Guo-giang?,

BAO Bei-hua' 3, ZHANG Li"?

1. Nanjing University of Chinese Medicine, Nanjing 210023, China

2. Jiangsu Rongyu Pharmaceutical Co., Ltd., Huaian 223001, China

3. Jiangsu Collaborative Innovation Center of Chinese Medicinal Resources Industrialization, National and Local Collaborative
Engineering Center of Chinese Medicinal Resources Industrialization and Formulae Innovative Medicine, Nanjing 210023,
China

Abstract: Objective To establish the quality control method for high-quality Glycyrrhizae Radix et Rhizoma Praeparata Cum Melle
(GRRPM) in Xinshenghua Granules (XG). Methods The HPLC fingerprint analysis method for high-quality GRRPM was developed.
The method of quantitative analysis of multi-components by single marker (QAMS) for simultancously determining the six active

constituents (liquiritin, isoliquiritin, glycyrrhizic acid, liquiritigenin, liquiritin apioside, and isoliquiritin apioside) was developed and
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evaluated by comparison of the quantitative results with external standard method. Results The fingerprints of GRRPM were

established by HPLC from 30 batches. Fourteen peaks were acquired as common fingerprint peaks and seven peaks among them were

identified with chemical reference. The relative retention time of common peaks and the peak area ratio of some common peaks were

used to differentiate high-quality products from general products as indicators for fingerprint evaluation. With liquiritin and glycyrrhizic

acid as internal standards, QAMS was developed and the mean relative correlation factors (RCFs) of isoliquiritin, liquiritigenin,

liquiritin apioside, and isoliquiritin apioside were 0.502, 0.578, 0.252, and 0.257, respectively. The specifications of high-quality
GRRPM were established for XG. Conclusion These methods could be used for quality control of high-quality GRRPM of XG.

Key words: Glycyrrhizae Radix et Rhizoma Praeparata Cum Melle; HPLC; quantitative analysis of multi-components by single-marker;

fingerprint; quality control; liquiritin; isoliquiritin; glycyrrhizic acid; liquiritigenin; liquiritin apioside; isoliquiritin apioside; relative

correlation factors
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Table 1 RRT and RPA results of precision, stability and
reproducibility test for common peaks
A K RSD/%  FasEYE RSD/%  HEME RSD/%
g5 RRT RA RRT RA RRT RA
0.22 1.28 0.15 1.78 0.18 1.74

—_

2 0.21 1.52 0.12 1.60 0.14 1.43
3 0.32 1.79 0.20 1.91 0.27 3.17
4 0.29 2.67 0.18 3.40 0.24 3.68
5 0.10 1.28 0.06 0.48 0.08 0.52
6 0.09 1.19 0.06 1.70 0.07 1.38
7 0.10 0.33 0.07 0.54 0.07 1.10
8 0.09 1.48 0.06 1.17 0.06 2.61
9 0.09 1.12 0.07 1.26 0.07 2.52
10 0.05 3.40 0.04 3.25 0.04 2.22
11 0.05 1.80 0.05 2.76 0.03 3.13
12 0.04 1.00 0.04 1.78 0.04 2.94
13 0.00 0.00 0.00 0.00 0.00 0.00

14 0.02 0.81 0.03 0.49 0.02 1.44
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Fig. 1 HPLC fingerprint of 15 batches of high-quality prepared licorice pieces from base (S1—S15) and its reference
fingerprint (R)
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Fig. 2 HPLC fingerprint of 15 batches of commercial licorice pieces (S16—S30) and reference fingerprint (R)
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Fig. 3 Comparison of HPLC fingerprint of high-quality licorice pieces from base and commercial licorice pieces
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x2 15 HEMMRR BERFLBIE RRT XH RSD
Table 2 RRT and RSD of common peaks of 15 batches of high-quality prepared licorice pieces

- FL AU RRT

I 1 I 2 I 3 % 4 I 5 % 6 I 7 I 8 g9 UE10 g1 12 WEI13 IR 14
S1 0.178 0.214 0.360 0376 0.601 0.618 0.627 0.646 0.688 0.850 0.863 0.944 1.000 1.042
S2 0.178 0.214 0360 0.376 0.601 0.618 0.627 0.646 0.689 0.849 0.863 0.944 1.000 1.043
S3 0.178 0.214 0.359 0375 0.601 0.618 0.626 0.645 0.688 0.849 0.862 0.943 1.000 1.043
S4 0.178 0.214 0.359 0375 0.600 0.617 0.626 0.645 0.688 0.849 0.862 0.943 1.000 1.043
S5 0.178 0.214 0360 0.375 0.601 0.618 0.627 0.646 0.688 0.849 0.863 0.943 1.000 1.043
S6 0.178 0.214 0.359 0375 0.601 0.618 0.627 0.645 0.688 0.849 0.862 0.944 1.000 1.043
S7 0.178 0.214 0.359 0375 0.600 0.618 0.626 0.645 0.688 0.849 0.862 0.944 1.000 1.043
S8 0.177 0213 0.359 0375 0.600 0.617 0.626 0.645 0.687 0.849 0.863 0.942 1.000 1.042
S9 0.178 0.214 0362 0377 0.602 0.619 0.627 0.646 0.689 0.850 0.863 0.943 1.000 1.042
S10 0.178 0.214 0.362 0377 0.601 0.619 0.627 0.646 0.688 0.850 0.863 0.944 1.000 1.042
S11 0.179 0214 0362 0378 0.602 0.619 0.627 0.646 0.689 0.850 0.863 0.943 1.000 1.042
S12 0.179 0.214 0362 0378 0.602 0.619 0.627 0.646 0.689 0.850 0.864 0.943 1.000 1.042
S13 0.179 0.214 0362 0378 0.601 0.618 0.627 0.646 0.688 0.850 0.863 0.943 1.000 1.042
S14 0.179 0.214 0362 0378 0.602 0.619 0.627 0.646 0.689 0.850 0.864 0.943 1.000 1.042
S15 0.179 0.214 0362 0378 0.602 0.619 0.627 0.646 0.689 0.850 0.864 0.943 1.000 1.042

RSD/%  0.23 0.11 0.38 0.32 0.10  0.09 0.09 0.07 0.06 0.07 0.07 0.03 0.00 0.04

®3 15 MEMMRREERAHLHIE RA RE RSD
Table 3 RA and RSD of common peaks of 15 batches of high-quality prepared licorice pieces

AW RA
i

& 1 U 2 & 3 U 4 % 5 % 6 I 7 U 8 9 E10 11 ME12 K13 & 14
S1 0.073 0.074 0.438 0934 0.341 0.083 0.357 0.149 0.132 0.081 0.072 0.074 1.000 0.105
S2 0.071 0.074 0.425 0960 0.331 0.082 0.378 0.161 0.134 0.082 0.073 0.071 1.000 0.101
S3 0.072 0.074 0.431 00955 0.342 0.082 0.368 0.158 0.126 0.082 0.069 0.068 1.000 0.102
S4 0.074 0.077 0.436 0940 0.384 0.081 0.366 0.149 0.130 0.082 0.074 0.068 1.000 0.107
S5 0.070 0.072 0.457 0969 0.334 0.084 0.375 0.159 0.117 0.084 0.070 0.067 1.000 0.103
S6 0.071 0.075 0.428 0.937 0.331 0.083 0.366 0.152 0.131 0.079 0.076 0.069 1.000 0.103
S7 0.076  0.078 0.444 1.068 0.332 0.073 0.414 0.155 0.112 0.101 0.064 0.058 1.000 0.091
S8 0.070 0.074 0.428 1.017 0.320 0.074 0.400 0.158 0.119 0.086 0.065 0.052 1.000 0.096
S9 0.072 0.075 0.428 1.000 0.322 0.077 0.385 0.150 0.114 0.088 0.070 0.047 1.000 0.096
S10 0.076  0.082 0.441 1.072 0.334 0.072 0.419 0.148 0.119 0.092 0.061 0.068 1.000 0.090
S11 0.074 0.076 0.427 1.005 0.327 0.079 0.387 0.151 0.114 0.088 0.067 0.045 1.000 0.097
S12 0.074 0.075 0.433 0966 0.327 0.077 0.373 0.153 0.119 0.091 0.066 0.062 1.000 0.098
S13 0.070 0.073 0.418 0973 0.318 0.078 0.382 0.142 0.135 0.086 0.064 0.057 1.000 0.097
S14 0.073 0.071 0.418 1.054 0.321 0.073 0.427 0.158 0.121 0.090 0.055 0.072 1.000 0.089
S15 0.073 0.070 0.447 1.025 0.334 0.077 0.403 0.147 0.104 0.092 0.063 0.053 1.000 0.094

RSD/%  2.78 376 249 475 4.69 5.22 5.53 3.51 7.52  6.62 8.13 15.09 0.00 5.64
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F4 1SHHEXHEKRFLAE RRT &H RSD

Table 4 RRT and RSD of common peaks of commercial prepared licorice pieces

-~ FL AU RRT

I 1 g2 g3 ga Wgs  Mge  Wg7  MES W9 UEI10 WE11 UWEI12 WEI13 W14
S16 0.178 0.214 0362 0377 0.601 0.618 0.627 0.646 0.689 0.000 0.863 0943 1.000 1.042
S17 0.178 0.214 0362 0378 0.601 0.618 0.627 0.646 0.689 0.000 0.863 0944 1.000 1.042
S18 0.178 0.214 0363 0378 0.602 0.619 0.627 0.646 0.689 0.850 0.863 0943 1.000 1.042
S19 0.179 0.214 0363 0378 0.601 0.619 0.627 0.646 0.689 0.000 0.863 0943 1.000 1.042
S20 0.179 0.214 0363 0378 0.601 0.618 0.627 0.646 0.689 0.000 0.863 0943 1.000 1.042
S21 0.179 0.214 0363 0378 0.602 0.619 0.627 0.646 0.689 0.000 0.864 0943 1.000 1.042
S22 0.179 0.214 0363 0379 0.602 0.619 0.628 0.647 0.689 0.000 0.864 0944 1.000 1.042
S23 0.179 0.214 0363 0378 0.602 0.619 0.628 0.647 0.689 0.000 0.863 0944 1.000 1.042
S24 0.178 0.214 0362 0377 0.601 0.618 0.627 0.646 0.689 0.000 0.863 0.944 1.000 1.043
S25 0.178 0.214 0360 0376 0.600 0.618 0.626 0.645 0.688 0.849 0.862 0943 1.000 1.043
S26 0.178 0.214 0361 0376 0.601 0.618 0.627 0.646 0.688 0.000 0.863 0944 1.000 1.043
S27 0.178 0.214 0361 0376 0.601 0.618 0.627 0.646 0.688 0.000 0.863 0943 1.000 1.043
S28 0.181 0.218 0.365 0.380 0.602 0.619 0.628 0.647 0.689 0.000 0.863 0.943 1.000 1.042
S29 0.178 0.214 0360 0376 0.601 0.618 0.626 0.645 0.688 0.000 0.863 0943 1.000 1.042
S30 0.178 0.214 0361 0376 0.601 0.618 0.626 0.645 0.688 0.000 0.863 0944 1.000 1.042

RSD/% 041 045 037 033 009 008 008 0.08 007 26390 005 0.03 000 0.03
x5 1SHHEXHEKRFELAIE RA XH RSD

Table 5 RA and RSD of common peaks of commercial prepared licorice pieces

LHIE RA
I

&1 % 2 U 3 U 4 & 5 % 6 % 7 % 8 % 9 I 10 11 g 12 K13 & 14
S16 0.059 0.103 0.654 0421 0.529 0.107 0.197 0.066 0.170 0.000 0.075 0.079 1.000 0.152
S17 0.052 0.108 0.583 0.284 0.509 0.164 0.161 0.067 0.191 0.000 0.104 0.073 1.000 0.166
S18 0.051 0.091 0.547 0.237 0.522 0.231 0.184 0.079 0.211 0.033 0.123  0.088 1.000 0.173
S19 0.057 0.113 0.635 0458 0.520 0.111 0.212 0.059 0.154 0.000 0.082 0.030 1.000 0.152
S20 0.050 0.105 0.587 0.381 0.527 0.114 0.187 0.067 0.225 0.000 0.076  0.109 1.000 0.154
S21 0.057 0.105 0.629 0418 0.537 0.114 0.195 0.068 0.171 0.000 0.080 0.080 1.000 0.158
S22 0.063 0.106 0.673 0456 0.554 0.116 0.201 0.072 0.152 0.000 0.079 0.075 1.000 0.158
S23 0.054 0.105 0.629 0.347 0.528 0.156 0.174 0.069 0.184 0.000 0.096 0.093 1.000 0.162
S24 0.058 0.112 0.654 0.382 0.544 0.106 0.184 0.059 0.159 0.000 0.084 0.067 1.000 0.156
S25 0.054 0.102 0.574 0.225 0.504 0.226 0.166 0.073 0.203 0.035 0.119 0.109 1.000 0.162
S26 0.060 0.112 0.616 0411 0.508 0.099 0.196 0.064 0.149 0.000 0.079 0.066 1.000 0.159
S27 0.052 0.102 0.637 0.351 0.548 0.114 0.178 0.061 0.173 0.000 0.079 0.077 1.000 0.158
S28 0.054 0.100 0.609 0.384 0.543 0.128 0.182 0.075 0.164 0.000 0.081 0.064 1.000 0.151
S29 0.051 0.095 0.615 0.398 0.536 0.129 0.193 0.074 0.173 0.000 0.079 0.078 1.000 0.158
S30 0.052 0.091 0.615 0371 0.533 0.138 0.172 0.064 0.194 0.000 0.081 0.092 1.000 0.154

RSD/%  6.85 6.78 543 19.18 2.82 30.28 7.52 8.75 12.68 264.04 17.55 24.65 0.00 3.62

0.990. 0.965. 0.974. 0.973. 0.968. 0.971. 0.980. R STER A, HiE— Dt bR R A
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F 6 FEFHIEIE RA LE
Table 6 RA ratio of main common peaks

iy W34 WES5/NET W eMER | SwT WE3NE4 WESIET I 6NER | T W34 IESIET IR 6/IES
S1 0.468 0.955 0.558 S11 0.425 0.844 0.521 S21 1.507 2.751 1.672
S2 0.443 0.876 0.509 S12 0.449 0.877 0.506 S22 1.476 2.760 1.617
S3 0.452 0.929 0.519 S13 0.429 0.831 0.547 S23 1.812 3.034 2.269
S4 0.463 1.047 0.547 S14 0.396 0.752 0.460 S24 1.709 2.962 1.775
S5 0.472 0.892 0.526 S15 0.435 0.829 0.521 S25 2.550 3.044 3.075
S6 0.457 0.904 0.549 S16 1.554 2.691 1.630 S26 1.498 2.588 1.544
S7 0.416 0.803 0.470 S17 2.053 3.167 2.440 S27 1.813 3.071 1.860
S8 0.420 0.801 0.469 S18 2.306 2.838 2.932 S28 1.586 2.981 1.699
S9 0.428 0.837 0.512 S19 1.384 2.453 1.899 S29 1.544 2.780 1.744
S10 0.411 0.797 0.488 S20 1.539 2.824 1.695 S30 1.654 3.092 2.148

FIRgUEE T, LLE 13 CHERR) JxtiRig, 043 2 6

R B8 5l 4 CHEER) ARSI H A A

BRT 1.00, 1S OFFERHEE) 57 (R HE 1 4

OB AN T 0.70 RARKT 1.20, | H ~___ 250m

e 6 5 8 [IAI I L LI R AT 1,005 Gk | 360 nm

TR S0k A WA U T AR EEAE AN 3K o ‘

3 ZRA—NZEENESL RS ENE B 2

3.1 BiEEHt

RN Waters XSelect HSS Cig (250 mm X 1

4.6 mm, 5um); JBIAHR CHE-0.1% FERIKIE I

BB YL 0~5min, 15%~19%ZJE; 5~22 min, U .

19%~35% M 22~25 min, 35%~40% [ 25~ 0 10 20 30 40

32 min, 40%ZJ%: 32~35min, 40%~95% 2.1 R i e s

35~40 min, 95%Z M B 276 nm OFHE SHEE e HER

HEYE., HEH. HEE). 360 nm (FFimH = 1-liquiritin apioside ~ 2-liquiritin  3-isoliquiritin apioside

. BHEH). 250 nm (HEER); AFREN 1
mL/min; i 30 C; #FEE 10 pL. Z%M4 TR
B 0T HE S FRE i €3 P LI 4
3.2 MRB&EBRRESIE

R RRRUT R R B AR R
R, HRER. HRERETRGIEE, I
T 1] B0 B AR 43 9 N 57.000+ 125.192. 18.702.
27.785. 15.670 253.332 pg/mL 7R A5 B A
CH B/ o 7 = H B R T 2/1.020 7)o
3.3 X @ERNEIE

AR AR GE=5) £02g, HEWKE,
B HEEHERST, BEIAN 75%FEE 50 mL, %%,
PR, A4 (P)% 300 W, 5% 40 kHz)
30 min, A, FAOERE, H 75%FEEHNE R
e, RE5), B, HNELUE, RIAS bl mid il

4-isoliquiritin ~ 5-liquiritigenin ~ 6-glycyrrhizic acid

4 BEMER ) MEXRAER B) A HPLC B
Fig. 4 HPLC chromatograms of mixed reference substance
(A) and samples (B)

34 FEFER

340 LMEXRRFELE K 327 DURNRA S
W 14, FFRERRIA T EREEMRE 2 155, 1921RE
X VAR 2~ O, R B T A6 HE AR 10 L
F2 “3.17 TUN O 2RI, DL XoF e it F) U T AR
RPN (YD), BRI MR (XD, ZhilbriE
Mk, BEATEAEEIA, 15 EE 7R 50 8 pE
H Y=13 841 X—12 487, r=0.999 7, ZkPEVulH
1.781~57.000 pg/mL; HEF Y=19 172 X—36 205,
r=0.999 7, ZVETEHE] 3.912~125.192 pg/mL; JTHE
SHEF Y=31 824 X—9 651.5, r=0.999 7, £k



* 4300 -

¢ %% Chinese Traditional and Herbal Drugs

FE50% FH18H 201949 H

Jul 0.584~18.702 pg/mL; FHEF y=38 287
X—16 343, r=0.999 7, Z&MjulH 0.868~27.785
pg/mL; HEZ Y=31709 X—8770.2, r=0.999 7,
R MEVEE 0490~15.670 pg/mL; HEERHE Y=
80 51.6 X—34 742, r=0.999 6, ZLMHIEH 7.917~
253.332 pg/mL o A7 Lo AHOC R EII KT 0.999 0,
T C R R

342 REEERE  BDURA XS 2#, &8
FE6 U, sk &awmiEma, 5 RSD 1A,
LER IR 7, RFIZ TR EE AT

343 FaEthles BS3 AHRSEWL T
%5 0. 4. 8. 12, 24 h R, TSR IE
AL RSD {H, Z5F WK 7, RPHHTIERAE 241
WA R AT

3.4.4 FEEMRE  FRELS3 FERMAK 6 13,
2102 g, FEERT, KR “3.37 TR ikl kit
WA 6 Uy, I8 “3.17 TN 604, SRS EL
10 pL W52, AR AT ST bR v i 2 T H S5 15 Ik
SER R K RSD M, &5 WR 7, R Z L
(1 8 1 R

x7 SENEREE. REM. EEM. MERKRIKEER

Table 7 Results of precision, stability, reproducibility and recovery test for content determination

e b2 P faEt #H MR [e W
RSD/% RSD/% FiE/(mg-g ™) RSD/% SR ECR Y% RSD/%
FrREH R 0.70 2.50 7.090 2.47 97.71 2.66
B 0.62 2.09 12.925 2.46 94.98 2.47
i st 0.66 1.88 2.052 2.41 99.57 2.53
FH 0.64 1.61 2.361 245 100.15 2.84
HER 0.42 0.83 0.536 2.70 107.72 0.76
B 0.70 0.53 30.060 2.46 99.58 222

345 FEECRERE  FREL S3 FERR 6 1,
B4 0.1 g, FEEWE, DHMANSRNE & &
FHAT & X IR, 4% “3.37 TR J7 v 4 et i
T, HZHR 9307 WU A% 2 G 2 10 L )
€T 6 ANRFIN RS R IRE [0S % &2 RSD, &5
W 7, RFEICRIIFFGER,
35 HEXRERF () BEE
351 fu S B “3.4.17 WU 1#~6HE A5
AVAV, TEIR 307 TN A&, SR 10
ul WsE, CAHEFE NS ST, il HEH (S,
SHEHES () B DHERAINSY S2, N
SE T H R (A TR R E R (B HE R (O).
HHERR (S2) MIEmR, %A f=Alfi=AdC)/
(4i/C) (Foh ACHNSPMIETIRL, CCAASTIN
W, A NHRAS G, CONHARHS MK
FEO TR, B3 HHE W fo s FHME N 0.502;
RENREH R for (fooa) SPIIMEA 0.578; Frbk
SHEHW fr (fsop) “FIIMEN 0.252; HERT fui
(fsac) “FHIMEN 0257, Z5RILE 8.
3.5.2  fyi BT FH MRS

(1) A[FVRAH O TEAL LS B BT £ B2
ARSI ELT Waters 2695, Agilent 1260 2 FfiyiAH

=8 fulNTELER

Table 8 fsi of be-measured components

R fsia Js2/a fsam Jsarc

1# 0.504 0584 0254  0.254
24 0499 0575 0252 0.269
3# 0.504 0573 0251 0257
4# 0502 0574 0250  0.253
5# 0.501 0580 0252  0.254
6t 0.501 0581 0253  0.254
FHME 0.502  0.578 0252  0.257
RSD/% 0376 0761  0.523  2.342

itk 25, UL Waters XSelect HSS Cis+ Agilent 5
HC-Cis (2). Hedra ODS-2 Cig (250 mm X 4.6 mm,
5 um) 3 PR £ R, 192 B for
(1) RSD ¥1<<5%, K fo; TEAFIVRAH (il A 2% 22 (1
WAL I A R A, IR 9.

(2) ARMERRERT fo; B0 K Waters
XSelect HSS Cis (250 mm X 4.6 mm, 5 pm) EiE4E
F1 Waters €2695 WAH A IEAL, 5 EARF &5 3N
0.9, 1.0~ 1.1 mL/min X} fo; FIS2MH, 1593055 B 57 (1)
fui I RSD ¥J<5%, W% 10. LR ER, AFREFIR
X fo TCHIRIEA, fo TEARFE 0.9~1.1 mL/min
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Table 9 Relative correction factors determined by different instructions and chromatographic columns
T SRR N (R o fs1/a fsua fsuB fsac
Agilent 1260 Agilent 5 HC-Cis (2) 0.501 0.569 0.248 0.247
Waters XSelect HSS Cis 0.501 0.580 0.252 0.254
Hedra ODS-2 Cis 0.504 0.569 0.248 0.249
Waters 2695 Agilent 5 HC-Cis (2) 0.490 0.587 0.249 0.251
Waters XSelect HSS Cis 0.488 0.597 0.251 0.253
Hedra ODS-2 Cis 0.489 0.571 0.243 0.245
FEIE — 0.496 0.579 0.248 0.250
RSD/% — 1.46 1.95 1.26 1.35

R10 TERFFRENFH fo
Table 10  Relative correction factors determined by

different flow rate

PRFR F/(mL-min ") fs1a fsaa fsB fsce
0.9 0.501 0.583 0.254 0.255
1.0 0.501 0.580 0.252 0.254
1.1 0.501 0.582 0.253  0.255
P 0.501  0.581 0253 0.255
RSD/% 009 032 035 036
i FH A R

(3) A FEFERXT fo: 52 : K Waters XSelect
HSS Ci5 (250 mm X 4.6 mm, 5 um) 4+ 1 Waters
2695 WA IEAX, FEAFIER 2751 28+ 30.
32 CXF foi BIEEM, 1330 BT foi B RSD )<
5%, WK 11. SRER, ANEAEES f LR
W, fo: FEAEIR 28~32 CHif M R UT .

(4) fo Bt RPE BRI HIRLS R, &
B S H B T H B fs1 9 0.502, P8 H 5L
H. R EE. HEEMNTHERLY foa N
0.578, foun 9 0.252, fore N 0.257.

3.5.3 frillplcsr kg e i SRH Waters X
Select HSS Cis+ Agilent 5 HC-Ci5 (2)+ Hedra ODS-2

R 11 FREHRNSH foi

Table 11  Relative correction factors determined by
different column temperature
iR/ C st fsa fsB Jfsac
28 0.500 0.573 0.249 0.251
30 0.501 0.580 0.252 0.254
32 0.501 0.579 0.252 0.253
M 0.501 0.577 0.251 0.253
RSD/% 0.15 0.59 0.64 0.56

Cig 3 PP el bt 23 il I e bl H B HRE . ThE
FHRE . R H R H R AR Waters 2695, Agilent
1260 2 FAH 3 R 40 B IR BRI (] (RT), THER
HEEFN T HEEH AR BN a=RT s/
RT wuw), THEHHEE . AR EET, B
FAX T H BB AE R B GA=RT i/
RT 11~ '8 =RT pwsetri/RT rimes ro =RT 1#2:2/RT i) s
REFHEE . R ERET. FRER R, B
R rav ras e re KIPFIIME 308 1,536 0.368.
0.555. 0.713, RSD 737N 2.15% 5.12%- 3.10%-
5.82%, MWK 12. FKULEAFRAH RS & Ak
e, SHEE. FREHEE. rERHEE.
TR ras ras s e i TR
3.54 —MZIE (QAMS) 54Mrik (ESM) 4
ot o mlEL 30 R H RO, %I “3.37 I
ORISR SR, 1% 3,17 TR A Skl
FEMGE, idsg & tanbigidg s, Bl “3.27 UNRE
X R AR RE 4 A5 BB AR IR SIS,
I ESM A QAMS Il E HE /R . FrfliH &4, 77
PSR HRER., HER, HEE. R HEFNEE,
KX R ZE (RE) SRER 2 FO7 LTS 45 R 1 2=
7t, RE=(Woams— Wesm)/ Wesm (Woams 4 QAMS
TS E &2, Wesm N ESM ISR &E), SR IFE
13, BHEERSI, RE ¥<5%, 45RFEWH 2 Fmik
MAFH & E 2R EEZER, QAMS FEK H A
PR I Z A8 05 o B E VR R R R RTAT I, B
B HERN S ERIC (<0.05%), AEWTI
ANFEHF o

RGN E SR, T UE HE T & H R
FERT (PEZGH) 2015 FRFUE &S EER
0.50%. ZEHipEmd, HEH., HEREES T
(rhEZG) 2015 FRREIRE, HEE SR
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F12 TRERIRBBIEKKLE. BIEFHENSH RRT

Table 12 RRT determined by different instructions and chromatographic columns

M SRR N B 7a rA B rc
Agilent 1260 Agilent 5 HC-Ci3 (2) 1.537 0.360 0.543 0.676
Waters XSelect HSS Cis 1.583 0.345 0.536 0.682
Hedra ODS-2 Cis 1.506 0.386 0.571 0.755
Waters 2695 Agilent 5 HC-Cis (2) 1.530 0.367 0.552 0.691
Waters XSelect HSS Cis 1.563 0.355 0.545 0.699
Hedra ODS-2 Cis 1.497 0.394 0.580 0.774
FIIME — 1.536 0.368 0.555 0.713
RSD/% — 2.15 5.12 3.10 5.82

F13 ESM K QAMS WEXHERFF 6 MBI LER (n=2)
Table 13 Comparison of six components in Glycyrrhizae Radix et Rhizoma Praeparata Cum Melle by external standard method
and QAMS (n=2)

FEd HERR /% TR H /% FrpE R R % HHEE% HEA /% s H %

%5 BSM ESM QAMS RE ESM QAMS RE ESM QAMS RE ESM ESM QAMS RE
S1 2.870  0.672 0.671 —0.15 0.184 0.182 —0.74 0.038 0.032 -1579 1.150  0.190 0.188 —1.05
) 2962 0.686 0.684 —029 0.189 0.187 —0.77 0.042 0.036 -1429 1209 0211 0209 —0.95
S3 3011 0712 0710 —0.28 0.196 0.195 —0.67 0.041 0.036 —-1220 1214 0203 0200 -1.48
S4 2956 0.683 0.682 —0.15 0.187 0.185 -0.79 0.038 0.033 —13.16 1.164  0.197 0.195 -1.02
S5 2.850  0.684 0.683 —0.15 0.188 0.186 —0.63 0.037 0.031 -1622 1.164 0.189 0.187 —-1.06
S6 2971 0.688 0.686 -029 0.189 0.187 —0.79 0.041 0.035 -14.63 1.184  0.193 0.190 —1.55
S7 2867 0.671 0.669 —030 0.185 0.183 —-0.73 0.038 0.032 —15.79 1237 0209 0206 —1.44
S8 2782 0.645 0.644 —0.16 0.176 0.174 —-0.86 0.040 0.035 —12.50 1.186  0.197 0.194 —1.52
S9 2.948  0.692 0.691 —0.14 0.190 0.189 -0.70 0.038 0.033 —13.16 1294 0215 0213 —0.93
SI0 2960 0.690 0.689 -—0.14 0.191 0.190 -0.72 0.039 0.033 -1538 1.283 0215 0213 —0.93
SI1  3.019 0669 0666 -0.45 0.182 0.180 -1.06 0.039 0033 -1538 1.231 0201 0.198 —1.49
SI2 2894  0.655 0653 -031 0.179 0.177 -0.94 0.038 0032 -1579 1.159 0.189 0.186 —1.59
SI3 2983  0.656 0653 -0.46 0.177 0.175 -1.10 0.041 0035 -1463 1213 0201 0.198 -1.49
S14 2983  0.667 0.664 -0.45 0.181 0.180 —0.98 0.040 0.035 -12.50 1.307 0219 0216 -137
SI5 2928 0.670 0.668 -0.30 0.184 0.183 —0.85 0.038 0.032 -1579 1.209 0201 0.198 ~—1.49
S16 2483  0.833 0844 132 0257 0260 1.17 0.057 0052 -877 0507 0.091 0088 -3.30
S17 2191 0707 0716 127 0224 0227 134 0.050 0.045 -10.00 0393  0.079 0.077 -2.53
SI8 2043  0.634 0644 158 0213 0217 1.88 0.049 0044 -1020 0299  0.077 0079  2.60
SI9 2559 0.863 0.873 1.16 0268 0271 1.12 0.049 0.044 -1020 0560  0.099 0.096 -3.03
S20 2352 0759 0.768  1.19 0241 0244 124 0.059 0055 —6.78 0495  0.091 0.089 -2.20
S21 2553 0.865 0.876 127 0267 0271 1.50 0.050 0.044 -12.00 0.553  0.101 0.099 -1.98
S22 2568 0908 0920 132 0278 0281 1.08 0.047 0042 -10.64 0577 0.100 0.097 -3.00
S23 2241 0755 0.765 132 0236 0239 127 0.043 0.038 -11.63 0433  0.086 0.084 —2.33
S24 2460 0.890 0902 135 0272 0276 147 0.039 0034 -12.82 0536  0.091 0088 -3.30
S25 1933 0596 0.605 1.51 0.198 0.201 1.52 0.048 0.043 -1042 0293  0.075 0.077 2.67
S26 2421  0.822 0.832 122 0245 0248 1.2 0.042 0.036 -1429 0525 0.087 0.084 -3.45
S27 2616 0912 0923 121 0287 0290 1.05 0.042 0.037 -11.90 0549  0.097 0.094 -3.09
S28 2320 0819 0.831 147 0253 0256 1.19 0.043 0.038 -11.63 0488  0.087 0.084 -3.45
S29 2382 0812 0822 123 0248 0251 1.21 0.045 0.040 -11.11  0.543  0.096 0.093 -3.13
S30 2623 0.883 0.893 1.13 0278 0281 1.08 0.058 0.053 —8.62 0544 0.101 0.099 -1.98
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S EES>1.50, HET5HREREEE
$1>040, HEH SRR E S EEY >6.0,
FHEHS TR HEE SR EY>090, HE
X o> T S HORFE . NI & A = S bR ts
B, g (REZG ) 2015 FRRER, YIBEBAR TR
PP B B ER I B B PR R A 2 LR
FETt,  WOARRRMERL R rho AR H B AR BT 5 H FEK
RIS S ERE: A TERRIHE, R
TAREH Y (CaeH30013) AFDT 0.55%, H
FAF (CuH200) AT 0.90%, ks H 5
(Ca6H30013) AFDT 0.15%, FHEE (CaiHn09)
ARLT 015%, HHER (CoHeO1) A0 T
2.0%, Hi, HEESE AT EESE DT
1.50% HAR KT 2.50%, HEH&E/HHERY &
AFDT 0.40% HABF KT 0.55%, HEHFEE/)T
B H RS EAE DT 6.0%HBARKT 8.0%,
A HEESE R TR S EASDT0.90%H.
AFRT 1.20%; GO S HEH (CasHz0013)
AR T 0.50%, HERR (CsHeOre) AT
1.0%-.
4 g
41 FEMARER

BRI S RO, H DI, 4
TE A 2 ZG0E R O RF SR 22 A, HLAEAN R,
WAIEZ), SRR R, B
B ZG Rk, B T2 s H B2 AL A 3 R
AN ERHEYIH B G. uralensis Fisch.. KR H
G. inflata Bat. HOGR TR G. glabra L. 1) 1AR
=

TR A BAAE VA T B 2484 S 7= Hh i e s < B
1R 2 7= Hi R 15 i #AA AR H S AN SR iR Fl,
T TE, FETEAMIRIRZ 2 2 BRI
TRA . A BABEFHE 1 LAH BB A A RTRL AL
JRZint, AR & AR IR, AT A
BrAERRL. EfRGUEE A E B A, SiEHdE
ARRL I 26 T2, W KR EUE R S0 1 1
SE I HEEGA R, AR B A A R0RL Hh 48 SIS B
E U HEST. RHEE. HER. HEER. FREH
LN NS B s A i W (S E (L A a s Re X 7
P I I LA R BR 73 EUAB RE X 438 5
MR (SRR HRERE) 5— Ry
LR H IR D, Mok T HEE, RHE
. HER. HER, FEHEE. SRR

5 NE BIRPT -
4.2 ELEEHEWEREF S

BT FE 4R SO I X BUA I )k #E. ARER
R (=R, 40, 60, 80, 100 C). AS[EIEIZ A
(20. 30. 40. 50. 60 min). AN[EEAERE (10,
20~ 30+ 40 min). A[FEPERELL (122501050 1
100+ 1 :250. 1:500) #475%2, itk 7o
W PP VE . SEIRBAE AT wT A, Sk AR RS
YERR T 53 8 AR, (RA5 1 30 HE5CH B 0OR AH AU
FEYRELE] 0.95 UL L, TEiEX oy AR R 5T
B, ABE R M R4 IL A 1) RA EUAERE
X3, WA SZE6 T 40 R A 70 b FEA AL VR4 1
br, DAL IR RRT KB LA 11 RA HUEAESN
PR SLERE R FE PR, BB R By G B2k
TERLE 7 B IR I () e i ieg, I DR 7 S A I 1
RA U ERUE SO, FRX Lk 5
SR, GhR T RA HHEAMEEKR .
43 RHER 6 HHBEYURTSEERTH

QAMS A AE Bk HE b (1 175 0 W] PSR BR
R E &N, HEeA SR REH s & &
D () AR Y221l BRAT 5 H 50 e p o 7 1
ETUNONH B . HEEREATIRE, BB $
M, ERTRTEN RO BLEN S X o ik o
W SHEREY T, WO AR R R
HEHE, REHEERS, DEREHERNKRX SR
KT o AR SIZB6 5 T I — Fh 22 A [ g i s H e e
TR 6 N RURST ) QAMS J7ik, il it X HEHLE
) (100%HEE. 100%ZHE . 25%FEE. 50% FFEE
75%HEE) . FEAERE (305 40, 50+ 60. 90 min)
FeANERAEEE (1250, 101004 1:250. 1:500)
1) 2% A2 52 v N B R O v o i il
HEFMHERN SR, HEH TR RS
HEHE . R H A KA R, i ES
HArE, SO ¥ 15 HEERM R 5
15 AL ES TR 1 QAMS 45 5 5 ESM Szili{f 3k
ITHRHE, BAE T 1% QAMS T4 PERIRL 21 B %
30 #HEA S5 SR EAT LA, DRBUR A A Ul & B
s —, HH®ERER. HREE AR HRTRSEHE
T HESL, MO AR R BT 5 H BLIR
JrifilE T 5E R 1 iR R bR

ARSI R HPLC SR EE AR i 5 B Bk Fr 4t
B, IR QAMS MlE HHH , HEHEKR., i
B R R TR RS AR SR
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