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HAEFE S R E AN, 5 B A, AR BA TR G HF HEF 1,4-Z[4- (HHBBOFTE] -2-FTAFRRE HERR
TR A A 6.36~95.44 pg/ mL.7.56 ~75.59 pg/ mL.149. 51 ~ 747. 57 wg/ mL.16. 01 ~ 160. 10 pg / mL & B R 5 ¥ @A &k %
A BIF(r>0.999,n=5) ;%M 5 A 0.045,0.058,0.750,1. 051 mg/ g, & F 5 %] 4 0. 148,0. 191,2. 475,3. 468 mg / g; 45 F % .
AT E MR IR 2 R A RSD 3900 T 2.0%; F 3 AR EDKCE 5 B A 100. 38%, 99. 44%,99. 42%,99. 98% , RSD 431 1. 99%,
0.94%,1.30%,1. 15%(n=9) 4 EH EEREM ETLMF BETE, TAT AW Z ke REiad,
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Improvement of Quality Standard for Weichangling Capsules
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Abstract: Objective To improve the quality standard of Weichangling Capsules. Methods Physical and chemical identification

method was used for the qualitative identification of Sepiae Endoconcha. Thin — layer chromatography(TLC)method was used for the
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qualitative identification of Crataegus Pinnatifida. High - performance liquid chromatography (HPLC) method was used for the
simultaneously determination of paeoniflorin, liquiritin, militarine and glycyrrhizic acid ammonium salt in the preparation, the
chromatographic column was JADE - PAK®KM - C, column(150 mm X 4.6 mm,5 wm),the mobile phase was 0.1% phosphoric
acid solution — acetonitrile (gradient elution) , the flow rate was 1.0 mL / min,the detection wavelength was 223 nm, the column
temperature was 30°C, and the injection volume was 20 pL. Results The physical and chemical identification results met the
requirements of the 2020 edition of the Chinese Pharmacopoeia(Volume I );The TLC spots of Crataegus pinnatifida was clear,and
the negative control had no interference. The linear ranges of paeoniflorin, liquiritin, militarine and glycyrrhizic acid ammonium salt
were 6.36 — 95.44 pg / mL.7.56 - 75.59 pg / mL.149.51 - 747.57 pg / mL.16.01 - 160. 10 pg / mL(r = > 0.999,n = 5),
respectively. The limits of detection were 0.045,0.058,0.750,1.051 mg / g,and the limits of quantitation were 0. 148, 0. 191,
2.475,3.468 mg / g,respectively. The RSDs of precision,stability,and repeatability test results were all lower than 2. 0%. The average
recoveries were 100.38%, 99.44%, 99.42%, 99.98% , with RSDs of 1.99%,0.94%,1.30%, 1.15% (n = 9). Conclusion The

established method is accurate,reproducible,stable and reliable,which can be used for the quality control of Weichangling Granules.

Key words: Weichangling Capsules;quality standard;physical and chemical identification; TLC; HPLC
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2.3.1 @A H

%R . JADE - PAK® KM - C, (150 mm X 4. 6 mm,
5 wm), JshAH 0. 1% BEFRIE W (A) - 1 (B) BRI UE
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25 ~ 35 min I 75%A — 55%A, 35 ~ 40 min [ 55%A,
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1. Test solution 2. Reference solution 3. Negative reference solution
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Fig.1 TLC chromatogram of Crataegi Fructus
40 ~ 45 min B 55%A — 85%A) ; L i# : 1. 0 mL / min; K
T 0223 nms 3 30 °Cs HEFERE 120 pl.
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B2 SHKERIEE
1. Paeoniflorin = 2. Liquiritin 3. Militarine 4. Glycyrrhizic acid ammo-
nium salt
A. Test solution B. Reference solution C. Negative reference solution
(lacking Bletilla striata) D. Negative reference solution(lacking Paeo-
niae lactiflora) E. Negative reference solution(lacking Glycyrrhiza
uralensis)
Fig.2 HPLC chromatograms
®1 ZUEXRRENR. EEMRERER
Tab.1 Results of linear relationship,limit of detection and limit

of quantitation

BRRAY ELE ro GERB(ng/nl) BAR(ng/g) ZER(nglg)
a ¥,=9.6855X,+23.009  0.9994 6.30~95. 44 0.045 0. 148
b ¥,=33.9860X,-23.802  0.9997 7.56~75.59 0.058 0.191
¢ V=15.0158,+ 221,38 0.998  149.51~747.57 0.750 2.475
d V,=2.6848K,+2.0842  0.9946  16.01~160.10 1.051 3.468

Eia - AR AGHEF HIEF 1,4 - 2[4 - (RHE
FOFA] -2 - FTAFREE HERE, TRR.
Note:a — d refer to paeoniflorin, liquiritin, militarine, glycyrrhizic

acid ammonium salt (for Tab.1 - 3).
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TR it B DA 2% B0 ARSI PR HEBR 25 2R L 1 ®2 MEEUIREER(n=9)

K RN 2. 3. 2 T G R L R TR AT L B Tab.2 Results of the recovery test(n = 9)
2.3 VT GREAPHESIEREN G 6 U ICRUETTRL 45, AFE HBBE PAT  MEE @kE 1 A9
HASETE HEEAE 1,4 - —[4 - HARS) TR -2 - & (g)  (pg/ml) (pg/mL) (pg/ml) (%) (%) (%)
TR H R R A AR RSD 4R 0. 91% a 0.3015 2472 19.09 43.58  98.80

0.3047  24.99 19.09 43.71  98.06
0.3036  24.90 19.09 43.68  98.38
0.3125  25.63 25.45 50.98  99.61
0.3147  25.81 25.45 51.08  99.29 100.38 1.99
0.3036  24.90 25.45 51.23  103.46

1. 10%,0. 82%,0. 60%(n = 6) , FRELAHE 2 R 4T
Foe Ml B 2. 3. 2300 R b I GE £, 40 T

FIRNE 0,2,4,8,12,16,24 h %2, 3. 1300 F (A3 518

PEREINE , ISR T AR A5 AT H R 1,4 - 2[4 -

(RIS R IE | - 2 - S T BES SR RIS | H R R e g v 03145 2579 3181 57.89  100.9]
PRI A TR IR 24 h NFEARTRE 0.3089 25.33 3181  57.96 102.58

A2 PR URE S (L5 8 20230615) PN 25 ) 16 b 03015 1146 7.56  18.87  98.02
T, 2.3 2 W0 5 i A A L AT 6 1, FER 0.347 1158 7.5  19.03  98.54
2.3 130 AR A R RN A 1 SR 0 T AR, A5 SR AT 2 0.3036 1154 7.56  19.02  98.94
ﬁ\ﬁgﬁ\l,él_:m_(%%*%fﬁ)%%]_Z_j@j— 0.3125 11.88 12.09 23.91 99.50
SE R R G T [ i AR RSD 43 31 0. 829%. 0.3147 1196 1209 23.94  99.09 99.44 0.94

0.3036  11.54 12.09 23.69  100.50
0.3145  11.95 15.12 27.08  100.07
0.3096  11.76 15.12 27.02  100.93
0.3089  11.74 15.12 26,77 99.40
¢ 0.3015 305.84  239.22  540.23  97.98

0.74%,1.0%,0.92%(n = 6) , W ik 2 M R I

i BE DR B BB A R AR S (ISR
20230615) NED 90y, B: 00 1 o KEEFRE , 5 3
AATZG (5 B e B ol 318. 14 g / mL) X B 5 78 TR

1.5,2.0,2.5 mL, H R (RUERIE Y 377. 94 pg / mLL) 0.3047 309.00 239.22 54498  98.61
X IR0, 5,0. 8, 1. 0 mL, 1,4 — —[4 - CRIAFE) 0.3036  307.97  239.22  542.81  98.17
B -2 - T HSRIRNR (PR 1 495. 15 ng / mL) 0.3125 317.00  299.03  616.98 100.32
X RS M 4.0,5.0,6.0 mL, H R R B (o1 5 e % 0.3147 319.23  299.03  616.87  99.54 99.42 1.30
400. 26 wg/ mL) X} B 2. 0,4.0,6. 0 mL, %% ) 0.3036 307.97 299.03  612.85 101.9
(& AR R TAT 3 00 5 2. 3. 2 T F J7 v 4 4 Ak o s 0.3145 319.03  358.84  671.87  98.33
W 2. 3. 1 A PR T R e, O 03096 406 WY 615 W8
%;é‘%&ﬁu#lﬁlll&}ﬁo%%ﬂi%zo 0.3089  313.35 358. 84 672.41  100. 06

d 0.3015  79.11 32.02 110.95  99.44
0.3047  79.95 32.02 111.89  99.75
0.3036  179.66 32.02 111.87  100.59
0.3125  82.00 64. 04 145.56  99.25
0.3147  82.58 64. 04 145.48  98.22  99.98 1.15

2.3.4 BREENE

S HERE SN AW 40 e, 446 2. 3. 2100 F il 4%
MR TIA T, H2 2. 3. LI T (g S R bR 5, 1 S 0
TR, THR A a3 i o S5 AR R 25 HHERE B DA ] B

OF AT BUN AR IR 3, 0.3036  79.66  64.04  143.01  98.92
3 itie 0.3145 8.5  96.06  179.25  100.70
3.1 AR ik R - 1] 0.3096  81.24  96.06  178.65 101.41

T W 7R e 4% Jo 1 A o A B R L S A S () 0.3089 8106  96.06  178.64 101.58
Ko) GEZEERI (AT KA S5 H AU b T %3 HRESBNEESR(mg/g,n=2)
P AR T E ], AT AR AE W AN AR TT Tab.3 Content determination results of samples(mg / g,n = 2)
1 10 BR 2520 7, Forb 1 R R W gl A By e i BRI, 5 a b c d
HA K s 0K o KO 22 B 1 R TRk 20230615 2.05 0.95 25.36 6.56
WS I T 2 LS, O A WA SR B i 2 20220617 200 101 2565 6.6l
Yy ARSI AR, B ki AR R 20220407 2.15 1.05 25.47 6.71
PO A DU S 2 AR R 5 T M R 5 R VE B 20220809 2.09 0.94 25.97 6.59
WYy JC At 5 B 4 B W NS, A RS Lk Sk am 20220213 2.23 0.98 25.43 6.89
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[5] #ctedm, 2 %, %%m, 5. FAPANRZAAEFR]
P E P E A3, 2020,27(2):218 - 222,

(6] A MRvets, FX&,5 . AT R2AZRGORAT AR
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