¥ %

China Pharmaceuticals

<RI EAS -

Inspection and Test

202248 H 20 H 55 31 #5455 16 4]
Vol. 31,No. 16, August 20,2022

doi:10.3969 / j.issn.1006 — 4931.2022.16.017

BRI REFRERR
KPR BB WG, SR AT, Tk, X

(FBAHEFILER O, HE BT 810007)
BE: BN #RAFANRLGREAFEFTE RAEEER(TLC) EarA T4 it T 255 K0 & 20R 40 &7 % B 6t
MERF FHAFEF | HAFEF W94 5, &E4 A Hypersil - ODS 4£(250 mm X 4. 6 mm, 5 wm) , i@ 3484 THE - 0. 15% BRER I8 ik
(B E#L) ik A 1.0 mL / min, %Rk K A 266 nm, %4 30 C, #4454 10 pL. ER AT F b6 TLC B L0, 55
EAF BB BATFH AL EF T AL EFTHEHF T A E 0.04258~0.851 6 ug(r=0.999 8)F= 0.043 60 ~0.872 0 pg(r=
0.999 7)FE. B M 5 mRE M X R RAF B A LM AT MR R G RSD 30T 1.30%, T3 bt enl £ 5 %] 4 106. 93% F=
98.34% ,RSD %31 %1 1.35% ## 1. 18% (n = 6) £5I % 7 4R MR, 5 REH , T AT, T A T AR I T Z 424 .
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Quality Standard of Qingrebawei Pills
LIU Xueliang ,HAN Dabin,CHEN Peng ,NIAN Yongqi,WANG Yongming ,WANG Yongjing ,LIU Haiqing
(Qinghai Center for Drug Evaluation and Inspection ,Xining ,Qinghai,China 810007 )
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Abstract: Objective To improve the quality standard of Qingrebawei Pills. Methods Bovis Calculus Artifatus and Carthami Flos
were qualitatively identified by the thin — layer chromatography (TLC) method. The contents of picroside I and picroside I in the
preparation were determined simultaneously by the high — performance liquid chromatography (HPLC) method, the chromatographic
column was thermostatic Hypersil — ODS column (250 mm X 4.6 mm,5 um),the mobile phase was acetonitrile — 0. 15% phosphoric
acid with gradient elution,the flow rate was 1.0 mL/ min,the detection wavelength was 266 nm,the column temperature was 30 °C,
and the injection volume was 10 L. Results The TLC spots of Bovis Calculus Artifatus and Carthami Flos were clear with good
and picroside 1l were 0.042 58 -

0.851 6 pg (r=10.999 8) and 0.043 60 - 0.872 0 pg (r =0.999 7), respectively. The RSDs of precision, repeatability and

separation , and the negative control had no interference. The linear ranges of picroside |

stability tests were lower than 1.30%,and the average recoveries of picroside I and picroside II were 106.93% and 98.34%
with RSDs of 1.35% and 1.18% (n =6) ,respectively. Conclusion The method is simple,accurate and reproducible,which can be
used for the quality control of Qingrebawei Pills.

Key words: Qingrebawei Pills;Bovis Calculus Artifatus ; Carthami Flos; TLC ; picroside I ;picroside II ;HPLC;content determination
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2.1 HE%S5
2.1.1 AT4#2-5]

BURE S35 o, R AN, FREURY K 0. 5 ¢ K3 Rk , &
P 10 mL, R 15 min, B0, BE R, 7E A 0L 5 %
T o U 2 SR MR R X A L T TR 45338 8, 40 i
COBEI AR 1 mL 5 2 R A4 1 mg (4 B — XoF R
TR o 4% 1 B\ R L AL T 0 T 25 ) 4 fofe T 24 8 10 9 e
BE i, I e AR T 0 VR T T S TP R B I TR 4
2020 4 iR E 25 i (U ) )3 U 0502 TLC 15, 4 25
BRI AS S L, 4308 T IRl — AR G 24, DA
LR TR - IEC b — HBE — VKGR (8:1.5:0.25:
0.25,V/VIV/IV)REIFF, I B, BT, B L
10% B EAMR 2 BV W, 105 °Cn A 2 5 5 5 (0 T,
HOGAT ARG o A3t v W £ i o, 7 55 0 IR R
TR AV B S R ) B € B A, LB X R TG T e T
L L,

"1 Iz. 31 .'4 -5 I 6 7 8. '10-
1. M BRER 2. JREARRER 3. HERIERmARRIER
4 - 10. B3RS E R
E1 AI4EHEERGEE

1. Negative reference solution 2. Reference solution of cholic acid

3. Reference solution of hyodeoxycholic acid 4 — 10. Test solution

Fig.1 TLC chromatogram of Bovis Calculus Artifatus
2.1.2 eqgple-10l

HURE Sl i, WFA , BRI R 4 o, KE B AR E , I 80%
PR %5 20 mL, PR 4% 15 min, # & 10 min 5 , B E W
W, AE R AR TV W 5 BT AE X BR 2544 0. 5 g, [l 4tk
vl VA VR ) 8 7 % ) BSOOK 24 b S R T A\ R AL Ak
T3 R 200 A8 2T A6 (%) B PR i, O 4 4t ot T W 7
T ) RS B A X B A U 4 2020 A Rl b [ 24 (g
5 Y ) 0502 TLC 2%, 4 26 W 13RI 4S 10 wL, 43
ST AR H 2R L, LR Ol - K - Wi -
HHEE(7:3:2:0.4,V/ VIV V) RIEFR, JEFF B, B
T, 8 HOGAT MR o A R P, AE S 6 IR
WAV W T AR AV L, S A () 2 S B, ELBA X
MTC T TE UL 2,
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1. AT RRER 2. BB HIER 3-9. Bk miERk
B2 d%EReIEE
1. Negative reference solution 2. Reference medicinal material solution
3 - 9. Test solution

Fig.2 TLC chromatogram of Carthami Flos

2.2 HEEFREMNEM-T
2.2.1 &%

£ 35 4 : Hypersil — ODS #£ (250 mm x 4.6 mm,
5 wm); s : M5 (A) - 0. 15% BERR VAW (B) , BRI Uk
5 (0 ~7 min B} 229%A—17%A, 7~ 14 min I 17%A,
14 ~ 15 min I 17%A—19%A , 15 ~ 30 min I} 19%A—
20%A,30 ~ 45 min i 20% A—22%A) ; i : 1. 0 mL/ min;
KR K £ 266 nm; AL - 30 °C 3 R 2 10 pl.
2.2.2 BEkH %

A B 4F 1 XF R &Y 10. 86 mg . 7 ¥ % 11 11 X R
min 11, 70 mg, K5 ZHRE , 530 B 50 mL 25 s, i H
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90.2129,0.218 0 mg / mL (1) B — Xk B8 J 15 W . 4% B
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HAF T, IR 43 510 0. 0425 8,0. 0436 0 mg / mLL
(TR 5 X5 HR v Y o HBURE i (AHE45- 100217) 3 o, R4
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B B 3 T PR A o 2 o Y VR R % D 1 o
P %o R R
2.2.3 FHE¥EE
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AT 3 000,
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B3 sukiEtkE

1. Picroside |

2. Picroside 1l

A. Mixed reference solution B. Test solution C. Negative reference solution

Fig.3 HPLC chromatograms

WTE TP, R TR R AF PR ULIE 3,

LN RFEE: S HRG B 2. 2. 2 0 M IR A % IR
AV 1,2,4,8,12,20 wL,#%2. 2. 1 300 F (i S F kiR
DE T 57 068 AT AR o DRI 1l 2 1 A 6 (X, ) R A A
b TR (V) P AR BR HEATZ M 1A, 45 [m1 05 5,
W T Y, =1738693 X, +9 175(r =0.999 8) ,
BT Y, =1286 879X, + 1 344(r=0.999 7) 45 HF 3
BB 1A L ERE 231075 0. 042 58 ~ 0. 851 6 pg
F10.043 60 ~0.872 0 wg 71 [l P 5 04 17 FR £k M ¢ &
R4r.

K 2 R IR S B 2. 2. 2 01 R IR T B AT
10 L, ¥ 2. 2. 130N @8 S5 F % SEaERE I 2 6 1K, il 5%
g T AR 2 SRR T TR IT 04 i ALK RSD 43 5 K
0. 65% F10. 52%(n = 6) , KHULEHE R E R 4T .

FeE RIS B 2. 2. 2500 R LA 10 wL, E il
FHE2. 2. 15 R A% & 5T 0,3,6,12,18,24 h
PEREINAE | 1o S e T AR L 45 SR A e 11 1A I e T AR Y
RSD 739 M 1.22% F11. 06% (n = 6) , 2 WA A 5l 14
eI R HUE 24 h NFEARFAE

G P R —HEAE (5 100217) 18 & K
WK, 35 0y, T 2. 2. 230 T 7 v A AR A TR L TR
2.2 VIR 35 S5 RE I | e SR i BUT A & i
SERARGER T A A& &30 1.049 0 mg / ¢
F11.722 4 mg/ g,RSD 5354 1. 12% F10. 86% (n = 5) ,
KWNZ B EEME R

TR DS - AR HURE i (JiE 5 100217) 3 &, #F
Y KEEIRE L6, GBI 2. 2. 2300 F i B4
1A B — X IR A, A i, 4562, 2. 250 R ik
il £ A A A TR, 2. 2. LI i SR AR I S L il
SRR BUF T INRE ISR 25 R R 1,

F1 EEKIXIEE R (n=6)

Tab.1 Results of the recovery test (n=6)

Hnl BEE H&ES mAE MEE wkE X RSD

A’a () ZF(mg)  (mg)  (mg) (%) (%) (%)
¥HiE 1.0034 0.7223 0.7755 1.5514 106.91
HF1 0.9969 0.7177 0.7755 1.5401 106.05
1.0027 0.7218 0.7755 1.5661 108.87

106.93 1.35
1.0102 0.7272 0.7755 1.5454 105.51
0.9975 0.7181 0.7755 1.5383 105.76
1.0016 0.7211 0.7755 1.5625 108.50
PEE 1.0034 1.5293 1.5260 2.9994 96.34
1 0.9969 1.5194 1.5260 3.0421 99.78
1.0027 1.5282 1.5260 3.0327 98.59

98.34 1.18
1.0102 1.5396 1.5260 3.0338 97.92
0.9975 1.5203 1.5260 3.0315 99.03
1.0016 1.5265 1.5260 3.0281 98.40

2.2.4 HEAEEINR
7 AR 45 T8 A, 0 0% 2. 2. 2 00 R O ikl &
PR A, BT 2. 2. 1 0N (3 SRR E LA T
I5E 3K, 0 SR BT SRR o 3 i A R AR 2
R2 HERAENELER(n=3)
Tab.2 Results of content determination of picroside I and

picroside II in samples (n=3)

ik | £ i 1

= 2
B (ngle) RD%) & E(melg) RSD(%) (mgle)
112214 0.9845 1.12 1.7330 0.98 2.7175
101022 1.0852 0.95 2.1419 1.28 3.2271
101212 1.094 7 0.67 2.1369 0.79 3.2316
100217 1.0490 0. 84 1.722 4 0.67 2.7714
100526 1.3656 1.21 1.5870 1.32 2.952 6
090614 1.5204 0.94 2.3218 1.27 3.8422
090424 1.4521 1. 14 2.2759 1.59 3.7280
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