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WE: BN RASFEZBEGREAFEFE RAGEEEE 5 R P 03T 4 R R Ao A5 A AT 2 S50 5 R A & 20k AR &3
MR P G IERTH T & 6948, &35 424 Shiseido Capcell C g 4 (250 mm X 4. 6 mm,5 wm) , 3048 % ¥ B — K (65:35,V/ V), ik
A 1.0 mL/ min, %Mk ¥4 321 nm, 2B A 35 °C,#HEAH 0pL.ER W9 .G RENEEEEREFW, 0585, 00
MR T . G AT P E R B 2.056~51.4 pg/ mL EE N 5% EREMX R RAF(r=0.999 9,n=6) ;% E AT
FHEMIRIELE R RSD DT 3.0%(n=6); F ¥ miwik F 4 99.21%,RSD 4 2.01%(n=6) M &P O AT EH LT A
0.071 1~0.218 2 mg/ g(n=3) 4518 & H FRFRAR ELMRIF EREH, THTHFbm B R,

KBRS r ke Gk S RmeiE s oA TE; RERE
Quality Standard of Xingsu Zhike Granules
YAO Rong',YU Yong',LIU Daiqun',CHEN Xiehua',LUO Jiangnan®
(1. Hunan Food and Drug Vocational College,Changsha,Hunan,China 410208; 2. Hunan Institute for Drug Conirol,Changsha,Hunan,China 410001)
Abstract: Objective

To improve the quality standard of Xingsu Zhike Granules. Methods Peucedani Radix, Pericarpium Citri
Reticulatae and Platycodonis Radix in the preparation were identified qualitatively by the thin — layer chromatography (TLC). The
content of praeruptorin A in the preparation was determined by the high — performance liquid chromatography (HPLC) , the
chromatographic column was Shiseido Capcell C,; column (250 mm X 4.6 mm,5 wm),the mobile phase was methanol — water
(65:35,V / V) ,the flow rate was 1.0 mL / min,the detection wavelength was 321 nm,the column temperature was 35 ‘C,and the
injection volume was 10 pL. Results The TLC spots of Peucedani Radix, Pericarpium Citri Reticulatae and Platycodonis
Radix were clear and well separated,and the negative control had no interference. The linear range of praeruptorin A was 2.056 —
51.4 pg / mL (r = 0.999 9,n = 6). The RSDs of precision, stability and repeatability tests were lower than 3.0% (n = 6). The
average recovery of praeruptorin A was 99.21% with an RSD of 2.01% (n = 6). The content of praeruptorin A in samples was in
the range of 0.071 1 - 0.218 2 mg / ¢ (n = 3). Conclusion The method is simple, reproducible and accurate, which can be
used for quality control of Xingsu Zhike Granules.
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IR AR A o B 4 o+ 20 b B2 ARSI R ST 1 R
WY R B AR AR R AT RE PR M0 B9 TLC 2%, DA KGN R 4

A 95 LR W RIURE A [ B R 23 2, ha A
Wi Bz CECTRI R RERE R 6 DRG0 4 5, B A il
BUIE (IR WAL IIR, W 6 IR W< RO 3RS 9 HPLC 3 cBRIE U T .
WU I A A R O 2 AT AR AR 1 RS IA
By, WRECNARE 2 , H R 2y A 5 bR AT IR 1.1 (U8R

SEARENCE T 2020 4F RS E 25 8L (—38) ), H AT AR
R @35 (TLC) ¥E A SR H B b A7 00, R
FH S S8CRAR 3 (HPLC) 2 I 5 4 B 35 A X 7
HR 2 A L B 2 AR AR AT B o o v A
GRS, Sz 2 W A AN WA
WAB FBLIE E K 23 AR IR AN GRS S )AL 5 i)
GG BLA A% , 5 LS AE AT 5 HA AT WI 2GIR B 7,
PRI , R B 12 1 700 2 e A 200, o 1 390 P 4 LT

TEEWH 2021 FENEHERFITHAFZHAAR[21C1274],

Waters2695e 7l =5 50 W A1 €6 3% 4L ( 5€ [ Waters 2
Al ) ; AUW220D 24 #1437 K °F ( H K Shimadzu A 7,
K HE R 0. 01 mg) ; KQ — S00DE A5 1 ve A (EL 1L 7
FEALERA BN AL D3R 500 W, B8 40 kHz) 5 )2
H 3SR R 58 (G- Camag A ) o
1.2 X%

Aoy Ak BURL (R AL 25 it o 2201255
RAEBRT 1S 25 0 220308, 211205 4 BH 7 K- 24

F—EF E &, AL, T R T AT A S SRR EAAE, (B TFEH)157502966@qq. com.
MBIEEE:FBd, &, M, 8 TAEHIF MRS m A T AR S BSR4 E, (BT 15 )63607640@qq. com.

65



< R AS -

Inspection and Test

¥ %

China Pharmaceuticals

202444 A 5 H 33557
Vol. 33,No. 7, April 5,2024

I At 20220101 ;@ AT AR 2 ), 41450 20220302)
FIAE RS B 260 B (HESo 111711 - 201703, & &R
100%) , ¥ K H %k B8 i (464528 110721 - 202220, % &
S 100% ) , Fii A X HE 2504 (416524 120951 - 201706) , R
Fe X B2 41 (41520 120969 — 202011) , 4545 XF 18 24 474
(#L5°4 121028 — 202113) , 1y A A [ € 5 25 i K 2
WFFE e s TR AR I G #R (200 mm X 200 mm , 1% & Merck
o)) s O EE (ko RERHE A= A R A FD
AT FHA TR 34 Ry o3 B 265 KR B 2K o
2 FAEE5HER
2.1 TLC %35l

FEALS -0 HRURE 15 o, WFAM, i R B 50 mLL, #E S
45 min, B, PEVE ZE T, BRI MK 20 mL 5, FH
i R IRFEFE I 2 U, B9k 30 mL, KR &, &9 R
CBRAE IO, e 4 28 1 mL, A SR A3 A R o BRI X6
REZGAE 1 g, N B 15 mL, 8 75 AL BE 45 min, JE0L , I
el 22 1 mL, VR0 B 25 4 1A - 2485 I5% 1k SR 1) )
B T B AS B mrSH 0 B PR S R A
B8 7 A % 9 X R VS R 4 2020 A Rl ] 2 i
(PB) )i ] 0502 TLC yA RS 107, WL HL 134 3 Figs i 45
10 L, 43 5 5 F [ — Rk G 320 b, LA A i ik (60 ~
90 °C) - LR LER(1:1,V/ V) IRIFF, JBIF B, Bt
T, BERAMEAT (365 nm) ARG o 45 SR i v v i
T 5 ) R 2R T R N A R [ € T
FEBREA, HEIEXS IETE TR PR ILIE 1 AL

o B = 130 TIOR8 0 (A T A o s
FHBZK W, B W =F i, oK AR RN/ 1 T B, R4 , 32
B2 K, B30 mL, /I B2, 28T, 5k i i Y
1 L (P A,V SR Al A T o I o A Rz 4 % IR,
IR oS R R T, A S X R S VAL BB B X R 2

1 g, ITHTEE 15 mL, #7545 min, 185, IEREAE 2 1 mL,
S XoF B2 A A R & Fe A5 0 1k e TR ) 1) 48 T 20 4%
AN R FE B BRI A o, P A A TR A % Tk L
ISFI A X R o F2 2020 A il 24 L (D 55 ) ) )
0502 TLC 35100 , W B 1 3A 4 B 45 10 WL, 430 s
TR —EE G H)EW b, AR OB - I - /K (100:
1713,V VI V) RRIFH, FF B, i mi L 5% —
SRR AR BE 5 0 M, B 5 AMET (365 nm)
TR o 45 A A R L, R 6T O RN
HE 245 o 5 YA 20 T L A 2 S8 A ) 1 1) 96 G B A
H X BTG T 3 UL E 1 B,

RS AR ORS A BRZ5 44 0.5 g, Jin HV B 15 mL, #
7 45 min, JEIT, BERMAE 2 1 mL, VE AT I 25 M
FEAS I3 1k R AUREL ] A T 20 2 S 2 RS A A I PR A
P2 A K T YR 2 T o B A o R A L 4
2020 4Ffi [ 25 3 (PO ) )3E I 0502 TLC 5455, )
R Rz TLC %0 30T 1) A3 it Vs Y B 38 2 P s v 4%
5 wL, 205l TR — R G M2 L IR Ot - 4R
MR - B - K(1:4:3:1,V/V/IVIV)NEIFF, &
FEOEUHE B BT L 10% B R £ B, IR = B A
TG, B2 AT (365 nm) T AL o 45 St 3 W
g, 7 50 BR 2R T T €5 T AR N A6 A [ €
B9 ICBE R, FLRA T BTG T4 TR ILIE 1 C.
2.2 HPLC ZMEBRXAHARERE
2.2.1 ®BEE&HE

{035 41 « Shiseido Capcell C,g# (250 mm X 4. 6 mm,
5 wm) ; i ahAH S - 7K(65:35,V/ V)33 : 1. 0 mL/ min;
R4 0321 nm AR : 35 °C A1 10 pL.
2.2.2 WERH &

B AR B 5 B2 6 B 10,28 mg, WS B RE L B
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1. Negative reference solution 2 — 6. Test solution 7. Reference medicinal material solution 8. Reference solution

A. Peucedani Radix B. Pericarpium Citri Reticulatae C. Platycodonis Radix

Fig.1 TLC chromatograms (365 nm)
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1. Praeruptorin A

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

Fig.2 HPLC chromatograms

50 mL 25 s i RS A O 8 2, RIAS BT i iR
0.205 6 mg / mL [T HR IV 35U A 25 W BBORT Rt 4%
W 10 mL, & 100 mL 28 B0, i i s e 25, $25) , Hl S
JFEEHEJE A 0. 020 56 mg / mL )% BE SRR BURE S 3 g,
K AOE , BB IEHEE R % A 50 mL HH %, 2%
FE PR iR, B 75 45 min, IO, FERRE B, AR
SRR T HR ) B, BRI, RS
& o AT EH TLC S8 5300 AN 55 Hi A i B PR i, e fit ik
st VA TR T 25 7 A B X BRI VA
2.2.3 FHEF¥FEE

LIRE R R B W 2. 2.2 00 F 3 F % W45
10 WL, 4% 2. 2. 1IN (0% S5 R AR o 45 SR A i i
WAETEE T, PRSI R 5 HAD R o B A, 53
BE R 6.9, BE AR 11 784, HLBHEXT BRI T4, 72
Tkt Rk K LA 2,

LR SE R B L B 2. 2. 230 R AR H &
X RS 454 0.5,2.5,5.0,7.5,10. 0, 12. 5 mL, 53 1)
50 mL A5 o S 2 T A [R] 5T B Y
Z B XF A VTR, RS 10 L, #5222, 130 F (i 4%
PEEREINE | AT B i W T 5 ¥R (X, g / mL) Ry A
Ap R T AR (Y ) S AR AR AT 2k [l U3, 45 (|19 07 72
Y=3546.5X-3000.9(r=0.9999,n=6) L5 LM,
FIAE T F 28 vk B AE 2. 056 ~ 51. 4 wg / mLyE N
SRR LM OC R R AT

o 0 PR 2 < B 2. 2. 2 30T AR T 2RO R
WIS A5 O R F2 2. 2. 13T (833 S5 ERE I 22, LA
MR L (S / N) A 3+ 1 B 9 Jo o Y B2 SR Aar T PR o 235 2R 1 4k
HTEH R AR R A 1. 028 e / mL,

K 25 B 00 < B 2. 2. 2 TR ) BRI GE =L R
2. 20 VI (O 25 (i e b RE I A2 6 YK, T S U T o 45
AT R W LA RSD A 0. 78% (n = 6) , 2 W]
INEHE S R AT

AR  ORE 5 (65 211205) 6 103, R % Fk
LA 2. 2. 250N il A A R L 2. 20 TR

R SRR TR PR R S i AR
AR R E RN 0.121 6 mg/ g, RSD M 2. 12%
(n=6), RWIEELMRI
R P g - HUER A P e 0 B A R
ST 0,2,4,8,10,12 h 44 2. 2. 1T R (% 2 4k ik
FEM 5E 0 s U6 TaD AR o 45 SR UG T AR Y RSD R 1. 37%
(n=6), RWHLA S WA 12 h NEEE R AT
JAE RIS B6: < BORE & (FiE*5 R 211205) 6 143, B30y
1.5 g WEHME , BB IEHDIE T, 2 3K % A 1k
BB R4 1 mL, 4% 2. 2. 2300 F 7 gl & Bt i
W, F 2. 2. VT G5 F RN E 10 e AR, OF 1t
SICR ZER WK 1,
F1 MERBRIELE R (n=6)
Tab.1 Results of the recovery test (n = 6)
BHE() EEAE(mg MAET(mg) MEF(mg) =RE%) X(%) RSD(%)
15117 0.1838 0.2056 0.3921 101.31
1.5029 0.1828 0.2056 0.3866 99. 12
1.5238 0.1853 0.2056 0.3934 101.22
1.4849 0.180 6 0.2056 0.3814 97.67
1.4927 0.1815 0.2056 0.3794 96.25
1.4833 0.1804 0.2056 0.3854 99.71
2.2.4 HEEENE
B AL S, 20 42 2. 2. 2300 5 e il A ki
W, % 2. 2. VIR BB A AR I e P AT I E 3K, 08
SRR, IR O i A AR R 2,
®2 BRRPALHPRESENELRE (ng/g,n=3)

Tab.2 Results of the content determination of praeruptorin A in

99.21 2.0

samples (mg / g,n = 3)

5 1 2 3 X
220125 0.1658 0.1689  0.1645 0. 166 4
220308 0.0751 0.0721  0.066 1 0.0711
211205 0.1279 0.1188 0.1208 0.1225
20220101  0.1805 0.1901  0.1712 0.180 6
20220302 0.2159  0.2204  0.2183 0.2182
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3 itig
3.1 TLC %3l

TLC % RTEART, FLAE T LR L Tg F/K A6 AN I T e
2 T 00 A AR ORI | & 3 2 TR T A AR A3t 3Kt V5
TF2 B A 2 B KA R I T P A IO B AP ., HLJET
s, WO E CIR TR M A U R o TLC 2850 Bk JE 1
JBFFRG A THZE - LIRS - IR - 7/K(20:10:1:1,
VIVIVIV)INLZE R LR HE - W EE - 7K (100:
17:13,V/VIV) ,PiE 3 BRSO R, % B3 R rY 3
YRR Ok R B - W - 7K (100:17:13,V/V/ V)
FEFFF S TLC SIS AT, R R LR TH R - &
MR G — L - K (1:4:3:1,V/V/IVIV), =&kt -
LR - WR(5:5:0.5,V/VIV), =AWk - 2Bk
(2:1,V/ V) G5 RBE S5y BR300 25 , 2 UG K & B,
WO ke - IR OTE - P - K (1:4:3:1,V/V/IVIV)
R JEFE TR BT 1) 43 5 A8 SR AR, e e o R IR L3 T HE
H G FN 2401 (365 nm) T A EE i i (i 00, 25 2 50k
BE s TV AT o o5 A1, Rz R A AT T TLC %
S, % PRBE AR B i, OR 9 ARBIFST
3.2 ZENERR

& b P A A3 36 5 < i 0158 b, SR A HPLC 7 TR
F 0 32 i 700 v A R TS B R R R A
LR T, RSN M ARTi o £S5 BN
fiX, B A8 A T4 SR8 b HE T F AR T
B HT 09 5 B S R R Y R 2h i AR ) R
Kz INUTE S AL, B 2 TR VE o 00 5, s
B 14 HETTEA 25 M 24T T B 0, 25 SRR [ R
HOSH IR & it 22 K, B A R AR, AT #H 25 0 b 1
AT RS RAE0 ~ 1. 61% Z [0 1S AR HFE il
FE T AT GRS REAS 5 1k SR AR T
R &, SR 22 5 ROK, vl e 5 A wh il R A
24 M B S5 O AR R L TR I, A 0 S 2 A o R A
FE T W 2R A i, DRI A 5 1k i A0k Hh i Y
Bk

VW 5 T e - B 58 TR AR B 771 (509% H
M 70% HBE  H I\ 70% £ 15 L) OB BURCR , 45
FH 2 P 2 ORISR B A, e B B IO 7] ol R I . 5 58 T
R R[] 3L 2 AR IO ¥, 45 SRR BORCRA Y, R S
PR TR, OB e PRI B 42 TS 30,45,60 min
HF A RO , 45 JL R 75 45 min B JEA BRI SE 4, ok
PEAB 5L 45 min.

kSR . 2% S0k 16 - 18], & 2 il 5,
TR S - /K (65:35,V/1 V) MFishAl, EIAERTH H
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