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Abstract: Objective To improve the quality standard of Zhi’erling Granules. Methods Thin — layer chromatography(TLC) method was
used for the qualitative identification of Codonopsis Radix, Pseudostellariae Radix, Atractylodis Macrocephalae Rhizoma(stir — fried with
bran) , Polygoni Multiflori Radix and Citri Reticulatae Pericarpium in the preparation. High — performance liquid chromatography(HPLC)
method was used for the quantitative analysis of multiple components. Results The characteristic spots of Codonopsis Radix, Pseudostel-
lariae Radix, Atractylodis Macrocephalae Rhizoma(stir — fried with bran), Polygoni Multiflori Radix and Citri Reticulatae Pericarpium could
be detected by TLC,and the negative control had no interference. Gallic acid, paeoniflorin and hesperidin showed a good linear relation-
ship in the ranges of 0.745 3 -44.717 2 pg,1.962 7-117.762 2 ug and 3.305 4 -198.325 9 pg(r > 0.999), respectively. The
RSDs of precision,stability and repeatability tests were less than 2.0% (n =6). The recoveries of gallic acid, paeoniflorin and hesperidin
were 99.59% ,103.30% ,103. 87% with RSDs of 2.00% ,0.70% and 1.12% (n =6),respectively. Conclusion The method is simple,

rapid , accurate, specific and reproducible,which can comprehensively control the quality of Zhi'erling Granules.
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Tab.1 Basic information of the samples
%% EPTR ®E |8 AT R i
I JFAUTHAARAD 20180103 || 11 EHRAEBBLARAD 20191211
2O TAATHEARAG 20190401 || 12 FHREEBAHLAMRMALD 20190102
3 FEFAEHLAMRA 200000 | 13 EHEEBHLARMAGD 20190903
4 TREFEHLARNT 200102 4 ERARBHLARAL 20190902
5O rBEAETHLARA 190101 15 ERARABELARAL 20190108
6 JFETALHLAMRAG 191201 || 16 FHEEBHLARAD 20190502
T RRZAHAARAL 190902 17 EHARBHLARAL 20190503
§  TMABHEARANG 2019301 || 18 LBHFEYET 20191201
9 FMEREHAARAD 20100901 || 19 LBESEPHS 20191202
10 TMRBAGARAT 20190902

2 AEE4ER
2.1 TLC %3

5 RS (5 1)30 g, WF4R, i F B 30 mLL, @
7 AL FE 30 min, BER, UEIT, UETRZE T, BRI MK 20 mL
v i, R A A I T B PR AR FE R 2 ¥k, 45K 30 mL,
B IFIE T EEPRIOR , 28 T, 3R I H B 1 mLL {05 A7, 1F
S T 0 B S 6 BRZRE 2 g, []3 ] ok B 2
A TR o 2 Ab 5 FRIBUI 5 2 1) Ho A 25 04, $2 1 4% 120 il
AR AE S I BT HEAE i TR L it v VR ) 5 vk o %
BRAE S 1 BRI X B R A T IR 2015 4R i (e ) 2 i (Y
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FE 105 CIMAAZEBE 5 2 ATE MW, B 25R5ME4T (365 nm) T
HE AR o P i V5 VR 0 1 Y, 7 5 X PR 2R T U € 3 R
P B b A ) B 98 S BE S, ELI X RT3t . 8
TEEILIE 1A
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W G HEM L, AIE THE - KESIR - K (4:1:1,V/V/V)
SRETER, RETE B BT, w5 DA =, 7E 105 <C
TR 2 BRE o5 €008 BT o (A TR i, AR S R R 2
T 0 €0 T A 7 S T 38 A ) 230 € P B, , L B X e
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T HUORE S (S5 1)40 g, BF4H, Jin FFEE 30 mL,
TNAATETGE 1 h, BV, gk, e Il s 77 2= 1, Bk ik
30 mL A, NERER 1 mL, INEREI 1 h, 5004, in =44
FBE R PR L 3 Y, FF R 20 mL, 5 3 5 F ek, M1k
VR E T, SR 0 1 mL R VR N AR S
5 BT T % B 25 8E 1 g, I 10 mlL, [R] 3 i ok
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D. @ RGEY) E KK

E1 #HERLE

1 -19. test solution 20. reference medicinal material solution 21. hesperidin reference solution 22. negative reference solution

A. Codonopsis Radix B. Pseudostellariae Radix  C. Polygoni Multiflori Radix(254 nm)

D. Atractylodis Macrocephalae Rhizoma(stir — fried with bran)

E. Citri Reticulatae Pericarpium

Fig.1 TLC chromatograms



- FEIGAE -

Inspection and Test

AL

China Pharmaceuticals

2021 410 H 20 H 55 30 45 20 ]
Vol. 30, No. 20, October 20, 2021

HEZA R VS VR o 42 A Ty 7 BRI il o e % P LA 25 41, e o
& T A SR A B 2 1 B X BEARE A T £ 7 T
il 88 12 ) 8 R o e 2 e ISP X R R UL 3K
VIR 20 WL KT HRZG MV S WL BT BE SRR S L, o0
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YEIT, WV R K AL RN ) 1E T REAR R PRI 3 W, R 15 mL,
GIIE T RO/, 28 T, SR IE I H BE 1 mL (H5 %, 7E
SR Xt B2 A VAR o e Ak T R IR A 1 At 24 6 4 )
T A sk AR (GRED ) i B X B i, T A i v i
il 2 12 T R T A A S et R AR o WS R S
e S B R SR 10 pl, 439 T R — R G
HEZAE, A=W BE - N - HR(9.5:0.5:0. 06, V/
V/ V) RIEFER, I B BT, B (365 nm) T 4G
PR o A3 ot VA V(03 v, 7 5 06 R 2 A T T 00 3 A Ao
B A R R S B A, LB X BETC T i
FULE 1D,

W Rz < IBURE S (45 1)30 g, BIFAN, J R S 50 mL, i
P 1 b, PR UEWZE T, BRI N L BE 1 mL A
VNI S V8 o o TSR B2 X HR 2444 0. 5 ¢, [) 9 il £ Xof
R IF 1 T o P IO B 30 o, P P o) R RN s v, B
A6 Rz T Ll Y5 Y o 43 A Ty R BBL AR IR B 1) LA 245 44
i £ T2 A8 BB R B B X B AR it [ Atk ot v v ol
B T S SRR B 4D BH 1 X6 B VR W B A 4 R
WS 5 WL, 233 TR —rEiE G HZM L, IR LS -
B - 7k (100 : 17 13, V/ V/ V) RIBIFH], R FE 2y
3 em, B B, FERAR R - R TR - R - K
(20:10:1: 1, V/V/V/ V) L2V N EIFH, R
T R Z R 12 em, B BT, DL = S A0 AR 00, B
AT (365 nm) T A o A3 A W 3% v, AE 5 )
2B 5 W RN L o S VR (B A 7 I 4 A D
i 5 E EBE A, HLBAMEX BRI TP 45 R ILE 1 E,
2.2 HEIE

2.2.1 @At
{67+ : Shimadzu VP — ODS Cis £ (250 mm x 4. 6 mm,
5 wm); i BIAH: 2 (A) —0.02% W R 7% 7 (B) , B FE

Ve (BERR AR ILEE 2) #1530 °C 5 Jiid : 1. 0 mL/min; £
M 1 - Z P KA, 270 nm (P2 F2) , 230 nm (424
1), 284 nm (B J ) s tHEFERE 10 plo
2.2.2 EHE &

IR TR % B 20. 52 mg, K B FRGE L B 50 mL
S, I A RO AL AL BN B TR
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Tab.2 The gradient elution program of mobile phase

#E(min) A4 A% ) AR B(%) || 6 E (min)  E3048 A(%) A B(%)
0~10 2 98 35~37 2 98
10~25 28 7 37 ~45 2 98
25-35 35 65

T BRI 258 % B A 10. 18 mg 8 J H % R A 17. 18 mg,
FE#FRE , B IR — 50 mL a0 R &I AR & 7R
£ 10 mL, I EER MR O A 25 350 VR IR A 6 IR
i U728 VB BT A5 6 BRIP4 ¥ 3 mL, 5 20 mLL 5 )il
o T e 25, P50, BIASHTR G 0F B VY o BBURRE i, AF
Ui U A 5 o KEEFRE , B HIEHIE I, I AM & 1
25 mL, FRE i, 7 45 min, FRFRE &, G S AR
JEVR I T, B8 5T, U8 AT IR IS, B A3 it VA VL
FIHE ) LR TR AL T AN T 2wl a8 Bl (AT (BRI ) R B i B
i, F AR ot V5 VR A 5 7 0 ) 5 B P T B AR o
2.2.3 FHEEFEEER

Z 5555 RIS B 2. 2. 2 TR IR A ) B A TR ik
RIS TS B 3 2. 2. 1 TR (i 2R EREI 5 10 5%
i BRI AR BB B IR AT 2R B A I AN
KT 5000, 0B ERTF 1. 5, 5480088 AT (i ILA 2,

LA MR B 2. 2. 2 TR IR A IR A TR B
Xof B Sl RS A R, e 2. 2.1 TR {6 i A 1
FEDNSE G0 sk i o 45 BB PE T IR I e SR
TFBR N7 25 RIAE Bz e BE A TR) A~ BE B R) Ak TG
U, R LR R A s R LA 2,

M R EE A RS % B BOR A ) BRSP4 T
0.1,0.5,1.0,1.5,2.0,4.0,6.0 mL, & 10 mL % & i
0 R A B AT R R B R B X B A R
2.2, 1 TR (s 2 R R AR A, 30 SR e 1 AR, AR
oy (X, wg) IR AR AR TR AR (YY) R P A bR AT 2k
PEENE 25 R W% 3.

R R L B 2. 2.2 1R IR A 0 B AR v (B
TR W R 10 pg/mL, A2 30 wg/mL, 8
4 60 pg/mL) 4% 2. 2. 1 30T 455% 45F 34 Le AR
6 K AR B TR AT A BT g m ALY RSD ¥
INF2.0% (n=6), RGBT,

R M - ) — AUAE i, AR ) 2 i R R A
TR TR 0,2,4,8,12,24 h 4% 2. 2.1 Wi
5% 2 R HEREIN R T T A A R B TR AT
T R g AL RSD Y/NF 2.0% (n=6) , ZHflL
ARV R N R 24 h FRE .

M IORE RS R, 3k 6 0y, AR il A
PG AW, 6 2. 2. 1 TN (8 35 S AR R AR A , 30 SR 0
WA, IR AR S REE TR ATAT BT
() RSD ¥J/NF 2.0% (n=6), £ EELIERL.
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B E L E

2. paeoniflorin (230 nm)
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3. 4 H (284 nm)
PR P X RR T R

3. hesperidin(284 nm)

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

Fig.2 HPLC chromatograms

R3 ERSEAFEMEXREREETEE (n=7)
Tab.3 The regression equation, correlation coefficient and linear

range of each component(n =7)

A B )3 7 AR r LA (ug)
EAFEH  Y=24.475X+0.8817  0.9993  0.7453~44.7172
GERS Y=13.783X+1.2282  0.9998  1.9627 ~117.7622
KR Y=17.345X +4.1649  0.9993  3.3054 ~198.3259

T Dt < B 2 AR 6 4y, 20 il A
— oV E TR G 0 RV, 4 2. 2.1 T A
ZRAF AR THE AR R S R LR 4,

i PP G < IBORE o (S 1) 4% 2. 2.2 TR 5k
i £ A VT, 3 391 AR TR A3 8 (UltiMate3000 28 5
SO A5 A | Agilent 1260 HY =5 R (23543 (AN TR
{4, 5% (Agilent Eclipse XDB — Cis #E . Shimadzu VP -
ODS Cis H2)HEFEIAE , 10 57 068 17 FH o 245 R 4% 140 DA A X
WAL RSD B1/NTF 2. 0% , 328 J vk it F 4 -

2.2.4 HREENE
XA R AR ZANEHCS 1 19 bR & 0 & =
PEATINAE , B FE AT E 2 IR A5 R ILFE 5,

3 itig
3.1 TLC &%

TLC 751 FH B B 750 %S A58 s o 25 18020 % B E T3 AN TR
JETFFRAS LS W B RE A R], 2% e is 2 73 FH e
HEJL R BURL 54 Z2 R 258, O SR, R0 45 B 1Y
IrE TP Z AR ARYE AR WK 25 B A2 o (g 1y 2
REPE , 30 35 2 1018 RS 08 ] g 10
A CBRED ) 1ovee (R B VOO B i Ak BT U KR TR EY
L BBE LE AT T S AR, SR A A e R AR L
U A R v i S M R S R B T LA A,
RAWE T AT HE S KT2 HITE S AR B
B2 5 WREGHF I TLC M50 07 %, IR 3 T RAF 12 1 42
IR o
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x4 MEERKXBER(n=6)

Tab.4 Results of the recovery test(n =6)

, HE HEAE MAE nEg Bk X RSD
() (mg) (mg) (mg) @) (%) (%)
A 25093 0.1907 0.1863 0.376 5 99.73
2.5003 0.1900 0.1863 0.3726 98.01
2.5216 0.1916 0.186 3 0.3826 102. 52
99.59 2.00
2.5123 0.1909 0.1863 0.3796 101.29
2.5090 0.1907 0.1863 0.3722 97.42
2.5112 0.1909 0.1863 0.374 5 98.55
B 2.5033 0.5179 0.4907 1.0203 102. 38
2.5077 0.5188 0.4907 1.0308 104. 34
2.499 3 0.5171 0.4907 1.0225 103. 00
103.30 0.70
2.5009 0.5174 0.4907 1.0240 103.24
2.5079 0.5189 0.4907 1.0286 103. 87
2.5054 0.5184 0.4907 1.0238 103. 00
C 25166 0.3523 0.3305 0.7012 105. 57
2.509 4 0.3513 0.3305 0.6912 102. 84
2.5135 0.3519 0.3305 0.698 8 104. 96
103.87 1.12
25111 0.3516 0.3305 0.6923 103. 09
2.507 4 0.3510 0.3305 0.6909 102. 84
2.5063 0.3509 0.3305 0.694 4 103.93

EAARETE,B AN HIF,C AR,
Note: A is gallic acid,B is paeoniflorin,C is hesperidin.
RS HREENELER(mg/g,n=2)
Tab.5 Results of content determination of gallic acid, paeoniflorin

and hesperidin in the samples(mg/g, n =2)

%Y RRTR HHEF  BEF | 45 ARTR NHF  BAH
I 0.0760 0.2069 0.1400 11 0.0473 0.1457 0.0645
2 0.0747 0.2040 0.1369 12 0.0409 0.1404 0.0640
30,0247 0.0640 0.0300 13 0.0494 0.1334  0.0795
4 0.0294 0.0668 0.0325 14 0.0406 0.1468 0.0799
5 0.0235 0.0642 0.0312 15 0.0426 0.1438 0.0806
6 0.0226 0.0675 0.0303 16 0.0414 0.1412 0.0907
7 0.0326 0.0638 0.0306 17 0.0400 0.1426 0.0910
8 0.0895 0.3620 0.1729 18 0.0368 0.1313 0.1096
9 0.0906 0.3668 0.1745 19  0.0336 0.1302 0.1162

10 0.0912 0.3654 0.1756

3.2 TEERFERERE

T H R B B B B2 5O oy o R R A, B B Ak
JEL R ALPE TR O AT D AT AR AR A, B
ARZIEE PUR ESEER -2 RETFRIENA
A A E AT 3 R P25 04 0 3 0y, U PO
B PURAE R WO M s AR
3.3 RINRIERE

WAL - 0. 2% VKBEFRIE I . LG - 0. 1% Wi IR
WM - 0. 02% BEFRIA I, A5 R LA O HE - 0. 2% VKT
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PR I WA A Ui Sl AH T R 24 = ), ¥ 500 A 310 5 >R T &

i - 0. 1% B R IE S NG - 0. 02% B R 7 WLk i it

(e NI S R O - W Bl EE &9 2 20y S

IR BNER, HBAMX BETC T4 ik £ O - 0. 02% %

BRI W R IR BN AH

3.4 REUAFTERE
W 2% 22 LUAH R B H BE . 509% WS (Ff & B itF AT

R TE BRI, Fe LT (3 S R I , 5 AR DA 1o SR

Ve R 5 5 1 e e, A MR R AT WX AR, 43 S EE AT

PR £ R IO

3.5 FHEIEM
AWFFEHXE 6 AT FKI1 19 HbHE JL R ok i 17 1T

TLC %57 F HPLC 75 & #0lE , 25 0 P9 0 4 45 1 45 1

o3 T i BCHA T A IEAIG T ST M I AR A A% o R

I T LA A, P27 32 A b AE SR SR B A T2

R 7 A W A3 AW 5 i AE S i il 3

T s AR TLC 25, #0571 Al — R G [F]— AL i

W E Z2 R0 Lo HPLC 32, R AR , HERf AT 5¢ , AT AR

T A Ml AR 36 308 ) 4L e TR R A O 7 it O A 4R o

S 2% 3k
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