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H E R RIJIEEBTHREGRERE. Fik o RAEEEHEL(TLO) M A P # 5 (Lis 4000 A E-F hdit
AT AR 5 R B 2R AR & kM ) A 2 AR ) BEAR R 5494 2 63542 % Shimadzu VP-ODS, i 3h 48 % F B - TR -k
(46:30:42, V/VIV, a8 a8) (4-0.1% + = ke R AR BR s A= 0.1 % B 8% ) | W B7-0.4% B BR 723 (50: 50, VIV, % %3 ) , ik 4 1.0
mL/min, % % ¥ 4 265 nm ( 2k 82 ) 5a%) 280 nm(F 253 ) , AR A 30 C, A F A 0L, 2R . HF Lis 24850 oh &
F hE A TLC B8 S AN, 5 B AT, AT T, #8000 BEa 35 224l 2 R 200478 5% 4 6.67~33.34 ng/mL
(r=0.999 8) .\ 7.7~38.7 ng/mL (r=0.999 9) ; #5 % & A2 M | F I MK I 49 RSD<1.0% ; A =D & 5 %) 4 96.5% ~99.9%
(RSD=1.2% ,n=6).101.1%~102.9% (RSD=0.6% ,n="6) , %5t :4& 504~ E T A THILE T HEN R E42H

KR AR MALTE TR AR BEAG R R R AR R itk SRl ik

Study on the Improvement of Quality Standard of Jianpi Zhixiening Granules

LAN Yang'*,QIAO Zhiwen’, TANG Guiying’,ZHOU Nianhua®, LIU Yong®,LYU Shanshan’( 1.College of Pharma-
cy,Chengdu University of TCM, Chengdu 611137, China;2.Chongqing Healn Pharmaceutical Co.,Ltd., Chongqg-
ing 401121, China)

ABSTRACT OBIJECTIVE: To improve the quality standard of Jianpi zhixiening granules. METHODS.: TLC was,applied for qual-
itative identification of Scutellaria baicalensis, Crategi Fructus, Lonicerae japonicae, Codonopsis Radix, Nelumbo nucifera, Copti-
dis Rhizoma. The contents of berberine hydrochloride and baicalin were determined.by HPLC. The/determination was performed on
Shimadzu VP-ODS column with mobile phase consisted of methanol-acetonitrileswater (467 30: 42, V/V/V, berberine hydrochlo-
ride)) (0.1% sodium dodecylsulphate, 0.1% phosphoric acid,.methanol<0.4%: phosphoric acid (50:50, V/V, baicalin) at the flow
rate of 1.0 mL/min. The detection wavelengths were set at 265 nm'(berberine hydrochloride) and 280 nm (baicalin). The column
temperature was 30 C, and sample size*was~10 (U= RESULTS: TLC spots of S. baicalensis, Crategi Fructus, L. Japonicae, Co-
donopsis Radix, N. nucifera, CoptidisiRhizoma were clear and well-separated without negative interference. The linear ranges of
berberine hydrochloride and baicalin ‘were 6.67-33.34 pg/mL(7=0.999 8)and 7.7-38.7 pug/mL (#=0.999 9). RSDs of precision, sta-
bility and reproducibility tests were all lower than 1.0% . The recoveries were 96.5% -99.9% (RSD=1.2% , n=6) and
101.1%-102:9% (RSD=0.6% , n=6). CONCLUSIONS: Improved standard can be used for quality control of Jianpi zhixiening
granules.

KEYWORDS Jianpi zhixiening granules; Berberine hydrochloride; Baicalin; Quality standard; TLC; HPLC
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NG LTS TR R 4 S E TR L EOE R
SARTE (LA ?Eﬁu?(i'\%) il T2 10k 254
2 AT R, LA T BRI AR TS A Th AL, I R A
RIT/NLI R R AT BN TS . %R T E R 2
di AR (R T B G b g o L N A T, A MBI T
FRUETF EAE T B S IF oY o ASF 98 R )2 45 7
(TLC) XS0 # & s S HAE S BT %6
R 24 b DA T 1 45 1), R R ROHOR £ 3592 (HPLC) %o
il 700 o B R /N BE AR | A AT A AT, I AR
TR PR AR AR
1 w8
1.1 {¢&8

LC-2010AHT %! HPLC ¥ , £ 5 48 M6 I #% ( H 4%
Shimadzu 23 7)) ; KQ-500B U /4 I 1 e g (B Ll i i s
B RS F) TR 200 WL AR < 40 kHz) ; CP225D il
HL o R (AL B 2 RS R A R o
1.2 Z@m5ikH

a5 T R (B PR A IR 2 AT BR A |l L 45
160901160902, 160903, HLAE : 3 g/4%) ; ¥ 4 11 XF HE b
(b5 :110715-201318, 4} : 93.3% ) . RE AR HE it (At
2. 110742-201421, 4l 5 : 93.8% ) | £ 8 /N BE GG R
(L5 : 110713-201212, 4l : 86.7% ) 4 HEAEXT HE 24 4
(it %= : 121060-201107) | 4% = X B 25 #F (4t 5 .
121057-201206) GEFXF 2544 (4L : 120913-201310) .
T 0T B2 B (165 £ 120913-201310) Y91 [ P £ 5
24 b R A IS B 5 RE M G T2 AR (R HE OG22 A A
FRAF]D s HEE . i Ry ol , Al R S pirat, /K
JtRAlK .

2 FHikE4

2.1 TEHLES

2.1.0 TECZ-N\IUORE G N 259 3 g, IR, 75 Ah B (B3
15 miny MTHBE40 mL) 2 UK, JE 0k, &I, 25 T, skl
JN#AIK 40 mL A AE , AR AEIE T R 2 K, &
1E TS, 25T, R I H  1 mL (A, 1 R A1
VW o BRSO R o e R B
B 1 mg/mL X BRI . He g LTS T R b
L2000 5 ke v 2 0 B M i, 3 (Al et R i 5 ik
) BRI %o BBV VR . ¢ TLC 12 [2015 4F Ji ¢ H 6] 25 3t )
(DY) 1=, B E 3R 3R W 4 5 uL, 430 i T[] —
TS G HZM I, DL LR L FR- T - fR-/K (5:3:1: 11,
VIVIVIV) N ETFH], T4 A1 30 min, JBIT, BUH , BT, DA
1% =E A ORI, B H AT TR, 4558, Al i
g 7 5 RE £ 3 A 7 B S AR R B A B
S BAYEXT BT, LR 1A

2.1.2 (LAl HRRE SRR IR X RE A E o, o R ] R RE SRR
JOT R A 1 mg/mL A% SR U . FEAEENAL 1LY T
LA T AT 2 A R LA B B PR L e 2.1, 17 0 Ak
TR VA TR 5 9 ) B SR X BRI . 5 TLC :[2015
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N R

Al

313

12345

2345

123436

AEZF:1.[93r&xﬂﬁ,z.mﬁun,3~5.ﬁ%ﬁtun, B.m%.l.mmffﬁﬁ;%
AR s 50 B o CLATARAE : LA B 2~ A Rt 5 5.0 B2
$ o DAES  LIAMEXT IR 2~ 4 B0 5 5. X FR2G M . BT 1L BITERS
MR 2~ 4 AHaCAh s X RS o POl ie : LI s 2~ 4 s s 5.0
W5 6.3 HE 2 b1

A.Scutellaria baicalensis: 1.negative control; 2.substance control; 3-5.
test samples.B.Crategi Fructus: 1.negative control; 2-4.test samples; 5.
substance control.C.Lonicerae japonicae: 1.negative control; 2-4.test sam-
ples; 5.reference substance.D.Codonopsis Radix: l.negative control; 2-4.
test samples; 5.reference substance.E.Nelumbo nucifera: 1.negative con-
trol; 2-4.test samples; 5.reference substance.F.Coptidis Rhizoma: 1.nega-
tive control; 2-4.test samples; 5.substance control; 6.reference substance

1 HE®IEE
Fig1 TLC chromatograms
AR e FE 24 ) (DU ) e , i 2,117 350 (ki
VEWOR B3R 2 RS 5 L, 23] T LA 0.1 mol/L %
TR L B R PR 27 4 2% R ) 4 B ) — R G
JEARY B IRIE- LR L BR-F R (20:4: 0.5, VIV/IV) W Jié
JF3, JETE B B W LABR R £ BE R i (3—10)
80 CMIAE L i (L T, B HOBAT MR, 4501, (1t
B ETE R, 7R 5 X A AR AL b A R B R
BEA, X BTE T, TR ULE 1B

2.1.3 &HRAE HURESH 3 g, B4R, B AL F 2 Yk (AKX
15 min, T B2 40 mL) , g, S FFIE W, 281, Bt A
M 2 mL A VR N MR AR . B AR AE X IR 24 41 1
g, IFFEE 10 mL, #8754 30 min, J¥5d, JEIRZE T, ki
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TS | mL S A, VRN REZG M TR A {aNg 1k VS T
A AT 2 A B A R AR A BA PR i, Fe I i v T
il 8 T ) A S P X BRI . ¢ TLC 7 [2015 4 e
P 245 81 ) (PO ) 1Pk, B ks 3 AAAS 5 ul, 439l
ST IR W ILLF 2 2200 R 26 A R i [a)— Ak i G 2 A
L AR T HR-FER-/K (8:2.5:2.5, VIVIV) N ETFH, J&
FEBUH B 5L 1% =Sk R, B H BT
R, 25 AN S, 765 X0 B 24 4t i A 1 67
B A R A B S, BT REJC T, LI 1C,
2.14 % WEESXTIRZ5HE 0.5 g, 75 AR (FFIK 15
min, fITH B 40 mL) 2 3K, iEa, G U8, 25 T, 3R
PR 40 mL 7 A# , FK AN B IE ] B PR FE SR 2 vk (FF
K20 mL) s A 1E TR, 28T, SR I F i 1 mL (i
fife AE X BRI . FAEENE TS T ORI Ty F T2
45 e S0 B MERE B 2. 1.1 30T Mt S v v )
5 T B X B AR . 44 TLC 3 [2015 4F ¢ Hh [ 2
Y (PO 2R, B2, 1.1 730 it S s TR R bk 2
FIAIAS 10 pL, 43590 5 T AR F L 2T 4k K 4 2477
TRl — ki G2 L, A 28R (92 1, 777) S JF
A, ETE B BT B DLHTRC I Y 20 % 55 SR O B
W, 105 CMPREBE S 5 VS, B 5T (365 nm) T K
Mo S5 A i i 76 55 R b (e A A
b S AR R P BRE A5, B BE TG T4, #E LI 1D
2.1.5 FET  BURERL 3 g, WA, it =& H BE 20 mL, A
A0 3 30 min, JELL, PEWEZE T, FRIE N 4R 41 1 mL
Vs fif AR R SR . BGE X B2 M 2.5 ¢, Al ik
s 1) 8 5 ) X R WA T o e P Y TR AN
T3 R 8 it 5 1 BR P A e el AR Tl 28
Wi B X BR VAR o o 4% TLCIA[ 2015 4F R Fp [ 24 1)
(DU 195 g, EEL R 3FRA A5 10 L, 23 51 2 F LA
¥ R RLPARE AN B A B IR — Rk i G 2R b, DL
CUBEN R (72, V/v) R FFF, R IT B BT, A
1% A FRE Y 10 % B8 LAV, 105 Clm#R E B 54
AT T, B AT (365 nm) FAGHL ., 250, kit i
Tk 7E 5 HE 24 b e g R A T SR [ B 1 B
S BAMEXT BTG LR 1E.

2.1.6  wiE  HC2.1.3700 N HEE I 2 mL, S0 R
B2 5 mL  VE NS . 55 IR IR /N BE Ao B
T FR Pt s R /N BE BT VA A 0.5 mg/mL A8 0] i it
VSR o PR X B2 44 0.25 g, T B 25 mL, M7 Ab
P 30 min, P, BUEW , M R X B2 M TR . Faefagt ik
T8 7 URLAL Jy R0 T 200 28 0 e A B PEAE o e At
VSR £ 1% S BH A Xk R VA U . 8 TLC 3£ [2015 4F
Ji ] 22 L) (P ) 1R, e B E s 4 RS 4% 1 L,
O35 TR — DAR IR 4 R B S R EEIR G
WA, IR bE- 2R 2R -5 N - H - K- =2
Wt (3:35:1:1.5:05:1, VIVIVIVIVIV) R BIFHI, & T
AR AN R L PN TR AN 20 min, JE I, U By
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+, B AMEET (365 nm) TR . 2553, ik eh
T 5508 BEZ4 A8 X8 RE €00 338 A N7 A7 B S R ) 23 € 7
B, BAPEXT BETC T4, TEDLET LR,

22 HEB/NEEHSENE

2.2.1 @SS REE AR A H : Shimadzu
VP-ODS (150 mmx4.6 mm,5 pum) ; i shAH : B - 2 1 -7k
(46:30:42, V/VIV) (%5 0.1% 1 —he KB BR BN F1 0.1 % W
PR ) 5 Y : 1.0 mL/min; Kz 4 : 265 nm; 413 : 30 °C;
PERERE 10 pLY, 7 FIR GRS T  BIS AR B LA ER R
INBERRIETT AN /DT 2 000 5 85 B4 3L 4k 43 B AT, 4
fE>15,

2.2.2 XSS WAE A R ER /N BEREOOT IR A 3
i, R PR, R B R R )N B AR T R v
333.4 pg/mL AR HE LA

2.2.3 ST U S, A, B2 0.1
g, KRR, BT H BRI P, RS % R R - P
(1:100, ¥/V)25 mL, FRE it i , 6 75 AL BE 20 min, 2,
FRURFRAE i, FHERBR-FR (12100, V7V) 4b 2 Vs 5k ) 5
HLPES), 260,45 um SFLUE RIS AL, BRERIE W, 15 .
224 FIPEXT R W A EI R Fe IR TS T ARG Ty
T 25 ) A SR 34 1 B PR i, 562,237 T I e il i
EL e piisbrasi

2.2.5 LR PRI A~ A A AR S
I 2 Xof HE ARG S i A 2.2, 17 T 3% 2% AR R R
& AU IR, TR 2, S5 5%, b iR Eh iR/ NEE B 5
o et A [ £ B B[] b A AR ) € e, 5 5 o 28 4y
WA LR 3 B 5 e, LB o AN H g

0.08 0.08
0.06 1 0.06

= 004 2004 !
00 002
0.00 L 0.00
0 4 8 12062 % % 004 § 1216 20 2 %
f,min f,min
A B
0,087
0.06
2 001
0.02
0.00
0 4 8 1216 20 u 2
f,min
C

AT RS BAE, s CRA TR B 1 ER IR/ NEE R
A. substance control; B. test sample; C. negative control; 1.berberine hy-

drochloride
B2 EHE/NEERENERE R E
Fig 2 HPLC chromatograms of berberine hydrochlo-
ride

226 LRMXRFZE PR RC2.2.2" W0F X IR
AV 0.2,0.4,0.6,0.8, 1.0 mL, 43 B F 10 mL F il
o I EEE 2 TSGR SN B SR S R ORI AR
RN R SR A4S 10 pL, 352217300 F (i S A b b
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W RE i W A . DAER R /N BEGH T & ¢ B (x, pg/mL)
St A A BTN (v) AR bRt A b [, AR R /)N
BER ] 04 5 2 y=52 633x+930.3(r=0.999 8) , 4% 3%
R, TR /)N B w4 00 Jo 5 VA 3 2 1k Y 1T R 6.67 ~ 33.34
pg/mL
227 KEEIRK  HUC2.2.67 0 W E N 24
g/mL A% R VS R o, 2 2.2.1 7 T g SR R i 2k
PEREIAE 6 UK, TE SR I TRI AR o 4551, R R /INBEmd G ThI FH Y
RSD 4 0.3% (n=6) , RIULZHE R R AT
2.2.8 R tEnlEs  Be2.2.37 00 I b R (i
160901 )& &, 70 3 F =R M E 0.2.4.6.8.12.24 hif
F542.2.17 TR 35 S EREIN A2 e SR TR . S52R
ER R /INBERF I TR ALK RSD 4 0.8% (n=T17) , F& B3 A
VR IR E 24 h N A RAE
229 HEMRE K% FRECE —HERE A (S
160901 )3 &, 2 “2.2.3" T T J7 3 il & A i 5 o, 3 6
1y, B 2.2.17 TR € A R R AR A | 57 0 1 AR
JEitE EE L 58, ERER/NEEGR S R AN 5.72
mg/g, RSD 4 0.4% (n="6) , FIA T L EHEE M R I
2210 hoAEECR RS HRE AN S AR (A
160901 )38 1, 36 103, 0 AN A — 2 Jit 18 (A R R /N BE i
X BE A, F2“2.2.37 TR 7 3 A IO v TR, R
“2.2. 17T A SRR A2 , 10 SR 06 TR AR IR A
EIfCR, 25 R IR 1,
1 mEFEERKRRELER(n—=06)
Tab 1 Resultsof recovery tests(n==6)
BUR N AR SIDAR, AR, WEEMC ESER RSD,
g i, mg mg mg 2% i, % %
SEUMERE | OND0S3T 03037 03334 0.6254 9%.5 982 12

00507 02900 0334 06144 973

00522 02986 0334 0679 9.3

00563 0320 03334 06500 984

00511 02923 0334 06208 %5

00558 03192 0334 0654 %9
A 03917 33569 31444 65603 1019 1019 0.6

03811 32660 31444 65001 1029

03734 32000 31444 64095 1021

03724 31915 31444 63866 101.6

03808 32035 31444 64578 1016
03729 31958 31444 63760 101.1

2.211 ARSI ER R /INEERR S I 3 AR A
I, 43O “2.2.37 TR U7 vE A AR U, TR
“2.2.17 TN RS AR IEREIN E | 0 SR TR AR TR
oL AR ILE 2,

23 EZEHRENE

2.3.1 @SS R E AR @35 : Shimadzu
VP-ODS (150 mmx4.6 mm, 5 pm) ; FiahAH : F85%-0.4 %

EZED; 2017455 28 4 181

2 HREENELER (n=3,mg/fL)
Tab 2 Results of contents determination of samples

(n=3, mg/capsule)

Fitt 5 BN 5
160901 215 164
160902 214 167
160903 215 168

FR VAW (50 : 50, /) 3 i « 1.0 mL/min; K 3% K : 280
nm; FEIE 2 30 CsdERERE 10 L™ FE B ERESIET,
FS AR B L B S AT IR TR > TF 3 0005 45 A 43 FE 2R 43
RAF, sr B> 1.5,

2.3.2 XFRESAESWR WA BOE B0 B R
PR, I FH il s o 5 I e VA JE Ry 387 g/mL 119 %o i
TIREAST 38

2.3.3 MRS WRAGHI R BORE NS &, FA, B 0.6
g K FRE BT HIEHEE MR RS 25 i 50 mL, FR
FE T R AL 30 min, OV, FRUCRR E B AL,
RIS BT L BE AT, 28 0.45 pm (AL I IR g S, Bk
TR, BIAS .

2.3.4  BIVERESEWR I HIAE HldiiiE TR )y
T 25 Tl Tl B 5 T P R Wy 42 2223737 0~ il 4 vk
Tl S B %o B T

2.3 5 YRR MARE R IR A R AR A
JoF A o T 9 4% 2 2,317 IR (A A 1k R R
FE OO, PRI 3, g5, R AR WSS
Xof Bt 0 R ()£ P B[] A R ] e g0, 9 15 LAt 2 4306
LR O B AUy, HBA XS BN H 0

0.12
0.12
; .
008 :
0 ' 008 .
< jas}
004 =00
000 A 0.00
01 8 1 16 20 2 0 4 8 1216 2 M 8
f,min f,min
A B
008
006
= 0,04
002
0.00
0 4 8 1216 0 % %8

f,min
C

AR NS B B I 15T
A. substance control; B. test sample; C. negative control; 1.baicalin
B3 EZHFHNEIRERIEE
Fig3 HPLC chromatograms of baicalin
236 AMCRFEE KB RIRC2.3.27 00T X I
ARV 0.2,0.4,0.6,0.8, 1.0 mL, 43 5] & T 10 mL &
I 2 SR A 0T B VR . A R I A
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FRYNN R4S 10 pL, #52.3.17 W o 45 R E A
W, C SRR . DABEAE T o e B (o, pg/mL ) Ry
Aty WEETETRR () N AR AR HEA T 010, 45 54 [l )5
5 y=59 T21x—154.5(r=0.999 9) ., Z5HF LM, A
ARG J3T e Ve B 2 S A 7.7~38.7 pg/mL.
2.3.7 WHEIRXK H2.3.67 W F W E N 23.2
pg/mL 4 X BRI RO B, $2 2.3 17 I (i S5 1 i 4k
HEREI E 6 K, 0 I TR A . S5 AL, B T I AL
RSD 4 0.3% (n=6) , LI R % R AT
2.3.8 FaEMRE  He2.3.37 R AR AT (S
20160901 )& &, 43 A T3 R # 0.2.4.6.8.12.24 h
B4 “2.3.17 TN A 35 S R AR I T S g T AR . 45
B BT IR RSD 7 0.6% (n="7) , RIS
W TR 24 hINFEATAE
2.3.9 HEEMEE %P EE —HRE S (it
20160901 )iF &t , 4% “2.3.37 5 | Jy % il 4 Al v 0, 3
617, PR 2.3. 17T | (o 3k S5 R EREDN R | T SR 1ET AR
TR G, S5 AT O R I E D 8.57 mg/g,
RSD 40.5% (n=6) , REIA L HEE RS
2.3.10 AR DRSS B N AR (LS
20160901 )3 it , 2L 6 f73, 43 TN — 7 o fi F) 20K 1 0
HR 452,337 R J7 v 48 sl i s i, % 2.3,
TG 8 335 25 AR AR 2, 1 3 0 T AR I T SAsin e i
AR IEL
2.3.11  FEAH BT S e | IS HERE AL SIS, 4
SF2.3.37 T RS il i v, P 2.3, IR
0T SRR I |, o S0 T BRI AR S, AR
W2,
3 itig

TE TLC S50 v, b Al 1 U7 IE C e 55wk
BFRARFIVE R FF N AR AE i An S mt FOUAE T
25 A AR e TLC SR 51, I 7% 1
BER TLC Y07k . T %52 TLC Rty Ak, 1
R R 5,20 °C, ER(70% ) FMIRIE (20 % ) 4 Fp 251
AT, IR T A WA AR G R AR T TR
5. ZHHLRI, TLC B BE S W, 20 B BEAT, %) R
Jo Tk
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W WS R R, BT PRI R
Ao WO AR R/ N R T Y B A S AT
R BT bR . 28 10 1t 0 B i A 225 SRR (8]
30 3 A R IR %)y X 3 [T S R IR /N B | B
B ABAE 2 UGG f5 A B, v B AR 2 T AN
U, AN T SR 7 S AR, DR I e 2 0 ) T —
BORIE T N T AR M 0 o
FAASTE HPLC A5 A [a] 8,38 41, B 45 48 19 RSD 24 <
1.5% , RWI 5 LT FAYELT

NG LTS TR b T Z24E (BT AT X L
A TR W O B TIN5 L TR Ty R AR
HEWTSE , JoBE 3 m Bt ORB T RO B2 T B, A
FEPE = AR E AT T AL Lk 15 7 0k A9 o 4l T4
Al N T BRI
S Sk
(1] Ja4EAe, B, S, 5. (g ks 7 ok - 15 7R

B SZE BF ST [J]. R P 0 & 2 A 4 £, 2016, L1(2) -

190-195.

[2] BERAIZEG S F AR E 2 am9=6[S]. 2015 4F
R At v e RE g, 201557,

[31 70 ARG [ et A v 2 03 S5 300 T 5 ).
i FAE,2012,41(11):1229-1230.

[4T 42525 S A0 b o SR RIAC R R 11 2 i 4 )
LTI P B S 255 ,2014,9(2) : 2223,

[5] EBTHE ZEWOR P 5 S 2 500 1] £ K F #2587
%,2009,12(1):8-9.13.

[6] WRAE,FHILHE, SRR, 5. SR R OB (i e i ik
LR RATLAT Fh R/ NEER AR O ST & [J]. 2
oA 2 & ,2015,35(1) : 115-120.

(71 SZHHER, B, IRAE ML HPLC k W] B0 5 740G 3 0k
PRSI ORBERZMGERY SR E S 5,
2015,26(6) :837-839.

[81 3R, SBMUNE , i) , 4 RP-HPLC i [a] i I 25 44 |-
TH AL SRR | Fh B2/ INEERL AN B S Y & i (1] 25 4 o
M2 & ,2014,34(1):193-197.

ik H 9 :2016-12-27  f& (8] H#:2017-02-23)
(k5K #)

e

FPEZG 2017455 28 4555 184





