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RE-HW 22 AREGREFETE RAGEEEENT P ZHAT R A HRLETTRLESN R ZHa0kRA E#
EMEALFFHRPRGET ALFEFREA TN E E 34K Phenomenex Luna® Cis 4£(250 mm x 4. 6 mm,5 wm) , i3 484
M —0.3% Tz (40 :60), AL kA M B JREA 1.0 mL/min, B A 35 C; T Z 154 R4 F 0 E E# 42K Aglent
Extend — Cis 4£(250 mm x 4. 6 mm,5 wm) , R FHAVA TRy AR08 A, vL 0. 1% BB AR R R sh A8 B, # 26 B, ik 4 1. 0 mL/min, #0]
KA 348 nm, B A 35 C R MBS F/E 1.0136~10.136 0 pg(r=0.999 9), £ R B 34 i % 3k E A2 3. 436 ~ 68. 720 pg/mL
(r=0.9999), KB4 F B A 3. 660 ~73.200 wg/mL(r=0.9999),3,5 -0 - B ik & 7 d b A R Z R E A 2. 156 ~
43.120 pg/mL(r=1.000 0){E B A , 3 Hr @R A X R RIF; F¥H mAF KRR A 99.61% , & R A 96.59% , K EFZH A
97.97% ,3,5 -0 - —oweir Bk & T B A 95.53% (n=6) B518 R T4k Bk, & LM AN sirs a2, TH TH LR ke
JREIER
KB H AR E AT 55 A M as); R Gk, ateméig ik
H[E 425 :R932; R284. 1; R286. 0 XERFRIZAD: A XEHS:1006 - 4931(2019)03 - 0034 - 05
Study on Quality Standard of Juhua Qiwei Capsules

LI Qing', LUO Dingqiang', SHANG Fei’, DAI Yong'

710065;

(1. Shaanxi Institute for Food and Drug Control, Xi' an, Shaanxi, China
Abstract: Objective

2. Xidian Group Hospital, Xi" an, Shaanxi, China 710077)

To improve the quality standard of Juhua Qiwei Capsules. Methods TLC method was used for the qualitative
identification of the artificial Calculus Bovis, Sophora flavescens, Dendranthema morifolium. HPLC method was used for the content
determination of artificial Calculus Bovis and Dendranthema morifolium. Phenomenex Luna® Cis column (250 mm x4.6 mm,5 pm) was
adopted for the content determination of cholic acid in the artificial Calculus Bovis, the mobile phase was acetonitrile —0.3% acetic
acid solution(40 : 60) with the evaporative light detector, the flow rate was 1.0 mL/min, the column temperature was 35 °C. Agilent
Extend — Cis column (250 mm x4.6 mm, 5 pm) was adopted for the content determination of multi — target ingredients in Dendranthema
morifolium, the acetonitrile was taken as mobile phase A, 0. 1% phosphoric acid was taken as mobile phase B, the flow rate was 1. 0 mL/min,
the detection wavelength was 348 nm, and the column temperature was 35 “C.Results The cholic acid, chlorogenic acid, luteolin and
3,5 - O - disofoacylquinic acid showed good linear in the ranges of 1.013 6 —10.136 0 wg(r=0.999 9), 3.436 —68.720 wg/mlL
(r=0.999 9),3.660 -—73.200 pg/mL(r=0.999 9),2.156 —43.120 pwg/mL(r=1.000 0), respectively. The average recovery rates of
cholic acid, chlorogenic acid, luteolin and 3, 5 — O - disofoacylquinic acid were 99.61% , 96.59% , 97.97% and 95.53% (n=6).
Conclusion The quality standard has strong specificity, good repeatability and reasonable detection indexes, it can be used for the quality

control of Juhua Qiwei Capsules.

Key words: Juhua Qiwei Capsules; artificial Calculus Bovis; Sophora flavescens; Dendranthema morifolium; quality control; TLC; HPLC
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2 S FHAE T W 2541y, B B T U H T T
BOHTIRITE U H T B ER O B ORI, MGk .
AT T A bR o ] G 1 24 W A B R [ 4 2
bR 727 - 8390 — 1 Fll ZZ — 8390 — 2, Bif & W2k 1 Az .
W2 E IR 5 S0 2% IR 1) 72 500, LA R JIE i 1 3
ZHE S B E ; J5H W T MR S 2 A
2, DA 2 ) R 1) v RO A 83 (HPLC) 3% 5 12 0 2
SCHR[1 - 314RIE T2/ LRI R I LT fE B 3R AL
NHETZ IH R 2 i 0 & e A e LR e
G112k 2015 4F B [ K 2 i bRl S = 0t H , PR A 5

CEETR 2015 F AR RS SAF ARG TP H)[234],

W T AB N BREERE, RN T4 35S X
W2 BT 2 S s . T N AR B rp IHER R 25 &'
o SO 3 B i U s T T A AR 2 AR AR 0
) HPLC & 1 2 v AB 1T J5 0 5T 42 s 1 5 32 181 158 &)
17, R PEEAT, PT Ayizclil 70) A JoT o 4 i AR B A i
MARIELT .
1 UHFEE5RH
1.1 X&=

BX41 &I i i 85 (AR B 37 28 7] ) 5 Waters 2487,
Waters €2695 2 51| 5 SRR (635 AY (32 [ Waters A #] ) 5
o (56 B B %8 4 |) ) BP211D AL 43 1 R F (d =

FE—1EE T, X, REAH, 507, T2 F PR G AT 469465 T4, (B45)029 - 62288444 (& F13 4 )846088528@ qq. coms
CEEEE TR, B MR A, S TELT AT @A T HRTEH, (£45)029 - 62288443 (% F 43 4 ) luodq@ sina. com.
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0.01,0. 1 mg, FEZHH /A7), BS224S B/ K- (d =
0.000 1 g, FEZFIHT/AF ) ;KQ - 500DE I 448 75 I
A s (R T A AR A PR F] ) ; OVENS 075
Al XA (BRI Axyos A ) o

1.2 A%

BG1E-LR I EE (5437120 160301,160302, 160303,
160304,160305,160306, 160307, 160308, 160309, 160310),
ANENTHEE S AR BT IREE S, N TR #,
BEAEZIHRE, I N S B2 A BRAS w4 N T4
OO R (HE SR 121197 = 200903 ) , 5% 25 46 IR R % 1R
i (HE 528 111943 =201301), JH iz %F B8 5 (4L 5 R
100078 — 201415, & LA 98. 7% i) , 3§46 %5 TR 245 44 (it
5ok 121384 -201103), &% J& R X BE & (it 5 K
110753 —201415), L ¢ %} B8 25 #F (41t 5 R 120907 -
201111), FRALLTAE 0 R A XF R 5 (350 111637 -
200905) , % 2 % B 25 44 (4165 4 121013 —201310) , 75
Z % BB 256 (4L Tk 121019 = 201006) , 15 258 %) B8
(L5 A 110805 - 200508 ) , A AL 15 S 080 %t B i (L5 Ky
110780 —201007) , &¢ J& iR X} B& & (41t 5 R 110753 -
201415, & LA 96. 2% 1), A B 545 X6 A A (FIE5 R
110720 - 201307, & L4 94. 0% 1) ,3,5 - 0 — W
Pk 3 s 7 R 6f B O (LS 111782 - 201405, % & U
92.0% 1), 0 B H E B 5 2 R E T IE BE L REIE G
M (Bl L ) 43) 415 20160312) 5 5 it i
RG22 M1, #7486 N T A U P AR AL SR ) 5
MG H S R s el Y0 A 28 E R LA F 5 KON Al
K, AT Ry A3 A 4
2 HEE4%R
2.1 BHLEH

AFE BRSO R, ORI R T OIS R
KT, 2B E W], HOGE A7 i o] DL %38 SR80 A5 &
AE I R E SRR SCTEILIE 1,

¢

-

)
A
X
-

B1 &% 2#4FEE (x400)
2.2 HEEIELH
N T A8 BUAR S N 0. 25 ¢, I 20 mL, #
FEALFR 30 min, P8I, BEIRAE AT W O & T
A=V B S T2 BN A 2 B %o R A R
N A g BR 2544 20 mag, [R] 325 i BORS HR 24 B4 008

FREUIRER 2= S8R R 6T BE it 3, 430 Jo Y e o] ol
1 mL & 1 mg [V, VE R X6k BE S VT8 o 0 3 W 1 ok
5 M4 10 pL, 5 F R —E i G 2 L, LIEC
Bt - RO - BER - (20 :25:2:3) 19 B 2R
TS0 SR TR R TE B BT LA 10% B B R
CBEFEW, T 105 °C i 28 B 5t 60 3 b o A3 0 ¥
ik YE 5 N T A= B BE 25 M 3 ORIV 25 IR (IR
i Yol Rt V2 T € 3 R O 52 B L, SR ) B R B L, B
PEXTHRTC T, BE A 0 B 44T, i nl AT R LB 24

W5 PR SN 2 o, I B 20 mL, Jn#A (o] 30
PEI 30 min, PEIT, PEWE AR T, SR Ik 2000 2 mL, $®
P2, = E B BRI 2 WK, BEIR 20 mL, A PR IO, 78
TR = S e 1 mL SR AE R R A TR
AN 535 2 10 BAPERE &, 6] 325 1 B 2 B P R 7
TP BT S X R 2G4 1 g, [) 3k i Bk B 25 4 1 T o T
I S0 BE St A A, I H B BB 1 mL 5 1 mg PP
T, AE R X R SR 43 i W A 4 FPAS 10 L,
ST R —H 1% QA AL A0 B 5 R G 2 i
BRI - 2R LBE - N - 2K (27 :27:9 1 1)1¥)
T, JRTT B, BT, 5 AR A B 0 o A ik
TR TE R 7E 5 T S 0 IR S A TR S X IR 2 R
TR0 T A A SR ] 2 Y B, B X BTG T
P, BE o BT, kAT LA 2 B,

A8 AR SR INEY) 1 g, e (60 ~ 90 °C )20 mL,
e AL 10 min, JER, ST A EL R | mL. 4R
TG 50 mL, 75 AL FHE 30 min, JEIL, UEWZE T, R 0
FHE 2 mL (5 A , A R A3 S V8 BBOAS 35 3 1 1 B
FE A, [R5 ) B3 16 BH I %o HE i Y O BB A6 %) R 25
W1 g, [R) 3 ot B 24 b 5 T o B¢ i R % B 3
TR B B A 1 mL & 0.5 mg BOVE IR, 1E R N IR
W3 AW AR 4 B RAS 2 wl, ST TR — R B
s b CAROR - ZBR T - HIR - vKERER — 7K (2:30:2:
2 4) I LR O RIF R, B B B, A
AT (365 nm) KGR o At i I T (i P L 78 5 3 18 X
HEZG A e A g D B 0 B S i VR B i AR N AV L, A
) B0, B 9 6 T2 B, M o R OC 4, B0 0 B A e
AT PEILIE 2 €
2.3 AI4mEHPHERBRZENE
2.3.1 ®BEAN

(@14 . Phenomenex Luna® Cis #£(250 mm x4. 6 mm,
5 um); WA : 25 - 0.3% RV W (40 = 60) 5 46 1l
P ZEROEK I EE W 1. 0 mL/min; KRR 35 C .
2.3.2 BilHE

IR iR X5 B R % R E 120 67 mg, B 25 mL %
SR T R R VA RO R R AN AR O IR
W (4 1 mL & IHER 0. 506 8 mg) o JUA 5 N 459y, W4,
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1234655 1 2 3 456 1 4 2 6 35
A B C

1 -3, XSk (35 5% 4 160301,160302,160303)
4. MMAESER 5. SFREER 5. BEAEBRMBRIER
5" B AR SBER 6. SRBBMIER

A A% B. &4 C. #it
H2 HEGHEHA

W2 0.5 g AFEFRE , BHIEHID G % Im A i
50 mL, % € , FRE Jo it i A AL B 30 min, FEFRE BT,
JHT PP A A DB Y AR, 4 2, 2, SR, P o At

AT
2.3.3 FE¥ER

LR IR K BOS & N LA SRR 0.5 g,
Fo AR T VA VR B s ) I o R R, A
TE o 45 S B ) BE S A OGN E T, B R AT,
T E LA 3,

RMEOC R 28 U IR X R A T T (R B Mk
0.506 8 g/L), 43 W FE 2,5,10,15,20 pL, #1764
Tk 2% ) e T AR, DA JTE R AR O 1 A ( X) 0
T R X B CY) A b o iy £, 15 IR [0 9 5 R Y =

U/mV 1 U/mV

400. 00
300. 00
200. 00
100. 00

1 500. 00
1 .000. 00
500. 00

1

L.

1.2652X+6.0577,r=0.999 9(n=5) 25507, vF
FEETE 1.013 6 ~ 10. 136 0 pug 75 il 4 5 i 17 B2k 4 56
R

R PRI < R — i A v R, e T (i S5
I AT 0,2,4,8,12,16,24 h I E , 30 55 AR 6 i AR
ZEH RSD H 1.98% (n=7), W A W TE 24 h
MR EME R AT .

WS 2 B a0 R 8 W IBOHH R X TR VTR 10 L, v
ARG, 3% 22 8 5 HERE 6 U, DT (3 25 1
EWE T AR G5 RSD M 1.02% (n=6), WL 28 ks
R

AR R PR A — A 6 1 ARETAT
il A A Al T R, JF I B i A R IR - B B
32.9 mg/g, RSD } 2.02% (n=6), 3 J5 ik & & %
R

T Tt 56 - B 260 R R 55 S 1) 4 1 B R i 4
0.25 g AHEFE , AL 6 13, 43 A n AMRER T i (7. 43,
8.35,8.56,9.68,9.08,7.32 mg, & LA 98. 7% i), K
T A TR, T L AR LR 1

T P P 6 < e T 4G € 3 AT Rt T e 34 R
o, UL M R AT
2.3.4 HEREENE

B 10 HEAE I o, AR A A A W, SRR
TR 2,

2.4 BHPZEIFMSZENE
2.4.1 &AM
{635 L ; Agilent Extend — Cys 1 (250 mm x 4. 6 mm,

U/mV

J

t/min 0

2.00 10.00 18.00

A

26. 00 2.00  10.00

B

1 500. 00

1 000. 00

500. 00

A 0
2.00

¢t/ min t/min
18.00 26.00

10.00  18.00
C

26.00

1. f2BR

A, MR SIER

B3
£ 1

B. BHX &R
AT AP Ra e R HARANEHEE

C. MM & is ik

AKX R (n=6)

Hi2(y) A% (ng)

A% (mg)

(%)

AZ#% H% A B C D A B ¢ DA B

¢ b A B C D A B C D A B C D

0.2515 10002 8.167 0.300 0.740 0.160 7.333 0.249 0.762 0.1066 15.48 0.541
0.2517 10005 8.154 0.300 0.740 0.160 8.241 0.249 0.762 0.1066 16.36 0.538
0.2506 1.0034 8.138 0.300 0.743 0.161 8.449 0.249 0.762 0.1066 16.55 0.537
0.2532 10073 8222 0.302 0.745 0.161 9.554 0.249 0.762 0.1066 17.82 0.544
0.2508 1.0065 8.144 0.302 0.745 0.161 8.962 0.249 0.762 0.1066 16.95 0.540
0.2489 10017 8.082 0.301 0.741 0.160 7.225 0.249 0.762 0.1066 15.31 0.549

1493 0.264  99.73 96.79 98.82 97.56
1494 0.264  99.58 95.58 98.95 97.56
1496 0.263  99.56 94.78 98.82  95.68
99.61 96.59 97.97 95.53 0.74 1.78 1.37 190
1486 0.262 100.46 97.19 97.24 9475
1473026 98.26 95.58 95.54

92.87
1491 0.261 100.04 99.60 98.43  94.75

E A AR ,B AR, C ARBEEF,D A 3,5-0- ZoBr A S TR, TAR.
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A2 10 MHFRLEEMNTLER (ng/ k)
. aF
s A B C D
160301 17.00 0.15 0.37 0.08
160302 17.30 0.15 0.38 0. 08
160303 17. 60 0.15 0.39 0. 08
160304 17.40 0.15 0.37 0.08
160305 17.00 0.15 0.38 0.08
160306 18. 30 0.15 0.39 0. 08
160307 16. 90 0.15 0.39 0.08
160308 17.70 0.15 0.39 0. 08
160309 17.00 0.15 0.38 0.08
160310 16. 70 0.15 0.39 0.08

5 wm); s ZIE RIS A, LL 0. 1% BEFRIE A
TAIAH B, #e 3 3 HEAT R EE R Wi - 1. 0 mL/min; K
DA 348 nm HE 35 C .

A3 RFAAM LN
1 (min) 7348 A(% ) 734 B(%)|| 818 (min) 72048 A(% ) #5748 B(%)
0~11 10—18 90—82 40~50 2035 8065
11-30 1820 8280 50~55 3510 6590
30 ~40 20 80
2.4.2 EWRHE

g Ji R R BE T R R R X B (3,5 -0 — il
ME IR 45 7 Fe 0T B IS O K RS, B AR LA LR
e, i 70% R TR A 6 BE AR TA TR (A 1 mL 5 G
R 25 wg, RSB EAF 60 wg,3,5 — 0 — M HEEE 3 25 57
2 15 pg), 10 °C LA ARAF JUAS S N 25038 o L TR ST, L
2 g AEERE, B HEMIEM P R INA 70% H BE
25 mL, % %€ B i, JE AT AL B (T 3Rk 250 W, 0K
K 40 kHz)30 min, ¥, FRFRE T, 70% I EEAD 2
P ) BT o B 50 DB A IR, B AR R VA R
2.4.3 FEEFEFE

BRI OS5 45 76 10 B X B 245 41 2.0 ¢,
AR o A R 8 T T A% P X R R, A
S o 25 T BF M BRSO I 5 TG T, & TR AT o e
B ILIE 4,

M R E  HO B SW #& O Ik AR A
X R (B 1 mL % % R 68. 72 g AR R H T
73.2 pg 3,5 - 0 - “UIMEMERE S TR 43. 12 pg) K5
W L SRR A X BRI 5 mLL, B 10 mL 2850,
F e 22 R 2B, 28 T R A WO IR 2 VR 1 mL
10,5,3,2 mL 58, HEFE 10 WL, S 40007 @35 257
FEWE TR, DAk R (R R R (3,5 — O — i g 3k
25 TR I PR RE R R (X, wg/ mL) X 1 AR ( V) VE bR
WEHNZE A m )y FE 4R )RR Y=16237X-5118,r=
0.999 9; KERHIHF ¥V =26947X-9963.5,r=0.999 9;
3,5-0 - " WIMEBRIEZE TR Y =32811. 53X -1609. 69,
r=1.000 0,45 KR, YERE T ik FE SRR TE 3. 436 ~
68. 720 wg/mL JEFE P, KR EAFTE 3. 660 ~73. 200 pg/mL
JEIE M, 3,5 -0 — kR 3L 4 7 R AE 2. 156 ~
43.120 pg/mL Ju [P, 50 RFRZ MG R R AT

5 BE I < A3 A 8 W B[] — % B TR B T
10 pL, #2522 JERE 7 UK, F BT 335 25 10 I 2 04 T

2 AR R K R T 3,5 — O — I MERE L Zs TR
W T R B RSD 43 514 0. 09% ,0. 06% ,0.08% (n=17),
FL ARG 5 B AT

R P A 0 < G A R B[R] — HE 3 A R (S
160301), 43515 0,3,6,9,12, 18,24 h Il & , 4% 5 4%
JRR AR (3,5 — O — W R 4 7 R 0 v AR
RSD 35} 0. 61% ,0.78% ,2.29% (n=7) , ZEH{Es
RRVATRAE 24 h NERE .

2 MR R — A (58 160301) ,
1Tl a8 6 O Hbial i s, RIS ERE (I L 45 SR 4R R R
ARBEAH 3,5 -0 - ZWNHEBE RS TER Y RSD 435I
2.87% ,1.99% ,2.17% (n=6) , W ik EEM R IT .

T [T WS+ 3 A L SR TR oRG 285 n A ZJit
TR B A VR (R MR Bl 0. 259 2 g /L, 4l N 96. 2% )
1 mL, AR A X B v v O ek %ok 0. 811 0 g/ L,
4EFE N 94.0% )1 mL,3,5 — O — WM Pk 5L 28 7 iR %o
BRI TR (e Bl 0.115 9 g/ L, 4l 92. 0% )
I mL, 5T, P47 6 0, FEIRE TS | IUFEZY 1. 0 g,
KB AR A Al S v v, D & o, TR Il i

AU 0 2S\U AU
0. 060 1 2 : 0.25
0.15 5 0.20
0. 040 3 0.10 0.15
0. 020 1 0.10
0.05 0.05
0 t/min 0% e e A LI 11] 0% — - t/min
0 15.00 30.00 45.00 0 15.00 30.00 45.00 0 15.00 30.00 45.00
A C
1. %R 2. KE¥EF 3.3,5-0- —onukB A T
A, 3R SRS R B. BRdRIAR C. FAMEST IR ok
B4 FiLF 2R ENE G 20RAHEEE
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FOGER WK 1,
2.4.4 HEESENE

10 FHEAFE A, AR i 28 A 3 ot T 0 7 £ o 4G
R 2,
3 it
3.1 EMEANA SR RE

AR e i N AR VA T2 B ) 1) SR ) kg S o -
TE T - UKEERR (8 25 :5), T iE T Bki@ 5 , 5 il
RGP R GE B i, e e R iR . LLIE C 6 - RS
M — BAIR — I (20 : 25 : 2 2 3) S EIF AT N L4 B8
1) 78 )2 0 T S ), R T (05 R R A O B A v
SIS BE ORI, R R R R A )
2 A IR, SEAT T A R, i AN R )2
M CE il 5 T ) AN R R | SRR o 0 R B Aok % 4%
it I 485 SR B 5 A B LU BB E (R SR 77 A ok,
U 7 1 i FH M B 0 o 4 1 T )2 € 0 R A i b v
filh 38001 25 48 0 B2 b4 i 280, I3 1 1 i
35, 238 S P o
3.2 AI4EHHEREENTEELMHLE

NTAE R A0 HER g 5 AR AR 1R |
RHETZR H B e Jo 2R 55 0 s, B W i 85
IR RE B 2 TR, M35 16 L Wk I 5 B 8 24, 5 AE TR AR
HE PR T B s T TR 28 R O e RROR a1 A
BN A B IR ) a1 AR R 2 AR L R I 1Y
Wb T R AE 12, 43 N 5 5% T AN b B 7 1 A R
75 GEAS | [BI9R) FER BN E] (15, 30, 60 min) , 45 5 2
7, 30 min [FRICE 58 4 R AR TR 19 23 A 5 48
T M ST 10 HEAE S T 1 AR P N TR
WM, 10 HEAE L R RS EE 4 R 90% ,97% ,91%
89% ,93% ,93% ,92% ,90% ,90% ,88% ,FLAHH i IR
FIr 2544 90% By F%28HA AR ) & 14 17 mg/Hir,
Wl 10 HERE S R T 17 mg/ RSB , H 4y 8 HEAY
SR 17. 4 mg/bL, SO VT HE S & 17. 4 mg/ kL
1) 85% BV 14. 8 mg/ #i Ry PR AL, BRI i PR EEAB T A i
R E N T A UAHAR (CoaHioOs) i, A3/ F 14. 8 mg,
3.3 FERZEIEMIZENECIBELHERE

AR AR 0 TR SIRAE T, B IA R 45 AE bk
H R UTE A 2 rT RO, BB B S A
BEZ IR A AL FEH TI0IT MR E iz B ok
Jii IR E B AR SO 3 b B 1, R A T R K — TR
25 R TR 7 T HPLC Bl g 25 46 0 2 48 hn 4 &
IR e MR R SGAEAEAL Ty TR R A T2 Ao
T AT A AL # i  an B O 3 G A L [RD ), 42
Bz w (2w B 50% H B 70% ) , 32 B [a]
(20,30,40,60 min) , Z5 5 87~ , 70% H EEHE S 30 min 1)
PRICTE 58 4 Mo 1 3 B R A8 T T AR

38

FE e T T B AH H 06 B[R] E, DT X0, 93 B BE 3k

FNBR S5 2 WA 2R & AR, 10 HEAE 5

SRR AL RN 19% AR A FERE RN 116% |

3,5 -0 - ZOMMERE RS2 T RR I FE RS N 3% , T4k

MR Y5 3,5 -0 - ZWMMEBE I ZE T IR & b o0 i L o, TEAE

PR G, HE R AR, SO SOCAS iR 2 A

BCAE A L AR e AR R B o115 10 A S b Bk

AR F AT WS- R 38 mg, BICE 8 AR R A 5

BRRL 0. 38 mg 11 85% BIEERL 0. 32 mg MR, B & & R

JEBIT R A S AR B 3 48 AR R BT (Coi Hao 01 3, R

3/0F 0. 32 mg,

EESEE
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