- SR -
Drug Research

201846 H 20 H 55 27 #4545 121
Vol. 27, No. 12, June 20,2018

S AR7E "

China Pharmaceuticals

£
i

- RIEHR -

&

doi:10. 3969 /j. issn. 1006 —4931.2018. 12. 003

° 3 8 il s = &
BRSSP EERERENTEY
T, AR, XUBRE , s
(LALFTHEEGERBAN F 0, UE FT  272025)
HE.BY 2252 E NP HENRTEN TR 5% RS20 E35(HPLC) M 2 i A4 B AL b i DB M e LT 4
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0.0155~0.0932 ug S A AL &b mAREIEE R BRI, r 2514 0.999 979 4= 0. 999 984 ( n =6) , F 3 Akt wpl F 4 5 4 98. 14% Fe
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Study on Quality Control Method of Coptis Chinensis in Qingre Shenxiong Pills
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Wang Jian, Li Zhengguo, Liv Linlin, Bian Yanjing

( Jining Institute for Food and Drug Control, Jining , Shandong, China 272025)
Abstract: Objective To establish a quality control method for Coptis chinensis in Qingre Shenxiong Pills. Methods The berberine
hydrochloride and palmatine chloride in Qingre Shenxiong Pills were determined by HPLC method. The Thermo Gold Cis column
(250 mm x4.6 mm,5 pm) was adopted,acetonitrile — 0.05 mol /L. monopotassium phosphate solution (4 g lauryl sodium sulfate was
added per 1 000 mL,pH was adjusted to 4.0 with phosphoric acid,45 :55) was taken as the mobile phase,and the detection wave-
length was 345 nm. Results The linear ranges of berberine hydrochloride and palmatine chloride were 0.125 0-0.749 7 pg and
0.015 5-0.093 2 g, r=0.999 979,0.999 984(n=06),and their average recoveries were 98.14% and 98.72% ,the RSDs were

1.41% and 1.02% (n =6). Conclusion The method is simple and accurate with good separation and repeatability, which can be used

for quality control of Coptis chinensis in Qingre Shenxiong Pills.
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Agilent 1200 BYE S AR (%1%, Agilent G1314C DAD
RUERSMG IS (A F]) ;XS205DU BUHT1 432 —H
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AR IR /N BRI BE (528 0752 - 200206, 75 5

86. 7% ), R IR I 7T Xt B i (HIL5 4 110756 - 200110,
FrREN 86. 1% ), M F B i 24 ARG F 9 6 5 T A
A L CHE 542 91 20141013, 20140525, 20140906,
20141004, 20140316, 20140811, 20141005, 20140620,
20140105, 20140314, 20140808, 20140127, 20140316,
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{4, 3% 4 : Thermo Gold Cis (250 mm x 4.6 mm,
5 wm) ;s A : Z0E - 0. 05 mol /L iR — A4 i (5F
1 000 mL Hfim A+ e FE AR BR B 4 g, AWEIR 4 15 pH
5 4.0;45:55) K PE K 345 nm; K2R 25 °C CBRIEHR
B Eh /N EEG T ANIE T 3 000,
2.2 RERHE

TEA X IR S VAR - PR R R/ VBE O T 12. 01 mg
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B o T4 A 285 W SR R /N BE BT 485 W 15 mL,
IR L YT R B SN AWK 2 mL, B 50 mL 2,
H A B 2 20 #8257, B 1S .

HE T AR TUAS B 0. 50 o, BIFA S e, B
FEHEIE I R I A B - 2872 (100 : 1K 50 mL,
S 9E  FRE T A AL PR (TR 250 W, 4% 35 kHz)
30 min, &, FRRRE i, A H B - 302 (100 = 1D E R
AR B T, BE AT IR ISR, RIS .

FFE X R R < e Ak Ty i R 2 A AN B B
R A i 4R A A MR 2 T R A BIAS

Xof HE 2 R V5 - R A X B2 4 0. 05 g, #HiEK
mh VTR A5 7 VA A A
2.3 FEFER

LB E NGB 2. 2 T 4 P74 10 pl,
FEAIT 3 SR HERE 4 BT o 25 R A s T s e, 78
5 R R /)N BERGURN 3 1R 2L T Lt 9 R T A ) R B
st TR Ak A7 R 07 IR MAT 0, I e St R 88 9080 3 D) G I MR A
W, 2R b Ty v LA 28 R X 2 TS T (LT 1) o

LR R FE NG HWIUR A X RSB 2,4,6,
8,10,12 wL, HEREM 2 o DAFERE B (X, ng) MR AL B 06
AR (V) AR IEA T A 010, 45-E8 R /N Bl 1] )3 7
BH Y=1328.727X -2.505(r=0.999 979, n=6),3h
TR LT V=1 404.406 X — 0. 625(r=0.999 984,
n=6) A RRW], FhER/NREGL | ER IR I B VT AR 5 43 )
16 0.1250~0.749 7 pg 1 0.015 5 ~0. 093 2 g 3
W S IR T AR &R R AT o

% B2 < BUR A 0 BRI R, # B aA (s 251
L 5 U A5 R ER IR/ INEEBRURN SR IR 1 By VT - 4 0 1
T4y Bl 415. 968 + 3. 324 F1 53. 836 +0. 420, RSD /3
B4 0. 80% F1 0. 78% (n =5) , FBHALERHRG %5  RA4T

2 MR HRUA] —HERE o 5 O, MO A5 A
VWL, HEA TN A AR IR N T2 5 4 (0. 576 8 +
0.003 55)mg/g, RSD 4 0.62% (n=5) ; iR 7T
Y& o (2.225 0+0.014 5) mg/g, RSD N 0.65%
(n=5) KWL ELERI

Fe g P a3« IR — s S W, BERE 1 R e
1R, 10 IR 25 R ER TR I T5 YT Eh R /N BE A 1 24 0
1 A3 314 83. 635 F1 332,310, RSD 43514 0. 55% #il
0.45% (n=10) , ZIPLLFIE A 10 h WEE

TIRE TR AT R 23 IR BT 5 X BRI 2 mL (5
R M ST 0. 150 2 mg EhFR/NEERK 0. 541 8 mg)6 7,
EEIE A T R I A R A 6 1, )
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A1 mHekREER(n=6)

# 4% (mg) X E (mg) n 42 % (mg) e E (%) X (%) RSD(% )
A B A B A B A B A B A B
0.1450 0.5593 0.1502 0.5418 0.2908 1.0975 97.07  99.34
0.1437 0.5542 0.1502 0.5418 0.2897 1.0844 97.20  97.86
0.1443 0.5564 0.1502 0.5418 0.2935 1.0938 99.33  99.19
98. 14 98.72 1.41 1.02
0.1423 0.5489 0.1502 0.5418 0.2874 1.0902 96.60  99.91
0.1408 0.5431 0.1502 0.5418 0.2910 1.0786  100.00  98.84
0.1359 0.5497 0.1502 0.5418 0.2841 1.0764 98.67  97.21
EAHERELIT,B A R B,
A2 HREEFMNEALR(n=2) s
-or 2y T A2
dme LT 3B D BE A, Bhe Yot 30l 0 EERE DTk
Ay (A,mg/¢g) (B, mg/g) (mg/g) (B/A) 2. 8¢ R
mg/g mg/g mg/g Sl e
20141013 0.261 0. 997 1.26 3.82 5ol
20140525 0.577 2.225 2.80 3. 86 1.6
20140906 0.390 1.528 1.92 3.92 (I)Z
20141004 0. 259 0.994 1.25 3.84 0.4}
20140316 0. 604 2. 446 3.05 4.05 0.0 e
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16
20141027 0.240 0. 948 1.19 3.95 B2 16 Mok 2 A S F A
20141005 0.282 1. 086 1.37 3.85
FLAE (B/A)
20140203 0.562 2.043 2.61 3. 64 4.1
20140811 0. 349 1.327 1.68 3. 80 4.0
20140620 0.290 1.162 1.45 4.01 3.9
20140105 0.258 1.002 1.26 3.88 3.8
20140314 0.338 1.305 1.64 3.86 3.7
20140808 0. 350 1.376 1.73 3.93 3.6
20140227 0.247 0.973 1.22 3.94 3.5
3.4 E11R78
20140116 0.271 1. 046 1.32 3. 86 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16
20140124 0.248 0.978 1.23 3.94 B3 16 #RAHRT 2 F RS LIS H A
A3 A4 pH F R k4 AR E R
A BAtE HBme LT EX R - BAE ;M LT B B,
pH (mg/g) /’E'-\’%(mg/g) /’E'-\i‘(mg/g) " (g) /’E'-\’%(mg/g) é\’j‘i(mg/g )
4.0 0.5048 0.5772 2.244 45:55 0.504 8 0.5772 2.254
4.2 0.5048 0.5833 2.253 50:50 0.504 8 0.5763 2.244
3.8 0.5048 0.5757 2.259 52:48 0.504 8 0.5828 2.247

N TS AR pH S AR AL, AN FE I 2 B 43 19 o) B
A 45 8

WA He B % 5% UL O - 0. 05 mol /L B R — &
BRR IR SRR, 43 A H A 45 ¢ 55,50 1 50 Al 52 : 48 ()
TS REAT I A , 25 5 DL 3% 4] WL i sh Al vh 2 5
D2 A O B B TR AE K, 2 s B S T s 20 FH R
T {5 B8 B 1) 46 1, T AR AL AR Eb 51 19 335 155728 AL A R i)
2 SR

IR 5 o B AR R 20,25,30 °C %R 4
BIRCR I T 5 5 R I 5onl L, 20 °C B S R R /N

BT (2 1 e e T AR A BR ML, (i 0 Y RCR R AR, PR 7R
I IA)SE A, SO AR I 25 C o

R I8 12 5% < 43 31 LA 343,345,347 nm A5 35
KHEATINE , S5 2R WA 6, AT DL, e 1 33 35 28 A0 AN 52
FaE .

EIEAE S 5 AR TG A, LA TEFE Y LA
T8 KT 73 8 28R W R o A W5 b 43 0] e T Agilent
Eclipse XDB Cis (250 mm x4. 6 mm, 5 pm) [ {43+ ( 1)1,
Thermo Hypersil Gold Cis #£ (200 mm x 4. 6 mm, 5 wm)
[ @34 (1) ] HT Waters Sun Fire™ Cis #£(250 mm x 4. 6 mm,
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S5 HEBERZER

N AEE Ame T B
i (g) 42 (mg/g) 47 (mg/g)
30C 0.5048 0.5770 2.228
25°C 0.504 8 0.5772 2.241
20 C 0.5048 0.5683 2.256

A6 MK KFRER
P BHE R LT R BE A
(g) 4% (mg/g) 4% (mg/g)
345 nm 0.5048 0.5763 2.240
347 nm 0.5048 0.5742 2.244
343 nm 0.504 8 0.5757 2.230
KT EEEFRER
o PAEE HBRe LT R B
@it
() 4% (mg/g) 4% (mg/g)
I 0.5048 0.5764 2.234
I 0.5048 0.5750 2.242
11| 0.504 8 0.5763 2.236

5 ) [ (D 1EAT B4, 4521 2 Fsi s Bl A sk
Gy AR TR (I (350 (B i I O 45 2R L35 7

3 g

3.1 WEHKMEE

R PR 4% - 28 AT S RS I 4% (DAD) 720 4G
I, R TR /N BEBRUFN £ R T S T AE 345 nm P AL A 5L
SRR, B LA 345 nm ARSI K .

Wi Bl A0 3E $E % ] Thermo Hypersil Gold Cis ££
(250 mm x 4. 6 mm,5 pm) KA iEFE, % CHR[2], Ll &
- 0. 1% BEBRIE K . 5 - 0. 05 mol /L IR & — 4%
WA - 0. 05 mol /L B R — A F I W o T sh AH 2E 47
K, 485 SRABIE 5 v i Ot 30 A €335 125 20 B ROR B i
B FE M B R8T 2 MO E

PRI e FE - DL — 572 (100 = 1) R, 4351
SR FH B P S IBURE (ot AL 75 4 IR o b M AR AL 2 Fh
T3 Bl P R A o 45 RN A3 6 TR /N B Bl R 1R 1 5
118 S AHTR], 25 R] P 3327 i 0 2 B % B X e f
P AR AT 5 5 1 FAE AL B 7 A
WO PEAIT S P 8 7 1907 15 o (ELRE I R 28 vh I S AR
FALBRS  FE S B 1Y 5 SOG40 B3, TR 2
HoAth e o {0, w] P B 2 O RORH €35 28 001 o

PEIUIT )25 22 URE Al 4 00y, By 29 0.5 g, K B AR
FE o3 E B FE A, 23 0 LA [] R R R i BB [
il 28 i TR, # R e, AR A b R R
ST 5 ER R /N BRI £ 1, 45 2R A2 30,45, 60 min [
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WO FEAR —2, H% T 30 min,

3.2 WEHERS
16 ILAE A B HPLC (3 B A 5 A FZ a5, 5

B REZG M 1) (i e — 350, BRI /N BERSURI $h R 10 57T

P AR G, 15 HEAE S 2 R o R B SR AR

— 5, WAE B E {8 A 3. 88, RSD 9 2.4% , i 14t

UCRE A (FiE 5 20140203)2 B4 FLAE AR (3. 64) o AT HIRE

v JOT R 32 it P AR — SO b 2 s Y B

AR ZET T HORFEA B FEAE 1,68 ~ 3. 055 mg /g

ZIE) 59 HERFE S B E HETE 1,19 ~1.45 mg/g Z[H] .

2010 4F i e [ 2 8t (—358) ) #5 34 vh LER R /N BE i

I & /N BE B (CoHeNOL) A 13 2> F 5.5% , B 57T

(CoHaNOD AT 1. 5% FR AR & i, il 57

ANBEGR S T E o SR T 2,00 mg/g Al

0. 55 mg/ g BT H o , TR S A 3 LR AT &2

K, HAb A Y 2 ooy IR AR , 75 i — 20 XA e T

SRR TRIFSY, 0 A PR EE o DRI, i o 573%™ i

B I T RS R 1, DARAIE ™ b T
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