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Abstract; To improve the quality standard for Baitouweng Oral Solution. A TLC method was optimization for

identification of Rhizoma Coptidis and Berberine Hydrochloride. The optimized method simplifies the pre —

treatment steps while reducing the damage of the developer toxicity to the human body. An HPLC method was

used to determine the content of Palmatine hydrochloride and Berberine hydrochloride. The quality of Pulsatilla

oral liquid was re — evaluated with the improved standard. The results showed that the improvement of the standard

can effectively judge the authenticity of the sample.

Key words: Baitouweng Oral Solution; quality standard; TLC; HPLC

FISR30T FR Sk 5 B (ZE B B 4 IR
G, HA TE RS s bR ha i
PR ARZ . kA IR IRAT B A v T
(A2 i AriE) (2017 SRR 2545 ) . T BE K
FR R /NS T2 T A 0 v | B3 T R 24 b 4 B
AR E 2, BRI Rt & BURY R X AR
DiE R, Ak T v R 2 8 e ke 2 B2 Ve F BN
R TR i e 1| AT NPT D5 W N A 5 4
2 HE | R R TP OCHER AR AR R 1 ST T R SR R
JINBERG A B 52 B4 ST OB £ R
3 3 XA v B ASCHE v, R Sk S RO o
JI3RXT B s B s A BN AR B HE B
1 NE5RKH
1.1 PNEERF  Waters 2695 5 R AH O 1%L,
Waters 2998 PDA K5l £ | Empower {15 T 1F ¥k %%
F s Lo R B 0. 00001 g3 KQ3200 24 7
P VERS ; CAMAG REPROSTAR 3 W18 & 4t ; AU
JEIFGL; BER G W2 (10 em x 20 em) , it 5.
20090803 , 1 {4l 5 T fb 27 Tk WF 52 T s O, (i
NN S /NS L N R S S B b B TR
W I 24 4k 2 3500 A B A WD 5 7K Bl 5236 %€ MILLL-
PORE M4l /KAY A il .

1.2 X7y ERER/INEERION IR (M5 20221507)
WA 1 v 0 I 2 WS T 5 R 1L T X R (i
5 110732 -201812) , W F H [ £ 5 24 i A6 BF Y
B s W 0T R 2544 (4165 120913 - 201611) , 1 [ h
[l il 24 A BT B . 1Sk ST 1 AR 43 A
Jent AR A

2 HEBEERUHAR

2.1 A H S PRSI BUR 1.5 mL,
HIS 10 mL, #8207 A R i i v, X R 28 61 7
T R EXTRRZ5 84 0.2 ¢, TR 10 mL, B KR
JNEAIET R 15 min, 385, WEEAE X BRI D
BUHE X IR ZG 44 0.2 ¢, T2 10 mlL, 7 42 X
15 min, JE&L, JEIRAE N X 2GR WD, % B
VST - IR T /N I n P Rl B 1 mL 7%
0.5 mg TR, 1E X BRI

2.2 WEJrE RO (CPEE 22015
AERR B SR 0502) PRI M HR bk = R4S 2
pL, ST G 2R, a0 LR - 2R T
- P - S - e s (6:3:1.5:1.5: 0.5)
(K1) A - CROTR - Pl - SNl - Wi
W (6:3:1.5:1.5:0.5) (& 2) It - ZFR LT -
SR - HBE - 7K - =4 Me(3:3.5:1:1.5: 0.5:1)
(F3) N JEFFH , B8R IR, I B
B B EEAMEAT (365 nm) AR,

2.3 #RAW SRk E S5 R M6
T FIGT R €0 A 7 4 57 I, I S A ) 2 1 2
PR, RO (E 1~ K 3) AR TE S
Xof 2 A 0 T RTOGT R €5 35 R L 19 07 I 349 8 AH
[F] 0 €5 18 2 S TR A

2.4 BR AT WX REZ5R R R AR U
R P BB BT AR B 1 2 i 1R o 4 — 3, Dy A
RIS HRAE DR R B AL S A 4, =9k
TEEILAL (B~ B 3), RIFFIAC L - 2R LR
— SENBE - I - K - =2 M(3:3.5:1:1.5:0.5
1) (0 3) BERCTE MR, 73 B B 3 hs TR AR 5 R Y
JEFFF, FTEXTIEILER 1,
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3. XML 4. B e R
1. Control medicinal material solution@;
2. Control medicinal material solution@);
3. Control solution ;4. Sample solution
E1 BLs0REkEREEIEE
Fig1 The layer chromatography of

Baitouweng Oral Solution
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1 X HRZG B R D ;2. X BRI D)
3. XTI AR 4. AL
1. Control medicinal material solution@;
2. Control medicinal material solution®);
3. Control solution;4. Sample solution
3 BLSOREHEREIZE
Fig 3 The layer chromatography of

Baitouweng Oral Solution
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Tab1 Comparison of these two thin layer chromatography

0.2 g, MFAEL10 mL,
AW L
15 min, J& 3, 38

Extraction of
control medicinal

material P Sady
mIF AR RO - T

B - RN - WA
R (6:3:1.5:1.5

Developing solvent

(S Jhr v bR Tt
Steps Original standard Optimization standard
Xt IR 2 2 X RE 24
b P IRIOEX HEH RS A 1 2

0.2 g, MNHEE 10 mL,
A I 15 min, JE
i, VAR Skt IR 24
M

ekt - LR LT -
SN - - K -
=M (3:3.5:1:1.5

1 2 3 4

L XM D ;2. SR MIR Q)
3. X IR AR 4. PR IR
1. Control medicinal material solution(D;
2. Control medicinal material solution@);
3. Control solution;4. Sample solution
E2 BL&OREHESEIEE
Fig 2 The layer chromatography of

Baitouweng Oral Solution

selection

:0.5) :0.5:1)

3 EENERENEBIRFTEFER

3.1 @AM €% Agilent SB - C (4.6 mm
x250 mm, 5 pm) ;JshAH : ZAF - 0. 05 mol/L B2
TEHANAR(50:50) (£ 100 mL HAIIF TR R ER
0.4 g, FELABERR IR ST pH R 4.0) , K < .
347 nm, ik 1.0 mL/min, BFEEHR .10 wl,

3.2 MEREERAE A BERRRE ST MY
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10 mg  KEEFRAE , B 25 mL i, i w4
JEH R R 20 BE 4550 AF 3R IR 1 B VT % Bt Ak 45
VAU s BROER TR /NEE B 0 B 29 10 mg RSB PR A2, &
25 mL s I BV R DT AR R R 20 5
YRR ER R /N BE G 0T St A A TV, K 2 i IR TR
ELEL 7T IR A AR A T 10 mL, & 100 mL A
I AR R R 20 B #2250 MR R R T S 7T X B
VAU 5 R 25 IR TR /)N B ) R i £ VA R 10
mL, & 100 mL & i B BERR R = 208 $25),
VR SR R R /N B GRORT BE A R, RS B BOGER R 1 5
TTO0F BRI W R TR/ NS BGT R VR4 25 L,
100 mL S, A AR G0 B AT

3.3 BHREERNF &

3.3.1 RBZEMZR KEEBREHLMER 2 mL
B 50 mL I, 0 A R - R
(100: 1) BYVR A WS 2, B 5 10 min, iUE 2=
T, A3 A B FR R - ERR (1000 1) MR B TR
MRE R ZIRE . LA HR B o 0 790 9 kot 5 DA
P — ERR (100: 1) TR AV TR R B BB 70 1) A
FH PG, B2 L 7T A U 1T FH g I 88% , bR /1N BE B
(T AN L 85% i % Y I — $h 1R (100: 1)
(R TRE A5 VAT R A A A T P B BB 511

3.3.2 REEEAFR  KEEEBREHATE 2 mL
B 50 mL s A B - R (100: 1) IR A
VWA A, A O BB R O R R 2 RS
10 minfifUE 2% R B2 208 /A 20 min HUE
FEBEWREEZIE B 30 min BUE B SRS
BERZ0 B SRR DIAS A Eh MR 0 57T ER R /N BE A 0
R RSD (H Y /NT 1. 8% , Ul WA A M | #E
10 min #7 20 min #7730 min $&BUSCR A,
S ORI A TR B 3 5 IR 36808, e
PEREH A 10 min VR A SO 2,

3.3.3 MRRERHETFET EERIULL
it 2 mL, B 50 mL S AT - ER2 (100: 1)
(YR G I VRS i, S 10 min, R 223508, AP
- $RR (100: 1) IR G IR IR BE B 2188 $250 AEH
PRI

3.3.4 AHBREBERGBE LREMALS
F B A A6, BV S5 30 ¢ Bi% 15 g B K
30 g FEH 22,5 g, BEUINIK 100 mL J1E, B 3
WA IR, DE 3T, BN A T, 5 k35 3
75% i 12 h, U8 I W R 2B K R &
97.5 mL, BI75,

3.3.5 MAIMARRSERGRE AR
BT, O R] Sk S 1 IRV, RV Sk S
30 g Z& 1 30 g, BINIK 100 mL BIZ, Bl 3 Ik,
HIF R, Ve, DR I A 2B S I Ak E
75% i E 12 h, 38T W R 2B K &
97.5 mL, {EH B AR AW

3.4 EENEF EFRIERR

3.4.1 ARmikKegik B B3 1TIR AR,
3R B X HE S v VR R 3 T R, T A 5 1
WO UL 4, 256 B 25 1) 2015 4FAR—
T S R E R 345 nm AR IN D I, e
347 nm VE R S ST F1 RIS B i (I e A
3.4.2 #hEAEE ME<3.3.37 0 F 5 gkl Ak
AR, B3 1 TR S SR SRR A R
MR I 5 7T 06 1Y) 48 5 fR BE Sy 0. 196, 4l BE 13l
0.276, 21 A1 B < 20 B (R ; W00 153k 1R /) B gl 0 1)
ARSI R 0,105, 46 0. 241, 26 A <
AR e, AR AT AEOK

3.4.3  FEBAXI 45 IBRCYTMEA A
AR U Ih 7T 5% A VA VR TR /I R T R YRR
R BER A A 10w, B3, 17 T (a3 4
DISE R IR L TG T R /N BE B 5 40 7 1) %o B
TGO B B ) — 350, SR B IR R A g, B A
WA SRR I T YT AR R /N BER A AH N A O B
I 1] A2b ST W WS e, 2 B ok 5] v SR Al 8 %o 0 2 T 1
A5,

3.4.4 ZRMXZER FEEERERIROSITXE
AT S VAT B TR /N BT R it A VA T S R TR
ELTT T BT VR TR /N B B0 IR i v TR i,
SO i R AR R R R B AT, IR 0.16.,0.5
5.10.20 .40 80 pg/mL MTRAXT B SIAR , U8R,
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A. Ultraviolet absorption spectrum of Palmatine hydrochloride ; B. Ultraviolet absorption spectrum of Berberine hydrochloride
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Fig 4 The ultraviolet absorption spectrum
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A. Negative sample solution;
B. Palmatine hydrochloride reference solution;
C. Berberine hydrochloride reference solution;D. Test solution
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Fig 5 The high performance liquid chromatogram

S3GERE 10 WL, DA o DA Rt T Uk 32 A ik Al
P (X)) WETRARAR B AR (V) | 53900 25 il s o
Mk SRR N BT FRER/ NEERK A 7 R (n =7)
Y = 75500.38X +4888.63,r =1.00;Y =68437.27
X +2263.89,r=1.00, Z5RFW, thRE ST
0.16 ~80 pwg/mL FhFR/NEEGHTE 0. 16 ~ 80 pg/mL
TN T AR S ROR R R B AF, WKl 6

K7,
7000000
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Fig 6 Linear relationship diagram of
Palmatine hydrochloride
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Fig 7 Linear relationship diagram of

Berberine hydrochloride
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3.4.5 THEMRE BAHIEELE, ]C3.3.37 T
T 6 i W, 43 A T S e T
TR R, 45RO DT Fhie /N EE T 1
SRy BN 167,22 315, 43 pg/mL, RSD 43 %
0.47% \0.58% , &M ITILEE R,

3.4.6 AEH AR OBUC3.27 TR MOTR A X IR b
VW, R30I A5 5, A IEAE 6 IR il ok
WETE AT RSD (. $RFRELEIT ERMRF L ZE0
) RSD 435N 0. 16% 0. 15% , 3¢ W J5 B K5 %
KA4f,

3.4.7 ABEMERE OHUC3.27 TR MR A X IR b
VT, A 0.6 .12 24 h S HERE 10 WL, T 5E £R R
ELEG T | b W8 /N B o 1) 04 17 AR, L RSD 43 5l A
1.65% \1.74% , & WAL A W Rs e 1k LA
3.4.8 EERSGARER REWRIR 3. 27H TR
BT BV TR G AL AR R BB R S5 A YRR R R

P IR 10 A5 15 B (I PR MR B, AR TR I SH YT
ERTR/NBE G Y fr AR E BRIV BE 1O 0. 16 pg/mlL;
Fie B3 AR T R IR ) PRV E R R 1 57T
AR TR /N BE B F AR L FRMR BE 341 0. 12 pg/mL,
3.4.9 i ERE EERHHRRPERRE ST
M) R 167, 22 pe/ml, £ R /N BE AR (1) & R
315.43 wg/mL, 43 5F% B AN E IR B
ERRR L ST IR I A 272. 40 .325. 92 .397. 44 g,
ER R /INBERK IS i i A 503. 50 ,634. 80,759. 00 g,
BRI AT =65, 83, 3. 37 10 F il 45 fiE i i
VAW, B30 17 IR S A R E | THE AR [l 5
(F£2), Hr Ehm 57T 0 R 99.22% ~
102.27% Z[8] , ~F-3 A1 3k 100. 93% , RSD {E K
0.96% ; ER R/ NEEGL Y [BLISCRAE 99. 86% ~ 102. 97
Z ] SEE [ N 101.45% ,RSD {509 1. 07%
RS 5 R R Z Tk R

F2 miRE R HIER

Tab 2 Sample recovery rate test results

(SR} wix AN/ g

Test components  Background value/pg

IR/ ng
Add amount/pg

MR/ pe

[T %/ %

Measured amount/pg Sample recovery rate/ %

RSD/ %

Relative standard deviation/%

610.96 101.51

272.40 610.85 101.47

610.12 101.20

I 657.82 99.22
Palmatine 334.44 325.92 659.45 99.72 0.96

hydrochloride 661 56 100,37

740. 89 102.27

397.44 737.42 101. 40

736.78 101.23

1144.70 102.05

503.50 1143.62 101. 84

1144.73 102. 06

SR 1284.53 102.97
Berberine 630. 86 634.80 1277.96 101.94 1.07

hydrochloride 1277.71 101.90

1392.95 100. 41

759.00 1389.76 99.99

1388. 82 99. 86
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3.4.10 A biX T

3.4.10.1 &#AEZAE R PSS MR
WAL, 75 Agilent ZORBAX SB CI8(4.6 mm x250 mm,
5 wm) 44 MG C18(4. 6 mm x250 mm, 5 pum) .
Waters Xbridge C18(4.6 mm x250 mm, 5 um) %¥4:
4 MGIL C18(4.6 mm x 150 mm, 5 wm) % P43

PREA IR 43 B BE iR R | BRI B AR B R
ZERMFR 3, MRYE O REAERAL S RS AT UE
TE VU FPE Y (14 €0 A I, A A 430 118 BV AR 338
T9000, 27 (Hh EE 25 H)2015 4R AR R EE %
S T W A B O T B AR B Eh TR
/INBERREE AR N AR T 5000

*3 BITHLBER
Tab 3 Investigation of Column type

PR A (4340 SIS L i RH T PR AR AL
i ] Retention time( min) Resolution Tailing factor Theoretical stage number
Column type A 2 N Y4 G (-2 N -4 SR N 4 N -4 ) EN YN
=) HED, 5T HED 5T HED, 5T HER
Agilent ZORBAX SB C18(4.6 mm x250 mm,5pm) 14.07  15.59 5.36 2.90 1.14 1.16 12718 11921
A MG C18(4.6 mm x250mm,5um) 15.90 17.53 3.30 4.31 1.04 1.04 18722 19275
Waters Xbridge C18 (4.6 mm x250mm,5um) 9.11 10.25 2.87 4.02 1.07 1.08 17921 18950
Perkat MG I C18(4.6 mm x 150mm,5pum) 9.71 10.73 3.77 2.45 1.09 1.09 9127 9348
3.4.10.2 AFhARA] pH AL, &% A8 EH K A pH (E50 50 3. 8 4.0 4. 2 PEATINAE ; Bl A% (i

B Sk 35 F IRV 1 A T, SR S s A [ 2 -
0.05 mol/L WiPR — ARV WK (5 100 mL =
PEHEBRIREN 0. 4, FFLABERR A 1Y pH R 4.0) ] AT LE
5391k 52: 48 350: 50 ;48: 52 FEATIAE ; BUAE i 5l

FEREIR AT 3 25 °C 30 °C 35 C A7, Hh ik b
LhYT e 5 AR R /N BERR UG (1 73 2 B MR IR BHiS
BERBCFF G ER , LR g6 45 R R %y vk i
PERAF, IR NEK 4~ K6,

&4 mAELLHIER

Tab 4 Investigation of flow phase proportion

- 5 BR i ]/ 43 Gy RSB =1 HBIEREL
ML B Retention time/min Resolution Tailing factor Theoretical stage number

Flow phase proportion

HMREETT  HR/NEER HRRO DT RN SRR DT ERENEER R ETT EhMR/NEEG
HHLAE - KAH (52:48) 11.59 12.73 3.36 2.60 1.11 1.09 12048 11384
FHUAH - 7KAH (50:50) 14.07 15.59 5.36 2.90 1.14 1.16 12718 11921
AU - 7KAH (48:52) 17.84 20.20 5.48 3.18 1.08 1.08 12090 11371
x5 fEhiE pH R
Tab 5 Investigation of pH of flow phase proportion
A pH PR ER S R] /53 4h TR iR T FHIBIE AR
The pH of flow phase Retention time/min Resolution Tailing factor Theoretical stage number
proportion HRIRE DT HREVNER BRRREI DT RRUNEERL ARRREITVT  BRE/NEERE HRRRETDIT RN
3.8 14.43 16.02 5.20 2.81 1.08 1.09 11681 11093
4.0 14.07 15.59 5.36 2.90 1.14 1.16 12718 11921
4.2 13.37 14.80 3.77 2.75 1.06 1.09 12103 11509
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Tab 6 Investigation of Column temperature

- 5 B ]/ - I i 2 F BLST 7Y T3
i Retention time/min Resolution Tailing factor Theoretical stage number
g g
Column temperature
HREITT ERER/NER BRI BT RN ARRRCETT  ERER/NEERL ERRRLETT ERER/NEEGR

25 14.83 16.71 4.58 3.15 1.09 1.09 11275 10747
30 14.07 15.59 5.36 2.90 1.14 1.16 12718 11921

35 13.22 14. 44 5.50 2.33 1.08 1.07 11459 10788

4 WHieE54£iR

4.1 CERENHE SHOPESZH)2015
AP R R R R O T G N B
PR R L ST AR/ N B i A T IN E , BE
ZiE AR R L ST S ik 33. 08 me/g, BEIEZG AL
ERTR/INEBERR S R 126. 40 me/g; A2 R Th LR
/NBEBH AN 103,04 mg/g. A Ak F ORI
W ERER L ST SN 4. 68 me/ g, EhER/NEERS B
F4.58 mg/g, MRS ERE LITHB RN
14.15% ,Fh R/ INEERRIE R R R 4. 07 %

HECH 2 8L ) 2015 4F i 3% Hh o % | B A
HER IR LU VT Eh R /N B I B i, G S SR,
THEAFEI LS DR R 1 57T & s AR T
0.33 mg/mL, R/ INEEGK 5 52 NAMIE T 0. 63 mg/mL,
BB R A: 7 78 2L T S8 g = /il %
B AT BN S EREREIR 20% , %
RRERIE R S DIRBEEE 1 mL &8 B0
PAERFR/INEERS ( C,, H i CINO, ) 3T, ANF5/DTF 0. 50 mg;
1 mL & 8E DIERRR 0 57T (C,, H,, CINO, ) i, A
8/0F0.26 mg,

4.2 WE ARG TR &R EITFN  BERER
HERL IS S A8 00 7 AN 58, 41 9 it ks O ik, R
DA 110 T8 2 €00 33 v BT A 57 1) v RO 335 1
SRR O SO Y~ T e i I S W R N

7555 %8 BEZG A (35 R I (AR L o7 ' b 4
RAHF B R DEOERE R, 45 R 5 JEhR e — 2, maL
AR ETEREERRI], U 3 4t F Sk 5 1 IR £R
i L 7T MR TR /N BE AR 5 R A 4 BEOK, A AR R
33% o XRM AP Al AR AR 7 Sk A H IR
R AR A A A B R el 25 e g AT 25 2k
FREIIRG SR I IR A v A B g T 2
R BATARAT
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