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Study on the improvement of quality standard for Jubei mixture

HONG Ting', ZHOU Zhigiang', XIAO Xiaowu', CHEN Dandan®, YANG Yisheng' (1. Jiangxi Provincial Institute
for Drug Control/NMPA Key Laboratory for Quality Evaluation of Chinese Patent Medicine/Jiangxi Provincial
Engineering Research Center for Drug and Medical Device Quality, Nanchang 330029, China; 2. College of
Pharmacy, Jiangxi University of Chinese Medicine, Nanchang 330004, China)

ABSTRACT OBJECTIVE To improve the quality standard for Jubei mixture. METHODS The chemical reaction of
trinitrophenol and hydrocyanic acid was used to identify Armeniacae Amarum solution. Platycodon grandiflorus, Fritillaria
thunbergii, Scutellaria baicalensis, the leaves of Eriobotrya japonica and Glycyrrhiza uralensis in Jubei mixture were identified by
thin-layer chromatography (TLC). High-performance liquid chromatography was used to simultaneously determine the contents of
four active components, such as amygdalin, baicalin, wogonoside and monoammonium glycyrrhizinate in Jubei mixture.
RESULTS Trinitrophenol test paper showed brick red. TLC spots of five medicinal materials were clear, without interference from
negative control. The linear ranges of amygdalin, baicalin, wogonoside and monoammonium glycyrrhizinate were 0.066 8-1.335 5
pg (R*=0.9994), 0.189 8-3.796 9 wg (R*=0.999 9), 0.062 6-1.251 3 pg (R*=0.999 9), 0.041 8-0.835 5 wg (R*=0.999 8),
respectively. RSDs of precision, repeatability and stability tests were all lower than 2%. The average recoveries were 98.2%,
99.5%, 98.3%, 99.6%, and RSDs were 0.7%, 1.6%, 1.5%, 1.1% (n=6). The contents of 15 batches of samples were different,
and the content of sample from company A was generally lower than those from companies B and C. CONCLUSIONS The
standard established can reflect the inherent quality of Jubei mixture well.

KEYWORDS Jubei mixture; quality standard; chemical reaction; thin-layer chromatography; high-performance liquid
chromatography
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A= (3% (TLC) %51 | DUAEZR 5 DUREER 2 ) 35
SE o LAKCH BOH A 5 A I ES T, HLBT S i U
REE R TLC BE 3248855 , 4R BO7 R R I
oAl FT 1, AR o7 M R M i A K
K F TLC XS 75 R AR i DU B s A I H Bt
A5 PS5, R FH e 0RO (3% (HPLC ) 12 [R] I & 75
A S DO CH R RS SRR
A SR e A M SRR DL 5700 94 PN A o, SRy LI R
PSR M ERAT AR BES IR A

1 #F#y
1.1 EEUEE

AT T 0 32 B8 47 1260 Infinity 1T % HPLC
X (25 Agilent 23 7)) \BSA124S-CW I H, 7 - ([
Sartorius /A 7] ) \ TE212-L 8+ 5 43 2 — i, F K- [ M4
B -FEF 24038 () A PR 71].KQ-500E AU 75 i 1
Ve (R i A s A R F]) \Milli-Q Direct 16 7
4li7K AL (& [ Millipore 23 ) )&%,
1.2 FEHHSKF

15 ik A% DUA 5 43 0 W 3 A 28 A (4t 45 190203
190207, 190208, 190209, 190301, ¥L#% 10 mL) . B 2\ #]
( #t 5 23190071, 23190251, 23190441, 23210231,
23210241, #L#% 10 mL) | C 2~ A (#t 5 18090051,
19040013, 19040024, 19090030, 20010001, #& #% 100
mL) . A% AR B 2544 (L5 121028-201612) , #7 U1 £ %}
WA 25 b (k5 120972-200404) | B 2% % B8 25 B4 (4t 5
120955-201810) ., Ak 48 mf %F #8245 1 (41t 5 121261-
201804)  H & XF A 24544 (H1L5 121303-201704) 75451
6 B 5L (H1E 5 110820-201607 , 28 5 90.7% ) | 8% 4 %k
B S (365 110715-201821, 40 B 95.39% ) I3 i 25 % 1A
i (L5 112002-201702, 4l 98.8% ) | H H Fik 44 Xof 1 it
(#£5-110731-201619, 4 93.0% ) ¥ [ v [ £ b 24 b
K E I BE o ASBE W DURE A4 2 4 JBS A
e H R 2 A 38 R T R A AR VTV A 24 ARG S A I A
SRR EAEh 2GS L R (a2l H
MR R i, K AR AtK
2 FiEEHER
2.1 EHECKHLFERMN

3 A DA 5 (HE5 43931 2k 190301, 23210241
19090030) 4% 10 mL , 435 & T8 v, P i v B
— 2k AR A AR (6 FHTTF 109% BRI B0 )
BIEE 80 CCHUKIA 10 min, PRI ATk i HA
2R, HERS DA RN AL 7 T2 R B PR RE &, e B3R
TTEEAE . G5 R 3HERE P i A SR B 4ty
SEBURE LT, BAPERE G P AR AR B TR ILIE 1
2.2 TLCX3|
2.2.1 M TLC Y] HURS DUA I 10 mL, HIZKAR AN
B IE T BV MR FE AR 2 WK, BF YK 20 mL, & 1E T %
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1 2 3 4
L B3P X I8 5 2~4: #F 6 (4t 5 20 1 24 190301, 23210241,
19090030)

1 EHECKHLEFERMER

W, BRI 28T AR B | mL (i, VR Rt
VW . BURS R XS IR 25 64 0.5 g, B HETE b, B 10
mL, 8 75 Zb B (T 500 W, 45 % 40 kHz) 15 min, 3§33,
PEWZE T, BRI i H I 2 mL f VA A, 1 Sl R R 25 1 I
W o HUIRA AT 1) FL At 245 A4 4 A DL 504 o7 T2 i 45 B
PERE S, PR AR I A3 i A VT 5 D v ) A A 9 e
XTI . 2 18 2020 48 g 1 27 84 ) (U5 ) 38 0] 0502
“TJZE O W L 3 R I 2~5 L, 4 )
ST R — AR G E AR L, L= &0 - H - H R
(16:8: 1, V/VIV) R REFFH, It B i1, mi DL 10%
B2 L WE W, #E 105 °CF A= BE 5 g b, B
TR S5 BN B A b 7E S 0 BE 2R 3
AR RO 57 B, S A T €6 R BRE 5 BRSOG40, o
WLE 2,

2.2.2  WRUIRERYTLC %00 HURS DA77 20 mL, gk 2
IR 5 mL, #85), FH = S H BEdRAE 4 3 U, Bk 25 mL,
A=A W )2, 78, AR = & bE | mL (H% 7,
VER R SR . B DUREXT B 2041 1 g, i &0 5
mL Fll =% F be 25 mL, 8 75 4b B ()% 500 W, 45 % 40
kHz) 30 min, JEid , W 2T, 7R i =& H 56 1 mL
VA AN RV . TRt DL B %) At 245 4 e i
DUEFNAET7 T 20028 BERE &, P AR I i i T
il 4% ek i T DL BE B X BBV . S8 2020 4E (P
] 245 L) (U0 ) 388 T 0502 e J2 € i ik Pt s, Wi e b3k
ST 10~20 wL, 439 &5 F 7 — A #il ik 12 G 382
b, AR ZHg- W - AR (17:2: 1, viviv) Ry J@ Ft
I B B, AR RLIE B A, 7E HOG R RS
Mo SRR, A ik b 7E 5% B2 B (55 A 1
B A7 b, Sk A TR G %) BRE 5 B PR 6 B O 4, B
LIE 3,

2.2.3 EEERYTLCYG  HL“2.2.1750 R A ia e,
VENEEE TLC UE R L VA T . BB X HR 2544 0.5
g, 7K 50 mL, AiiZ% 1.5 h, B0, B STk 46 2 10 mL,
R4S X RE 2RV U o BRI 9 5 1 HLAth 245 b e DL 58]
b7 T2 4 B A A, PR AR I b3t Vs Y i 5
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T B S ST BRI TR . S I 2020 4F R (P [ 245 L)
(YR ) 38 1) 0502 “ 2 0335 7 " 58, W L34 3 i
W 2~5 L, 430 55 T [l — SR W g 2 A b, U 2R-&
TR 2 Tig-F - F R (10:7:3:2, VIVIVIV) NETFH, BT,
B B ms DL = @G, 7 HOE IR, 258
7 B R 7E S BR 2 B OGS A O L
AR ] B0 2 B BRE A5 5 BV BR G T4 , PR LR 4

2.24  MCATEFAY TLC %50 B DA77 20 mL, FH £ Bk
PRAFFEIL 2 YR, BFUK 20 mL, 3525 LBk, /K2 FK A
B IE T i PR P 2K B 2 YK, B UK 20 mL, A 1E T B
JZ PR IE T B A 20 R 4% 2 YK, Bk 20 mL, B
WIE TEEZ25 T, 2RI B 1 mL (A, 7 M 5
W B Xt BE 2544 1 g, K 50 mL, Ji& 1 h, U
o, EVRH A 2 20 mL, [A) 3 O R 2 AV . AL
LI B JFL A 24 4 484 DL R A 5 T 25 i 4 B RE o L T
FE AT Pt VA YR ) B T 1 A AR v 9 o) R
W o 2182020 45 Rig I 25 30) (P38 ) 38 ) 0502 18 )23
L ORI, R A 3 A4S 5 WL, 4l T IR
— B RS G RN E, DL = k- R /K (13:7: 2,
VIVIV)HE 10 °CLAR BUE IR 2O R IF R, BT, B
BT WE DL 5% T R R UL, 78 105 °C K iz
B R AATEMW, HG IR, 2558 8K, 8 55
A 555 HE 25 A4 (23 AR 7 14057 L Sl AR ) B 6 A BRE 255 )
PEXTRRTC TR, TEILIET 5,

225 HHEMTLCAER HUASUAER 10 mL, HL R L
Fis PR FEHE B 3 YR, 5K 20 mL, LR 2 BB 2251, 5k fin
FH I | mL (A i, VR R b A . BCH Bxt B 2541 1
g, in7/K 50 mL, A% 1 h, P8, JE W e 46 £ 29 10 mL, [A]
T B2 RV U o IO R ) A 2 b A DL
FALT7 T 200 24 B A A, PR AR T A3t VA Y ol e
H BT IRV . 2 B8 2020 4E JiR v [ 24 ) (PO )
3 ) 0502 “ P4 J2 €0 335 1% "R 6, W R A 3 AR A T 4% 5
wL, 2355 T R — A R G )RR L, L2 R 2 HR-H
R -VKBERR-/K (16:1:1: 1.5, W/V/VIV) RJRFFHI, BFF, B

"Wy
1!
y
EEE S
1 2 3 4 5 1
1~3: i3 5 (L5 43901 A 1~3: 3k & (4t 5 40 51 R
190301, 23210241, 19090030) ; 190301.23210241.19090030) ;4 :#f
A AN TR 2547 55 2 BT A DUEEXT IR 24547 5 5 [ M) IR
H2 #EHTLCLIE E3

2 3 4 5
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(L5435 4 190301, 23210241
19090030) ;5 #5546} IR 2544

B TLCEAE B4 #HENTLCEIE BE5 #tEHH TLC E51E

W B BT RL 10% B PR L BEVA TR, 76 105 °C R A2 5
SR ETEW, HOE TR, 458 SR, HS M s 7E
55X R b € 1 AR R 1 57 b S R () €2 R BRE 5 B
XFRETC T4, 3 LK 6A . 5 22 4PEXT (365 nm) T £
L, A5 R R R gk b 78 5 0 RE 2R G pE AR 1 1Y
D b, A R i S BE AT, s BHPEXT RETC T4, TR
6B,

23 EFCH BAZH NHEEZEHNEHERENSE

ME
231 @iE&MF @i A Agient 5TC-Cis (4.6 mm X

250 mm, 5 pm) 5 LA FEE (A)-0.19% W R W (B) N i 31
A 2E AT BB BE Yk B (0~90 min, 25%A—77%A; 90~95
min, 77%A ) ; Fr il i 4 4% 15 [8] 7462 (0~20 min, 210 nm;
20~95 min, 252 nm) ; i3 A 1.0 mL/min; F:5 4 30 °C;
PR 10 uL,

2.3.2 WWWAEIE (DIRA X IR IE W 2 B % FR
WA A DU S R R R A S
Jin PR ) B B 1 mL B A 44351 oA 60,200, 60,40
g HTR AR BRI o (2) B s - K % R DL &
# 2 mL, & 50 mL i, in B BERs B 2 20 B $550 , U
i, RIAS . (3) B X RV - o3 i BB A A B O
TR A2 BE , A DUA AL T T2 4 S A e Ay
7 B HRL A IIPERE A, PRI A VA Y
BT R R CH R X RV R

233 RGUEHYERLE BRI 2.3.27 R 3
PRI, ¥ 2.3.17 T F (i 25 AR AR A BT il S g 1]
SRR, RO WA S U S
TR B e (0 i 0 55 L A WM BTG T3, AR AR €2
T 2 8] 14 20 B BE ¥R T 1.5, BSR4 0 1
BARMET 4000, ZEHILET7,

234 HMRRERZLE SSRGS A AT S
A H B IR S 12,27 .10.64,11.23 mg, 2051 B T~ 50
mL I R S PR B A IR 9.95 mg, B 10 mL &
TR s 20 S FH P B T B R 20 B $2 50, RIAS 4 Fhovt

T —
2 -
2R

- -

QO"

LB |

- e e

w4 4s 38 13

12 3 4 5 12 3 4 5

1 BPE X IR 2~4: i3 1~3: 63K 5 (it 5 40 3
190301.23210241.19090030) ;4 : #L

RS BEEG T 56 - FITERS IE
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1 2 3 4 5
A HHAF

1~3 At 5 (543 3102 190301 , 23210241, 19090030) 3 4 : B
Xof L 5 2 FPRE X IR 261
E6 HERTLCEIE

1 2 3 4 5
B. 44647 (365 nm) T

200
150

2
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50 1 A 4
J, v N. . N
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mAU

t/min
AR R AT
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o o a S
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t/min
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5 2
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bt ol
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mAU
O
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t/min

D. BRETH BT IR
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2
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1 ‘ 3
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10
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WSR3 D 2 S R A (DU S X R
A PR A5 3 mL, BT H R R B R SRR AS 2 mL,
B [A— 100.50.25.10.5 mL I, i B s B 2 %)
B, RIASAS [R v B2 1 R AT B % BRI R . RS 2B |
i Z B A X B3 W45 10 pL 7 A HPLC Y, 4%
“2.3.17 I BB A EREN E e SRR, DA R
AR (X) M Ak b DT R (Y) M ONAL AR, 2 il b ofE il
IFHATERIE R R B 5 R WK 1,

x1 EBFCESIMESNEEXRERER(n=5)

Bl EEgE I3 StiiRlng

WAL Y=456.561+6.607 6 0999 4 0066 8~1.335'5
HAT Y=1190.81+32.702 09999 0.189.8~3.7969
WA Y=1403.2+12.066 09999 00626~12513
IR T=742.5X45.581 09998 0.0418~0.835 5

2.3.5 KWL R RIC2.3.2(1) IR IR AR IR
ARV 10 WL, % <2.3.17 100 F (433 45 0 % SL g AL E 6
WL SRIE TR, S5 BoR, W R S
I R 4 TR FR B9 RSD 435914 0.4% . 1.2% . 0.9%
1.5%(n=06) , WK% BE AT -

2.3.6 EEMIRKE WK DA (HES 19090030)6 177,
O3 H ©2.3.2/(2) " IR 7 vk il A A S R, T
“2.3.07 TN A SR HERE BT e S TR A, DLAMR TR
THRRES S R BRI BT O
B I B R e 1)1 34 % 43 il 2.86.5.42.,0.99
0.38 mg/mL, RSD %3 %I} 1.1%. 0.3% . 0.4% ., 0.4% (n=
6), Rk E G T

237 REME WCRF s A S
19090030 ) il B 1 A S I WL, 43 IAEfIl A5 )5 1.3.5. 7.
10,17 .24 h#%°2.3.17 50 F (a3 S5 bR 20 AT, 0 SR U T
o G5 NR  WEA AT CE T DOE ST R
W T B RSD 4391 °M 1.4% .0.8% .0.7% .0.9% (n="1) , %
G A A TR 45 5 24 h AR PR a o

238 MEHR X I M % R IS (S
19090030, 7 A~ A I AR H R R Y
43904 2.86 .5.42.0.99.,0.38 mg/mL) 1 mL, 26 £, 43
S 50 mL B RS B AR A BRI TR (A
DU I R R e T VR E 430 R 0.25
0.55.0.10.0.04 mg/mL) 10 mL , F- i1 B s Bk 2 20 8, 7%
A, AEHEEUL0 L, #242.3. 1730 F (435 & FBERE 0T,
ORI A, THRINRE I . 25 R s, v A
A DU AR R R R A 11 SF- XA IR (R ICR 43 51
98.2% . 99.5% . 98.3% . 99.6% , RSD 43 1| 4 0.7% . 1.6%
1.5%.1.1%(n=06) , FRYI 7 IEMER FE BT

2.3.9 M HMREE B DA (5 19090030 )38 1,
F¢42.3.2(2) IR J5 1kl A& A W, 4304 T Phe-
nomenex Cis# (4.6 mm X250 mm, 5 wm) . Agilent 5TC-
Cis i (4.6 mm X 250 mm, 5 um) . Supfex JX-Cus £ (250
mmX4.6 mm,5 um) , % “2.3.17 T~ @& % & AF HERE 43
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Mr e R . G55 BN, 3RS SR T Ay
{7 EEEAT DUEE ST R R g 0 1T R RSD #4148
KT 1.0% , R 7 ik YRR AF o

2.3.10 FESEEINE  FE R HLRS DA R4 2
mL, B 50 mL &, #2.3.2(2) "1k kil g5 Atk
VU, T “2.3.17 T (i 25 R HERE A0 BT, 0 SR e TR L
FAMNPR T AR S AT A A ATH
R A& 1, AT I E 2 WK A5 R LR 2,

R2 ENEFPEFCESAMSEURSHWEENE
#Z£ R (n=2,mg/mL)

5 Wi AT WA AR
190203 Fhith 140 042 0.14
190207 At 143 041 0.18
190208 K 145 042 0.18
190209 Fhih 147 043 019
190301 FHith 051 020 005

B/AH] 23190071 0.03 499 1.06 062
23190251 003 520 1.09 057
23190441 003 6.18 145 0.6
2301031 0.14 461 101 035
2321041 0.4 439 096 034
C/AH 18090031 i 516 101 024
19040013 28 47 089 036
19040024 263 505 1.06 029
19090030 285 539 101 037
20010001 274 454 085 038

3 Tt
3.1 EB{KHILFERR

WA T R 2, BA R R PR A
Fo 4 DLA T R bs o [ 1900 R 22Kk 95— e 2%
REMMIG MK ZE R I O A K", e e Sk, 35 45
(2R IR RN T B R Y LA AN A G
A AT B 2 RS 97, BRI R E , &K
i R 5 SRR, R 2 A K 2R R
HARH IS A FIR . AR A T 5 5k
T4t . CMERIRTEMBRIER T 5 =5 R
FARAYE V) A AR N R SN L RN G B U R Y 4= 3 3 A
A DATE R S b S W A K, B Al oA e B A
Bl g [ VR B A AR KO B 5 3
M2y A4 EAT R, SCRE TS A i U AS 2 SR, i =
A FER A 05 . [RIRE , DR AR A 15 R P
DUA T B AE AN T A B 3% B, 5 AR 2 25 i —
BE SR M i AN (8 . AT 38 % 3 G2 77 Al 15
HEAE S FEAT AR, A IR A S w3 AR 7 H ORI A ]
B A5 VAR JE IR i BN BE 8, 11 B C 2 mUR AL 55
HAE T YA RE 0 €, $1 7 24 40 o7 S AUAE S b 1 2
3.2 TLCX3I

HUILA R TR KR Z b= £ 5, A R
AKX RSB AE A X R I TG R Ab 7 R T 2 4 B A
TR BRI ST B4 X IR 2 A % b T iR A T DB
A AR H AT BT AR S5 W i S

\

ah

==

==
>
al
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W2 HA A R B g A 7o, B IR e T, AR
RELHG A T ) 22 4 A AT T TLC 225158,
TEBAPE X B — A T, FLSE R vk i T it — P R
33 HFEMNE

5 LA 700 T 2 A A 5 9 DL B B 2 4043 0
G R RAT 5 DUREZR ISR, PR TE SR AN, 0l
FHZE KOG &% (ELSD) , ARSI gt~ 7 HiAy
T E T (HRZ O v B A SCRRARAE™ ", AR SUAS T
TR AT E A EEIRUR ", W
T 5 UCE A1k B2 8 5 1 R B s H R
FEYIH 0 H R R S H AT, AR & A DL
A R A A H R BRI, ORISR
AN T[R4 DL ) rh o T R LS
TEAH SRR S A HPLC s o A 4h, AR B 3T
T 2K H ELSD [ml B 2 #5445 D DL RER HH  DLRER
O AT VB DR ST CH R R Tk H A
FE i ST O R A R A K 22, B fif ELSD (1
T ] Rt g i R, HR A IR OIS A
(] R 33 7 F e oo DRI, AR TS ZE SR FH A A 51
il 2% (DAD) , JFEAEAS [ s [R] 5 04 0 30 <, LAtk
BT RN TE 272 nim P AR A 5 IR, T SR FH HL
4 252 nm AE A AP 5 8 5 DAD 48 2 A
B e R AL K by 210 nm - B BRA% 1 e KA Ky
252 nm , e 2 52 AR ST BRI 254K - 0~20 min i,
R K247 210 nm; 20~95 min B, K095 A 252 nm.,
ABFFEERAEIR (25 .30,40 °C) HEAT T %28, K IRAE [ &
R pH R h A S HA SRR BT OL T, 30 °CHY
AR T T e e ) 4 R A R BA B R R R i, HL
AER i IS

FEAER SRR ] & b AR 230 25 5% T R TR
FEHO 2 R BARFE S5 M AR P ) AN [ $RE B 7] (Y e
50% W\ 70% H ) I FR IR o 25 R &3, DL BEAE
SR R B IRFE B 5 2% B R B R e 4, Hix
D7 B AL BT S AR AR 430 25 4 T -
7K 0. 1% BAE R VT . HH 152-0.05 mol/L B — A1 %
VBB DRI 38R, & B AT S DGR S
H AR R A P -0 1% Wi R S TR R R AV i ) DA T2 e
FE B B . AR e S5 R TR AN R I A
FE G AR R DU R R e
W B CAFREMARAR 2 R R A A Rk, ]
A5 R R AR 7 T2 S0 25 S 3R sl FH 24 4 Jo
HEFBR, FEEThRE R b2,
4 Z5iE

AHIGE T ST A A AR A N T YRR T 5
ARl 2 5 R AR o T 2 AR BC A K s 7
FEAE 7 DURE S A I H R TLC S8 51k & JE v
58, X by A AR 2R HEA T T AR A 5 S 114 [
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B 00 A A VBRSO S R R R e i
HPLC I FAE 5 (i PR G, X 75 s H B 3 ik
M IEAT T A o ASHIFIY 7 i XA DL R AR 5
b\ o 01 W8 = VAL e vt AR N DR 8 LY S A il
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