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BRE.BY RIABFTIAGREIRETE KREEEEEFLER R A P ayh AT Ao X3 K0 S04 &% %R ihnl 2 54T
BAe 69 T A E, €384 A Kromasil 100 - 5 - C,¢#(250 mm X 4. 6 ¢cm,5 pm) , 73 A8H T — 0. 01 mol / L BXEAx #4115 0. 02 mol / L
BRBR — EAT S B AR AT AR E AL, R A 1.0 mL/ min, %0l kK 4 260 nm, A28 4 30 C,#EH T A 10 uL R 4 BET.
KE B ECHEBREFTH, 2 BEH, LB BE T, DET #fe L0 TR BTRESANE 1.46~116.73 pg/ mL F= 1. 60 ~
128.30 wg/ mL B W 5@ AL MH X 2 RIF(r=0.9995,0.999 7,n=6) ;B & LM 488 HXIE4 R4 RSD 350 T 2. 0%
(n=6);F ¥ 53] % 97.28% F= 96. 23%,RSD 5 #1 H 1. 16% F= 1.36%(n = 6) L5 %77 k& B, &R EH T,
TR THE R G REF0
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Improvement of Quality Standard for Jiegudan Tablets

CAI Xuyuan,LIN Xiangqgian,LIN Shiming
(Zhangzhou Hospital of Traditional Chinese Medicine ,Zhangzhou , Fujian,China 363000)

Abstract: Objective To improve the quality standard of Jiegudan Tablets. Methods Processed Strychnine Semen and Rhei Radix
et Rhizoma in the preparation were qualitatively identified by the thin — layer chromatography (TLC) method. The contents of
brucine and strychnine in the preparation were determined by the high — performance liquid chromatography (HPLC) method, the
chromatographic column was Kromasil 100 — 5 — C,; column (250 mm X 4.6 mm,5 wm),the mobile phase was mixed solution
of the equal amount of acetonitrile = 0.01 mol / L sodium heptanesulfonate and 0.02 mol / L potassium dihydrogen phosphate
(gradient elution) , the flow rate was 1.0 mL / min,the detection wavelength was 260 nm,the column temperature was 30 C,and
the injection volume was 10 pL. Results The TLC chromatograms of processed Strychnine Semen and Rhei Radix et Rhizoma
showed clear spots and good separation, with no interference from the negative reference. The linear ranges of brucine and
strychnine were 1.46 — 116.73 pg / mL and 1.60 - 128.30 pg / mL (r = 0.999 5,0.999 7,n = 6),respectively. The RSDs of
precision, repeatability and stability test results were lower than 2.0% (n = 6). The average recoveries of brucine and strychnine
were 97.28% and 96.23%, with RSDs of 1.16% and 1.36% (n = 6) , respectively. Conclusion The established method is
accurate and reliable,which can be used for the quality evaluation of Jiegudan Tablets.
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J7rE T R B S A U7 9T R D, e 4]
SE B PR R A E RN IS A RS T
P2 7 5 A 22 A 48 0 o A T AR €8 56 PN IR I R
E 0T 60 A 4F i P H R I B fE AR E AU AR S50 AN
KT H sz nl e e R By HLA b AL G
20T ] A v 24 o ) AT A SR A B ) I A L R
2 A RO B P R B L AR A R
R AT LONIE ] S i ) || = & & RN T P R e
il 700 v SR B T S AR THEE
PR S BIHGEIT .

1 UFE5KH

1.1 {4z8

Agilent 1260 7 &5 20 AH €4 354 (22 [ Agilent BH
AR ;SQP AL F K- (K2 0. 1 mg) , TE412 - L
BRI ROF ORS B b+ 5y 2 —) , ¥ F 75 [ Sartorius
Bl A BRA 7] 5 KQ — S00DA BRI A s i (B
LU P A A BR 2 |, D0k 500 W, 4% 4 40 kHz)
FERE G M (AR F S LR 4E R AN B 6 I RE S H 2R
(S TAHRAFD .

1.2 X%

L B 5 A W m kT BE R LY (it 5 R CBYU -
6D02, & i DL AR T 45. 40% .+ 1977 49. 90% 11 ) , K
R X IR (L5 8 XVHV - WSVX, &4 5 99.3%) ,
0 T b [ 2 R E B B 4 e (R B
), 36543 51 24 20221001, 20221002, 20221003 , KLA% Ky
FR 0.3 ¢); O HEE R kAl
2 AEEHER
2.1 TLC £5)2-1

il Zh R 1 BURE & 35 R, AR ARG, 3k 100 H i,
A 15 mL =& e - B (10:1,V/ V)FI 1. 5 mL
W E A 2, IR9% 15 min, IR NEFE 2 h, i uE, 28 T
UEWIR Y I A mL =& H B A A, BPAAE A
VL o 2 A T E AR B il 4% T 25 il £ i 4R 1 i B PR AR
pite , JTHE A T VR 48 1k o 8 B P e Rt 5 WA B
I Bk S A Wy oo R RO A A, A = e TR
B R B SR 2 mg / miL A8 R T VA 0 ) L A
2RSS 10 WL, 43 ) a5 T 6] —RE R G 2 AR 1, LA
K — N - L% - WA (4:5:0.6:0.4,V/V/IV/IV)
SR RFTF, JRTT B, BT, Wb 8 10 T B B
it 4o 7 L 5 SR AR Y VR i, 7R 5 0T IR R (00
ARV AL S S A (] 20060 ) 30 i, EL PR BRTE T 4 I
E1A,

KB HURE i 10 B, RS A4t b, 2ok 100 H , A
20 mL H s, 80, B 10 mL 8, 26 T, B AR Wi 1
10 mLAB4EK F, InA 1 mL LR, /KB 034 30 min, BN Z)
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A B

1 = 3. B ik (35 431 5 20221001,20221002,

20221003) 4. MR BRER 5. A RSBIER
A #HIBET B K&
H1 #HEREEE
1 - 3. Test solution (batch numbers:20221001,20221002,20221003)

4. Negative reference solution 5. Reference solution

A. Processed Strychnine Semen B. Rhei Radix et Rhizoma

Fig.1 TLC chromatograms

A, 1120 mL k53 2 AR I, & 91 S BEEBOR , 251,
BREAWIIN T mL = 58 F e (ol At , BV (At v o e Ak
T3 Lo A5 K il 28 T 20 ] A i 3 K A B P i, O 4 it
T2 VA R 5 T 1 T B X R I TR & UK R %o
HE T 30 o, o R ) B R B A 1 mg / miL X R
VTR 43 BB LR 2 R4S 4 L, o5 T R — kA H )2
M b, DA - R O lg - HER(15:5:1,V/ VI V)R
JEFFF, JFF B Bt o 45 B A A i T i o L 7
53 X6 R S T A I A7 S A TR B € 1 B 5, EL A
PEXTHRTC T4 TE UL 1 B,
2.2 DEFEMIMNTEENE
2.2.1 34 ppin-is)

{34 : Kromasil 100 - 5 - Cg#E(250 mm X 4. 6 mm,
5 pm) ;s 205 (A) = 0.01 mol / L P& Js¢ fifh /iR 4l
150. 02 mol / LR — S SE IR G (B) , BB BE VR
(FEFF UL 1) ;7 . 1. 0 mL / min; K% K 260 nm; £
I :30 °C; MR 10 pL.

1 REERERBRER (%)

Tab.1 Gradient elution program of the mobile phase(%)

i I AEAA  AEAEB it i) AEABA  AFHAEB
0 min 21 79 30. 0 min 90 10
22. 0 min 21 79 30. 1 min 21 79
22. 1 min 90 10 45. 0 min 21 79
2.2.2 WEWHE %

BURESRY R 1 g, KSR E , B ZERAEIE T,
3 mL RS KE G, i E 30 min, K& A 25 mL =& H
e, B FE L BEST  FROE I, BB 5 AL B 30 min, B HI B E
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U, H = P Gewb S 0 1 B, #25) , iE A, RISt
AR

FBUH R T8 24 h (1) B AR R AR P o B
115 mg, Ki B FRE & 50 mL A B P, i 5 =W
Pt Vs Ff OF 8 25, B 50, AR ok R T 48 V5 G o 1 L
1.5 mL Xt B8 SV A5, B 10 mL 25 i rp , FH PR s 1
FEREZE AT, BIVAS T B W o e b T T8 S LAl i)
28 T R T 1 PR A L e (A R AR A T ik

il B B XS A TR
2.2.3 FkFHEl-2l

LRI 2. 2. 2 00 F 3 FP I A B, )
2.2, VIR A3 A5 AR A, s (i 1 o 485 SR it
v VAS V55 X R O R i T o R RN - Y T A
S H PR R B[] b B A W ic e, HL B BTG T4 .
Bl 0 - A T 06 A BRI AR K T 5000, 43 15
BIRT 1.5, KL @Ik RIF TR UL 2.

A/ AU A/ AU A/l AU
; 0.181 1‘4]
0. 04': 0.164 1 1.2
i 0. 141 i |
0.031 0.121 M 1.0
002-:' 0.10 2 ‘ 0‘81
el U2 e 8- 82} 1 19.526]| | 0.6
0.01- 177580 %5 e L V1ot [y 0.41
i 0.021 \ | 0‘2'
0+ . ()—Mhi I‘JLJ I\ L— . 0l _J...L .
25 SOy SULIE 1) AN i3 Iy 3 (1 1 . % t / min T e L | TNIN
0 5 10 I5 20 25 30 35 40 45 0 5 10 15 20 25 30 35 40 45 0 5 10 15 20 25 30 35 40 45
A B C
I BARF# 2. k69T

A ATRRIER B AR RIER

C. MMATR & IER

B2 sxkiEeEE

1. Brucine 2. Strychnine

A. Reference solution B. Test solution

C. Negative reference solution

Fig.2 HPLC chromatograms

M R HE 2. 2. 230 X RE I A8 WS 1,
AR A5 SRR R E 30 1. 46,7. 30,
14.59,43.78,78.79,116. 73 g/ mL, -+ i 7 Ji 5 v 35
3510 1. 60,8.02,16. 04,48. 11,86. 60,128. 30 pg / mL
() B FIR G VR W, 4% 2. 2. 1 300N (3% 4 1 R 2 . LA
FrE R B (X, wg / mL) A AR bR T RR (Y) W P\ AL b i
AR, A3 FIH )R Y 5 = 14 911, 3X 4, — 14 390. 8
(r=0.995,n=6),Y, =18 265.8X , — 17 404. 8
(r=0.999 7,n = 6) G5 RRY], BEFHA 19T P ik
FESPAE 1. 46~ 116. 73 pg/ mLAI1. 60 ~ 128. 30 pg/ mL
T PN 5 W TR R M R R AT

K % FE R 0 < B 2. 2.2 TR X6 R N VA RS R
2.2 VIR 3 S5 e B2l EFE I 22 6 UK, T S G T R L 45
I BB B RN - 9 7 0 TR Y RSD 4350 R 0. 76% i
0.38% (n=6), FHLERG % B R AT

M IORE  (FIE55 8 20221001) 6 1, 4K 1%
i) £ B R IR R L F2 2. 2. L IHUF (A3 S HERE I AE 3T
SR TR, R S R TR 1 T B e A5 R R T
B AN A0 T A 5 43 ) 0. 44 mg / ¢ F110. 27 mg / g, RSD
I 1. 49% F 1. 63%(n = 6) , M 5B 2 M B Af-

e M5 - BORE A (L5 20221001) , 4R 34l 2%
Bk W, 49T 0,2,4,8,16,24 hiH% 2. 2. 130 R
RS RN A |, T i e T AR o 25 SR E A Bl RN 1 1)
T T AR RSD 4358 1. 12% F10. 95% (n = 6) , W
B S A RE 2R T CE 24 h NRUE TR BAT

TR [ < 306 13 B Ot RS S P L -l
N3 R R VR 2 2. 2. 2 350 vk o A K A
WL A% 2. 2. 1IN G A AR g |, IR AR ISR 45
RIFE2,

F2 MEEKREER (n=6)
Tab.2 Results of the recovery test (n =6)

B (%)
A B
95.19  93.91
98.08 96.52
97.12 95.65
91 0119 97.28 96.23

98.08

97.39
98.08  96.52

X(%)
A B

RSD(%)
A B

HAE (mg/L)
A B
0.0104 0.0115
0.0104 0.0115
0.0104 0.0115
0.0104 1
1
1

M (mg/L)
A B
0.0099 0.0108
0.0002 0.0111
0.0101
0.0101
0.0102
0.0102

116 1.36

0.0115

0.0104 0.0115
0.0104 0.0115

EAALRT BB ALY T,

Note: A refers to brucine,and B refers to strychnine.
2.2.4 FEHEENE

BCRE S 543511 20221001,20221002,20221003)
T il A% AR B VA T, 45 2. 2. T T (g A5 AR 2R AR
FE L TOSRIET AR, IR & A R 3 AR L b T
M 0. 44,0.45,0. 45 mg / g, BER 0 S0
0.27,0.24,0.25 mg/ g.
3 Tt
3.1 IERRMERYIERE

il Sk B2, HE 3 A B R R
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SRR o S T A I ) W e o (DA RD O e
XA R G REPER K, TS ~ 10 mg BP H B+ 7 5E
AR5 EER 0 = R T AT, AT BT R 2 LA
13 BT BRI 20 i PR R T B D
B R TR S B SR A D AR b
AT
3.2 REVAEIEE

B 4 3 PR IO 12 GRS SR 2 R Il i 2
B0 64225 PF A v S iR B TR BGRCR A S
SRR VR AR IO S AR 5 IR B Y B4y
B2, THORE SR 5 1 7 B B R 7 i, 42 BBUAT ]
B BRSO 5 o B SOR T A SO U
25 S P IS ) R OO A 5, 235 SR8 P 4 1S min
4 7 BRI 119 77 19 B i 3 AR, 7 B 30 min
i L FE AN R 0 o s R S FE 30 min
3.3 il M4EE

(AL« AE HABAR R 63 544 T, % %8 Kromasil |
TELT | Agilent, Sepax S5 AS [\ ) 5 A € 3 R0 22 25 SR Y
52, KB Kromasil 100 — 5 = C g #(250 mm X 4. 6 mm,
5 wm) o3 BRI 5 MRS O BRI A g A

AR AR A RO R 2R R E R RS
182020 4F iR CH 25 M (—38) ) S8R % i ik,
PLZE = 0.01 mol / L BHGe i iz 15 0. 02 mol / LB iz
TR IR AR (21:79,V 1 V) N S A TS
VRN, 38 2 4E K A3 B B 1], AR /N B4 B A3 AT I 12 B B ok
JUE L T HEAE it A 45 2R o ORI L R I A A e I
3.4 FHiEEM

AT 5 T J T s o A S AL B T D R AR
0 ) R I A T T A ST ) O R AR AR R A L 2
HER DR %R 5 A R, T O O R P T
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