- 30 - o B 2 2 2023 4F 3 4 57 45 3 0

Chinese Journal of Veterinary Drug

doi:10. 11751/1ISSN. 1002 - 1280.2023. 03. 05

SRy S R A N Y i

TRERER W E, SHE, T F, Bt

(R R 2 ST, JE 3 100081 )

[[liy
[FERHEA] 2022 -10 -10 [ XEKERIRFB]A [XEHS

[ =]

11002 - 1280 (2023) 03 -0030 -06 [ FE4 25 ]S859.79

URETERARES, RAAMEEE T RFERRPAFSENZEHRTT K,

A A BT R HE R AR TR, F AR AN TS BRE E4
B RGBT T TR SR, B RR B R T, B TS A

B R B
[E@A] RFEAGAE, FETHR, el

Improved Assay for the Determination of Asarum in Chaixin Injection
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Abstract; An improved assay for the determination of Asarum in chaixin injection was carried out by gas

chromatography with Methyleugeno as marker. The new determination method was optimized by screening

chromatographic columns and comparing extraction methods, and was verified by investigating the specificity,

recovery, repeatability, linearity and durability of the method. The validation results show that the new method is

accurate and reliable, and is suitable for the quality control of chaixin injection.
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Fig1 Results by the method in Announcement of No. 1759th
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7890A SAH(IEAYL , Agilent /3 7] ; DB — FFAP 4,3
#£,30 m0.53 mm, 1.00 wm, Agilent %\ 7] ; HP — IN-
NOWAX,30 m0. 53 mm, 1.00 pm {454, Agilent
/3] DB - 624,75 m0. 530 mm,3. 00 wm (A3EAE,
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Tab 1 Peak area of Methyleugenol utilizing different

chromatographic columns
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Tab 2 Peak area of Methyleugenol in different

extraction solvents
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Tab 2 Peak area of Methyleugenol changing with the

amount of extraction solvent

FE i IECHES mL IEC%E 10 mL
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Tab 4 Peak area of Methyleugenol changing

with different extraction time

EAE A= PRFE 2 min PRHE 5 min
1 7252 7234
2 4743 4761
3 989 988
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2.3.2 AeAFeni R X7 SEERCEATINE 3 K,
REILH T HBF & 58 33.5 pg/mL, HH
FTHEXT 52 50 mg, K HFRE, BT 100 mL
S, AN, N — 3V g 0 A o R 2 %
J& , BIASR A 0. 519 mg/mLL A4 FFYEE T35 0 X 1R
BRI R U A 1.5 mL 3.0 mL 4.5 mlL, %}
S'EFS0mLEIE 0. 3% N FE50. 8% &
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the chromatogram of the standard solution and the negative sample solution

ARG B 20 RIAHAR EE 703010 15.57 31. 14
H146.71 g/ mlL =i B2 A B LT 7 X0k F i A
IR R = e JBE 4 TR T 7 1 0 R VR 2%
2.5 mL, AR EEFATIORE 3 3, BT 9 il sk
T RS R I T SRS 2.5 mL, #5535k & m
NIECHE S NFRAETRA 5 mL, %08 1.3 iy kit 7
IZE TR MR SRR S,
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Tab 5 Recovery rate of Methyleugenol

WA FE R S T H AR/ ug IR/ ng MARHE/ g IR/ % SR % RSD(n=3)
121.77 97.68

50% 38.925 121.83, 97.82 98.2 0.3%
122.33 99.10
164.34 103.51

100% 83.75 77.850 161.45 99. 81 101.9 0.8%
163.49 102.43
204. 11 103.07

150% 116.775 202.06 101.31 102.5 0.6%
204.29 103.23
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TR (EMR L S5, 25 H T 7 M 0 o v
WEEZ)N 1 pg/mL B HAFEME L 11,2, FrlL, A
LR ERERA 1 pg/mL,

2.3.5 ZMASCE OREEHCH BT F I X
it WS i, BT AR B2 i, FH I O Bef B
B EE, HIAR U0 1 wg/mL. 2 pg/mL,
4 pg/mL. 10 pwg/mL 20 wg/mL., 100 pg/mL. 200
wg/mL 500 wg/mL 1000 weg/mL 5000 wg/mL Y%
PRSIV, 4% R 1. 3 A 7 A 5 | i ok (i
L LAV X (g/mlL) Xof T 193 55 P4 A 06 TR AR
ZIWW YRR, SRR ET HFHARIH TR Y =
0.0302X +0. 1129, R* =1, &PEEFI N 1 pg/mL ~
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Fig 3 Linear relationship of Methyleugenol
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Tab 6 Comparison of heating rates
T # R 5 °C/min 10 C/min 25 °C/min
AR Ay B 2.54.1 1.83.3 1.6.2.9

ARG AR TR AR T A 1 0
T RH AR ) 73 B BE B 22, g 1 SHE B [ S8R A
BB AP A 5 °C/min VE R THEER
2.4 HEENE 2.2 PRFEX 1.1 RS
HERE S AT H T Bl & il S5 R 3R 7,

xR HRPPETEHUNEER

Tab 7 Content of methyleugenol in samples

1 2 3 4 5 6 7 8

H O =A
THRTRBER 200 1118 28 1174 1187 1181 33,5 1762
(pg/ml)
RSD(%) 0.5 0.4 1.8 2.0 1.4 2.2 2.2 0.2
REMEEAZEMT .
FID1 A, Front Signal(DADAT\F-BE#\SEF  §1 7\ 56 3 1 5137 2018 2018-12-14 11-43-29\011B1301.D)
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Fig 4 Gas chromatogram of sample 1
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