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[ Abstract | Objective: To establish the determination methods for muscone in Jiuwei Fangwensan and to
study the stability of the formulation. Method: Firstly, the HPLC-MS method for muscone in Jiuwei Fangwensan
was established. In addition, the effect of temperature and sealed condition on the stability of Jiuwei Fangwensan
was evaluated. Result: Muscone showed a good linear relationship in the range of 0. 220 mg -L ™' (r=0.999 9).
Precision, recovery rate, stability, repeatability were in line with the experimental requirements. Stability
experiment showed that the loss rate of muscone in group without package was faster than group with package.
Meanwhile, the loss rate of muscone in 35 °C and well package groups was faster than 4 “C and tightly package
groups, respectively. Conclusion: The method is sensitive, accurate and could be used in the quality control and
the stability study of Jiuwei Fangwensan. Muscone in the formulation is basically stable at 4 C and tightly packaged
condition.
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Agilent 6410 %! Triple Quad LC/MS =& DU T
i (HL T 25 85 1R ) , Agilent 1200 ¥ AH (3 R 58
(ZEE{E Mass Hunter Workstation T fE %) , CP224C
BUH T3 A7 R (B AU g A FR A | ) i kA
fr (10uL, 22 s ERERR) ) o

JUBR B i (b o R Bs B, it 5 2012021301,
2012021302,2012021303 ) , JiF 77 i % 8 5 ( H 25 0
A=y G E BT, it 0719-200511) , B A+ 0 A il
oy, REAL A A BRA ), oK S B (4 hral,
25 XM A RA A, O (e, 35e)
2 AEEER
2.1 BRI E O v
2.1.1 WA &M Eclipse Plus C 4 i # (2. 1
mm x50 mm, 1.8 pm) ,WWNAK-ZIE(5:95) , KK
0.2 mL+min ', K3 30 °C, #ERE 2 pL, 2 1k B (7]
5 min,
2.1.2 M 2R PRI (MRM) , GE 5
TR B T KA A 2 B IR (APCL) 5 it
i 300 C, BN IR K 350 C, AWk 4 L-
min " AL 420 C,ZFALIE S 55 psis
2.1.3 ik e APCT P s 07 UF , B 7 i
FELE L m/z 109 (9 E Fr 8 06 5 A bR B 1 T e B
FEAE N m/z 95. 2 WHE By 10, AR bRy T
e )3 i 5 L M B Ae s, DUIET 1, g st /E MRM g
R WE T T E R, WA 2,

+WRM-1 {2,153 min) (225 30000 ->™)

9520020 A

MRMT(2.743 min) (235 20000 ->)

109.00000

91 9% 9 9% 9 9% 97 9 9 100 101 102 103 104 105 106 107 108 W09 10 M 12 13
mlz

A A RBEER ;B B A ER

Bl R+ARAMBEMAN - RKRERER
2.2 WM
2.2.1  XFHRGRISWRA W AS ORG PR IBORE A R X IR
i 10 mg F 10 mL i P, JooK £ BV i e 2%, 15 8%
T T B8 S A A (1 g+ L7
2.2.2 HNFREWAHIS MBI 10 mg 3+
BEE T 10 mL B, JooK O BEE R 45 S+
BEfl AR (1 g-L71) .
2.2.3  HEECAEBOTEIE RS2 FRIUIL R B R K
0.2 g, A WNARE W 10 pL, K % m A &K & B

1 2 3 4
mlz

ALK BR s B RE S L BT TGER 5 2. B

B2 XWER&ERPE+EREAEER LC-MS
2 mL, FREE, B ], JREE 10 min i # Th, JooK £ BEAR
AR T, LS R T IR S B, B AS
2.2.4 AMEXCRFZE N E PO IR 5 W
0.4,2,10,20,30,40 L F 2 mL &85, 48 590m
AP 10 pL, 153 RN M 2. 1.1 &4
D S A B 2 f . DA A R U 1 AR (As) / 53
Ko IR 06 TG AR HEAEL (AL Xof B A IR vk B2 () Zettk ml ),
W K5 R € =3.933 (As/Ai) - 0.060 (r =
0.999 9) ,FEFEIMBETE 0.2 ~20 mg- L '&M: X R
R4,
2.2.5 MEHRRE MR RS, T SRR 6
U, 05 B A R % 5, RSD 1. 41% RS % FE R4
2.2.6 EREMERKE  CPATHIES 6 MRS, W
JB A I 5 i, RSD 4. 17% ,FEEZ M E & LK,
2.2.7 RoEtls BRI o 5 T 0,
4.,6,8,12 h il 5 B 75/ & & ,RSD 1.76% ,12 h 4
FROEMERLE
2.2.8 AR RIS M % AR IS R0 AR
A UMK BT L6 4y, i A BRI W i e R
2.2. 3 TSSO BT A L A R WLAR 1,
FE SR AT A SE g 20K

F1 BEWMEBDKEERE

FERPEE AR SOl MR P EIEE RSD

No.

/ngeg”! /g /g /% /% /%

1 23.88 5.00 10.00 104.53

2 23.88 5.00 9.87 101.93

3 23.88 5.00 9.55 95.48
99. 67 3.18

4 23.88 5.00 9.72  98.98

5 23.88 5.00 9.66 97.87

6 23.88 5.00 9.74 99.23
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°C s B 7 IR 1 98 2K R AR T 35 °C L L3R 2,
%2 FEBREXAKBEMTBEREBOYN

A/ pgg !
t/d
(35+2) C (4+£2) C
0 23.88 +0.67 23.88 +0.67
5 21.01 £0. 14 23.17 £0. 14
15 17.91 0. 14 22.12 £0. 12
20 15.73 +0.28 21.43 +0. 10
30 12.53 +0.45 20.70 £0. 34
60 8.31 £0.37 19.68 +0.35
2.3.2 AL SRS JUIA B O ORI

2.3.2.1 G K BR AL N UK B R ECRR E M s
M ECOUBR B R EORE & 3 A, RBR R, (35 +
2) CE&MFTFHE, F0,5,15,20,30,60 d HUke, #
W2, 1 300 43 A 5 B D g A ) &5 &, 5 2.3.1 30
T (35 £2) CREAM & EAE iR, 25 R L
e A IR 0 4 2K R T T L A, 60 d S =Y
FRIA By 4.2% LK 3,

£3 AEMARGEHBERSENZW(1=3) pgg '

fif ] /d i 2 4 41 F: 4 2f]

0 23.88 £0. 67 23.88 £0.67

5 21.01 £0. 14 19.02 £0. 14

15 17.91 £0. 14 13.42 +£0. 69

20 15.73 +0.28 10.33 £0. 36

30 12.53 +0.45 4.84 £0.53

60 8.31 +0.37 1.03 £0. 14
2.3.2.2  UR[RI % 2 RN UK B R RS S M Y R

M HBCIUBR BT HORE B 3 4t A B B, i
VER BB, (4 £2) CHEESFMTIHCE, T 0,
5,15,20,30,60 d HUAE, 4% M8 2. 1 300K 43 47 J7 5 00
A A, 5 2.3 1R (4 £2) C(ENEHE
B ) B A S B BCEE H A, A5 R B A Bk
BORAL T3 A A 2,4 C % 340 3 41 g 7 i & o
60 K] & 7454k ,RSD 1.52% , I3 4,
F4 FRGEEWS ARG EHBERSEOHM (1 =3)

-1

pes
i} i/ d EqcRaE | B

0 23.88 0. 67 23.88 0. 67

5 23.17 £0. 14 24.01 £0.23

15 22.12 0. 12 23.43 £0.31

20 21.43 0. 10 23.26 £0.15

30 20.70 £0. 34 23.520.23

60 19.68 +0.35 23.07 £0.31
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