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Abstract Object

To determine the content of muscone in preparation. Methods

200032)

Standard addition,

DN P derivatization and HPLC with electrospray ionization tandem mass spectrometry ( LC/ESI-MS/MS)

were utilized. Results

Identification of muscone hydrazone in the sample was based on the unique mass

spectra of the standard. Under an optimum condition peak corresponding to [M+ HT ion and characteris-

tic fragments for muscone hydrazone were observed. ESI and APCI full scan m/z 419 MS/MS had the

same relative molecular mass and fragmentation pattern. The recovery was 102 o with RSD< 2.76%k

(n=5). Conclusion
neously.

Key words muscone; standard addition; HPLC-M

(musk)

(muscone) ,

2

G, HpeLc, Trcs”
HPLC EI-MS
’ 2’ 4_
- (HPLC/MS) ,
1
L1 ,
* : 2002-02-16
: (1962-),

" Tel (021)64377008-2603

S

2 2

(AR) E. Merck ;2,4—
; Finigan LCQ
TSP UV 6000 ; ESI

(5¢m, 2 1 mm< 150 mm)
1.2

.21

, 50 mL
.22 2,4-
2,4~ (DNPH) ,
3% 10) 30mlL, ,

)

1.3
.31

E-mail zhanghaobing@ yahoo. com

The qualitative and quantitative determination on muscone could be fulfilled simulta—

(AR),

?

; Inertsil ODS-3
200 mg

4 mg /mL

500 mg

(2°
(24d

0.5



Chinese Traditional and Herbal Drugs 2002 33 11 ° 971°

m L ( 2mg ) 2 HPLC/MS
2, 4— I mL, 2.1 ( I ) Ms,MS
1 h, ) ) MS : : Syringe Pump : 3
, SmL ( I ), 2 1./ min; : : EIS 4. 25
MS MS MS  HPLC/MS . kV, : 200°C , (N2) ,
1.3.2 : 0.5mL 60 au, (He)., 10 au
: 2,4~ 1 mL, 2%%k.
1h, , , ,
, 5mL [, DN PH
( 1), HPLCMS . [M+ HT (m/z 199)
1.3.3 : DNPH . 1-A
0.5 mL , 05 mL . m/z 419,
2 mL 2, 4- , [M+ HT - I-A  m/z 50~ 250
1 h, ; (2, DN PH
, 5mL ( 11y,
HPLC-MS . m /z 419 ( 1B),

A- (I )ESI B-m/z419 MS> C-m /2236 M S
1
- |
236 n, 70
N
S I:I"Q
o
Wall ' AL ] e ‘u"" o el 1) n:.L;' - "":. 3
70 90 110 130 50 170 190 210 230 250 1-C m/z 236
m/2 ’
m /z 194> 180> 166> 152> 138> 124>
2 LA(MS Ym/z50 250 110 14 (CH9Yn
m/z 236, 2
» m /2236 2.2 HPLC
, 2.2 1 : HPLC : Inertsil ODS-3
m /z 236 . m/z419> 236 (5 m, 2 1 mm< 150 mm) , 98% -

3 : , 0.4 mL/min, 230~ 370 nm ,



972 Chinese Traditional and Herbal Drugs 2002 33 11

201 L.,
: , 4.25 kV,
200°C | (N2) 60 au, ( He)
10 au
2.2.2 HPLC/MS 50¢ 1,
I. 11 11, 1501 L ,
HPLC /M S 4 6

o 2 4 6
- B‘rril (I min T 4ea

a200
wxr nos 2301 agmr nra

7 wpe {xa7 |308| MO 4080 r 4031 4708

300 350 miz 400 450

A- (1 JHPLC  B-A
min 230~ 370 nm UV

D-C ESI

4 HPLC/UV  HPLC/ESEMS

4~ 6 [ )OI ,II HPLC
uv « [M+ HT (

) (single ionic monitoring, SIM)
HPLC , MR-

03,m,mm+ 0.33 uv .
ESI ,LC/M S/
MS m /z 419

APCI ,

7N

MS 1B

tg= 5.35 5.05 5.65
CESIm/z419

LC/MS/MS
m /z 419 M S/

8§ 8 10 12 14
Hl'lilllmin; 208.0

/

8 o
320 160
FHK A/ nm
C
anp 008 nse wse oy w0
0 1 10 12 14

6 8
I (8] ¢/ min

A- HPLC  ( II') B-A tg= 5.355.05 5. 65
min 230~ 370 nm UV C-ESIm/z 419
D-C ESI
5 HPLC/UV  HPLC/ESEMS
3.1 ,
s 27 4_
[3]
s DN PH ,
[4]
HPLC 3 min
DNPH . HPLC
DNPH
3.2 s
HPLC ,
I I III
( 102. % ,n= 5),
3.3 3 HPLC s

s tr— 0.3, &k, v+ 0.33 uv



Chinese Traditional and Herbal Drugs 2002 33 11 ° Q73°

age o

_sogr MO e WTI wse Jewmo e ams
350. 330 - 380 36 TT480

m/z
A- HPLC (  II) B-A 1=
5.33 503 5 63 min 230~ 370 nm UV CESIm/
z 419 D-C ESI
6 HPLC/UV
HPLC/ESEMS
) ) m/z 419
. 5
,RSD< 2. 76% (n= 5).
34 16,71
W= i—Z’x 4
w- AW - ;
A4- ;A=
4 mg
W= 8717 3- 20 8208 2108228
= 3.15mg /mL
3.15
mg/mL
35 MS ) ESI )
, APCI )
419> 236 ,
36 9% -+ 9% -
5 IR 5 >

98% - ,

4 6
2e TRl ¢/ min

0 2 4 § 8
- 1 [8) £/ min
a3y D

1002
198 3

1922 me2 “rs
- o>
ll l‘l J Lﬂr kX T 2.1 . ll_‘ﬂa'n}'r.

200 300 400 500
m/z
A- LC/APCIM S m/z 419
B-A m/z 419 MS/M S
7 HPLC /APCEM S
3.7 , 0.44- 47.2
Pe/mL Y=

35819.6+ 23371 5x,r= 0.9999,
, HPLC . Uuv
s 231 nm 367 nm LC/MS

2

HPLC

, [J1 , 1981, 12(5):
4448,

, . [J1]
, 1982, 17(12): 922-927.

[3] ; . - [1.

, 1991, 16(4): 230232.
[4] ) ) y . HPLC

[J]. , 1989, 24(4): 303-311.

[5] ) . -

[ , 1995, 18(1): 28-30.
[6] . [M].

, 2000.
[7] . [M].
1999.



