18 5

1)

2)
€))

Dr.Ehrenstorfer GmbH

Cal Bio Chem

Chemicals

()
0.05 g
(1:1) 50 ml

MP Bio

&)

LC/MS

®

3)

(Agilent Technology

)

PT10-35

Agilent 1100 series

API3000 Applied Biosystems

o

o O O

o

o O O

(0] (@]
o (@]
o O

O

(¢]




2) LC/MS/MS

1) ) LC
HPLC Xterra MSC18 2.1x 150mm, 3.5u4 m
D waters
LC/MS/MS A 0.1% /
59 (100 mb) B
30 ml
20 ml 0-3 A)95  B)5
10 g 3-15 A9  B)5 A5 B)S
3 Liner gradient
2000 rpm 5 0.2 ml/
40
20 ml 5u 1
5 2000 rpm 5
(2) NS
1- ESI
/ (4:6) 10 ml
0.5 ml MRM
2000 rpm 5 Infusion Flow Injection Analysis
LC/MS/MS ( )
2 LC/MS/MS
2) Precursorion  Production  Collision energy
34 370 (m/2) (m/2) ev)
2 3622 3182 27
10% 3599 316.0 25
3321 2882 27
2750 259.2 43
¥ 280.9 922 43
407.2 1259 45
29 3538 1850 28
-d5 916.8 174.3 57
-dé6 30ml 361.2 3431 13
20 ml 10 g 7346 1581 43
2000rpm 5 3932 911 85
3282 1649 29
20 ml 5 3201 3133 47
2000 rpm 5 3312 239.1 41
1 10ml -d5 3342 3182 49
1ml -d6 337.3 2400 43
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40

A(n=5) B(n=3)
153 55 101 2
116 59 110 4.7

317 6.6 68 6
70 13 93 21
88 16.1 103 11
69 6.2 83 22

A(n=5) B(n=3)

103 9.2 61 28
82 79 68 54
168 118 48 36
61 305 72 94
79 112 68 74
64 104 80 135

A(n=5) B(n=5)
79 334 104 123
32 224 16 109
91 17 88 6.7
8 10.8 7 49
100 173 90 89
A(n=5) B(n=5)

107 199 60 155
13 171 2 1
84 217 75 88
10 232 10 11
89 331 90 301




A(n=3) B(n=3)
112 119 112 46
30 131 85 29
83 112 103 1.7
71 18 90 38

A(n=3) B(n=3)
124 83 107 35
15 28 39 58
91 127 83 65
40 48 89 85
A(n=2) B(n=2)

102 24 113 5.34
81 216 100 035

1 17 1 24 0124001

2) 34 370

3) No.31, 85-87(2006)

4) 18 7 3

5) 19 11 15

6)D.A_Volmer,J.P_Hui:Rapid Commum Mass Spectrum,

12(3),123-129(1998)



