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1 STP
13 SAs Sigma-Aldrich , . 6 STPs >
L. PCe- (Ce-SMA, 90%)
Cambridge Isotope
HPLC | )
FISHCHER (Oasis HLB, 500 mg/ (1.2 pm, Whatman
6 mL  Seppak Silica, 500 mg/3 mL) Waters GF/C) (
(GF/C, 1.2 pm ) Whatman 200 mL, 500
1000 mg-L™" mL) Na,EDTA (0.5 g-L™") 50 ng-L™'
, 20 . PCe-SMA 6 mL ,
() 2005 9 4 6 mL 12 mL Oasis HLB
2005 11 5 6 5~10 mL-min™'
STPs .2006 3 15 10 mL Na,EDTA
Ve Ut "
7 ¢} 2 |/j\
J \N PINTSY //S\N)\N/
O H 0
Ef%ia) — BBEMRIE (SIM) BIZEERITW (SMX) TRARBEMIE (SMR)
H o H,N o
S~ N~ ~ I
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VAN N O
NH, d
FRRRIE (STZ) FERIIE (SDZ) SR (SA)
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BIREE 04 (SMT)

SEoY

FBAZIE (SPD)

2

160

iR _ BB EMIE (SDMD)

#R%-5-B |0 (SME)

NH,

TERRIB (SIA)

El



6 mL / 2:1, )
HLB .
, , 1.8 mL
4 mL Silica
, Silica 3 mL
, 3 mL / (90:10, ) 3
mL .
0.5mL, LC-MS
( ) LC-MS . -

Waters Alliance 2690- Micromass ZMD 4000
(Waters, Co., USA).
Capcell Pak CI18 (250 mm x%2.0 mm ID, 5 pm,

, ), A 20 mmol-L™
, B . 3% 4 min,
1 min 10%, 25 min
50%, 2 min 65%, 3 min,
, 20 min,
0.2 mL - min", 2 uL.
(ESI").
3.0 kV. 350
OL-h', 120 400
(SIR) SAs
(MH") 1.
1 SAs
MH'(m/z) (m/z) AY%
BCs-SMA 285 186 30
SA 173 156 132 15
SCP 285 156 207 27
SDM 311 156 108 92 40
SDMD 279 124 156 186 34
SDZ 251 156 108 92 31
SIA 268 156 113 108 32
SIM 279 124 186 156 36
SME 281 156 126 108 34
SMR 265 156 172 110 36
SMT 271 156 108 92 30
SMX 254 156 108 92 45
SPD 250 156 184 28
STZ 256 156 108 92 32
2
2.1
SAs )

, BCe-SMA
STP ,
3, 62%~102% 3
12% ( 2).
10%,
60%~100% . ,
(<10%).
(MDL) 3 , 13
SAs  STP 3~12ng-L"!
, STP 1~5ng-L™ ( 2).
2 STP SAs (%, £ RSD, n=3)
(ng-L7™
STP STP
+RSD MDL +RSD MDL
SA 63 +3.6 12 62+7.2 5
SCP 84 +52 10 90+ 5.1 4
SDM 83 +4.7 2 89+34 1
SDMD 86 + 6.1 86+ 6.5 2
SDZ 86 +3.2 10 82+5.2 2
SIA 62+75 3 63 £ 6.6 1
SIM 98 £2.9 3 98 £ 3.0 1
SME 87 +4.3 8 88 +4.8 3
SMR 95+6.9 5 91 +1.9 1
SMT 89 +4.8 5 96 + 3.7 1
SMX 89 +0.1 10 82+5.2 4
SPD 102 £9.6 5 100+ 5.3 1
STZ 95+ 7.6 8 98 £5.0 2
2.2 STPs
2005 5 6 STPs
.2 STP
SIR-LC-MS , 3. 3
, 13 , SMX, SPD, SMR,
SDZ  SMT 5
3 . SMX ,
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g /min g /min
@ (b)
2 STP SAs SIR-LC-MS
@ (b
. SPD  10%~35%,
[5~141, , SMX N(4)-acetyl-SPD  20%~40%, 10%!3,
(12+0.45) (1.4+0.74) pg-L7", , SPD
) re] (o] 0.15 0.35 pg-L7" 12
(2] SMX 0.3 pg-L7', .
, , 9.0 pg-L'B SMX SPD 1.5 ) 1.0
(0.05~4.7) pg-L™" [5~14], ng- L' ),
SPD , SPD . SMR (0.048 + 0.012)
SPD (0.021 + 0.008) pg-L™".
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3 6 STPs5 SAs (ng-L™
SMX SPD SMT SDZ
STP
1 1.50 2.60 0.39 0.52 0.15 nd® 0.44 0.54 0.059 0.015
2 1.40 1.40 0.32 0.22 nd nd 0.24 0.12 0.054 0.017
3 0.83 0.89 0.20 0.15 0.30 nd 0.23 0.15 0.037 0.012
4 0.93 1.00 0.21 0.16 nd nd 0.19 0.17 0.043 0.020
5 1.40 1.70 0.40 0.28 0.26 nd 0.31 0.25 0.056 0.032
1 1.30 1.30 0.23 0.15 0.36 nd 0.23 0.06 0.062 0.031
2 1.20 0.81 0.23 0.13 0.59 nd 0.38 0.08 0.043 0.019
3 0.95 0.62 0.15 0.06 0.71 nd 0.16 nd 0.034 0.016
4 1.20 1.30 0.25 0.06 0.57 nd 0.18 nd 0.041 0.023
5 1.40 0.60 0.49 0.12 0.64 nd 0.34 0.08 0.058 0.028
1 1.10 0.93 0.17 0.12 nd nd 0.08 0.06 0.043 0.013
2 1.00 1.10 0.19 0.15 0.66 nd 0.50 nd 0.038 0.014
3 0.72 0.50 0.11 0.06 0.19 nd nd 0.03 0.030 0.015
4 0.71 0.80 0.15 0.08 nd nd 0.17 0.11 0.040 0.018
5 1.40 2.00 0.25 0.14 0.04 nd 0.29 0.12 0.063 0.042
1 1.60 1.20 0.36 0.19 0.36 nd 0.34 0.09 0.063 0.040
2 1.20 1.20 1.50 1.00 0.56 nd 0.23 nd 0.038 0.012
3 0.38 1.50 0.08 0.16 0.22 nd nd nd 0.042 0.022
4 0.94 0.97 0.27 0.18 0.31 nd 0.20 0.19 0.029 0.015
5 1.10 1.60 0.23 0.24 nd nd 0.19 0.24 0.054 0.031
1 1.20 2.00 0.27 0.13 0.15 nd 0.25 nd 0.050 0.021
2 0.88 1.10 0.22 0.20 0.13 nd 0.20 0.18 0.032 0.014
3 0.71 4.00 0.20 0.63 0.24 nd 0.19 0.57 0.044 0.019
4 0.43 0.64 0.14 0.09 nd nd 2.90 0.96 0.040 0.015
5 1.00 1.20 0.24 0.20 nd nd 0.16 0.18 0.061 0.030
1 1.60 2.30 0.24 0.29 nd nd 0.22 0.20 0.062 0.028
2 1.50 1.80 0.29 0.26 0.14 nd 0.33 0.24 0.038 0.013
3 1.80 1.00 0.16 0.12 0.12 nd nd nd 0.054 0.018
4 2.10 2.30 0.28 0.22 0.14 nd 0.27 0.23 0.063 0.020
5 2.40 0.94 0.36 0.17 nd nd 0.25 0.18 0.073 0.030
a) nd
SDZ, Gobel [12.13] ,
(0.35+0.52) (0.22+0.21) pg-L7". N(4)-acetyl-SPD
1, 0.019 pg-L'P, SPD, N(4)-acetyl-SMX
. SMT 30 SMX. ,
-1
22 0.71 pg-L7; SPD SMX
1 (0.01 pg-L™,
[8
B SMX, SPD  SDZ
2.3 STP ,
3 ,
SMT , Yang STP
4 )
SMX, SPD, SDZ SMR , ( 3. 3 , 4
3 SDZ, SMX, SPD SMR
o, 1) 0
, 61%~463%, 76%~215% ; 49%, 43%, 24%
0/ .
33%~75% 73%; ; 3

100%~200%; SMR
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