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4 LCMS-IT-TOF
4
LCMS-IT-TOF
S- 61.3
HPLC
(LC-MS)
LCMS-IT-TOF
1.1
Agilent 1200 Shimadzu LCMS-IT-TOF LC-20AD>=<2( ) SIL-20AC (
) CTO-20AC( ) CBM-20A( ) DGU-20A,( ) SPD-M20A
LCMS-IT-TOF( )
( 100605) (Finnigan )
1.2
1.2.1
50 mg 25mL A
1.2.2

1.2.2.1 HPLC ZORBAX SB-C,:4.6>250 mm5 yim ( 1) 1.0 mL/min
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254 nm 30 100 pL 0.05 mol/L 2 mol/L pH
5.0 99 1 1-B 0.05 mol/L
2 mol/L pH 5.0 80 20
1 1
Time (min) | Mobile phase A(%) | Mobile phase B(%)
0 92 8
7 92 8
32 0 100
47 0 100
1.2.2.2
4.1 min(Fraction 1)  24.8 min(Fraction 2)  31.6 min(Fraction 3)  35.7 min(Fraction 4)
LCMS-IT-TOF 1
et ] :
17_5-5
12.5-;
10—2
75
5]
E % [ % = g é §E
25 LEEI r,;;_aj 55 5% T
] L \ ERs & b [y
ARl e Rl LW
o 2 0 a0 5 e
1 HPLC
1.3 LCMS-IT-TOF
1.3.1 LC-MS Shim-pack XR-ODS 2.0><75mm 2.2 um 30
0.2 mL/min UV254 nm 1.50 L/min CDL
200 200 1.70 kv 50% m/z 100-1000
A +0.1% B
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2 2 3 3
] BRIE (=] B i) BT BRIE =]
0.00 Pumps B.Conc 2 0.00 Pumps B.Conc 2
2.00 Pumps B.Conc 2 3.00 Pumps B.Conc 2
7.00 Pumps B.Conc 95 7.00 Pumps B.Conc 80
7.20 Pumps B.Conc 2 13.00 Pumps B.Conc 80
10.00 Pumps B.Conc 2 13.20 Pumps B.Conc 2
10.00 Controller Stop 17.00 Controller Stop
* F1 F2 2 F3 F4 3
1.3.2
F1,F2,F3, F4
2.1
2.1.1 F1
2.1.1.1 RT=3.9min
MS' RT=3.9min
Inten.(x1,000,000)
1.0
384.1172
0.5
3‘23.908‘7
0.0- e e e T T T
100 200 300 400 500 600 700 800 900 m/z
MS? Precursor: 384.1175
Inten.(x100,000)
>0 323.1021
67.0936
2.5
229.0614 T F
L e N L L L DL DL L B LB
100 200 300 400 500 600 700 800 900 m/z
MS? Precursor: 367.0936
Inten.(x 100,000)
2] 323.1016
189.0646
0-07“ ““FT““T“"T“"T““T““T““T“"N““
100 200 300 400 500 600 700 800 900 m/z
MS* Precursor: 323.1018
Inten.(x100,000)
20] 189.0721
0-0:"\“"T‘“‘T‘“‘T‘“‘T““T““Y““T“"T““
100 200 300 400 500 600 700 800 900 m/z

2 m/z384.1172 RT=3.9min
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F1 C,6H, N;04S
Mw (G N,QS): 383,1 | NS +MS, 25-26min
' x10%] 310,3
[M+H]* = 384.1 47 1749 515
MeH-NH =370 | 2] l S
[M+H*=NH,- 00, = 3234 07 .
):1,1:‘5 E +M8S2(384.0), 25-26min
Ox_ OH COOH 03
NH3 N CHs | 05 ?‘T
A S N - uof :
s ), i
s | xio 1890 +MS3(384.0->323.1), 25-2 Tmin
189.0 1600 2 I
HO
(2 00 ze 30?“1 i ' .
100 200 300 400 500 600 mz
(b)
3
2.1.1.2 RT=5.4min
MS'
Ipten.(x100,000)
5.0 384.1212
25 323Aff38 495.8328
00: \.\ | i Iﬁ I | ‘ ﬁ L
B L UL L UL L UL L AL | U DL LI B
100 200 300 400 500 600 700 800 900 m/z
MS? Precursor: 384.1212
Ipten.(x100,000)
20] 367.1000
1.0]
0-0:“ AL L WL B L WL LA B SR WL AL S AL WL R S
100 200 300 400 500 600 700 800 900 m/z
MS? Precursor: 367.1000
Inten.(x10,000)
] 189.0588 323.1048
501
0.0~ T e e T
100 200 300 400 500 600 700 800 900 m/z
4 m/z384.1212 5.4 min

m/z 384(3.9 min)

m/z 384(5.4 min)
m

m/z 384(5.4 min)

m/z 384(3.9 min)
D

18I9.1
B 5 F 1 B RER

ERIETTR
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2.1.2 F2
Ms'
Inten.(x1,000,000)
503 366.1103
257
g 731.2219
LU e e e e e
100 200 300 400 500 600 700 800 900 miz
MS? Precursor: 366.1103
Inten.(x1,000,000)
25] |160.0424
] 3961197 555, 1546
0.0- T T T T T T T T T T T
100 200 300 400 500 600 700 800 900 m/z
MS3 Precursor: 160.0425
Inten.(x1,000,000)
103114.0365
05]
0»0:“ LA L L L WL L WL L WL L L WL L WL
100 200 300 400 500 600 700 800 900 m/z
6 m/z 366 BFHIZRFILE
m/z 366 7 366
F2
Iriten 31,000 0007
] SRR 1092
401 [:2)
204
20
1.|:|—f i
DE:"'I""I""I""I"e'l""l""l""ln' T
3640 365.0 66,0 3670 3650 3600 3700 w0 miz
7 m/z 366
m/z 366 2+ C,,H;:N,O,,S, 731
m/z 366 8
Intens;
Mw (CHoN,Q8): 3651 [ 5] *MS 4045min 20380
[M+H* = 3851 & l I
7
[MeH]* -NH, = 3480 o 1
160.0 il *MS366.0), 4045min S
a COOH 41
34ap—~lth Fn- Sgﬁ*ﬂm 4 w0 2070 .
mﬂﬂ j\g CHy 0] *MS3(386.0->340.1), 404 5rin
A 207.0
114.0
HOY 1 p 239
V) o ,| L P PR
100 150 200 250 ) I iz

(a)
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MS? m/z 160 9 10
11 (2] J (n=1) F2

11 MS 396 B R T2 Al & R HOBR 73

2.1.3 F3
MS'
Inten.(x1,000,000)
) 445.1160(1)
1.
I I L & o ST “'P?‘ﬁ?@‘ e 7782205(1)
100 200 300 400 500 600 700 800 900 m/z

MS?Precursor : 445.1155

Inten.(x1,000,000)

2.01

] 429.0876

] 341.f141

1.0]

1 443.7987

0.0 b7 A
100 200 300 400 500 600 700 800 900 m/z

MS? Precursor: 429.0873

Inten.(x1,000,000)

341.0159

o0 - ¥+
100 200 300 400 500 600 700 800 900  miz
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F3

m/z 445

MS* Precursor  341.0162

Inten.(x100,000)

324.9804
5.
O e L B L B L UL B L ML B
100 200 300 400 500 600 700 800 900  miz
12 m/z 445
CyHyN,O,S 13
14

1429

COOH

COOH

io COOH

' NH, HN

NH, ;//// \\\///[::jjgx<:j

H

N

s
+
o
HO

HO
HNT N\

HO

COOH

NH HN

H
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S
]
HO
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LCMS-IT-TOF-026
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17 18

HO

16 m/z 234 198 AV BRI & R 930 9

LCMS-IT-TOF-026

Ms'
Inten.(x1,000,000)
1.04 274.2381
] 450.782(1)
0.5
R ol T S
100 200 300 400 500 600 700 800 900 m/z
MS? Precursor: 450.1685
1. Inten.(x1,000,000)
] 234.1098
1.04
059
0-0:"\"“x“‘w‘“‘x"‘w“‘w“‘w“‘w“‘w““
100 200 300 400 500 600 700 800 900 m/z
MS? Precursor: 234.1099
Inten.(x100,000)
] 206.1154
2.5
oot b i ik i r——17r1—7r"———pr—"-—"+—-—r—"—""—"—r"—r—r—""1"—"—"-""71-"-""
100 200 300 400 500 600 700 800 900 m/z
MS* Precursor: 206.1157
Inten.(x100,000)
103/ 123.0680
0.
.. -
100 200 300 400 500 600 700 800 900 m/z
15 m/z 450
m/z 450 C, H,;N;0,S 16
F4 19
ST " oo i
o i COOH 5 o i COOH i
1 1
N ! N CH, |
N h e Nl CHY |
N"" s o L s ;
NHO

HO

17 m/z 206 B8 F B9 AR & 5k B9ER 9
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2.2
LCMS-IT-TOF 4 4
4
F1 Ci6H21N306S
F2 C3,H33N6010S2
F3 CyHN4O4S
F4 C,1H27N;306S
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F1 F2 F1 = F2 t
F3 F4
[1,2]

LCMS-IT-TOF
20

COOH

0
OH j\:N
o COOH ’ &853
H2N HN/§<CH3 s ’
S

N
H CH !
HO
0 NH
HO
. o COOH
2 . HN/§<CH3
¥ CHs
Fl1 S
o)
HO
F2
HoN

N
COOH H__\Jtl\ CHs
s
0
H\/k/ngCHs HO NH

CH3

HO 0

F3 F4

20F1 F2 F3 F4

LCMS-IT-TOF
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