LC/MS

LC/MS

(APCI)

4111 LC
LC/MS

pH

(1)
APCI

100%

LC

M S
LC
(ESI)
(APCI)
LC MS
APCI/MS
ESI
ESI
4.1.1-1 LC
1.00cp 100
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FAB
LC

LC

100%



4.1.1-1 LC a
b(p /mPas)
n- 0.23 36
0.5 99
0.31 69
n- 0.92 174
1.0 81
0.47 50
0.37 46
0.97 77
p- 0.64 140
0.37 68
0.59 111
0.65 80
0.23 35
0.57 62
0.44 40
0.54 118
0.4 66
0.79 57
0.4 80
0.32 56
1.54 107
0.45 77
0.37 57
2.24 189
4.4 184
0.38 56
0.67 101
0.37 82
0.94 116
2.39 82
n- 2.2 97
0.61 78
1.19 64
19.9 198
1.22 118
1.00 100
a
b 20°C
(2)pH
3 LC pH
pH
LC/APCI/MS pH
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pH LC/IAPCI-MS

pH
pH LC LC/APCI/MS
pH
pH
[M+NH,]*
4.1.1-2 pH pH APCI-MS
pH LC-APCI-MS
H,PO,/KH,PO,/K,HPO,/KOH 2 11
/ 3 6
/ /INH,OH 5 9
/ 8 10
/NH,OH
/ /NaOH 9 11
H;BO,;/Na;BO,;/NaOH 7 11
1 2 0.05
2 6
4 6
6 7
8 10
4.4
6.4
APCI pH 100mM
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pH

pH APCI/MS 4.1.1-2
pH 4.2.2
(3)
LC LC/APCI/IMS
pH
LC/APCI-MS
APCI-MS
LC/APCI-MS 4.1.1-3
4.1.1-3 LC-APCI-MS
LC-APCI-MS
1- CH,CH,CH,SO, 146.14
Na
1- CH,(CH,)sSO,N  160.16
a
1- CH,(CH,),SO,N  174.19
a
1‘ CH3(CH2)SSO3N 18822
a
1‘ CH3(CH2)7SO3N 20224
a
[CH3(CH,)s]sN  269.15
[CHs(CH,)(]sN  311.6
[CHy(CH2),]sN  353.67
(CH;CH,),NOH 147.26
[CH4(CH,)s],NO 259.47
H
4.1.1.2
APCI/MS
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(1)
APCI

APCI

AH" + B - BH' +

( G<O
A
BH*
AH*
(CH;OH)H*

A+ BH - B + AH

BH

BH

APCI

((CH3OH) ,H*

182.1kcal/mol

(1648kcal/mol)
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AH*

(202.3kcal/mol)



p-tert-

Linuron (200mg/ml)
Scan ;100-400

Cap.Val ; 3500V
Corona current ; 4.0mA

Drying

Vaporizer temp.; 473

Drying
Neb. Pr

positive mode

Mobile

Flow rate ; 0.5ml/min
Fragmentor voltage ; 80V
Injection volume ; 5m
Instrument ; HP1100M SD

cl

Linuron

( 4.1.1-3

APCI

Diuron

4.1.1-1

4.1.1-4)

APCI

4.1.1-2

(Cs0)

gastemp. ; 350

gasflow ; 6.01/min
essure ; 60psig

phase ; MeOH:H,0=1:1

Linuron

o

2400

Max: 753924

1)

1% 250

L0

4.1.1-1 Linuron

cl
CHj
s
R
H

0 CH3

Diuron

Diuron ( Ormg/ml)

Scan ;100-400

Cap.Vol ; 3500V

Corona current ; 4.0mA
Drying gastemp. ; 350
Drying gasflow ; 6.0 [/min
Vaporizer temp.; 473

Neb. Pressure ; 60psig
positive mode

Mobile phase; MeOH:H,0=1:1
Flow rate; 0.5ml/min
Fragmentor voltage ; 50V
Injection volume ; 5
Instrument ; HP1100M SD

APCI-MS

75D

S

o

%0 2%

4.1.1-2 Diuron

APCI-MS
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CH, OH

HO

17b-Estradiol

17b-estradiol (2.0nmg/ml)
Scan ;100-400

Cap.val ; 3500V

Corona current ; 4.0mA
Drying gas temp. ; 350
Vaporizer temp.; 473
Drying gasflow ; 6.0 I/min
Neb. Pressure ; 60psig
negative mode

Mobile phase ; MeOH:H,0=1:1
Flow rate ; 0.5 ml/min
Fragmentor voltage ;150V
Injection volume ; 5m
Instrument ; HP1100M SD

4.1.1-3 17b-estradiol

t—BuO COOH

4-t-Butyl-benzoic acid

p-t-Butylbenzoic acid (5.0mgy/ml)
Scan ;100-400

Cap.val ; 3500V

Corona current ; 4.0mA

Drying gas temp. ; 350
Vaporizer temp.; 473

Drying gasflow ; 6.01/min

Neb. Pressure ; 60psig

negative mode

Mobile phase ; MeOH:H,0=1:1
Flow rate ; 0.5 ml/min
Fragmentor voltage ;70V
Injection volume ; 5m
Instrument ; HP1100M SD

4.1.1-4 p-t-Butylbenzoic acid

14

18

Max: 11152

APCI-MS

1889
—7e

Max: 21033

s

APCI-MS




(2)
APCI
pH
LC-MS

4.1.1-5

pH

APCI/MS

4.1.1-4

0.05%

ESI

pH

pH 4-10
pH
4.1.1-4

APCI/MS

Hitachi M-1200 AP/ES

1.0ml/min

100-400

50amu/sec

70V

1,800V

3,000V

ooV

48

180

400

120

20ml

APCI ESI

18-
APCI

4.1.1-6

ESI

41

[M+NH,]*

ESI



125

100

75

50

Relative intensity(%)

25 ]

4.1.1-5

Dibenzo-18-crown-6-ether
(5.0my/ml)

Scan ;100-400

Cap.Val ; 3500V

Corona current ; 4.0mA
Drying gas temp. ; 350
Vaporizer temp.; 473
Drying gasflow ; 6.0 I/min
Neb. Pressure ; 60psig
positive mode

Mobile phase ; MeOH:H,0=1:1
Flow rate ; 0.5 ml/min
Fragmentor voltage ;50V
Injection volume ; 5m
Instrument ; HP1100M SD

4.1.1-6 Dibenzo-18-crown-6-ether

pH

PSR TE TR
%

12

— o-chlorophenol

........ O 2 5_dichlorophenol
--=-0--=- 3 5_dichlorophenol
---f--= 2 6-dichlorophenol
=--B--- 2 4-dichlorophenol
== @== 2 4 S-trichlorophenol
==-®--- 2 4 6-trichiorophenol
-=¥-- 2,3 5-trichlorophenal

pH
"8
O

811
379.1

—62.1

Lajide s, l,u Lilly 9|
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(3)
LC

MS
APCI ESI

41.1.3

(1)

APCI
MS
MS LC
ml/min 0.1-1.0ml/min
LC/APCI/IMS 1.0ml/min
(2)
CID(collision induced dissociation) CID
SIM
CID
4- 50
166 4.1.1-7
90 166
122 4.1.1-8
972
B - 100
150 ( 4.1.1-9) 100V
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125

w0 166.1
NOZOCWH
75 —

50 —

Abundance

4-Nitro-benzoic acid

25 —

T T T
100 125 150 175

4-Nitrobenzoic acid (5.0mg/ml) iz
Scan ;100-400 4.1.1-7 4-Nitrobenzoic acid APCI-MS
Cap.Vol ; 3500V (Fragmentor voltage ; 50V)

Corona current ; 4.0mA

125

Drying gastemp. ; 350
Vaporizer temp.; 473 w - 1221
Drying gas flow ; 6.0 I/min
Neb. Pressure ; 60psig

negative mode

Mobile phase ; MeOH:H,0=1:1
Flow rate ; 0.5 ml/min S 1661
Injection volume ; 5m | |

Abundance

Instrument ; HP1100M SD

4.1.1-8 4-Nitrobenzoic acid APCI-MS
(Fragmentor voltage ; 90V)

a-Cyclodextrin (1000rg/ml) o
Scan ;300-1000
Cap.Vol ; 3500V
Corona current ; 4.0mA
Drying gastemp. ; 350
Vaporizer temp.; 473 “
Drying gasflow ; 6.0 I/min
Neb. Pressure ; 60psig

negative mode

Mobile phase ; MeOH:H,0=1:1
Flow rate ; 0.5 ml/min
Fragmentor voltage ;150V
Injection volume ; 5m §

8512

7073

H
Instrument ; HP1100M SD e T — T— Ly gL l

&
&

4.1.1-9 a-Cyclodextrin ~ APCI-MS
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(3)
APCI

(4)
APCI

BLEFEE(C)

4.1.1-10

-2500 -3500V
3000V -2500V

4.1.1-10

3000 4000V

APCI
275
250
225 100%
20N x5 /=

100% A&/ =)k
50:50
175
150 1 1 T T T
A& ) =)L 7k

Iml/min
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(5)LCIAPCI-MS

LC/APCI-MS LC APCI-MS
LC
MS

a, =1:1 =1:1
b, M og/ml SCAN
Cv
d,

LC
a1
b, pH
a"l

LC-APCI-MS SCAN - SIM)

4.1.1.4 APCI/IMS
4.1.1-11 4.1.1-15

2,4- A,
APCI/MS
M-H
ESI

I o a o
23,34’ 5-pentachloro-4- 0 s 110
biphenylol (10ng/ml) X OH
Scan ;100-450
Cap.Vol ; 3500V . c

2,3,3',4',5-Pentachl orobipheniyl-4-ol
Corona current ; 4.0mA

Drying gas temp. ; 350
Vaporizer temp.; 473

Drying gasflow ; 6.0 1/min
Neb. Pressure ; 60psig

negative mode

Mobile phase ; MeOH:H,0=1:1
Flow rate ; 0.5 ml/min ®
Fragmentor voltage ;130V
Injection volume ; 5m
Instrument ; HP1100M SD Lok L

4.1.1-11  2’,3,3,4',5-pentachloro-4-biphenylol  APCI-MS
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2,2",3,4 5,5 ,6-heptachloro-4-
biphenylol (10ng/ml)

Scan ;100-450

Cap.Vol ; 3500V

Corona current ; 4.0mA
Drying gas temp. ; 350
Vaporizer temp.; 473

Drying gas flow ; 6.0 I/min
Neb. Pressure ; 60psig
negative mode

Mobile phase ; MeOH:H,0=1:1
Flow rate; 0.5 ml/min
Fragmentor voltage ;130V
Injection volume ; 5mi
Instrument ; HP1100M SD

4.1.1-12 2,2°,3,4,5,5,6-heptachl

2,4-Dichlorophenol (5.0rmg/ml)
Scan ;100-400

Cap.Vol ; 3500V

Corona current ; 4.0mA
Drying gas temp. ; 350
Vaporizer temp.; 473

Drying gasflow ; 6.0 I/min
Neb. Pressure ; 60psig
negative mode

Mobile phase ; MeOH:H,0=1:1
Flow rate; 0.5 ml/min
Fragmentor voltage ;90V
Injection volume ; 5m
Instrument ; HP1100M SD

4.1.1-13

“MISDT SPC, UMSST.7IEY.

Cl Cl Cl

Cl ¢l cl
2,2',3,4'5,5',6-Heptachl orobipheniyl-4-ol

o
kL

2852

Max: 4565

2833

oro-4-biphenylol  APCI-MS
100 § Max: 133263
OH
cl
:
' cl
2,4-DIchlorophenol
L IL x
150 130 1o ) 260 F>) 200

2,4-Dichlorophenol
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Bisohenol A (5.000/ml)
Scan ;100-400
CapvVd ; 3500V
Corona current ; 4.0mA
Drvina oas temo.
Vaporizer temp.; 473
Drvina das flow
Neb. Pressure
neoative mode

Mobile phase ; MeO :H,O=1:1

6.0

Flow rate 0.5

Fraomentor

Iniection volume m

I nstrument :
4.1.1-14

Diethylstilbestrol (10ng/ml)
Scan ;100-400

Cap Vol ; 3500V

Corona current ; 4.0mA
Drying gas temp. ; 350
Vaporizer temp.; 473
Drying gasflow ; 6.0 I/min
Neb. Pressure ; 60psig
negative mode

Mobile phase ; MeOH:H,0=1:1
Flow rate ; 0.5 ml/min
Fragmentor voltage ;130V
Injection volume ; 5m
Instrument ; HP1100M SD

4.1.1-15

gt

Bisohenol
5 §
H
i
% & & &
Bisphenol A APCI-MS
] B .
HO,
1 OH
Diethylstilbestrol
» g
) ) - . J‘% F) £ 5 ol
Diethylstilbestrol APCI-MS
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ESI

pH
MS

4.1.2.1
ESI

(ESI)

ESI
LC LC/MS/ESI
ESI
4.1.2-1
4.1.2-1 ESI
1
cP Nm-?
1.0 0.073 100
0.61 0.022 78
0.37 0.029 82
1.19 0.022 64
2.20 0.024 97
2.39 0.021 82
2.95 0.025 83
0.32 0.024 56
1.80 0.038 101
1.22 0.028 118
0.44 0.028 40
2.24 0.043 189
(DMSO) 2
120
2 10%
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4.1.2-1

ESI
4.1.2.2 pH
LC pH
LC
LC/MS
4.1.2-2 4.1.2-3
35 NH; NH,"
50 CH;OH NH,” 36 H,O NH,"
68 CH;OH H,0 NH," 54 (H,0), NH,"
82 (CH;0H), NH,* 77 (CH;COOH NH; NH,-18) "
78 CH;COOH NH,"
Negative (CH;COOH) ,-H 119
CH;COOH H,O-H 77
4.1.2-4
41 CH,;CN"
59 CH;CN NH,”
77 CH;CN H,0 NH,"
100 (CH;CN), NH,”
ESI pH

H 3.2.3-2
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4.1.2-2 4.1.2-4

4.1.2.3 (1PC)
IPC
IPC

IPC
LC

LC/MS IPC

4.1.2.4
ESI

ESI

(1)

pH
(10mM

3.2.3-4

pH

)

3.2.3-5
IPC

51

ESI

IPC

ESI

LC/MS

ESI



ESI

(+)

M+H
M-H
R,
|
N—R
4,
Base
(@]
|
R—C —-OH
Acid
(2)
ESI
( )
(
)
ESI
+3 5kV
0.2mm

N
4.1.2-1
Ry
|
HA —> N—R A
R,
Acid Sample (M+H)
)
|
B —» R —C-—-O
Base Sample (M-H)
4 R-NH,
R-NH-R’
R,-PH R,-PH
R-OH R-SH
R-OR R-C=0
RCOOH
RSO H
RPO H v

4.1.2-1
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0.1mm

LC/MS
3.2.2

LC

(3)
LC
MS

APCI

LC
LC/MS
ESI
LC/MS
LC/IMS
MS 4.1.2-5
MS LC
4.1.2-2
2.0 -
APCI
TSP
ESI
1.0 PB
(ml/min) Frit-FAB
i or
CF-FAB
|

4.1.2-2 LC/MS

Atomospheric pressure chemical ionization ESI Electrospray ionization

PB Particle beam TSP Themospray Frit-FAB Frit-Fast atom bombardment

CF-FAB Continuous flow-fast atom bombardment



( )

( cm®/min)

4.1.2-5 LC MS
column Conventional Semi-micro Micro
mm 4.0~4.6 1.0~2.0 0.2~0.5
ml/min 1.0 0.2 0.005
Methanol 550 110 3
Water 1240 248 6
ESI 4.1.2-6 LC
4.1.2.1 (mm) (p l/min)
0.32 3 - 8
ESI 1.0 30 - 60
0.1mm 2.0 200 - 400
4.6 800 - 2000
VI
200u |
ESI 0.2ml/min
4.6mm 150mm) Iml/min
LC ESI Tee
4.1.2-6 LC
(4)
ESI
Taylor cone
+3 5kV
MS

(5)
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( )

API CID(collision induced dissociation)

CID
(6)
ESI
LC LC pH
HFBA
TFA 4.1.2-4
50u M [M+Na]*
ESI
4.1.2-3
l—Mixing Tee
— HPLC (UV) T (AP1 Needle) —p
Pump
4.1.2-3
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20 1

A Signal Signal

(%)

15 16
10 1 10
1.5 6
1
Formic Acetic Propionic Butyric Valeric
Acid
4.1.2-4 20% HP 1998 LC/MSD

0% 0.05% 0.1% 0.5%

Signal ratio

2.0 —

1.0

—

MS

4.1.2-5

benzoic acid o-toluic acid

I e,

0%

4.1.2-5

0.05%

salicylic acid

I

56

0.1%

phenoxacetic acid

L 1

0.5%

ESI



4.1.2.5

ESI
(M+nH)""  (M-nH)™
QMS QMS
n2=nl+1 n ni< n2
nl=ml/(m2-ml) mn ml< m2
M1=n1(ml- ) Mn
MW=ave(M1,M2,M3....) MW
=82.5 =115.5 =173.3
4.1.2-6 , \‘ / \\
m3:694.0 m4:867.3
m1:496
m2:578.5
| | ‘ | | | | | | I
m/z 500 600 700 800 900
4.1.2-6
n1=496 (578.5 496) M1=6(496-1)
=6.012 = 2970.0
n2=578.5 (694.0 578.5) M2=5(578.5-1)
=5.008 =2887.5
n3=694.0 (867.3 694.0) M3=4(694.0-1)
=4.004 =2772
=M1 M2 M3 ---
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4126 LC/ESI/MS

LC/ESI/MS LC ESI/MS
a
( LC )

b

SCAN
c ( )
LC
a
b pH

(
LC

a

(LCIMS

LC

LC-ESI-MS (SCAN —»SIM)

4.1.2.7
Paul Kebarle and Liang Tang ;AnalChem.,1993,65,972A-986A
Robert D.Voyksner; Environ. Sci. Technol.,1994,28,118A-127A

LCIMS ( )

58

M og/ml
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CE(Frit)-FAB

4.1.3.1 LC
Frit-FAB
API
Frit API
LC
Frit-FAB LC
Frit-FAB
(1)
Frit-FAB
FAB Frit-
FAB
4.1.3.6
1)
4.1.3-1 (1:1)
pH 20mM
1v/iv%
m/z 59 CH,;COO-
m/z 151 [Gly +
CH,COO0T m/z 91 [Gly-H]
m/z 93 [Gly+H]* m/z 185 [2Gly+H]*
4.1.3-1
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BP= &5.06[413840] TIC=3133407 RT=00:01:08.17

1DD%:
5*1 93
s Positive
: 185
50 %1
125
277
"||!"\""\'|'|\'\'|'\'\
50 100 150 200 250 300 350 400 430 500
BP= 52.00[9845088] TIC=24957418 RT=00:01:54.14
WDD%:
XB
P59 .
= Negative
91
50%“?
; 183
L ‘ 151
'1"‘||""||‘|'|‘| R A e A B Maaanany
a0 100 1580 200 250 300 350 400 450 a00
4.1.3-1
4.1.3-1
JMS-700
Frit-FAB
0.5 mL/min
FAB Xe
kV
55 scan 80 SIM
10 kV
x 102 torr
MS (Scan) m/z 45 500 1 sec/cycle
MS (SIM) 100msec/ch
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(2)
Frit-FAB pH

LC-Frit-FAB-MS K. Kamei, et al.(1988)
pH
HPLC APCI ESI
FAB
4.1.3.2
(1)
8 Frit-FAB
4.1.3-2 4.1.3-2
20mM 0.2 % I (1:1)
100mg/L 20
gL 4.1.3-1
FAB 4.1.3-
4.1.3-10
APCI ESI
a)
[M-H]
[M+H]*
M* FAB
b)

61



1:1 m/z 208
Frit-FAB
c)
Frit-FAB
4.1.3-2 Frit-FAB [mg/mL]
No CAS
1 10380-28-6 0.04 0.4
2 137-26-8 0.006 0.06 0.06
3 3337-71-1 2
4 * 55335-06-3 0.06
5 (SAP) 741-58-2 1 0.1
6 (MCPP) 16484-77-8 0.05
7 13861-41-3 0.2
8 80844-07-1 0.08
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O «
Cu
\ /Ni °
?Hs S
N P'§
H3C/ S\S N/CH3
l
S CH

H,N @- SO,NHCO,CH,

Cl

N
Cl / \

OCH,CO,H

Cl

4.1.3-2

@— SO,NHCH,CH,S P(OCH(CH )o)s

63
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BP= 65.06[1423686] TIC=2633552 RT=00:00:24.19 BP= 91.05[490518] TIC=10490424 RT=00:00:28.19
100 36~ 100 %~

:*25 ‘ x1
Y + i 9
| v Oreo: | [M-HT
] 3 229
i 185 163
50 %1
+
«— [M+H] 50 15
bl 143
'Jlll‘ ""‘ S I‘ ‘\H : uLH\\ h\"\ ‘I‘L . ‘\‘ e
100 1a0 200 230 300 330 400 430 300 50 100 150 200 25 300 750 00 50
4.1.3-3 FAB
BP= 65.0611050570] TIC=2071703 RT=00:00:24.19 BP=195.91[502454) TIC=10527362 RT=00:00:32.18
100 ”H 100 %6
60 ‘ ¥
{|es| 97 ; 19
50%3 [M + H]+ 50%3 -
. 222 4 [M_H]
256/ ;
3 - 254
| 1 | ol T
|‘|“.“|H“\“H|‘M“‘“II“‘I %‘l\‘\‘l\“l | |“\‘\-|‘\‘|
a0 100 150 200 250 300 350 400 150 500 50 100 150 200 250 30 350 400 450 500
4.1.3-4 FAB
BP= 65.081:300886] TIC=1633555 RT=00:00:24.19 BP= 59.001171867) TIC=0984532 RT=00:00:36.18
100 26 i
T e T
Iles 97 159
! C O + H : il

| 2 [M-HT
S e —

cl«@o-cb :
CHs : 115

5034

0 54 159/
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BP= 45.04(554294] TIC=1444244 RT=00:00:26.19 o

BP=144.05(140072] TIC=4735082 RT=00:00:24.19 (

NO] .

; o - 100 %-
! [e) i
*5 ‘*2
P Neu + H 3 14 N
: N/ :
3 e
50 % 50 561
j 28 1
| 97 : 169
| " ‘ \ I
Jlm‘l\ml (I PO anlinmi | R
50 100 150 200, 250 300 350 A00 500 50 100 150, 200 250 300 350 400 450 500
4.173-6 FAB :
BP= 65.081197056] TIC=1422920 RT=00:00:26.19 BP=213.00[357003] TIC=11031791 RT=00:00:3¢.18
100 %6- 100 %6+
1*5‘ * 1*1 ‘ S
5 H2NCH2CH282P(OCH(CH3)2)2 + H 213 " _
03 [—SP(OCH(CH3)2)2 ]
? B
50 %1 50 9% 1
; 159
: 3 173
: | 354
; 185 i
| | 248 |
| ik I 3 I‘ |
L ] ‘1. [ I : 34 S : | : “\I M' . ‘Zflf : ) S : |
100 150 200 50 300 350 400 50 500 50 100 150 200 250 300 350 400 450 500
4.1.3-7 FAB : .
BP= 530411100051 TIC=4244446 RT=00:00:24.19 BP- 91.03(295239] TIC-10280398 RT-00:00:26.19
100 H 100 9%~
56 |83 3 7
B I:—SCN(CH3)2:|
50 % 505% | /
3 : 120
: 115
: 144
| 167
Wodbowt bowr o ] il‘ “I‘.“, S |
50 100 150 200 50 300 350 100 450 500 50 10 150 200 250 300 350 400 450 500
4.1.3-8 FAB
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BP= 65.08(1426634] TIC=2793613 RT=00:00:22.1%

BP= 01.05[87870] TIC=5447425 RT=00:00:40.18

100 :‘ ‘ ‘ 100 %~ |
x5 _ 4 - NH, =+ %2 | ‘
1oas) B i g0 | 144
': CI_D_CHQ ’\CI_{‘j_CHZ_ L:A_j H\‘ : i
| | [M-H]
50 9% 509 4
+ : 16
[M + H] :
: 754
129
Ts : 5 #
: 2 300
T l ‘ } ‘ ‘ ‘ T ‘ T 1 : | H\‘ “%‘I‘!‘| I ‘ I ‘
il 100 150 200 250 300 350 400 450 500 il 100 150 200 250 300 350 400 450 500
BP= 45.08(1421052] TIC=2987022 RT=00:00:20.19 EP= 88.55(282080] TIC=5204008 RT=00:00:30.19
100 :‘ ‘ 100 %~
xa ‘ S
1165 97 : 9
129
50 %
205 233
‘ 04
259
| ‘ ‘ ‘ ‘ ‘ ‘ | \“‘”"HU‘\ |\|‘ T J\ ‘ ‘ T I 7
50 100 150 200 250 300 350 A0 450 500 50 100 150 200 250 300 350 400 450 500

4.1.3-3

FAB

0.2 %

0.2 %

20mM pH3.5

0.2 %

0.2 %

20mM pH3.5
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(2)

4.1.3-3 4.1.3-1

SIM
10u g/nml 20ul
1
4.1.3-4
4.1.3-4
m/z
208 100 66 33 33
231 100 66 33 33
258 50 50 50 100
214 100 100 100 100
211 100 66 33 33
163 25 25 100 75
100
a)
pH
20mM
0.2 % I (1:1)
pH
b)
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c)

FAB

pH
HPLC
MS
(3)
Frit-FAB m-
(NBA)
NBA
0.1%
HPLC
0.2%
4.1.3.3
(1)
HPLC MS
5 10p L/min
(2)
FAB
Frit FAB
50
/[ (4:6) 50
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80 FAB

4.1.3.4 LC-Frit-FAB-MS

LC-Frit-FAB-MS LC Frit-FAB-MS
LC MS
(1)
1:1 1:1
scan p g/ml
(2)LC
pH
(3)
Frit

(4)LC-Frit-FAB-MS

SCAN
SIM
4.1.3.5
FAB
FAB Frit
Frit-FAB
Frit-FAB

Frit-FAB
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ppb

ppb



4.1.3.6
1) Application Note, MS42, MS43, MS55, MS62, MS63, MS72, MS101, MS109,
MS131, MS144, MS159
2)K. Kamei, K. Kitahara, A. Momose, K. Matsuura, H. Yuki : Mass Spectrosc. (Japan), vol.36,
115(1988)
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