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HPLC 4.6 mm 15 cm 25 cm

HPLC
(MS)
HPLC
LC/IMS
3.1.2-1
4.0 6.0mm 0.76 1.7 ml/min Mg
1.0 2.1 mm 0.047 0.21 ml/min 100 ng
0.2 0.8 mm 0.002 0.030 ml/min 10 ng
3.1.2-1
3.1.2.2
(1)
60 100

3 10y m ( 5um
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HPLC

(2)

ODS Octa Decyl Silane

18 Ci; Cis
OoDS
oDS
-SO,H -N (CH,);+OH
-COOH -NH,
(3)
60 100
OoDS
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(1)

HPLC

HPLC
3.1.3-1
(c 20 JC )

€ 0
- 1.250 | -0.25
n- 0.23 36 210 1.358 0.00
0.50 99 210|  1.404 0.01
0.30 69 210 1.375 0.01
n- 0.92 174 210 1.412 0.04
1.00 81 210  1.427 0.04
0.47 50 210|  1.406 0.05
0.37 46 380| 1.626 0.15
0.97 77 265|  1.466 0.18
0.70 290  1.50 0.26
0.37 68 220 1.368 0.28
0.59 111 285|  1.496 0.29
0.65 80 280| 1.501 0.32
0.23 35 220 1.353 0.38
0.57 62 245 1.443 0.40
0.44 40 245 1.424 0.42
0.54 118 330 1.394 0.43
0.55 66 220|  1.408 0.45
0.79 57 230| 1.445 0.49
0.40 80 330 1.381 0.51
0.32 56 330 1.359 0.56
1.54 107 220  1.442 0.56
0.45 77 260 1.370 0.58
0.37 57 260 1.362 0.60
2.24 189 1.477 0.62
4.40 184 1.586 0.62
0.38 56 275  1.387 0.63
0.67 101 380 1.394 0.64
0.37 82 210 1.344 0.65
0.94 116 305 1.510 0.71
2.30 82 210 1.378 0.82
n- 2.30 97 210 1.385 0.82
1.20 78 210 1.361 0.88
0.60 64 210 1.329 0.95
1.99 198 210 1.427 1.11

1.26 118 1.327

1.00 100 200]  1.333
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N H2'
(2)
ODS
C8 C4
HPLC
HPLC

pH

CN-

HPLC
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P SP
SP
3.1.3-2
3.1.3-2
/ (pH7.5)
/ (pH3  4)

(3)

pH

(6)

GFC

GPC

24




2000

)

LC

LC

Stepl Step2 Step3 Step4
; Cc2~C18
/
( THF)
THF GPC
C2~C18
( )
C2~C18
IPC
(
3.2.1-1.
100 1000
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3.2.1-1

6
) 3.2.1-1
Stepl 6
6 3.2.1-1
3.2.1-
(ppm) (g/L) (g/L)
0.07 0.116 <0.01mg
4000 290 *
30 <10 0.04
13 25 *
25 * *
5 0.4 ¥
: 1997
3.2.1-1 ppm
Step2 3.2.1-1 6
Step3 Stepl Step2
Step4 C18 C8
Stepl  Step4 C2~C18 3.2.1-2
(%)
C18 17
C8 9
C4 6
( )
c2 4
C18 C4
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C8

3.2.1-3

3.2.1-2

C1s8

LC

C2~C18

3.2.1-3

C18 (4.6mmq
“150mm)

)
C18 (4.6mmq

“150mm)

C18 (4.6mmq
“150mm)

C18 (4.6mmq
“150mm)

(pH6.5)

10mM
(pH2.2)

/
/5mM

/10mM
(pH3.5)

/10mM
(pH3.5)

C18 C8
(4.6mm¢ ~150mm)

(pH6.5)

/5mM

NH (4.6mm
@ ~150mm)
C18( )
(4.6mm¢ ~150mm)

10mM

/  (NaCl

(DNPH’

Cl8 C8 (4.6mmo
) “150mm)
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C18 /10mM
(4.6mme ~150mm)
C18 /
(4.6mm¢ ~150mm)
C18 /
(4.6mm¢ ~150mm) 0.05%TFA(pH2.3)
NH /
( (4.6mme "~ 250mm)
d(+,-)
)
)
(
) (8.0mm¢ “~300mm)
Cc18 Cs8 /50mM
(4.6mmg “~150mm) (pH2.5)
C
C18 C8 /
4.6mme ~150mm /
( D, D) (4.6mme )
20mM (pH7.0)/
( 20mM (pH7.0)
(8.0mmeg ~ 75mm) +0.5M NacCl
)
"2,4-
LC/MS 3.2.1-3
3.2.1-3 C18(0ODS)
LC/MS C18
( )
LC
LC
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LC

LC 3.2.2-1
3.2.2-1LC
(THF)
(DM SO)
GPC THF
(DMF)
DM SO
(1PC)
LC
3.2.1-1
LC LC/IMS
LC
API
20 m
24 m
0.45p m LC
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LC

100%
pH
pH
pH pH
3.2.3-1 LC
pH
3.2.3-1LC
( )
LC
LC/MS 3.2.2
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3.2.3-2 pH
pH
+ 2
2.3 35
3.5 6.0
+ 3.0 6.0
( )
+ 8.0 9.5
+ 6.0 10.0
( ) + 6.5 11.0
+ 7.0 12.0
( )
0.1N +0.1M 1.4 4.5
0.1M +0.1N 49 6.8
M/30 + M/30 52 8.3
0.05M +0.1M 8.9 114
0.1N +0.1M 3.2 6.2
3.2.3-3 pH
3.2.3-3 pH
pH:3.9 pH:4.5 pH:5.7 pH:6.5
2-Phenoxybutyric acid 4.4 3.8 2.0 1.7
Phthalic acid 5.3 3.3 2.4 1.6
Anthranilic acid 8.5 7.3 3.6 2.2
n-Valeric acid 9.9 9.6 5.1 2.7
Benzoic acid 10.0 8.4 1.7 1.4
o-Toluic acid 11.1 10.1 4.4 2.7
m-Toluic acid 11.6 11.3 7.2 3.9
p-Toluic acid 11.6 11.5 7.8 3.9
Myristic acid 16.4 16.9 15.8 15.3
Palmitic acid 18.2 18.4 16.7 15.9
LC C18 (4.6emmf =~ 150mm) Iml/min
/ (pH 3.9 6.5)
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3.2.3-3 pH

pH
pH
pH
LC/MS
pH
pKazl
pH pKa pH
pH2 8.5
pH(pH1 6) pHS8
pH
0.01M 0.1M
pH pH
IPC
IPC
pH
(IPC)
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3.2.3-4 |PC

|PC IPC
]__
1_
1- -n-
]__
1_
1_
-di-n-
3.2.3-4 IPC 3.2.3-5
pH pH IPC
3.2.3-5 pH IPC
(IPC ) pH
IPC PH2 5
pH
IPC
IPC
IPC PH7 7.5
IPC
pH
IPC
|PC 5mM pH 3.2.3-5
pH2 7.5 IPC LC/MS
) / IPC
1981
1998
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