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oooao

R EC R EC, B EC . EC
bl oMl | PES | g b o) | PES M
1 82 2 213 3 204 4 1459
h 62 6 1297 7 1198 8 120
9 224 10 748 11 136 12 72
13 132 14 145 15 157 16 66
17 680 18 h 19 21 20 7
21 33 22 210 23 18 24 42
25 97 26 360 27 1795 28 159
29 118 30 176 31 48 32 35
33 639 34 86 35 136 36 358
37 142 38 9 39 3 40 7
41 11 42 2 43 14 44 47
45 25 46 3 47 1862 48 1342
49 149 Hh0 H05 bl 140 b2 211
53 120 b4 129 1) 106 b6 2777
57 3751 Hh8 2205 59 167 60 76
61 13 62 786 63 42 o4 934
65 1166 66 636 Y 219 68 h44
69 1117 70 489 71 90 72 14
73 1667 74 1014 75 170 76 71
77 hoH 78 9 79 210 30 75
81 98 82 65 83 15 84 140
85 46 86 171 87 443 38 349
89 240 90 8 91 44 92 151
93 209 94 349 95 229 96 192
97 59 98 71 99 37 100 810
101 441 102 109 103 168 104 180
105 144 106 253 107 114 108 312
109 85 110 141 111 o4 112 220
113 597 114 378 115 164 116 445
117 275 118 129 119 147 120 212
121 180 122 h 123 637 124 102
125 180 126 99 127 108 128 156
129 548 130 193 131 175 132 98
133 516 134 561 135 914 136 194
137 264 138 346 139 263 140 441
141 231 142 105 143 168 144 230
145 1002 146 64 147 159 148 395
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149 297 150 238 151 123 152 109

153 109 154 508 155 448 156 114

157 401 158 359 159 303 160 229

161 278 162 501 163 405 164 221

165 173 166 359 167 146 168 261

169 179 170 208 171 383 172 226

173 234 174 170 175 165 176 346

177 456 178 237 179 338 180 289

181 206 182 319 183 63 184 149

185 390 186 617 187 122 188 311

189 434 190 820 191 420 192 421

193 300 194 325 195 486 196 215

197 169 198 715 199 395 200 449

201 180 202 171 203 295 204 302

205 347 206 312 207 369 208 181

209 312 210 593 211 561 212 350

213 521 214 418 215 393 216 424

217 550 218 216 219 375 220 183

221 110 222 545 223 634 224 157

225 185 226 179 227 161 228 379

229 177 230 297 231 414 232 422

234 297 235 307 236 317 237 408

238 111 239 424 240 171 241 245

242 593 243 309 244 237 245 322

246 169 247 51 258 61
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WoRice 1

AL DA J UAMSHiH 31 Agilent 1100

717 A XBridge C18, 4.6 x 30 mm, 3.5 pm

B 7 A BT ‘Waters

EAl.Wp TN % Sol % Sol eI HE1ie

R[4 ] [H,O, 0.1% TFA] [MeOH, 0.1% TFAl  [ml/4}] [ Cl

0.00 95 5 4.0 60

0.15 95 5 4.0 60

1.70 0 100 4.0 60

2.25 0 100 4.0 60
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7 2

A - DAB L UMSH: iHdsftWaters Alliance
5 A XBridge C18, 4.6 x 30 mm, 3.5 pm

1 7 ARG ‘Waters

R RC/ YRIRE % Sol % Sol bR Tt E
][ 4] [H,0, 0.1% TFA] [MeOH, 0.1% TFA]  [ml/43] [ Cl
0.00 95 5 4.0 50
0.20 95 5 4.0 50
1.50 0 100 4.0 50
1.75 0 100 4.0 60
1.85 95 5 4.0 60
Wikim 3

A A DA L UMSERH #3fTWaters Alliance
A5 A XBridge C18, 4.6 x 30 mm, 3.5 ym

B 5 ABLE G Waters

R/ T % Sol % Sol A TaLlE
EFL 5] [H,0, 0.1% TFA] [MeOH, 0.1% TFAl  [ml/43] [* Cl
0.00 95 5 4.0 60
0.20 95 5 4.0 60
1.50 0 100 4.0 60
1.90 0 100 4.0 60
2.00 95 5 4.0 60
7k 4

AL DA J. UAMSHiH #sfF Agilent 1200

55 A XBridge C18, 3 x 30 mm, 2.5 ym

A 5 ABLE T ‘Waters

Gl R TN % Sol % Sol FRY =1y
IEFII (5] [H,0, 0.1% TFA] [MeOH] [ml/47] [° Cl
0.00 95 5 2.2 60.0
0.05 95 5 2.2 60.0
1.40 0 100 2.2 60.0
1.80 0 100 2.9 60.0
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7k 5

AL DA J UMSH: il Agilent 1100
3157 A: XBridge C18, 4.6 x 30 mm, 3.5 ym
1 7 ABGE T Waters

CAL.RE7 TN % Sol % Sol ek Tt E
IFIL 4] (1,0, 0.1% HCOOH] [MeOH] [ml/43] [ Cl
0.00 05 5 4.0 60
0.15 95 5 4.0 60
1.70 0 100 4.0 60
2.25 0 100 4.0 60
ik 6

AL DA J UMSEE idsfTWaters 1525

W5 A Sunfire C18 4.6 x 30 mm, 2.5 um

A 5 ABLE T Waters

el R % Sol Sol e Tl e
IFIL 4] [H,0, 0.1% TFAl [MeOH, 0.1% TFAl  [ml/4}] [ Cl
0.00 95 5 4.0 60
0.05 95 5 3.0 60
2.05 0 100 3.0 60
2.10 0 100 4.0 60
2.35 0 100 4.0 60
WaRice 7

e DAL L UMSERH g5 TWaters Alliance
A5 A XBridge C18, 4.6 x 30 mm, 3.5 pym
1 ABLE T Waters

EATRNET N % Sol Sol Ry HENLLS
IFfL 4] [H,0, 0.1% TFA] [MeOH] [ml/ %3] [* Cl
0.00 95 5 4.8 60
1.60 0 100 1.8 60
1.85 0 100 1.8 60
1.90 95 5 4.8 60
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7k 3

AL DAJS J UMSEE AT Agilent 1100
A5 A XBridge C18, 4.6 x 30 mm, 3.5 pm
1 7 ABGE T Waters

CAL.RE7 TN % Sol Sol e HENLLS
IFIL 4] (1,0, 0.1% NH,OH] [MeOH] [ml/43] [ Cl
0.00 05 5 4.0 60
0.15 95 5 4.0 60
1.70 0 100 4.0 60
2.25 0 100 4.0 60
Ji ik 9

AL DA J. 'MSHi it Asft Agilent 1200

B A XBridge C18, 3 x 30 mm, 2.5 pm

B 5 ABLE G Waters

AL A % Sol Sol bR T e
Saieal [H,O, 0.1% NH,OH] [MeOHI [ml/47] > Cl
0.00 95 5 2.2 60.0
0.05 95 5 2.2 60.0
1.40 0 100 2.2 60.0
1.80 0 100 2.9 60.0
Depiss 10

AL DA & MSkiti gt Waters 1525
5 A Sunfire C18, 4.6 x 30 mm, 2.5 pm

1 5 ABLGE T Waters

AT VR % Sol % Sol Sk ml/ 53] R
IR 53] [H,0, 0.1% TFAl |[MeOH] [ CI
0.00 95 5 4.0 60
(.05 95 5 3.0 60
2.05 0 100 3.0 60
2.10 0 100 4.5 60
2.40 0 100 4.5 60

10

20

30

40



(53) JP 2015-523404 A 2015.8.13

Jith 11

AL DA J. U'MSHiHasft Agilent 1200
5 A XBridge C18, 3.0 x 30 mm, 2.5um
1 7 ARG Waters

R RC/ YRIRE % Sol Sol hiRG HENLLS
IR 4] [H,0, 0.1% NH,OH] [MeOHI [ml/ 431 [ Cl
0.00 95 5 2.2 60
0.30 95 5 2.2 60
1.50 0 100 2.2 60
1.55 0 100 2.9 60
1.70 0 100 2.9 60
pigiss 12

AL DA J UMSEkiiAsfTAgilent 1200
315 A: Sunfire C18, 3.0 x 30 mm, 2.5um

B 5 ABLE G Waters

Eal.pp Y % Sol % Sol Bk ml/4y]  [RLEE
EFL 5] [H,0, 0.1% TFAl [MeOH] [* Cl
0.00 95 5 2.2 60
0.30 95 5 2.2 60
1.50 0 100 2.2 60
1.55 0 100 2.9 60
1.65 0 100 2.9 60
Depiss 13

AL DA L. UMShit it Agilent 1200
&5 A Sunfire C18, 3.0 x 30 mm, 2.5um

A 5 ABLE T Waters

B/ T % Sol % Sol e ml/ 5] [HREE
IR 53] [H,0, 0.1% TFAl |[MeOH] [ Cl
0.00 95 5 1.8 60
0.25 95 5 1.8 60
1.70 0 100 1.8 60
1.75 0 100 2.5 60
1.90 0 100 2.5 60
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ik 14

AL Waters ZQ2000 MS, Agilent HP100, /34
F U —F 2 FDAD 210~500nm. Waters
2700 AS

W5 A XBridge C18, 4.6 x 50 mm, 3.5um

B ARYETG ‘Waters

B/ E e % Sol Sol ik Tl FEF

IR (53] [H,0, 0.032% NH,OH] [MeOH] [ml/ %3] [ CI

0.00 95 5 1.5 40

2.00 0 100 1.5 40

Wigiss 15

AL DAZ X U'Waters MSE: B33 T Agilent 1100

W5 A Sunfire C18 4.6x50mm, 3.5um

A 5 ABLE T Waters

el R % Sol % Sol Fidml/43] REEE Cl

IFIL 4] (1,0, 0.1% TFA] [[CH,CN, 0.08% TFAI]

0.00 95 5 1.5 60

2.00 0 100 1.5 60

2.50 0 100 1.5 60

2.60 95 5 1.5 60

0.00 95 5 1.5 650

Ji ks 16

EAT Waters ZQ2000 MS, Alliance 2695 PDA2996 2

10-500nm, 2700 AS

&5 A Sunfire C18, 4.6 x 50 mm, 3.5 ym

B AT Waters

RN/ T ST LA s d Tl FEE

IFfE 57 ] [H,0, 0.1%TFA] [MeOHI [ml/ 471 [ Cl

0.00 80 20 2.0 60

1.70 0 100 2.0 60

2.50 0 100 2.0 60

2.60 80 20 2.0 60
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AL DAL T OMSEH 8-t Waters  Acquity
A1 I Ascentis Express C18, 2.1 x 50 mm, 2.7 pym
1 7 ABGE T Supelco

CAL.RE7 TN % Sol % Sol AT HENL
IFIL 4] [H,0, 0.1% TFAIl [CH,CN, 0.08% TFAl [ml/4}] [ Cl
0.00 05 5 1.5 60
0.70 1 99 1.5 60
0.80 1 99 1.5 60
0.81 05 5 1.5 60
itk 18

AL DAL J UMSH: i@t Waters Acquity
317 A: XBridge C18, 2.1 x 50 mm, 1.7 ym
J1 7 AT Waters

B/ E % Sol A i T
Saieal [H,0, 0.1% NH,OH] [CH.CN] [ml/47] [ Cl
0.00 95 5 1.5 60
0.70 0 100 1.5 60
0.80 0 100 1.5 60
0.81 95 5 1.5 60
1.90 95 5 0.2 60
2.00 0 100 0.2 60
3.00 0 100 0.2 60
Depiss 19

AL DA J. 'MSHi i Asft Agilent 1200
B 7 A Sunfire C18, 3.0 x 30 mm, 2.5 ym
1 ABLE T Waters

AL 7 N % Sol Sol VA HEYils
IR 53] [H,0, 0.1% HCOOHI [MeOHI [ml/ %3] [ Cl
0.00 95 5 1.8 60
0.25 05 5 1.8 60
1.70 0 100 1.8 60
1.75 0 100 2.5 60
1.90 0 100 2.5 60
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7tk 20
b 5 A MAX-RP, 2 x 50 mm
2 7 ARG Phenomenex Synergi
IR/ %A i i EEE Cl
IR [ 43 ] [H,0, 0.025% TFA] [CH;CN, 0.025% TFA] |[[ml/4¥]
0.00 95 5 1.0 30
2.50 10 00 1.0 30
3.50 10 90 1.0 30
Wilirn 21
A8 Berger/Thar/Waters Multi—gram H453HSFC- A
7 A UV
A7 A Chiralcel AD-H, 21 x 250 mm, 5 pm
4 5 AR Chiral Technologies
L AR o 48 M i ek W C
I [43] [CO,] [EtOH + 0.5% N, [ml/4¥]
N-3 A A
W7 2]
0.00 90 10 65 30
15 90 10 65 30
Fih: 22
&5 A NX C18, 3 x 100 mm, 5 ym
2 7 ABLGE Phenomenex Gemini
EaL. R LN EASIAL ik BT Cl
e[ 5] [H,0, 0.04% NH,OH [CH,CN, 0.04% NH,OH[ml/43]
I 1
0.00 05 5 2.0 30
5.20 5 95 2.0 30
itk 23
A DAL J. OUMSHiHdaftAgilent 1200
A7 A XBridge C18, 3 x 30 mm, 2.5 pym
A 5 ARLGE ST Waters
R B WYL [Acetonit Bixk[ml/ 53] T
IRFf 57 ] [H,0,0.1% NH,| [rile] [ C]
0.00 97 3 2.2 60
0.20 97 3 2.2 60
1.20 0 100 2.2 60
1.25 0 100 3 60
1.40 0 100 3 60
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