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(A) CHIRALPAK® IA (150 mmL.X4.6 mml.D..5 pm)
Amylose tris(3,5-dimethylphenylcarbamate)

(B) CHIRALPAK® IB (150 mmL.X4.6 mml.D..5 um)
Cellulose tris(3,5-dimethylphenylcarbamate)

(C) CHIRALPAK® IC (150 mmL.X 4.6 mml.D..5 pm)
Cellulose tris(3,5-dichlorophenylcarbamate)

(D) CHIRALPAK® ID (150 mmL.X4.6 mml.D..5 um)
Amylose tris(3-chlorophenylcarbamate)

(E) CHIRALPAK® IE (150 mmL.X4.6 mml.D..5 pm)
Amylose tris(3,5-dichlorophenylcarbamate)

(F) CHIRALPAK® IF (150 mmL.X4.6 mml.D..5 um)
Amylose tris(3-chloro-4-methylphenylcarbamate)
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1 Hexane / 2-Propanol =9/1 (v/v) 3 mL/min 9 min

2 Hexane / 2-Propanol =6/4 (v/v) 3 mL/min 9 min

3 Hexane / Ethanol =8/2 (v/v) 3 mlL/min 14 min

4 Ethanol 1 mL/min 18 min A7 LIEE : 40°C
AAE 0L

5 Hexane / Dichloromethane =9/1 (v/v) 3 mL/min 4 min 1R 0230 nm

6 Dichloromethane / Ethanol = 100/2 (v/v) 3 mL/min 4 min

7 Hexane / Methyl tert-Butyl Ether=9/1 (v/v) 3 mL/min 4 min

8 Methy! tert-Butyl Ether / Ethanol =9 /1 (v/v) 3 mL/min 4min

¥ Methylclothiazided 4 Cld. ZiZEpHRICDiethylamineZ0.1%:70 L & L 2o



3. /&R

Bromacil#fric 172 248%E0D Y A< M5 L%EFig. 41X &F S IMLEMDOSESR A% Fig. SIaRLE LT,

DB
No.

CHIRALPAK® IA

CHIRALPAK® 1B

CHIRALPAK® IC

CHIRALPAK® ID

CHIRALPAK® IE

CHIRALPAK® IF

AU (x100) mAU (x10) mAU (x100) mAU (x10) MAU (x10) mAU (x10)
109 759 ” s
1 50 10 50
50 507 - 509
05 254 05 =
00 00
T T T T T T 7 T T T T T T T T T T T T
00 10 20 0 mn 00 10 20 30 mno 00 10 20 50 min 0 0 20 30 min ) 10 20 30 min 0 10 20 30 min
MAU (X 100) mAU (X 100) MAU (X 100) MAU (X100) mAU (x100) mAU (x100)
2 204 209 204 104 20 20
109 109 109 057 10 104
00 T g T 00 T g T T y T T T T 00 T g T T g g
00 05 0 5 min 00 05 10 s min 00 05 10 s min 00 05 10 15 mn 00 05 10 s min 00 05 10 5 min
MAU (x100) AU (X 100) mAU (X 100) MAU (X 100) MAU (x100) mAU (x100)
] 1 ]
3 104 209 204 0 s 10
10
] E E 059 059
0s 10 10 s
0o T v T 00 T T T 00 T T T
00 0 20 min 00 0 20 mn 00 0 20 min 00 10 20 mn 00 0 20 min 00 0 20 min
AU (X 100) mAU (x100) MAU (X 100) MAU (X 100) MAU (X 100) MAU (X 100)
30 .
4 204 203 204 20 204
104 109 109 104 10 104
00 T T T T T T T T T T T 00 T T T T T T
00 10 20 30 mn 00 10 20 30 mn 00 10 20 30 mno 00 10 20 0 mno 00 10 20 30 mno 00 10 20 30 min
mAU mAU mAU (x0.1) mAU (x0.1) mAU (x0.1) mAU (x0.1)
209
509
] 251 E
5 10 e 504 50
0 00 00 | W I
10 | ] E
y v T v T T T v T 50 v T T T v T 50 v T T
00 10 20 30 mn 00 0 20 30 mn 00 10 20 30 mno 00 0 20 30 mn 00 10 20 30 mno 00 0 20 30 min
mAU (X100 AU (x100) mAU (x100) AU (x100) mAU (X100 mAU (x100)
204 254 30 20 o 309
20 209
20 ]
6 103 10
00] 10 10 107
00 T T T T T T 00 T T T 00 T T y 00 T v T 00 T Y T
00 05 10 U5 min 00 05 10 5 mn 00 05 10 5 omn 00 05 10 15 mn 00 05 0 5 min 00 05 10 15 min
MAU (x0.1) mAU (x0.1) mAU (x0.) mAU (x01) mAU (x0.1) mAU (x0.1)
50 . .
7 0 50 50 504 50 o]
5
o 25 25 253 25 25
00 oo 00 00 00 o
25 -25 0 il
T T ¥ T T T T T y T T 3 " T T ? u T T T
00 0 20 30 mn 00 10 20 30 mn 00 10 20 30 mno 00 10 20 0 mn 00 10 20 30 mn 00 0 20 30 mn
AU (X100) AU (x100) AU (X100) AU (X 100) MAU (100) AU (X 100)
10 20 ) e 15
o 104
20 103 10
8 0s 4 10 5 05
10 05 3 0s
007 T T 00 g g g 00 g y g 00 G ¢ 7 00 T T g 00 T T T
00 05 10 s mn 00 05 10 15 min 00 05 10 s mn 00 05 10 15 min 00 05 10 s mn 00 05 10 5 min
. . NS — o~k
Fig.4 BromacilDAYV Yy FRAT T4V T HER
mAU
(X100)
| VAN 28 ®
154 Bromacil st 8 CHIRALPAK® ID
- AN 7 %<3 NG
1.0 Py | RRERE | R | DME | DBHRE
9 Tn k Rs a
: T T

0.0

mAU
(X10)

| I

25

L

a-Methyl-a-Acetyl-
y-Butyloractone

PHESM 3 CHIRALPAK® IF

(RIS
T

TREFREL
k

DEEE
Rs

BRI

a

2434

3.125

2.936

3977

3.167

1.273

mAU
(X100)

R e
0.0 25 min
Methylclothiazide DEESRM 3 CHIRALPAK® ID
Py | SRR | RSHRE| DBE | DR
tn k Rs a
1 4.465 6.202 — —
2 6.449 9.401 3.724 1.516
T T T S

Fig. 5 Bromacil. a-Methyl-a-Acetyl-y-Butyloractone &K U Methylclothiazided7 o< F S L



4. fRH

T —ZAIBY 7 o1 77"CLASS-Agent Report” (E328U1EFrEY)
[FA70V 7 bExcelZ BWC DEEE P E—0#G EICE DG
BICLAHBILRT S 7LD AIBE T, Chic KW BENE O

RS LDOERICIATEENEHILBIRRE G DD T —
BTN D—BETTVE T,

O DBEE O BRI O X MIURBE—D 1) O X MURE(E—7Y 2)
Ok(E—21) Dk(E—22) O @& %X10(E—7 1) B A %X 10(E—7 2)
10
9 —
8
7
6 = -
5 = — = —
4 _
3 ] —] = —
2
1 |
0
7 < o b4 S
AL
Fig.6 CLASS-Agent Reportic&370O< M5 LDEELLE
Table 2 Methylclothiazide DD HfriE R
N R N - 2L 5% E—z
JIEfiz | Run No. UES AME | PR ooy [e—si1|e—42] e—21 | c—22 | B
1 18 | Methylclothiazide_ID_n-Hex_EtOH_3_analysis_B20%_14 min 3.785 1523 131 1463 5.665 8.626 49.777 | 50.223 2
2 27 | Methylclothiazide_IF_MC_EtOH_6_analysis_B2%_4 min 3.086 1.858 1.127 1.094 1.39 2.583 52748 | 47.252 2
3 6 Methylclothiazide_IB_MC_EtOH_6_analysis_B2%_4 min 2456 2248 0715 1094 | 0443 | 0995 | 45633 | 54367 2
4 13 | Methylclothiazide_IC_n-Hex_EtOH_3_analysis_B20%_14 min 1.577 1.238 1.264 13 2.821 3493 47.96 52.04 2
5 30 | Methylclothiazide_IF_n-Hex_EtOH_4_analysis_B100%_18 min 1515 2.759 1465 0 0.102 0.282 | 48.153 | 51.847 2
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