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1.1 |1 C&HIC

1.1.1 | S Lot

HEREREOHABE D IA (n-ANFF>/ TR/ —)L=90/10 (v/v)

REHBIEIDOEE
CHIRALPAK®IA
CHIRALPAK® IA-3 > CHs
ASLIVR: VF—B—=XEAT M}
REHRIF Amylose tris(3,5-dimethylphenylcarbamate) Amylose derivative i
IR IAS5um.IA-33um R: H CHs

IA-3 (n-~\FH> /2- Fa/N/—)b=90/10 (v/v))

REHRIH

RIE

CHIRALPAK® IB
CHIRALPAK® IB-3

AOLIVE:

HEBEEOHABE (1B (n-AFH>/2- 70/N/—JU=95/5 (V/v))

Tt —R—RX2ALT
Cellulose tris(3,5-dimethylphenylcarbamate)
IB5um, IB-33um CHs

IB-3 (n-~FH>/2- 70N/ —Jb=90/10 (v/v))

REHBIA -

R -

CHIRALPAK® IC
CHIRALPAK® IC-3

ASLIVER:

HTERFDEATAE 1 1C/IC-3 (n- NFH > /2- 70/ —)b =90/10 (v/v))

V4 —B—=XBAT
Cellulose tris(3,5-dichlorophenylcarbamate)
IC5um IC-33um

REHBIA -

HE

CHIRALPAK® ID
CHIRALPAK® ID-3

AZLIVE:

HEBEDE ASSHE - ID/ID-3 (n- NFH> /2- 78/5./ =L =90/10 (v/v))

DA —R—=R2AT
Amylose tris(3-chlorophenylcarbamate)
ID5um.ID-33um

REHRIF

RIE -

CHIRALPAK® IE
CHIRALPAK® IE-3

HAOLIVE:

HERFOR AAE ¢ IE/IE-3 (n- NFF2 /2- T8/8/ =)L =90/10 (v/v))

Dt —B—RX2ALT
Amylose tris(3,5-dichlorophenylcarbamate)
[ESum(IE-33um

REHBIA -

HE

CHIRALPAK® IF
CHIRALPAK® IF-3

AZLIVE:

HREERFOHATBE | IF/IF-3 (n- NFH 2> /2- 70/N/ —)b =90/10 (v/v))

Cl

N CHs
VA —B—XBAT
Amylose tris(3-Chloro-4-methylphenylcarbamate)
IFS5umJ IF-33um

112 | B35 LERSHE

ARIEL+ 5 )55 L (CHIRALPAK® IA/IA-3, 1B/IB-3. IC/IC-3. ID/ID-3. IE/IE-3. IF/IF-3) I&LATFDERMAITT

TERATEL,
(1 HLERERHE]
h5 L 212.0mm EH S L | 46mm EHS L
BRAME DI LDRTICBERENTVET,
vl Ho LERSBFEVIEL 28, 30MPa(305kgf/cm?) ZBA HEWENTHOTHERAESRESHLET,
TROEZE 0.1 ~ 0.2mL/min | 0.5 ~ 1.0mL/min
B EEH 0 ~ 40°C( [EFEZRFEENME ). 5~ 40°C(pH7 LUTF D ERFEEME ). 5 ~ 25°C(pH7 LI EDHERFEENE )

KENEE AZLBRICHDZEEDRAMBDI ETYT, TOEEIE. A5 L% HPLCEBICHER L. BRLIISEDRALEDEND S,

BRETHS LZ#EE LEVISEDRALBODENZE LIV EITEY £,

(N—o\—) kRS



1.1.3 | (ERRTREALE

MARIRF ZIVAZ L&, BEWEPY > TIVBRICRA GERARZERI 2 LN TELT,

n-ANFH U ATRUVFEOTIVAVE -roaR)bA

e AR/ —=)by TR/ =, 2- TN/ —=IVEOT7IVA—IVE TR MUIL

« XF)V - TFILZT—FIU (MTBE) TRy

cEEAFLY 14 TFFHY

cFhoerOZ7z> T 1

- BT )L c ZOM. VU ALTIVR—AD HPLC B35 LI
{EFE AT BE75 AR

1.1.4| h5 LfREIN—Y

A7 LRI BEWE BT, H—FA— M)y I DERZESRESNLET,
Fle. WHEKHT pH7.0 UETTHERICESBICTIE. BT TERATIL,

FHeRA— Uy DRI A—

A—FhH—b)yIRFERTZHITE. H—FH—M)YIRIVE—DRETT,
H—RA—bI)YIRIVE—ICH— A=) wIELy L, BOEEEBNT
AAT LD L TIEEL,

A—kn—pUyy —

1.1.5 | ¥ 7V oiineE

ASLDEREEVICEDENDERZRE. HILZEKYRIBEWVIEL ol
BT IVRUBEEEZFERY 21l 0.5umBBEDAY T LY 742 —ICTRELTTEL,

1.1.6 | EBOWS
1) BOEBENKBRZZEEICER LIEEBDGZS
- BHREFRWRT OIS, TEEBKE G A K] TR LI,
I4%/—)VCEERRNEREL. TDH%., BEMBICEREL TTFEL,

2) IBERDOBEMECHER LILEBDHZE
- IZ/—I)VTEERNZELIE. BEEICERLTTEL,

1.1.7 | =%\

cATLICRWNVEERZEZ ). A LEDBLGEVTTREL,
A LERIBEVELS eHIT. EROA—RFA— M)y IZHEATEL,
FrlC, WHERMAT pH7.0 UETTEBICHZBRITIE. T TEATEL,



1.2 | #ZENEDEIR

AT ZIVATLIE. ZUATIVR—AD HPLC BAZLIERTESBERE THONIL. HAEDH HEHEHE
DEERNTEDLSTARERTEHERRIRETT .

SHTERBELEHEROERZ DT LTRONERDS. BRMICRI -7 F5RHELTELTW 2B EE
ZHE p8 [R3IEERV)—ZVJ&MH] 1L ZORITEL TV SBEEREZ p.8 (R4 ZOMDRY)—=
VIRM] IcEEDELL,

MFD M2 DIREREREETORNI. BLO BEERET7O—Fv—h ] IRV BEEZEE FEL,

1.2.1 | PHREEREE TOF

© HEOMRICES T, BEEANDRMMIFIDES ZRHET
p.6 [1.22 ZNNEIDEIR) Z BT EL,
p.8 [&R -3 FEXY -2V I&M] DYHRREIRMAICT, AETVET,
QDT DHDOIELHRSNIIZE
p.8 [&-3: REXY ) —ZV J&M] DERBHRERZSE | L THBEEERZRELLET,
QDR THBEDIELHRSNIZWZHICIE, p8 (R -4 TDMDRY ) —Z2 JT%ME] DYERRERMAICT
PHEITOTCTEL,
@ODRT. DHRDIELHARSNIIBHE.
p8 [R-4: ZDMDRAY ) —ZV J&M] OREBEIREHEZSE | L (BEEERESELLET,
LRTREFGHEOFIONGVIZEIE. OFIILATLZESE L EL,

©@ © ® ®©O

BEEEE7O—Fv— b

OB OMERITK)RIAIZZRT S
(p.6 [F-2: Bt - B E MR DR DA 25)

v

@p.8 [FR-3MBHERT)—Z VT R D
TERARETHART S

DBDIKLARSN T

SREMER SIRERIFIERNY S
SRR SRR E
MEELIE p.6l1.2.2 AMALETETREL,

{@I&ﬁtﬂ —EARINEZ RN %

DEEDIKLHRSN7ELN

DEEDILLH RSN T

ONBEDIKLORSNTIBERICDWNT @p.8 [FK-4:ZDMDRY)— =27 &)

BEMELLE, RUNS LREE B DI THN TS
¥

REFLEDENEONEN

REFLGHBENESNT DEEDIKLD RSN EL

SIRE GMOmARREFZIVAS L A—T (Y
TRAZ LRER) . O—TAV IR
77 LGEER) THhd %

¥ RIESEOBEEHICOEE LT, p10 M3 BEWADMER M32 A5 LEBE] ZTEETEL,

(N—o\—) kRS



1.2.2 | FRhn#FDZER

BERE DT BBRICIE. N TILA O (TFA) PEFEEE 2. IEEME R Z DT HRICIII TV I
(DEA) »E/THR/—)IL7Z> (MEA). TFL>I73Y (EDA) F7Z. HERIC0.1% BERMLTTEL,

ABEMOIER IV - BEMEEEIRIAIE, BRTHZ Y VAT INCEA—IVEEZZTENBYETDT,

TEETEWN,

(& -2 Bt - BEMERD SO IR

ValAN 1A ‘ IB 2 |C &) IE ‘ IF 1A ‘ IB ‘ IC ‘ IE ‘ IF
B 7)VHER EEMEEEY et d=y]
2OV —Z T8 JIFIVT IV b TIVA OFER E fo | S BEER
FOIZFILTZV
. D WME/SITR/ —IVTZV
t_7 ;‘ > <. (640 N —_ -
AR RS - TFILT S
RITIFLUITIY
wHIE BE 0.1% BEE 0.1%
PR (8K 0.5%) (]X 0.5%)
%10 BEMCEMEDITT ZBE. YIFIL7 IV (DEA) BFRIMLTEE—IRRDBWMEEIT. £/ I2/—)V7 3> (MEA) ® n-7%/—)U7 2 (BuA) IT
EETHTEICEY ., E—IFRDHETZTELBYET, (p7 BR)
%2 IB DA, DEA ZFMLTHE—VHRBBOMEAICIFLY V7Y (EDA) IKBEBTRHTET. E— IR RET BT EABYET . (p.7)

%31 ICDIBA. DEA ZFML CHE—IRRDBULERICE/ IR/ —ILT7 SV (MEA) IEEET BT ET. E—IMRDRET BT ENHBYET . (p.7)
T/ IR/ =V ZY (MEA) PIF LTV 7 22 (EDA) DBEMBICHEE LG WMESE. 2% REDT)VI—)V (TR/—IVERIEAZ/—)V) ZFMLTTREL,

BEWRICEYGRMFIZRINT S LKLY . RIFGEIBDNESNET,

Column : CHIRALPAK® IA ( R#E 4.6mmX £ 250mm)
Flow rate : 1.0mL/min.

Temp:  25°C

5.76
6.99

33l q=xy)

Flurbiprofen

L

_— U
0O 10 20 30 40 50 60 0 4 8 12 16 20
n-Hex/IPA=90/10(v/v) n-Hex/IPA/ TFA=90/10/0.1(v/v)
16.10
BRI SN
; - 18.21
Disopyramide
0 10 20 30 40 50 60 0 5 10 15 20 25 30
n-Hex/IPA=90/10(vV) n-Hex/IPA/DEA=90/10/0.1(v/v)

KBEEE | Hex= N\FH > IPA=2- 70O/N/—Jb, DEA= Y TFIVT7 2>, TFA= U 7)LA OFEE



IB ZfEA L TOREM(LEM AR, JITFIV7 S (DEA) ZRMLTEE—IRARDEBEWEE, TFLY
D7 ZV (EDA) ITEETBHILET. E—IRARDRETEHIENBYET, =>p.6 1.2.2 FRMFIDER SR

Column:CHIRALPAK® IB

(RR4.6mm X EE250mm)
Flow rate:1.0mL/min.
o/\ANJ\ Temp.:25°C
oH H
Propranolol —  DEAO0.3%
""""" DEA 0.1%

0 2 4 6 8 10 12 min O 2 4 6 8 10 12 min

n-Hex/IPA/DEA=80/20/0.3(v/v/V)
n-Hex/IPA/DEA=80/20/0.1(v/vIV)

n-Hex/IPA/JEDA=80/20/0.1(v/v/Vv)

¥BEE  EDA=ITF L VYT I, DEA= ¥ TFIVT7 IV n-Hex=n-~FH>( IPA=2-T0O/\/ =)L

IC ZERALTDEER(LEME ST, JITFIV7 I (DEA) ZFNMLTEE—IRRDEWE S,
IR/—IVTIVICEBTBHIET, E-IVHRRDBBAETEIENHYE T =p.6 M1.2.2 FMFIDZER S5

Column:CHIRALPAK® IC

(RE4.6mmMXEE250mm)
- Flow rate:1.0mL/min.
T2/ —)V7z> Temp.:25°C
HC—0,
OH
H0—<\ >—< H . -
N\CH3 JIFIVTZV
DL-Metanephnine
MTBE/MeOH/Additive=94/6/0.1 (v/v/v)
Column:CHIRALPAK® IC
(RE4.6mmXEE250mm)
ol Flow rate:1.0mL/min.
IR/ —IV7Z W@\AW Temp.:25°C
cl 0 |§N N _
ES JIFIVTZ
Cl
Econazole J
MTBE/MeOH/Additive=98/2/0.1 (v/v/v)
Column:CHIRALPAK® IC
2/ —)V7=Z (R#E4.6mm X £&E250mm)
Flow rate:1.0mL/min.
g"—& o Temp.:25°C
QV“ . JIFIVIZY

Miconazole 1)'

MTBE/MeOH/Additive=94/6/0.1 (v/v/v)

MBEEE I MTBE= A F IV t-TFIVI—TF b, MeOH= X% /—)U




1.2.3 | AHDZER

BB E DT BRI, NI TIVA O (TFA) PEFEEE 2, BEMEHZ I 2RI ITFIVIZY

(DEA) ®E/IR/—IV7Z> (MEA). TFL>Y 772 (EDA) F7%. BEMEIC 0.1% BERMLTTEL,

MIBEMDIERITRVGER - BEMESTIEAFE. BETHEVVATIVNCEIA =V EEZZTENBYEITDT,

TEHETEL,
(R 3 1EERTU—ZVI%MH]
1 2 3 4
. n-Hex/IPA n-Hex/EtOH MTBE/EtOH n-Hex/CH,Cl,
RBREIAT =80/20(v/Y) =80/20(v/Y) —98/2(v/\) ** =50/50(u/\) *2
99/1 ~ 50/50(v/v) 99/1 ~ 50/50(v/v) 60/40 ~100/0(v/v) | 85/15~ 0/100(v/v)
LR BREEE N < . <
BHE. n-Hex EEHKREWVEE, REFNBGIET,
TR« BE 1.0mL/min, 25°C (RE X £& =4.6mmXx250mm DI5H)

K= N\OT VRBFEMERTERWSEIE. R-4D1 (FhSEFOT7SVRBEE) OTEREZSRHLET.
#2=FHRDBEDNRWMEE. T2/ —ILDRDIIINFY U EBVSTETRIFEZBRODIEDN TEET, (Max.90% £7T)
#3= E—URDORR T -V IDRBRNMER). EIFRIFNBLERICIE. T2/—)V1~20% ZFRMI2TET

WEENBTELBYET.
[K-4: ZOMDRY ) == %]
1 2 3 4 5
7 —_ %E i
n-Hex/THF | n-Hex/EfB8TF)l| n-Hex/CHCI, (Cc)l_r|31'ci—ll\l|:/)/ WA-I= i(;f:l }l;[igauw
R _ - " )b a— )48
B 70/30 50/50 30/70 ~100/0 -100/0
- 99/1 ~ 50/50 99/1 ~ 50/50 60/40 ~ 100/0 85/15 ~ 0/100 | 85/15 ~ 0/100
LS BRER (VAV) (V/v) (V) (V/v) (V/v)
T - RE 1.0mL/min, 25°C (R X &E =4.6mmXx250mm DIFE)

HEFUME, T 14-DFFTFU0 MVIV M YUARASLICEBRREGEARENCERETE Y,

RADBEEE © n-Hex=n- NF1 > EtOH=TH/—/U. MeOH=X%Z/—)b, IPA=2-70/\/—)U. MTBE=XF/L -t- T FILI—T )b,
CH,C,=Y700448>, THF=7+5ERO75Y, CHCL=2Aa0KbA, CHIN=7t UL

p.8 M.2.3 BEDER] D [R-3: FERV)—ZVI&MHE] THWMLEHTY,

n-Hex/EtOH=80/20/0.1 (v/v/v) MTBE/EtOH=98/2/0.1 (v/v/v) CH,CL/EtOH=80/20 (v/v)

OH oH
0\)\/“ e I 3
@: YOxprenoloI OH  Tropic acid = g Furoin
0/‘-\/ = N\ o
2 1 o
L]
2
\ A ofe]
0 2 i F1 1] 0 iR o 2 ‘ 3 ] mh ] 2 i 3 [] mh
Column:CHIRALPAK® IB Column:CHIRALPAK® IC Column:CHIRALPAK® IA
(RE4.6mm X £E250mm) (RE4.6mmXEE250mm) (RR4.6mm X ET250mm)
Flow rate:1.0mL/min. Flow rate:1.0mL/min. Flow rate:1.0mL/min.
Temp.:25°C Temp.:25°C Temp.:25°C
TFIVT—FIV

HBESE D n-Hex=n-~FH> EtOH=T%/—/b, CHC,=2700X%> MIBE: AF)b t-




ZDMDRAY ) —ZV T & EDHITT,

y -Phenyl-y -butyrolactone

o

Indapamide

. Cl

,N\N/@ o
C%:N S

. o) fe} NHz

\ IF IF
J[ IE e
. ] ID D
- IC ] c
' s 5 |
. IA
0 5 10 15 20 25 30 0 4 8 12
Retention Time [min] Retention Time [min]
Columnssize @ 4.6mml.D.X250mmL Columnsize @ 4.6mml.D.X250mmL
Mobile phase : n-Hex/EtOH=90/10 (v/v) Mobile phase : n-Hex/EtOH/DEA=50/50/0.1(v/v/v)
Flow rate * 1.0mL/min. Flow rate * 1.0mL/min.
Temperture @ 25°C Temperture @ 25°C
Detection ©Uv220nm Detection : Uv254nm
5-Benzylhydantoin Cisapiride
o Cl
o NH,
NH N
T ~
O
IF IF
IE IE
o I Uy
/ ! ic
1B E 1B
1A /L.__ 1A
0 5 10 15 20 25 30 0 4 8 12 16 20
Retention Time [min] Retention Time [min]
Columnsize @ 4.6mml.D.X250mmL Columnsize @ 4.6mml.D.X250mmL
Mobile phase : n-Hex/IPA=80/20(v/v) Mobile phase : n-Hex/IPA/DEA=50/50/0.1(v/v/v)
Flow rate : 1.0mL/min. Flow rate © 1.0mL/min.
Temperture @ 25°C Temperture @ 25°C
Detection ©Uv220nm Detection 1 UV254nm
Cetirizine Methyclothiazide
o o
Cl O K\N/\/O\AOH HQN\”S“ o\\s/:z/
N o
- C;@EuJ\/m
IF /L
\ CE T =
\\ \ L IE

0 5 10 15 20 25 30
Retention Time [min]

Columnsize @ 4.6mml.D.X250mmL

Mobile phase : n-Hex/EtOH/AcOH/DEA=50/50/0.1/0.1(v/v/v/v)
Flow rate : 1.0mL/min.

Temperture :25°C

Detection :UV230nm

ID
18 c
1B

20

8 12 16
Retention Time [min]

Columnsize @ 4.6mml.D.X250mmL

Mobile phase : n-Hex/EtOH/DEA=50/50/0.1(v/v/v)
Flow rate : 1.0mL/min.

Temperture @ 25°C

Detection : UV230nm

XB&EE D n-Hex=n-"\FH> BEOH=IT4%./—Jb. DEA=IJTFILT7 I IPA: 2-70/N/—)b, AcOH= BfEg

(N—o\—) kRS



1.3 | {RIFHFRI DFAEE

1.3.1 | B0 MER
@ FHREDHEWIEBMAE ( 7)IVAVEE ) OERMEWNZEE . RIEFHE<. DEEFBECGYEITH. +0E08

DRSNS O CEE T,
@EHREDBUIEEIAR (7IVA M) DHENSNELS, EEHR . DBLRIFICEVETH, E—slik
TO-RICEYET, #oC. BRICSLIARBRILARET BT LHERTT,
SCAERIDBHBEIOVTIE, p11 [ -5 AHEEEDEL] ZTETEL,

AR (7IVAVER ) DLEEATWVIEE. FEFHIFEEY .. E=7/ERIZTO—-FIcEYET,

e 20.20 Column:CHIRALPAK® IA
6.72 O O COOH 22.53 (HR4.6mm X EE250mm)
7.41 Flow rate:1.0mL/min.
Temp.:25°C
Ketoprofen
0 4 8 12 16 20 0 5 10 15 20 25 30
n-Hex/IPA/TFA = 80/20/0.1(v/v/v) n-Hex/IPA/TFA = 95/5/0.1(v/v/v)

XBREE n-Hex=n-\FH > IPA=2-700/\/— L. TFA = b7 A OFEE

132 | A5 LBE
A7 LRERIERRBENEE SERICESHET 0 ~ 40°C,

pH7 LT OMBRBENEE ERICESIHET 5 ~ 40°C,
pH7 LU EDEARRZENMEZ CERICBEDIBET 5 ~ 25 COBEATTERRITET,

OEERIFE. REDRGY . E—I/BERIETO-RITBEVET,
O EIELE. REDHEGY ., DEHEDLEBEILGVETH. THLGDHIEONDHBEICIIERBE CHNTELT
WoTC. BMICISCIchZLREZRET HIENEETT,

HAZLBEZETRE. REFRBEEY.. E-IRRIZTO-FIZEVET,

24.58 20.20 i
2.53 T, 17.65

29.93

LJT_—J71 ‘—ll—‘“—'l—J _l'.l.l
0's 10 15 3

0 5 10 15 20 25 30 35 40 20 25 30 0 5 10 15 20 25 30

Temp: 10°C 25°G =3 40°C

(]
Column:CHIRALPAK® IA
COOH (RR4.6mm X £E250mm)
Mobile phase:n-Hex/IPA/TFA=95/5/0.1 (v/v/v)

Flow rate:1.0mL/min.
Ketoprofen

MBREE | n-Hex=n-\F1 >/ IPA=2-T70O0/\/—)b. TFA=} ) 7)LF OErEE



1.3.3 | BgEEsE

cN-AFHUDIENFERTEDTIVAVELT, iso- NFHY, n-~"T2UERBUEITH. YT Ibicko>TE
BWa7 LAY OREE T D DN EGSHEDHIET,

s PIVA—IVEBELTIE. A2/—)b, T2/—)b, 2-T0N/—)LDIFH . 1-7a/N/—)b, 1-TE/ =)L, 2-T&R
/=IVERBIETH. TNk oTE. BWB7IVA—)VDBETRELDHHIELZDHEDHIET,

- FRTAAEOBECEMICKSTIE. BEROMMENEGRTENBYET,

c AFH AR/ — V% 5% LU BRI B56. NFYY (TIVAVEE) EOBDEEEEIT0. A2/—IbE
BEUEDIZ/—)VElE 2- 7O/ /—IVERE L THERIZCEERRHLET,

- BEREZEITZE. RAELTHAYDH 2 FER LT CHNEERBIRTEEXT,
n-N\FHY & AZ2/—)b, n-"\FHY & TErZMIVDXISICEE Y EHEWVAEICEEY 5B, —BITA
/—IVICE#RLR. BRIOBEICERLTTEL,

 SHIEBIOBEIEEICOVTIE. [R5 AHBEDEN) #TEEBTE,

(&5 BHBEDNEN]

AEEE 7Eb > FRSEROTIY > 7IVa—IVE > BT FIV > o00Xx4y > 4OaKIVh > AFIL - TFIVI—FIL > n- AFHY ‘

BHEE 38 <— B |

—RRIC, BEAODEEIX. 7 >TSS FOT7S>7E N MN))V>TIVa—) VB> T FIL>
J4oOn X4 >>MTBE DIESICEYET,

a=24
Rs=49
CH,CN 100%
a=28
Rs=98
j\ CH,CN/EtOAC = 70/30 (v/v)
X NH,
o ] 4 a a ] 12 14 " 1] -n
. o y\lj o

a=34 H

Rs =182 Aminoglutethimide
CH,CN/EtOAC = 40/60 (v/v) Column : CHIRALPAK® IA
(RE4.6 mm X KE250 mm)
Flow rate : 1.0mL/min

Jea= 2=a Taae s e Temp : 25°C

Rs=15.7 g
3 CH,Cl,/n-Hex = 80/20 (v/v)

L J\ A\

Rs=18.2 . oH

4
ﬁ k CH,Cl, = 100% (;@
li A
B L ]

OH
1,5-Dihydroxy-1,2,3,4-tetrahydronaphthalene

= 1] -

CH,Cl,/MeOH = 99/1 (v/v) Column:CHIRALPAK® IC
(M1E4.6 mm X KEE250 mm)

J Flow rate:1.0mL/min.
- Temp.:25°C

BEEE | CH,CN =7t b= UJb, EtOAC = BFEETF /L. n-Hex=n- NFH>/( MeOH = *%/—)l

(N—o\—) kRS
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1.4 |EHERICDOWNT

RERDEIIC, BEMEDEELY Y TIVOEBEICLOTE. UV BHERIC LSRN REICGHIZEDHIET,
ZOEEI. RHERREZB LY RIRHEP ELSD GRIEICAELRHES) B LD UV RN AR ENEVREES

UVIEHER TIZ1 DD E—TITRZZHN
TR CIEDBED R CEBD T — R,

pestEimimEE [

1200

1000
2 800
€

mvV

C 1 F 3

400

4 5

FADISFVFAI—LBELTOEWNT—XZ,

perEtames |

IS
&
&

mv

mAU
N
3
s

350
300
250
1 2 3

TEYC RN AR Z AT BT & CHARIBRD

HETERATEL
(& -6 : SIERED UV Ay b7 HRE—ER]
Al UV 1w b1 738& (hm) o UV A b4 73R4 (nm)
THF ¢ 212 7K <190
MTBE ¢ 210 BlEAFLY 233
14- 7 FH> 215 700KV 245
Vi <4 sl 1Y 190 BEFER TF)L 256
NF 200 DMF %) 268
NTZ 200 DMAc @9 268
2-70/N/—)b 205 DMSO ¢ 286
Iz/—b 210 17 % 284
*2/—]b 205 7 330
HE  BRAREIO N ZT74—\Y R T vy BEPMRZRERSINE. (%) 7ILRUyFAH207
MERADEEEE ( THF=7 S FOT 5> MTBE=AFIL -t- 7 FIVI—TFIb. DMF=N,N- IAFILRIVLT IR,
DMAC=NN- IXFIL7X ;7 Z R, DMSO=IXFIVRJVRFI R
UV #&iHi8%. RIHEHER. HEXERLHEROFERFlERLET,
L UVAEH 28 UViE 28
—_—
W Detector only
i
1
i o b N e
"L \l; RIg 88
1 EAERR L ER
+UVAIRHIZR
— NI
WV Detector + Polarimeter 00 138

R CEBDo

s00 4 TESERRLEER

mv

BESCEARER | o5

mAU
@
8
3

493

492

UViRH 2R
491
6 7 8 [] 10




1.5 | H5 LIEREDTT

150 | BS LkBREE Uty F2M4

AZLOTEREIF. IT4/—)VT 0.5mL/minX30 2 L. HFRELTTE,
e, ZRRFIIVASLDODBHFEIR. SROSRBEIKFLEY, BEEPRERMGICLOTUL. TOEREE
DENTBHEDDY . TOEIGRETTCREBMERINLASLTIE. ThMUFRIODEIBIRTELGLZHEND

WEY,
CDESE/RRARSNIHBEIE. TROFIBIKOTHZLDU Y MEEETOTTIL,
ARFE 4.6mm ASLDIFE [R-7: Uty M)
CHIRALPAK®IA
CHIRALPAK®ID CHIRALPAK®IA-3 CHIRALPAK®IB/IB-3
CHIRALPAKC®IE/IE-3 CHIRALPAK®ID-3 CHIRALPAK®IC/IC-3
HIRALPAK®IF/IF-3
®IH/—)b ®IH/—=Ib O BT FIV
0.5 mLmin. 30 23&%& 0.5 mLmin. T 30 23&& 1.0 mL/min. T 30 2@
@ NN- I AFJVRIVILT = R (DMF) @ NN-IAFJVRIVLT ZR (DMF) | @ AZLEEBEHNSEYAN L. miglc
0.3 mL/min. T 180 9&7& 0.4 mL/min. T 240 9@ F v % LT 48 BRI ERE
®@I%/—Ib ®IH2/—)b ® @
0.3 mL/min. T 50 9@7%& 0.05 mL/min. T 600 73387k

@ty b ElIE. RERELR—MERICOMEHFICTHTLODBEEREEFT Y7 L. HREREEED
IO NI SLDFESNEDE IR LT TEL,

LEEDRE - BREFEIE 4.6mm REDHTLDIZETT . BEHSLE LIZEIDBMATLZTEBDIZEIE
TREMERELTTFEL, 5X50cm DA LZSERADBEIF. BUkFGBEEZCBEILEL,

B : 1A-3 D 2.1mm BHSLDIEE

@ EtOH-0.1mL/minX30min, @ DMF-0.08mL/minX240min, @ EtOH-0.1mL/minX30min—=@"\

IABSLEMICAZLY Y MRIROI/OR IS LZLBRLE LT,

il #IEA AIRERE (MeOAQ) ITLBZL, Uy hg

| —M
I

Column : CHIRALPAK® IA

(F&T 250mm X REZE 4.6mm)

Mobile phase : n-Hex/EtOH=90/10(v/v)

REE - - _ . Flow rate : 1.0mL/min.
MBEEE C CH,CN=7t FZ b )b n-Hex=n-~"FH> EtOH=T%./—)l Temp : 25°C

152 | B3 LR ESEE

c HZLE—BEBUESERINGEWNGESIE. n-AFH/ TIVa—IVEEAE B n-~NFH/2-70/\/—
JU =90/10(v/v)) FcldIZ/—IVTRFELTTEL,
- B IERMORIBESFERINAEEIE. EONMNIHRMBIESEEWEHEICBRLTTEL,

(N—o\—) kRS
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1.6 | ¥EEHFTOFERICDOWNT

AR ZIVAS LR, EERETHERATELT,

WHESMCTERICESFIIC,
BLTTEL,

1.6.1 | #22768h1E

- AFHYL K TR MIVEE LRI S BB ( TR/ —IV) THILETHITE

RfcfeL, —EMERHETCERALILASLZIBRZR G CTERICHS T ERBEITEL,
HZLDEFBHEED LR, DEIFENELTEHEELHIET,

A—TaVTREZIVATL GEER) DFE (p.32) ICRRHELTWBERBE (FebZbI)b, A2/ =)L, ITZ2/—)b.
2-70/S/—JV) IIZ. TEARIBLESIVASLDOBERRICIE. ThSEROTSY, 7R GEDMKEEBEEAET

EATEET,
(% -8 : {EALIBEIR (LC-MS XI55 )]
[ZEa=x7) R LA IR A®
s DEA T
HOBHR #@:{;’Oﬁ’ﬁ 7K pH9.0 (CFHEE L1z 20mM
pris. REKET VBT LIGETR
b T rZ b AR/ =)o TR/ )b 2- TEIN —)b.
Gz FhSEROTSY. TEbY
ﬁf}ig’m@*ﬁ AETR | BB

D ERBBIEC SO NEEAI FROKERESHLTEL,
ABHEOBRIE, REZHO [BEARBRSE (H)) ZSBETEL,

MRADIEEE | DEA= Y I FILT IV

(&9 : RENGRBEE (LCMSHE) THEE LG, S THREICAVSKER]

B LS RN LA
(CHIRALPAK® IA/IA-3, ID/ID-3 . pHZ'(L\\ pHI.0
IE/IE-3, IF/IF-3) U Y EIKGATR
pH2.0

tIVA—RAZRHZ L

50nmM 1) VEEIKGAR

100mM KPF, (3 7zl% NaPF,)

(CHIRALPAK® IB/IB-3, IC/IC-3)

KA

pH2.0 KBK
S U S ET pH20 ICEE LT
YV BKER 100mM KPF, (g 7zi& NaPF,)
pH2.0 KER
BT pH20 IR LT
100mM KPF, (Z7zkE NaPF,)

@

- —RRIC, BRAROBEAOBE L. T IV, IE/ =)V AR/ —ILDIETY,

cBEAREELTTIVO— IV EFER LSS, 7 MIVICERTEELS B GV ETDTTEELILEL,




@ -BEHEE. FERTZHIC0S5 UM BEDZILBEAY T LY 74V 2—THEBLTTEL,

- BERIE. ACRRETERZRUIVDRETR (K / 7= RUJL =60/40(v/v)) B SIEsTRIAD BT EEBEDLET,
SROATREBEERABLZWVEEIE. BEEOEMLEERARLTTEL,
(FEMIE p10 M.3.1 BEMEDMER | ZTETELN,)

c AZLDBREETFSRE. RERENRGEVDBERINBLTZIEENBIVET.
(GBI p10 M.32 ASLGERE ) ATETFEL)

c HZLDBEE EFTREETFSE. DBENR LT ZEEHHUET,

- BRI TROSEFECSERIETEITH. BIMEOERAEAMLENE S LEMMTHLASLDEEY DRER
ITHRVEY,

AR | BHAER
90/10 ~ 0/100

@ - DVUBTIVDHEERT DD, SRIEEMACETR (>pH.0) I(FERLELTTEL,
* pH7.0 U ETTERICEZEE. BIFEOA—RFA— )y IZFERTEL,
Ffew BOLIREF 25°CLUATICLTTRENL,
- BIBEMOFRBIL. YUATIVERLEERENDHIET,

1.6.2 | BEMEARAE (F)

WP EKGATR (pH2.0) DR A
K HPLC 7 L— R ) IcF B 0L pH=2.0 ICBET .

W)Y EAGATR (pPH2.0) DIRBTE
K (HPLC 7 L— ) 12U B RINL pH2.0 [CREES %,

W)V EREER (pH2.0) DFEETSE
A 50mM U 2BRT KRN U LIKER
3409 KH,PO, / FW 136.09 %7K (HPLC 7' L — I ) [TAREE . 500mL DKERITT B,
Bi#&: U B (85wt% D H,PO,)
= ARICBEEARML. pH%Z 20 ICHET S,

W20mM REEKERT > EZULIKER (pH.0) DIRETFE

AR 20mM REEIKERT VEZVLIKER
0.79g NH,HCO,/FW 79.06 %7K (HPLC ¥ L— I ) TA#EL. 500mL DAARICT B,
SARICITFIVZ 2R, pH % 90 ITFRET 2.

WI0OMM ANFHT7)LAO) VA D LNBERE LT
IIFIVT I T pH2.0 ISR LT 100mM ANFHT)LAO) VEEH ) I LAGERDIFAR A%

AR 100mMANFYT)bADY) VA LAGER

=9.20g KPF,/FW184.07 %7K (HPLC 7 L—F ) (TBfEL. 500mL DKBFRICT %,
Bik: 2B (85wt% D H,PO,)

=ARICBRZERML. pH % 2.0 ISAE TS,

W20mM RUBREENR (pHO.0) DIFE S A

AR 20mM RUBEKAR
124gH,B0, /FW61.83 %7K (HPLC &'L— R ) ITARRL. 1L DACETRITT .

B : 20mM TRV EE S b LAk IAOE &
3.81gNa,B,0, * 10H,0/FW381.37 %7K (HPLC ¥'L— ) [C&#RL. 500mL DACHETRITY B,
=>Bi&lc ARZERIML. pHO.0 |[TFRET S,

(N—o\—) kRS




1.7.1 | H5 LOTWAHE

AREE SV ASLOMAERERZRELE LT,
AV I103V% 400 EfT 0T, ATLDMREICE(LIZHY A,

FEEE T F )1 100%

Josv

o7 o

H
Glutethimide

A

Al 1 | N -

H

Column:CHIRALPAK® IA
(ME4.6mm X £ E250mm)

Flow rate:1.0mL/min.

Temp.:25°C

Detect:UV274nm

oOaR)VLA/ M) 7)VA OEFEE
= 100/01 (V/V) COOH

2- Phenoxyproplonlc acid

/ L

= 1007

Fsiantion Wme

Column:CHIRALPAK® IB
(RFE4.6mmMXFE250mm)

Flow rate:1.0mL/min.

Temp.:25°C

Detect:UV274nm

1.7.2 | EHE7ALR 100% F5Eh18

HBENRIC 100% B BHRZFERLISZE DDA ZTRLET.

Mobile phase: 7 a0A%> 100%

4-Benzoyloxy-2-azetidinone

0 2 4 & 8 W 12 ma

Column:CHIRALPAK® IA
(RE4.6mm X E£E250mm)

Flow rate:1.0mL/min.

Temp.:25°C

Mobile phase: XFZ—/1 100%

Cr

o o H

Thalidomide

=K
01 2 3 4 5 7T 8 P
Column:CHIRALPAK® IA
(RR4.6mm X £EE250mm)
Flow rate:1.0mL/min.
Temp.:25°C

ThZEFO735>100%

OTO

Qéko

Praziquantel

s
§

Column:CHIRALPAK® IC
(ME4.6mm X EE250mm)

Flow rate:1.0mL/min.

Temp.:25°C

Detect:ELSD

Mobile phase'MTBE/EDA:100/O 1 (v/v)

o HN\(

Alprenolol
" 2 4
Column:CHIRALPAK® IB
(AR4.6mm X EE250mm)
Flow rate:1.0mL/min.
Temp.:25°C

Mobile phase : EFEE T F /1 100%

Posy

H
Glutethimide

|

0 F] b 1] v 0 -

Column:CHIRALPAK® IA
(M1E4.6mm X £ E250mm)

Flow rate:1.0mL/min.

Temp.:25°C

Mobile phase: 7O 0RJVL/TFA
=100/0.1 (v/v)

OH

2-Phenoxypropionic acid

Column:CHIRALPAK® IA
(R1R4.6mm X EE250mm)

Flow rate:1.0mL/min.

Temp.:25°C

WBREE I MTBE= AF )L t- TFIVIT—F )b, EDA=TFL VI 7 I, TFA= MU 7)bA OBEE

Mobile phase: 7 FZEFO7Z> 100%

oW

N.

oo

Praziquantel

A

L3 LN . " 2 W % =

Column:CHIRALPAK® IC
(RE4.6mm X £E250mm)

Flow rate:1.0mL/min.

Temp.:25°C



1.7.3 | 1A B3 LT—D2 DL A& EHDOBENIE THHR

IA 735 5T Methaqualone ZEHDBEBTHILE LT,

Column:CHIRALPAK® IA o
(RE4.6mm X E£E250mm) N
Flow rate:1.0mL/min. /)\
. o N
Temp.:25°C Methaqualone
o ool | i
[ 1 S—— I e e o . R l\

n-Hex/IPA=80/20 (v/v)

n-Hex/MeOAc=80/20 (v/v)

n-Hex/Acetone=85/15 (v/v)

MTBE/EtOH=80/20 (v/v)

k1'=1.45, a=2.36 k1'=1.87, a=1.70 k1'=1.42, a=1.33
L. 005
0.3
0.8 0.4 n3
g 0.03.
82
0.4 D.D2: 0.1
0.z 0,007 0l
|
1 o el i _..Jl o
T n i 0 o i B i e i s B ek i e i
¢ x4 05 B oW 1w a0 i w D01z 3% 3omloE o8 llizlns

n-Hex/CHCl;=50/50 (v/v)
K1'=0.64, a=1.79

n-Hex/CH,Cl,=75/25 (v/v)

k1'=2.90, a=2.36

n-Hex/THF=85/15 (v/v)
K1'=3.14, a=163

Toluene/n-Hex/THF

=70/25/5 (v/v/v)
K1'=0.54,a=1.96

KBEEE  n-Hex=n-~FH > IPA=2-70O/\/— )b, MeOAc=EEBEAF /U, Acetone= 7+ k> MTBE= XF)JU-t- 7FIVIT—F)b. EtOH=T 2./ —)l.
700KV, THF =7 S FO75>

CHCl, =

1.7.4| 1B A5 LT—2 DL &I E BB OBERETHR

IB 55T p-anisoin ZEBORBEME AR LE LT,

Mobile phase :n-Hex/EtOH = 75/25 (v/v)

Temp.:25°C

Column:CHIRALPAK® IB
(R1E4.6mm X EE250mm)
Flow rate:1.0mL/min.

OW
NG

. . OMe
p-Anisoin

Mobile phase:n-Hex/IPA = 70/30 (v/v)

L

Mobile phase:n-Hex/THF = 80/20 (v/v)

L

1

k1 2650( 1.07,Rs=1.47

o L] 1 5 o = min

k1'=4.54,a=1.13,Rs=2.60

z . L L] 0 1z 1 mn

k1'=2.02,a=1.18,Rs=2.75

Mobile phase:n-Hex/CH,Cl, = 20/80 (v/v)

JL

Mobile phase:n-Hex/ EtOAc = 60/40 (v/v)

Mobile phase:MTBE/MeOH = 98/2 (v/v)

11

k] 239(1 119R5 147

%B8EE © n-Hex=n-\FH>, EtOH=IT%/—)b,

-] z . L L] o =z min

k1'=0.89,a=1.00

IPA=2-700X/—)b. THF=F S FOT7Z> CHC,=2Y70aX42, EtOAc=

MTBE = AF IV t-7FIVI—T )b, MeOH= XZ/—)b

k1'=1.11,a=2.16,Rs=10.67

HEBE T F )L

(N—o\—) kRS
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1.7.5 | 5ERSRIO

R CRIFGDBDESNBIZE DA TY .,

Mobile phase:n-Hex/CH,Cl,/DEA
=50/50/0.1 (v/v/v)

Bupivacain

Rs=5.7
Column:CHIRALPAK® IA
(R1E4.6mm X £E250mm)
Flow rate:1.0mL/min.
Temp.:25°C

Mobile phase:CH;CN/EtOAc

=70/30 (v/v)
©5N:\0HSH’

3.8
4.3
Methaqualone

Rs=3.2
Column:CHIRALPAK® IA
(RRE4.6mm X £ E250mm)
Flow rate:1.0mL/min.
Temp.:25°C

Mobile phase:n-Hex/Toluene/EDA
=80/20/0.1 (v/v/v)

Oxprenolol

-hs =4.0

Column:CHIRALPAK® IB
(R1E4.6mm X EE250mm)
Flow rate:1.0mL/min.

Temp.:25°C

Mobile phase:n-Hex/THF
=60/40 (v/v)

CH,
Mephobarbital

Rs=6.0
Column:CHIRALPAK® IB
(R1R4.6mm X EE250mm)
Flow rate:1.0mL/min.
Temp.:25°C

Mobile phase:n-Hex/THF/MEA
=60/40/0.1 (v/v/v)

MeO O 16
MeO 4.8
l OMe
OMe

Laudanosine

;5=?.?
Column:CHIRALPAK® IB
(R1E4.6mm X £&E250mm)
Flow rate:1.0mL/min.
Temp.:25°C

MBEEE [ Hex=AFH > CH,,=2708X4%>, DEA=JIFILT7 IV CHON=7+ F= b U)b, EtOAc=EFEE T F /L. toluene= hJLIT >
THF=7+ZE FOT75> MEA=E/I2/—IV7 IV EDA=IFLYIT IV

1.7.6 | WAHIRD ) — RN (BRAEERICLZHE)

MARETZIVAZLITERRG T TCETIERICGNE T,
BHRFME T THRLIGARBRZRAV TR ZITVE L .

H,O0/THF=80/20 H,0/CH;CN=70/30 H,0/IPA=65/35

9.7011.00 9.88
11.16 l0‘4?2.50
4-Phenyl-2-oxazolidinone -

oﬁgoe

Column:CHIRALPAK® IA
(RE4.6mm X EE150mm)

Flow rate:0.5mL/min.

Temp:25°C

H,0/EtOH=55/45 H,0/MeOH=40/60

11.78} 12.86 9.65
”iL 1035
4 SE—
r

H,O0/THF=65/35 H,0/ CH;CN=60/40 H,0/IPA=50/50
5.88 5.70
6.16

5.78] 6.04

NH

o
5-Methyl-5-phenylhydantoin

7.67

H,0/EtOH=50/50 H,0/MeOH=40/60

6.28 5.73

#BEEE  THF =7 ERO7320 CHAN =7+t b= hUJLIPA=2-70/\/— )V EtOH = T2/ —)UMeOH = X%/ —]1



1.7.7 | MARIBF S )V A5 LIRS TOMBENEDZER

R CRIFGABDIESNB BB DA TY,

(N—o\—) kRS

RiEEEw BiEEay BAEIEED
5-Methyl-5-phenylhydantoin Flurbiprofen Perisoxal
CHIRALPAK IA Qim ' i r 2
i d
K7 BUCH,CN=60/40 KB BICH,CN=70/30 JKi§B/CH,CN=30/70
KB Hid-05 mldmin, k1.0 rr:La’min. e 1.0 rr;’L{min.
B
767
7K
U
0 4 8 12 3040 0 16 10 30
563 153
HCOOHag. 7.2
(pH=2.0)
S
0 4 8 12 30 40 0 10 20 30
5-5?303 340 732 o
NH,HCO,aq. ; e HEEEE -
(pH=9.0) - CHCN =7+ b= UL
J - L HCOOH = #B
0 4 B 12 0 10 20 30 40 1] 10 20 30 NH,HCO; = iREEKERT7VEZT A

1.7.8 | THABIRLY U — RWHEEHETOHS LAY V== Of

MARIETZIVAZLISERRG T TCETERICENE T,
WHERMA T CRAGARARZRVTOMZETVLELT

Mobile phase : HCOOHaq.(pH=2.0)/CH,CN=60/40
17.52 .
19.07 Flow rate : 0.5mL/min.
ol Temp : 25°C
i Detect : UV254nm

1A 8.42 i IB ga4afsse

o 5 10 15 n L 30
HCOOHag.(pH2.0)/CH,CN=70/30(v/v)

N-CBZ-DL-Norvaline

KEEEE I CHON=T7£ R R UL

179 BEEEICLZHE (HERH)

R CRIFGOBDIESNBIE DA TY,

12,85 9.

a=128 | i 18

o%ij

4-Phenyl-2-oxozolidinone

Column : CHIRALPAK® IA

Mobile phase : H,0/CH,CN=70/30
Flow rate : 0.5mL/min.

Detect : UV254nm

MEREE 1 CH,AN=7t = b U

19
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28 A—F142798BXxS)1VAS L (EHEHA) &

CHIRALPAK® AD-H / CHIRALPAK® AD-3
CHIRALPAK® AS-H/ CHIRALPAK® AS-3
CHIRALPAK® AY-H/ CHIRALPAK® AY-3
CHIRALPAK® AZ-H / CHIRALPAK® AZ-3
CHIRALCEL® OD-H / CHIRALCEL® OD-3
CHIRALCEL® OJ-H/ CHIRALCEL® OJ-3
CHIRALCEL® OX-H / CHIRALCEL® OX-3
CHIRALCEL® OZ-H / CHIRALCEL® OZ-3
[FER]
- BEFEEFTIVAH T LG BRBENLS. FIIWATLEZFEWDITEIET. AEEEED
8B LN D BERIBE T,
I VOLSHBBET. BEAWYAZXDAHSLERYEATVET,
c BLERBRHEAESNATREFNFEIUMDFIIVASLESA Vv TLTVET,
CEERA]
K —XDHZ L. S¥EFEEED ) AT IVWCD—T 4 07 LEFREREBLTVET,
FERAAREAEUN ZBEECEHRARRAE S LTTERICEYET & AT LMERBEVE T,
(CERICENGLEE]
NN- I AFIVRIVLT Z R, IAFIVAIVRFD B, IFAFH20 MVIV, 75 FAOT75 2,
7O00R)VA, Y7AO0X%2Y, TEbr, BIBEIFIVE,

A O—T 4V IBX3)VAS L(EER) F

2.1 FLsIT 21
211 A LDt 21
212 HhS LfERRH 22
2.1.3 {HHEIREAE 22
214 H=Z LMFEN—Y 22
2.1.5 B> 7L oEianE 22
2.1.6 EBDWE 22
217 EEEE 22
22 DIEEDRE 23
22.1 BEMREEDFIE 23
2.2.2 FINFDEEIR 24
2.2.3 FAIEDEIR 25
23 AELGEIRDRA > b 25
23.1 BRI R 25
232 AT LERE 26
233 AEOES 26
24 BT LMRESE 27




2.1 [IZC&IC

2110 | B35 Lot

REBRFI O

CHIRALPAK® AD-H, CHIRALPAK® AD-3

OR
AZLIVE: VF—B—=XB2AT %Q&ﬁ&}, o CH,
AEFHAIE Amylose tris(3,5-dimethylphenylcarbamate) OR 0/% R —4
W AD-H5um, AD-33um Amylose derivative H
HEEFDOE AR © AD-H (n-~NFH>/2- 70/ —U=90/10(v/V)) CH,
AD-3  (n-~FH> /2- FO/X/ =)L =90/10(v/v))
CHIRALPAK® AS-H, CHIRALPAK® AS-3 on
HSLIVE:  93—8—X5AT %,%} Ho o,
REHRIHF Amylose tris[(S)- a -methylbenzylcarbamate] OR 978 R: «N
Rl AS-H5um, AS-33um Amylose derivative e}
HEEFOER AR © AS-H (n- ~\FH>/2- F0/N/—)b =90/10(v/v))
AS-3 (n-~FH /2- 7078/ =)L =90/10(v/v))
CHIRALPAK® AY-H, CHIRALPAK® AY-3 . .
PILIVE:  O4—8—X5AT %,%}
REFHRIF Amylose tris(5-chloro-2-methylphenylcarbamate) OR 78 9
W% AY-H5um. AY-33um Amylose derivative R AN
HEEOHAAE | AY-H (- AFH> /2- 7078/ =)L =90/10(v/v) W cH,
AY-3 (n-~\FH>/2- 70N/ —)b =90/10(v/v))
CHIRALPAK® AZ-H, CHIRALPAK® AZ-3 .

AZLIVE:
REHRIH
R

TR DE AR -

Tt —R—RX2ALT

Amylose tris(3-chloro-4-methylphenylcarbamate)
AZ-H5um, AZ-33um

AZ-H (n-~FH> /2- 70N/ =1L =90/10(v/V))
AZ-3 (n-~FH > /2- 70/8/ =)L =90/10(v/v))

OR
(¢}
RO
OR O
n

Amylose derivative

CHIRALCEL® OD-H, CHIRALCEL® OD-3

AZLIVER:
REHFIAE -
IR

TR DE AR

V4 —=B—=XEAT

Cellulose tris(3,5-dimethylphenylcarbamate)
OD-H5um, OD-33um

OD-H (n-AFH>/2- FO/N/ —)b =90/10(v/v))
OD-3 (n-AFH>/2-70/X/ —)b =90/10(v/v))

CH,

CHIRALCEL® OJ-H, CHIRALCEL® OJ-3

HSLIVR:
AEFBIH
HufE

HRTBFDE AR |

VF—B—=XEAT

Cellulose tris(4-methylbenzoate)

OJH5um 0J-33um

OJ-H (n-~FH> /2- 70N/ —Ib =90/10(v/v))
0J-3 (n-~FH>/2-F0/N/ —)b =90/10(v/v))

CHIRALCEL® OZ-H, CHIRALCEL® OZ-3

HSLITVR:
REFHBH -
HIfE -

HTRTBF D ATALE

VF—B—=XEAT

Cellulose tris(3-chloro-4-methylphenylcarbamate)
OZ-H5um, OZ-33um

OZ-H (n-~FH>/2-7O/N/ —)b =90/10(v/v))
0Z-3 (n-~FH> /2- 70X/ =)L =90/10(v/v))

CHIRALCEL® OX-H, CHIRALCEL® OX-3

HSLIVR:
AEFZAA -
MR

R DE AR

Dt —B—RX2ALT

Cellulose tris(4-chloro-3-methylphenylcarbamate)
OX-H5um, OX-33um

OX-H (n-~FH>/2- 70N/ —)b =90/10(v/v))
OX-3 (n-~FH> /2- F0/N/ —)b =90/10(v/v))

Cellulose derivative

21

VBN ANI—L

(s



212 | B3 LfERRL

ZHERIEAERA+ 2/ /5 Ls (CHIRALPAK® AD-H. AD-3. AS-H. AS-3. AY-H. AY-3. AZ-H. AZ-3
XU CHIRALCEL® OD-H, OD-3, OJ-H. 0J-3, OZ-H. OZ-3, OX-H. OX-3) [FUTDHRHICTHERTEL,

(R -10: HILERRHE]

hLs 2120mm &AL | 4.6mm ENT L
ERAMH NS LORIBRENTVET,
EA H7 LERIHBHENEL 2. 30MPa(305kgf/cm?) HBA G WENTHOEREHEDHLET,
S N=E 0.1 ~ 0.2mL/min | 0.5 ~ 1.0mL/min
e o 0~ 40°C

XENER. ASLBEHICHDZEEDRAENDI ETY ., TOBER. A5 L% HPLCEBICEG L. BRLUISEDRALBDENNL S,
BRHTHS LEEG LEWEEDRRLEDENZE LS|V EICEY Y,

2.1.3 | (EAmTsEALR

N-ANFHUATERUVEDTIVAHVE

AR/ =)y TE/—)b, 2- TN/ —IVEDTIVI—)VEE

« AFJV-t- TFILT—F)U (MTBE)

MTBE &, 50vol% U FOBETHHENT I,

F . CHIRALPAK® AD-H. AD-3. AS-H. AS-3. AY-H. AY-3, AZ-H. AZ-3 %0 CHIRALCEL® OD-H. OD-3,
OJ-H. 0J-3. 0Z-H. 0Z-3. OX-H. OX-3 MHDIA—F 1 Y FRF S )V AHS LTIRSERICESHENTTEL,

214 | B7 LIREIN—Y
AT LERSBHBEVIEL eI, A—FA—F) v I DERZEEDWELET,

H—RA— Uy IRFRILE—
A—FAH—b)yIEFERTZOHITE. A—FH— )Y IRIVE—DRETT,
HA—FAH—b)YIRIVE—ICAH—FA— M)y IELy L. BOEREEZBRWNT
EAAZLOFICHESR L TLIREL,

|

H—RA—hUy Y

2.15 | 7 ILoELE

ASLDEFEEVICEZENDERZRE. BT LELYRIBEWVIEL ol
BT IVROBEEBEZERT 21, 0.5umBEDAY T LY T4 )b2—ITTRBLTTEL,

2.1.6 | BDWKS
1) BOSENTIKARZZEMRICER LICREDIZS
- BHREFRWRT OIS, TEEBKE G A MK TR LI,
IR/ —)VCEBRANZHARL. TDER. BEMEICERLTTEL,

2) IBERDOBEMECHER LILEBDHZE
- IZ/—I)VCEERNZELIE. BEMEICERLTTEL,

2.1.7 | EEEE

- fEFRJREIALE (p.25 12.2.2 EFAARIREAIE | 2R ) UANDBEZ BEEPERRBAEICER LEVTTEL,

cHASLITGEVNVEEESZ Y., ASLEDRLEWVTTREL,
A LERIHBFEVIELOHIT. BEROA—RKA— M) v IEFERATEL,



2.2 | DIRSIEDRTE

=TV T BFIIVAZL (IBER) & n-~NFHF AT20FED7IVAVE. A2/—)V. ITR/—)b, 2-713/N
/=IVEDTIVO—)VEB. MTBE (AFIU -t-TFIVI—TIV ) DBREEIEBREDH BEHE LB DEFEN TTERICKE
NET, (ZOLADBRIFERLENTTIEL, )

RINCARD )20 §HEM4ELTHELTWSBEMEERGZ (K12 1ZEX)—Z 7% MH] IckedF L
MR21AERIRFIE]. HEU BAELERT7O—Fv—b ] IRV BEEETERETFEL,

22 | BHEREDFIE

O HEOMRICHES T, BEEANDIMIFIOES ZRHET
p.24 1222 FINFDFER) Z TEBTEL,
@ p24 [FR-12: BEX7 ) ==V T5M] OMERERMEICT. DHZTVET,
® QDAIT. PEDIKLHERSNIIHE.
p.24 [R-12 1 RERY ) —Z2J&M] ODHRBIEEEZSEIC L (BIBERZRELLET.
@ LETRELGIENMSSNEVGEIE. OFIIVASLEEHL T,

BEgEEE7O—Fv—F

. . . . BEN SESRIEERNTS
OFERDOMIRIC K FINE AR T 5 SRR SIERRIIFERINT 5
(p.24 T2.2.2 [AMNFIDEIR] BER) e SRIAE AR
HEELIE, BIETETEL,

¥

@p24 [R3FERY U —Z2 T &MH]
DYFIRFIRAE TS S

DDA RSN

DEEDIKLHA RSN 7ZLN

VBN ANI—L

(B

OHBDILBRSNIAERICONT DUEDTAREES LA L D—T 1>
BEALER RE(L TS SEINS L BER). I~ 71> IR
75 L GIAER) THH T

REFGHBENFONT

¥ REERIOFHICOEEL UL p26M232HSLEE] ZTEETEL,




2.2.2 | #ONFDEIR

B Z DT BRI, MUTIVAOEER (TFA) PEFEES %, FERKICEEMENZ DT HBICIE
JIFIVZY (DEA) »E/IZ/—IV7ZY (MEA). TFL2I 77X (EDA) F7&. BENMEIC 01% 12E
AMUTTREL,

KIEEMNIERITGEVERN - BEMRE 2IEFIEIL. BETHZ VAT INCEA—IBEZ BT ERHVETDT. TEETELN,

(& 11 : B4 - SBEEERDE ORI

SRR EEM L AMDIRE e =X Y~ =y
2= JIFIVTZY MU TV OERES E fo LB
T/ IR/ IV
E— I RR R BES () n-7FILT Y —
IFLVITZV
RS BE 0.1% BE 0.1%
R (]K 0.5%) (§&K 0.5%)

N EEMEEME DT M. JIFIVT I (DEA) ZFMLTEE—VRRONBWMESIC. E/I2/—IV7 Y (MEA) ® n-TFILT7 I VT
BETHEILEY . E—VERDPEET DT EDBVET,
MEA B BEIHEICIRA LEWEEIE. 2% BEDT7IIVI—)V (IR2/—IVEld AR/ —)V) ZFMLTTFEL,

CHIRALPAK® AZ/AZ-3 |$. TEENEFRICIEEMDRIMEIZRINT 2 LIETEEEA.

BEBEICEYGRMAZRNT S LlcKY . RFGHBDFSNET,

Column : CHIRALPAK® AD
(AE4.6mmx £ 250mm)

Flow rate : 1.0mL/min.

Temp :  40°C

Detect : UV (254nm)

= 6.66
=752

EBitieay .

Flurbiprofen _ 0] o
E o8] 515_
F

0.6
0.41 9
n 51

COOH
0.0

0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
min.

T T T T T T T T
0 5 10 15 20 25 30 35 40
min.

BEE n-Hex/IPA=90/10(v/v) n-Hex/I PA/AcOH=90/10/0.1(v/vIv)
iﬁ%’l‘i1tﬁ% 035 _: 3 :: : g
Disopyramide 0 ) o] [ .
4:;;Z><3;;;;? o ;___hh, | * L/\\k
B n-Hex/IPA=90/10(v/vIv) n-Hex/IPA/DEA=90/10/0.1(v/viv)

HB&EE © n-Hex=n-~FH> IPA=2- 70/\/—)b. AcCOH=EffE. DEA=J T FILT7 IV



2.2.3 | BEDREIR

BRI ZE DT BRI M TILA O (TFA) PEFEES 2. BEMENZ DT SRIIITFILT I
(DEA) »E/IAR/—IV7Z>Y (MEA). TFLYI73Y (EDA) F%. HBENEIC 0.1% BERMLTTEL,

ABEMDIERICRVER - BEMEE IEFINANE. BRTHD Y VAT INCIA—IEEZZTENBYETDT,

TEETEL,

(& -12 1B ERY ) —Z VT %M]

VBN ANI—L

(s

1 2 3 4
megnat | Lo | Lsosw | coonew | sookem
99/1 ~ 50/50(v/) | 99/1~50/50(v/v) | 80/20 ~100/0(v/v) | 0/100 ~ 100/0(v/v)
HESIRSENEEE *: EtOH,IPA
WEE. n-Hex ERHAKREWVZE, REFHEEVET,
TR - RE 1.0mL/min., 25°C (R#E X £&E =4.6mmXx250mm DIFE)

KAPDEEEE | n-Hex=n- N\FH> BOH=T%/—)b CH,(N=7HEr=FUJL, MeOH=X*%/—)L, IPA=2-T70/\/—)b

2.3 |BBHEIRD KA b

2.3 | AR

@ FHEREDFFVIEBIEALR (7/VAVER) DLEERNMENEE., REFHFE. DBHLBGBVEITH. +97%
DEEDEOSNNISIERE TONTEXT,

@ FHEREDFUVIFBMIAE (7IVHVE) DEEHNEWNEE. REFHER. HBORFICGVEIN. E—7
F78—RIZEVET,
oC. BN UTA AR ZRETDHIENEETT,

BIERE (7IVAVER) DLEEMENIZE. FREHISHEY . E-IRRIZTO—-RITBYET,

Column : CHIRALPAK® AD F

(R 4.6mmxX £ 250mm)
COOH

Temp:  40°C
Flow rate : 1.0mL/min.
Flurbiprofen

3.5]

" 6.66

- 7.52
- 35.77

3.0]

T 4371

25| > 2.5|
E

20| 2.0]
15| 1.5]
1.0]
0.5

0.0]

.............. OS5 T T
01 2 3 4 5 6 7 8 9 1011 12 1314 15 0 5 10 15 20 25 30 35 40 45 50 55 60
Minutes Minutes

n-Hex/IPA/ AcOH =90/10/0.1(v/vIv) n-Hex/IPA/ AcOH =100/1/0.1(v/vIv)

MBREE  n-Hex=n-~\FH> IPA=2-70/\/—)b, AcOH=EFEE
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232 | B LBE
AZLGRENE 0 ~ 40°COEFE TCTERIEITE T,
QEEIZE. RIFNEGEY . E—VRRIEFTO—RITBEVET,
EEEE. REHLEGEY .. DBLBGRVETH. TRGEDBEDEONSIGEICIIERETAON TCET T,
o, BUICSLIEASLREEZRETHIENEETT,

HILEEZEIFRE, RIFIFHE<EY . E=IRRIE v —TIcBVET,

Column : CHIRALPAK® AD F

(RR 4.6mmX £& 250mm)
Mobile phase : n-Hex/IPA/AcOH=90/10/0.1(v/v/v) cooH
Flow rate : 1.0mL/min. Flurbiprofen
6.07 If -
5.5] ™~ g i 8 g 8
: . 4 ' . é
] 0:1.59 e s 4 a:1.32 ~os 1T a:l.23 v
45] ' 1 4 i
4.0 il
3.5] [] il
3.01 E g
2.5] 4] Pl
2.0 A
1.5] fl
Bi
1.0
0.5] i
0.
O e o N N A N L S S e e | s B B S B B S B S Sy R S B B S HS H S LS S LA HA HL S
01 2 3 45 6 7 8 9 1011 12 13 14 18 1 2 3 4 5 6 7 8 9 10 11 12 13 14 1% 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
min. min. min.
O, O, O
Temp: 10°C 25°C > 40°C

%BEEE  n-Hex=n-~\F1 > IPA=2- 70O/\/—)b. AcOH= EFEg

23.3 | AR oiEE

c N-AFHUDIEMNFERTEBTIVAVELT, iso-NFHY, n-\T2VENBVET,
B 7WICESTE. BWATIVAVDBE TSV DA RLEDHENHIET,

s TIA—VEBELTE. A2/ =)V, IR/—)b, 2-70IN/—)VDEH\ 1-T0/N/—)b, 1-TZ/—Ib,
2-TH/—IVEDBIET,
Yo7 EoTE. BLWA7IVO—IVDEE TAEC DN REBIHEDHIET,

- [FRTAREOEBELEMICIOTIE. BEHEDOMMENSEETENBIETDT. AZLDRAERENE
BAGWEOEREZEELREY . RRE TS 2R EDBRIEETOTTEL,

o NFHUNTAR/ =)V 5% U BRI 256, NFUY (FIVAVEE) EO_Br#tEE T30, REUE
DIZ/—IVETE 2- T 0N/ —)VERELTERT A EEHEIDHLET,

- BIEEZET SR, RRELTRATSAERLT CONITERERTELT,
ANFH AR/ =)V, ANFHESTHERZMIVDESITSEE W EDLEWVAIRICEE I 2EIE. —BIT2/—)b
ICEB#RLfR. BHOBREICERLTTEND,

2-7ON/=IbETR/—IVETIR. E—IHRPaEDELEDIZEDHVET,

o

Column:CHIRALPAK®AD-H
(RR4.6mm X EE250mm) —— 10.61
Flow rate: 1.0mL/min. 7.19 ! o)
Temp.:25°C 14.69
Flavanone
-
o 4 8 12 16 () 4 8 12 16 20
n-Hex/IPA=90/10 n-Hex/EtOH=90/10

%BEEE  n-Hex=n-~FH > IPA=2-70O/\/—Jb, EtOH=T % /—JL



!

2.4 | h 5 LRTEFESRA

WS LE—BEU ESERINGWEEIE. NFHY Y/ 7IVO—ILEE AR
() : n- NFH>2-70IN /=L =90/10(v/v)) Ffeld TR/ —IVTRIFELTTEL,
- B RIERE M ORI Z ERINEEEIE. BYNNTRNBIZESEEWEERICERLTTIEL,

() K\ A N1—L
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28

3FE—T714V98BFIIVASL (HHEA) &

CHIRALPAK® AD-RH / CHIRALPAK® AD-3R
CHIRALPAK® AS-RH / CHIRALPAK® AS-3R
CHIRALPAK® AY-RH /CHIRALPAK® AY-3R
CHIRALPAK® AZ-RH / CHIRALPAK® AZ-3R
CHIRALCEL® OD-RH / CHIRALCEL® OD-3R
CHIRALCEL® OJ-RH / CHIRALCEL® OJ-3R
CHIRALCEL® OX-RH /CHIRALCEL® OX-3R
CHIRALCEL® OZ-RH / CHIRALCEL® OZ-3R
WAEAF 5/ H S Ls CHIRALPAK® AD-RH, AS-RH. AY-RH. AZ-RH (AD-3R. AS-3R. AY-3R. AZ-RH)
U CHIRALCEL® OD-RH, OJ-RH. OZ-RH. OX-RH(OD-3R. 0J-3R. OZ-3R. OX-3R) THEEE N 51k
B, BAFIST BIEERFS)UH S L CHIRALPAK® AD-H, AS-H, AY-H. AZ-H (AD-3. AS-3.

AY-3, AZ-3) %zU CHIRALCEL® OD-H. OJ-H. OZ-H. OX-3R(OD-3. 0J-3. 0Z-3, OX-3R) & 3E&Ic
BLULTHBYEIH. FHIUTORBEHGEL TVE T,

1LKROBEERZ BV COUREERERDBZ TV WSS

2. KEMEERZEAFDE LIWNES

3. MDA A LB (MIZET VEZVLERE ) DBE

T ODS A5 LEDHEHFEDLRICKBZMARDIES EILBEICEBNAS LTI,

el 0T« Y URF S IVAS L GEER) R

3.1 ([EC&IC 29
3.1.1 A5 LR 29
312 HS LMERELE 30
3.1.3 EAAEEALR 30
3.14 HZ LMFE/N—Y 30
3.1.5 Y7V ORITALE 30
316 EBOMS 30
3.1.7 A7 LISERT BHIIC 30
3.1.8 EEEE 30
32 BEHEDER 31
3.2.1 BEWBEEDFIE 31
33 HEEBEBIERHRUBENEANSE 32
3.3.1 H#EERENIE 32
3.3.2 BEMBRRSE (f)) 34
34 RO 35
341 BHEAEEOMNE 35
342 BHSAIEDER 35
343 HZLEREDHR 36
344 BEWED pHIEDOFE (B LANDES) 36
345 BEMED pH BEOEE (EEMLENDEE) 37
346 EERICBVDEDOEEDSE 37




3.1 | C&Ic

3.1.1 | A5 LD

REHBIE DS

CHIRALPAK® AD-RH, CHIRALPAK® AD-3R

OR
ASLIVER: TF—B—=XBAT M} o CH,
AEFRIH Amylose tris(3,5-dimethylphenylcarbamate) OR /8 R J(N
LAVEESN AD-RH 5 um, AD-RH 3 um Amylose derivative H
HRERFDH AR © AD-RH (K / 74 k=~ )L =60/40(v/v)) CH,
AD-3R (K / 7+ ~Z k1)L =60/40(v/v))
CHIRALPAK® AS-RH, CHIRALPAK® AS-3R -
ASLIVE:  Sr—8—X&47 %%} Mo cH,
REHRHE Amylose tris[(S)- a -methylbenzylcarbamate] R % R: «N
R AS-RH 5 um, AS-3R3 um Amylose derivative e}
HREEFDE AAE © AS-RH (K / 7+ k= ;U JL =60/40(v/v))
AS-3R (K / 74t k= UL =50/50(v/v))
CHIRALPAK® AY-RH, CHIRALPAK® AY-3R = .
ASLIVE:  Sf—R—XEAT %%}
KRR Amylose tris(5-chloro-2-methylphenylcarbamate) oR oM 9
K AY-RH 5 um. AY-3R3um Amylose derivative R )Hq
HREERFDE AAE ¢ AY-RH OK/ 74 b= UL =30/70(v/v)) H CH,
AY-3R K/ 7€ b= b1 L =30/70(v/Vv))
CHIRALPAK® AZ-RH, CHIRALPAK® AZ-3R on o
HSLIVE: o4 —2—R8A7 M} CH,
REEERH Amylose tris(3-chloro-4-methylphenylcarbamate) o o . )(i
LTk AZ-H5um, AZ-33um Amylose derivative : N
HRERFDH AR © AZ-RH (K / 74 k= + 1)L =50/50(v/v)) H
AZ-3R (K / 74 b= 1 JL =50/50(v/v))
CHIRALCEL® OD-RH, CHIRALCEL® OD-3R
NSLIVE:  HF—B—REAT T
REHRIH Cellulose tris(3,5-dimethylphenylcarbamate) o)
JATEE OD-RH5um, OD-3R3 um R: )J\N CH

TR AJAE © OD-RH GK/ 7€ b= ~ V)L = 60/40(v/v))
OD-3R (K / 774& b= kU )L =60/40(v/v))

CHIRALCEL® OJ-RH, CHIRALCEL® OJ-3R
ASLIVER: VF—B—=XEAT
AEHAF] Cellulose tris(4-methylbenzoate)
HIfE . OJ-RH5um, OJ-3R3um
HRERFDE AR © OJ-RH 0K/ 74 ~ = b 1J)JL =80/20(v/v))
0J-3R K/ 74 = +1J )L =80/20(v/v))

CHIRALCEL® OZ-RH, CHIRALCEL® OZ-3R
HSLITVER: VA —BR—=X2AT

Cl

CH,
AEFHBIAE Cellulose tris(3-chloro-4-methylphenylcarbamate)
LTk OZ-RH 5 um, OZ-3R3um
HERFDEHAAE © OZ-RH (K / 7€ b = k1L =40/60(v/v))

OZ-3R (K / 7+ b= k1L =40/60(v/v))
CHIRALCEL® OX-RH, CHIRALCEL® OX-3R
NFLIVE:  HF—8—XEAT T
AEHRIF] Cellulose tris(4-chloro-3-methylphenylcarbamate) o “
AR : OX-H5um, OX-33um Cellulose derivative R: AN

HETEFDE AARE © OX-RH (K / 774 b = kUL =30/70(v/v))
OX-3R K/ 77 b= b UL =30/70(v/v))

(FBHife) BE N A NI— L
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3.1.2 | B LfERRL

ZEFWE/ 5 L (CHIRALPAK® AD-RH/3R. AS-RH/3R,AY-RH/3R. AZ-RH/3R
KU CHIRALCEL® OD-RH/3R. OJ-RH/3R. OZ-RH/3R. OX-RH/3R) &L FDEMAIT T THERAT I,

(X 14 HoLERRHE]

SEBRAA HSLDZICERINTWVNET, OEAEE HZLAFIHDGZEEDT ET.

— - H5 L% HPLC EBICHER L CBRLIEBED
J:T:jj® Do LERIBFEVNWTEC T8, 30MPa( ~ 305kgf/cm?) % ZEBOENHS. BEHTHS LEBEET

B2 EVEE O ERESEDLET, ICBRLIBADENER LBV ETT,

@pH7.0 U ETTREABITEZEIE. HT LDRERK

pH @ pH2.0~9.0 25CLFle LTFEL,
N 5~ 40°C (pH7 LT DAARERR ).
glEL e 5 ~25°C (pH7 LA TR RS )

3.1.3 | EAEsEAE

T MZMUIL. AR/ =y TE/—Jb, 2- TN/ —]b
- p.32 [ -15: #HERBE] (K -16: TDMODKAR] ICEEEHDH HKAER (ARAEL p34BR)
KIBBRICHA T DEE T MTBE( X F U t- TFIVI—TIV) B HRIMNT BT LT FBREAAE LT ZIEENBHYET,

314 | h5 LREN—Y

HoLERSBFEVEL DI A—FA— M)y I DEREZHSEHELET,
$FIC pH7.0 L ETTERICEBBICIE T THERTEL,

H—RA—bIy D= ERI BlIcE. H—FA—tJvY
RIVE—DBETT,

HA—RA—=R)YIRIVE—ICH—F A=y Iy L,
BWEEZAWTARASLORICIERLTIEL,

A—FA—bUyVRRIVE— H—FA—rIvD

2.1.5 | 4 FIVoETIIE

HAZLDEREFVICLBENDLERZHE ATLELYRCBHEVIESBHIT,
YU TIWROEEEZ SERR T SIC05u mBEDAY TLY T4V R2—ICTRBLTTEL,

2.16 | EBOWE
HETRFCHIEENTOARIE K/ 72 b2 hUIVTY GARLLIERIN—V88 ).
TEAICH TR AT LEETT BRI HPLORE (L —TZ8HE ) Z TG EE B EICHDRARUERLTTEL,
IRERRDHVIHRKERROEEEEERLIISE
- BEREEHEVRT 1o [FEBKBHZWVIEK (HPLC VL —R ) ITHRE L& T2/ —ILTk% L BEE
ICBHRLTTREL,
2) IEREROBEMBZE ERLREBDRE
- BERICERLTTIEVEL ERTIBEMREEBERNDBRENES VEDEVEEIF ARREOBRE TRER
ZEHRLUTHSTEALILEY

3.1.7 | A5 LITERY Bl

EAT2BEMENEERLENAREZEGIHEEICE. ATZLDOBHEBIRIEZENOBERZEBRET. FEDEBECTITD

TTFEL,

1) CBEZEEHEL) K (HPLC FL—F) LERAEDERESR (BMDOAKREFALESL) ZERL. RyTOHE%
0.5mL/min. CiEERLTTELY,

2) Ry 7THAOLERTZRMATLDOAY OZFERELT TEWV ASLOHAONSKRDFRHELRDSNS, RHIBFITEFR LT
TEWL,

3) 10 ~20 piEEEKR L& BHNOBERZBELTZEWL

3.1.8| AEEE

A LERSBEVELL DI, EROA—FA—M) v IZTERTEL,

B2, pH7 UETTERICEZIEEIE. BERADAH— FA— M) v IEKRTTERTIL.

cHILTEWNVEREEZ Y, AZLEDBRLEVTTEL,

CEEC, T by, vA0KRIVA, IYXFIVRIVAT Z K (DMF), I XFIVAILKRFZ K (DMSO). EFfg T F )b,
BEAFLY. 75 RFAT7ZY (THF) GEDRBREL. EZAMETEHREALTWS . AT LEZBIET HBNHAHY
£9, AT L% HPLCEBICES T BR1lc. BITEBL2E (VI 02— Ixo2avIl—TEEEG) % XE
SCEDOHEIARICR > 2 BHBE LIEH T LREREICRLICERLTTEL, B, A— b 75— )oY
PZ—FNIVDEARDBEBHIIRZ S LZVWTTDTTEETEL,)



3.2 | 5 ENE D3R

3.2.1 | BHEREDFIE

O HUTIVOERICES> T, BEWEZRRLET,
p.32 [3.3.1 #BBEME ZTBRT I,

@ p32 [F-15: #EREBEHA] I<C. DRZETVET,

G QDBHT. PEDIKLHESNIIHZE.
p.35 M3 ARIFEFEOTE ) (> CHBEMBENZRELLET,

@ QDRI THREDIKLARSNEZWZEITIE. [R-16 1 ZDHODHER]
EHHLTEL,

©® LETRELGHEMNMSEOSNEWVGEIE. OFIIVASLZEEHLIEEL,

BEgERE7O—Fv— b

© FEHEOERICEIBEBEZZERT S
(p.32 MHERREENE) BR)

¥

@ [5&-15 @ #EBEA]ICT
IEITD

DEDIKLARSN e

DBEDIKLHA RSN 7ELN

DEEDILLD RSN T

@ [5&-16 1 TOMAER] 1CT
DTS

B PHDIKLHROSNTIBERICDONT
3.4 RIFEFEDAE TS T
BEELtRZRBILT S

REFLDENEONEN

RIFEHBENMZONT DBEDIKLORSNEL

SFIRE OMOmARREFZIVAS L A—T 1Y
TRAZ LBEA) . O—TA VTR
A7 LGEER) THRY S

(FBHife) BE N A NI— L



3.3 |HEBERR R UBEIERRESE

3.3.1 | #2aiE

DT BEEMDEEICKY . BEMEORRUFERT 2KERDELGVET,
TECOBEE ( [F 15 HEBHE] ) 2R —IERT ST LEHEBDHLET,

(& -15 : #:22558h1R)

(LAY 3 (a=ry) EE LAY
ot v DEA T
PO #@g:g,oﬁn& 7K pH9.0 (CHHEE L1z 20mM
e REKET ¥ EICY LA
et TERZ MU AR/ =)b TR/ )b 2- TN/ =)l
Rl FhSERATSY. TERY
Eﬁg’m@]*ﬁ AETR | BB

MRADIEEE | DEA= Y I FILT IV

@©  R-15#ERBEE] TTHOEDIBNMESNGEVZEITIETEDONKER ([KR-16: ZDMDACER]) ZHE LT EL,
KBBRDARIE, REGCHD (332 BEDARSEE (F]))] ZTERTEL,

(& -16 : ZDMDKAK]

[ A=y BEMEY
FIO—RRHTL 50mM 1) VESEETR 20mM KOS ETR
( CHIRALPAK® AD-RH/AD-3R, pH2.0 pHI.0
AS-RH/AS-3R, AY-RH/AY-3R, UV EIKGETR
AZ-RH/AZ-3R) pH2.0
50nmM 1) > BEKETR 100mM KPF, (&7l NaPFy)
pH2.0 AR
VO —R%RAHT L U BT 1) BT pH2.0 ICFAEE LT
(CHIRALCEL® OD-RH/OD-3R, s 100mM KPF, (% 7zl& NaPF,)
pH2.0 HCATR
0J-RH/0J-3R, OX-RH/OX-3R, A
SHEGIHOES BT pH2.0 ICHBEE LTz
100mM KPF, (& fzl& NaPF,)
KiaRK

@ - —fRlc. BRBAREOBENIZ. 7LD NI T2/ = A2/ —IVDIETT,
cBRBAEE LTIV IV EGSRLEE. 7 F Z FUIVMICHRNTEENS KBV ETOTTERLLEL,
c AT LERESLERZENDH Y ET DO TREUNDERAE Z SEBICHESTEVTIREL,

® -BEHEIE. SERTAAIC0SUMBEDZABEA YT LY T4 )b2—THRALTTEL,

c BEMAIE. AERET LR M VIVDREER (ARLIIIR 17 208) SR Z10H5 T L2 HEHLET,
AR OBLRREZ RS Lt WEEIE. BEEOEMRLZRFELTREL,
(FllE p35 URKFSRIDFAEE ) ZETELN.)

cHZLDBEETIFR L REFEHNR G DEBEROB LT 55580 H Y E T,
(F#llE p35 URKFSREIDFE ] ZBETELN.)

cASLDBEZ EFCREZTIFSE. DREENR LT SHBE0HVET,
(FlE p35 URFFISREIDFREE ZCETEWL.)

- BHARIEITROEER T ERIAIT £ I BEMEOBHAEEMLEDY S 55 LIBOMTH LA S LDFEY D

FRRAICEVET,
KB | BB

90/10 ~ 0/100




(& -17 : KRR OSENBRERLL]

WERTSENBREREE O / 72 R = R U L)

CHIRALPAK® AD-RH

60/40 (v/v)
CHIRALPAK® AD-3R
CHIRALPAK® AS-RH 60/40 (v/v)
CHIRALPAK® AS-3R 50/50 (v/v)
CHIRALPAK® AY-RH

30/70 (v/v)
CHIRALPAK® AY-3R
CHIRALPAK® AZ-RH

50/50 (v/v)
CHIRALPAK® AZ-3R
CHIRALCEL® OD-RH

60/40 (v/v)
CHIRALPAK® OD-3R
CHIRALCEL® OJ-RH

80/20 (v/v)
CHIRALPAK® OJ-3R
CHIRALCEL® OX-RH

30/70 (v/v)
CHIRALPAK® OX-3R
CHIRALCEL® OZ-RH

40/60 (v/v)
CHIRALPAK® OZ-3R

- BRSO NBE. BEOBREMEEZERL. Y2 TIVDAF U LEIEY B EHFRNTT,
2T MEREDRENARENBMERARDREAR NRBEEBIETT,
c VAT VDS RS BTcsh, FRERMACEIR (<pH2.0) IFER LBEWVWTTEL,

BEREMEEMONETIE. 7IO—RARAT L ©IVO—RRATLEDIC, BEEOBERZFERL. Y
TIVDAF A IMET 2RUDEERH T, BRBEEUBEEE LT IYIFILT7 IV TpH ZH
L1 20mM IRBOKZRT V EZ D LKBEREKAEEHWARDERRR] NREGBEETT,

* VAT VDS RS BT, SRIBEMICER (>pHI.0) IFERALEWVTTEL,

* pH7.0 U ETERICEZEE. 5 LRER 25°CATICLTREL,

RIEEAFEBICROERIE. Y UATIVESLEEZRNDHY T,

- [R5 D EERHIA] TREFLGOBNMESNGVEE. [(R-16 1 TDMDNER] ZEALET,

* T IA-ARD T LTERERCENENBT 5155, BEMOBEEEEBL. T2 IV F e ZIEd
BTEDMRITY, > MEREDEEMRERENAEAHBREDOESR NRBETBIETT,

s VA —RRA S LTEEECEMZDBT 255, NTYTILAOUVEAY ULEOEERNL. 174>
N7 - VA TS 7 4« —NEFZFBIT 2 EHDMRNTT,

T A1 F MIFIRETRIFGABDNZONGD o HE. INFTT7)bA0Y VEEH ) U LEDRHKE
R IKEEBRREDRER) ZHHLTEL,

c VUATIVDS RS B s, BIBEMKER (>pH.0) IERLGLTTEL,

« pH7.0 U ETCEAICE D, A5 LREI 25 CUATICLTREL,

- RIBEDERICROERIE. YU AT IV ST RBNABYET,

33
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34

3.3.2 | BEMBERRAE #)
W EOST (pH2.0) DI

K (HPLC T L—F) IcFBZRIL pH=2.0 ICHET 2.

WV EEIKER (pH2.0) DRSS

K HPLC T L—R) () VB RML pH2.0 |[CHEET S,

W) EEER (pH2.0) DR E

AR 50mM UVBBTIKEN)DLIKAR

3.40g KH,PO, / FW 136.09 HIK (HPLC 7 L—R) ITREEE. 500mL DKARITT B,
B : U EE(85Wt% D H,PO)

> ARICBRZARIML. pH%Z 20 ICFAET S,

W20mM EREEIKZERT >V EZ D LKA (pHO.0) DR A E

AR 20mM REEKERT VEZVLIKAR
0.799 NH,HCO,/FW 79.06 %7K (HPLC 7 L—F ) TAfEL. 500mL DACERICT B,
SARICVIFIVIZVRERFML, pH & 9.0 ICHHET 5,

W100mMM ANFH5 71040 VB A TLKARB KU
JIFIVFZVT pH2 ITHAEE LT 100mM ANFH 7040 VB A1) 0 LIKARRD SRS

AR T 100mM AFH T LAOY VB A TLNGER

=9.20g KPF./FW184.07 K (HPLC 7L —R) ISAEL. 500mL DARICT B,
Bik: VB (85wt% D H,PO,)

SAKRICBREZRML. pH % 2.0 ISFAET 3,

W20mM RUBREER (pHO.0) DERE T

AR 20mM RUBKATR
1.24gH,80, /FW61.83 %7K (HPLC 4L — R ) ITARRL. 1L OACERICT .

BiR: 20mM ERTEE S b LtKFAGER
3.81gNa,B,0, * 10H,0/FW381.37 %K (HPLC &' L— K ) IR, 500mL DACETRITY .
=B RIC ARZEARML. pHI.O0 ICHHET S,




3.4 | (RIFES R D RN

T DFER.

A) RENHEL DDA TREHEE -
%

B) RIEFHGETET

(1) {LEMHBHELEVSE®

) ERETORLIWNGES -
%

IFC8HIT, p32 D 3.3 @ HEER ] (TS CRE LIBEMBIC TOMEIT O TR ELY,

OEHAELLZTIT 5,
@HSLEEZE TS,

OEHARLLZE LTS,
OHTLEEZ TS,

FOREIZITOCREL,

340 | BH%AELEDOHME

REFPDEEE. AOLBEICKESHEZRITET,
RELIEEDTOR MEFNDEEZLERLET,

REFPOBRICIE. BRARDRESLEHARECRELE
9, K-, KETEMZMIVDESEEE 50/50.
60/40, 70/30 |ICRELEED YO MEEFNDLE
ZhBLET,

@EHAEIEABLEL, RIEFNHE. NEEEE
DETH. TALDBNMESNNISIERBTOHT
TEI

OEHAEEAMBENEE, RIFH R, DBORIF
IKEVETH. E=2i3T7a—RIcEYEY,
oT. BTSRRI ZRETHI LN
EBTY,

3.4.2 | BHAEDER

REFPDBEIIERAEDERICKECELZRITET, TaXlc, 7EhZbUbe I2/—)b A2/ —=)VZRWcEED

IO MEEBNDEELELERLET,

M -2lc. ASLEEZ 5°C. 25°C. 40°CIT

log k'

1.2

65

' =
0.8
0.6 %
o4 N N
0.2
0 | | . =
_0'20.2 0.25 0.3 0.35 0.4%5\ 0.5
0.4 \k
-0.6

BHOAEL

(X1 : EHAELE S REFES) (55 L :CHIRALPAK® AD-RHDI5E) ]

o o 2-Methyltetralone 2-Phenyl-2-butanol
AIRER ARERILE T | ommm | K | HwEK
7ERZ MUV 0.5 1.03 1.26 1.22 0.37 0.47 1.29
Ix/—Jb 0.65 0.92 1.06 1.15 0.37 037 1
AR/ =)l 0.75 1.35 1.63 1.2 0.24 0.33 1.36

BEAREEFIZIDEOGERICHIET,

K/ 7 b= R =50/50 = 7K / TR/ —)b =35/65 = K / A%/ —]L =25/75
Ele. ZLDILEMD 7= MIIVEBBIR T Vv —THE-IU 25X &Y,
TH. BEOERICK)BHEPHLRLEZENEHIVET,

35
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343 | HZ LBEDHR
REFEPDBEE. DILBEICKESCRERZITET, K 2 1. ATLEBESR 5°C 25°C. 40°CITRELEEDIOXR T
BEN\DZEELEBRLET,

OEREL. RIFHR. PWERIFTIH. £—v
AIO—RIBYES, 600
O=ETIH. REHBL. DHLBEILUETH -
+HEHBNMESNBIEE I ERBETHNTE -

£7. o
LIAoT. 5~ 40CORBET. BMICRHLENS - \
200

LiBEERETHIENERTY,

XpH7.0 U ECSERICGESHZEIE. 25°CUATFT 600
TEATEL,

1] 5 10 15 20 25 30 35 40 45

AE (C)
# 7 & ¢ CHIRALPAK AD-RH.,
FElbi @ K/ T b= F Y IL=60/40(v/v), P : 0.5mL/min.,
#&i 0 UV 254nm (B, @ © 2-methyl-l-tetralone), UV 220nm (3 , O  2-phenyl-2-butanol)

(K-2: DEECH 275 LIBEDRE]

3.4.4 | BENED pH EDFE [@HE(LEMDHZE)

ZveE7a7I v, BEMEELT pH2.0 ~70 DUVEEERE 7L NIVDREBRZRAVNT. FFEMEED
nEtERALE L, B3 TORBRERINDIBEEDE pH (#E#h) & FIF0FAI—D K (REFFRED) (M)
DEARTY,

ZivernzzrEfIc, #%EEELT pH2.0 ~ 70

DU VEBEEBRE TR N ILORAAEE AT, W ——

HEERFODBEEHF T LT, 3 E. TORER 6.00 F —.—k'zl
BEINBBIEDS pH (88 & 8T+ F4<— -

DK (RBHRE) (ts) OBERTT. gjgﬁr“ ‘
4. 00

K’ 30 :

OpH ENMEVNESREFHR THBL BT, |

OpH EABWNEILRBH T HBEBEL, Lo |
1. 00

0.oo0 - |

1 ) 3 4 § ] 1
pH

oo

#1 7 4 CHIRALPAK AD-RH,
FEEM 0 50mM ) v EEREEE/ TR R = R UL =60/40 (v/v).
i D 0.5ml/min., # 7 AREE C 25°C, Bl D UV (254nm)

(E4-3: ER ML B DD BEICT 3 BB ENEDpHIKTF %]




3.4.5 | #E1ED pH fEDELE

(EE M EEShDET)

TIVT L/ B—)VIEEEE G, BEMEE LT pH6.0 ~ 10.0 OV VEEERE 7L M IVDREBEEANT. KFE
MEODEEHAHFE LT, B -4 & TORREARINSBEEDE pH (E#) & RIFVFAI—D K (REFFRY)

(Kitzd) DBIRTYS

pH [EDBWEEMEHRTIET IV L/ O—IEREED
T/ EDAF A IH END s BEDDED
BIEARANMEE. RIEFIIROSNDEHEETELT,
ThEOE, BEECEMZHRNICHB T BT,
DEELIEWNMES DA F L2 IH T 5 L 5B EED
PH ZEOITRETDHIEHERTT (F).

) YUATIVSEENFDTes pH2.0 ~ 9.0 DEE TTHEATEL,

OpH EARWNEEREFH R THBDRIF.
@pH EMEVFERFNFHF DEERL,

3.46 | BERICBVZEDEED

3.00
2.50
200 r
k> 1.50
Loo f
0.50 F
0. 00 : : .
§ ] T 8 9 10 11
pH
# % & . CHIRALPAK AD-RH. #8141 ; 20mM Y » MRt/ 7 4 b = b ) L =60/40 (v/v),
P : 05ml/min., A5 AN 25°C, B UV (220nm)
(B2-4 SEEM L EM DD BEIN T B BMED pHIEKTFIE]
B/ 48R
=B

7IVT L/ O—)VIEEIEZBlIC, BEMEL LCEREMRERE 7L NIIVDREAERZBWT. AFEM RO DBEZ

FlLrl,

BRERBRICBVSEODEHEOLVREFFHELR
T REDBVMVNEERFICHBTEET,

b5, REBLUDHITEERARICALSED
BEICKVREERITET,

U e
(KH,PO4-Na,HPO,)

A
8
T3
& 7 ER T L
(H,B0,-Na,B,0,) II
. ||
Wl
A .\
# 7 4 0 CHIRALPAK AD-RH, H#H] @ 20mM 88#H% (pH 9.00/ 7 & F = F Y &= 60/40(v/v).

A D 05mL/min., A 7 L0 1 25°C, KM UV 220nm

[&-5: 71V 7L/ O—)VEBIED BN T 2R EROEEDZE]

(FBHife) BE N A NI— L
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4.1 185 L FS5TI1VEZD5NE

@

A FoRE
RERBOTH: EenEonE | @

Rl
7

; A FEE o o EEMED
TAIWE—FEEY | mearre alle RUX—Bi% M - R
e : - EREME DI
BEA HEED | BAEAOEE | FOSEOBE | mismos el
FR | Taw.fmmn | BOSROEE | RSEMEOTA | o RORR | RREEEO
SRR
= =ig FYIVAEODN B
g | o R R BEED L s IR 75 LR
= vl = 0 — = = = . On
Fg—fickatglt| valg—ge | PITLEREX | DILEREX e
sy | EREDERER L L CLBEGSHES | FAROEE

®© Z4IbZ—DFEY
BEME. ERPORYPTBEIND T IV 2—IC5EY . ASLEER. MRS ELELCHIENHIEITREDHZEIL
WARDERAFRLIVBETHZEHDIET,

@ ’: > "“': 0) A
FERSEEU LDENDER. BIEAREOBRICKY . ATLRTHRA PHEELBRBET Y 3/LF—E—ID0REL
e EABROBKRICEVBRCELGIRBILDNHIET ., TDFE. NROGIHLSEEHYEEA.

® (LZEZEE. RIT—BE
BIEREOBBEPRIGHENBEDIAICEIVELCE T, COBEMRNGERLAEEHIEA, RII—BEEDBEER
BEITEHREICEY . ROTHZEDFTRETID. MEeZEHAOREE TRIET S LIERETT,

@ BRMEDL - BE
BOAMMBED N TLRICHT BT EICKY . DILMREE(L - HLEeELBBADBHIET ., MHLIMBEDRRE
BRI DIEICKY ., BETHIEHBIET,

4.2 | h5 LD F v I 5k

BECDHTLOMEEHERDTS. UTZREI 2 LELHREDHLET,

TEAR. DOLEFERINDHIC. ATALICRMITN TV RHEERERTEH. bLUIBEIEHRAESDH T,
SAETHIERA Z LRSI A TTUONE T,
COR. DEHRE (afB). FRIFERE k). 9BEE (Rs @) . EREH. E—IXHE (PsfE) #RBLTHEERT,
BIZIE s « <IC,ID,IF, AD, OD & & D HEiRssHEH > 7L
1,3,5-Tri-tert-butylbenzene 7JUR U wF4t— (toBIERY > 7IL)
trans-Stilbene oxide TIVRE U wF3t — (DBEEREEHmAY > 7Ib)
HILDOFEREEICEDE T, ERMICR—FXHTHMT 2T &Ik, IRIROMREEHRT A ENTEET,

<HZLERIBEVE fdblc>

* DSLEWRWEGRAELCH DA E TR - RET B,

- BRPIEEZ AN LB EME CREMBLIERICIE. IUTRFET S,
c H—FH—bIyI%ZERTS,

- ERENZBAGWERTRAY %,

NV A= ST




4.3 | REDBHEERFOIER

ttmwl, 7 4 >IN 1

RIS
LTOBIIES ’9 [CHRN'BEE

e

i
Ve

BTN -THER

m\ﬂ

RIOEE

Higs

N34 lﬁﬂ.’-%sl'a‘ia)ﬁﬂﬁ

A7 L% HPLC KB HEht g BRIl

(=M T5—02 ) IR — RO RO BB

BTRB2E ((VI172—PYVTIN—T%2E0) Z. BRI STBERL LJUIATLRE

IRFELHBTT, TEETEW)
LBRIFERATERVRENMETEREALTVWSE, HTLEHRIETZENDHIET,

ARICERICBE

4.4 | TIVREBRDEE

BT INV—T DR EZEBERDEGD L. DS
RICEDELDBEDBIET,
K3lcyax MiaRLE D,

BIZIE, L&, BROEEBEEERRIC. SREDH >
T —THERaERLIERE. DEESHIRECEL
IBHEELHYET, (K -3 Ibuprofen)

HEHAH DIV T IV A EELEGBEEMICE LT,
PG BERICTIVa—=)VEY Y TV —T RIS
EREBDBMEEM TN LU EET—RAEHBVET,
REOLEERMEEY TEHREN TIEH Y ETHDEHD
ExofleY . E=UHRDELEZT—ADBIET,

-3

Rinse Solvent for Loop

Ethanol

Mobile Phase

Ibuprofen

Intensity (AU)

Ketoprofen

Intensity (AU)

Fenoprofen

Intensity (AU)

ntion Time (min)

tion Time (min)

Column : CHIRALCEL® OD, Eluent : n-Heptane/2-Propanol/Trifluoroacetic acid=
100/1/0.1, Flow rate: 1.0mL/min., Det.:UV254nm, Temp.:25°C

4.5 | BEERDKTDEE

BEMEROAS DR BLEED—DE LT TR
BAEL

100 200 300 400 500 600 700

H,0 mg/L

1.8
0 100 200 300 400 500

-4

YU TINCES TS, BEETOKDIELDE 25 5E
ICAELHETBTENBYET, 24 —4\ 24 —4\
-4 CRBEIEROKSBEZ LS LBO. 2 FX 22 EI\C
RIFHS (KB HME (aff) 27090 Z2ETY SSERN
TOET, kHBHEMT DIV K2 pEE 2T E AN 2 E AN
CRAOL. EROICaENNEEOTOES,  2F ¥ N ht
REXDOBRMCHESRELBEG.  OF s E s

0

AL
1BEE -

BIE S
%7 : trans-Stilbene Oxide

CHIRALCEL® OD-H

n-Hex/IPA=90/10(v/v)

IR

B 25°C

1.0mL/min.

®H 0 UV254nm




DEE (FEEFIERESIVAS L)

X -5

HAZLITERLICARDBEICKY . Bz
BT B ENBYET, il #IHA TARMEE MeOAQ) e £ B2 DR 3

B -51c. HEEEONMT (AR . B D I
AFIVBREEDICHS LDy M) % \
ot CESn O b ERLES, | - -
FREDEIETY 4y FFBTEICEY, TS @/@ - J.r

BUAE BB LA TEDIBARBYET, | - - L T L
E@mASLOY LY EieonTiE P3| O M i i M
SLFARELY € bR TR | A L

eEL,

XEV=R (A—TA4V 78 - BERETSIVASL)

B 2 WNIEEFIIRZ 2 CHEMBEBRE. EtOH FTHSLRAZIT OCHEMREDESD 5 WVIFEERNFIHNEZE TS
\BENGY .. Pt RN BEMEINICEWVTOBICEEZRITTAIRRENBIET,

K6\ ZDAZHRBLEY, RMEBATLICTHERERLEMZ DM (n-Hex/IPATEENR) LIFR. /A FODLD

BORERMESNE LIz, RIC0.1%TFA ZEE n-Hex/IPA Zi@BiR%E. TTOBEME (n-Hex/IPA) Z—ERRBHERE. 7
WZET Ol ETATFADBREICKY . 7O MODLSGTO—RFEE—IHMEoNE LT,

RICHTEREZEZEEL. 0.1%DEA ZEE n-Hex/IPA BEMRIC K DTHML e LA VAR MODKSGEYv—TIEDBED S
ShELfz, THUEFTERIIC DEA BB LTz, TNUd DEA ICK O THBEHCERE% 1257 TFA BZ2ICERYURRIN. 1B
B LM OICEFEL DEA FE T CHOMDNTON & TT, —B. TFA HB\LNE DEA DEBE (AEV—) HMILi5
A, TRICEVRKZEIF# L ERDISGHHREOGEVER (/AN 7AIMR) EB2bDEEILSNET,

Bk, BEMCEMONICE WV THEREDRWMERZ/FAToHICIE. @R, BERNNEEEZERTIILEHEDHL
EE

| OJcolumn |
NEW COLUMN | n-Hex/IPA| Hex/lP =—> | n-Hex/IPA+TFA |
= ] ® TFA
o - - : ® @
o [ I\ b 5 &
o o b o @
.. 4

m —> [n-Hex/IPA+DEA| —>  [n-Hex/IPA] —) [n-Hex/IPA+TFA] :

® DEA ® TFA

: “‘

H .

E "‘ .

: , D ®
After flushing v;lith n-Hex/IPA=9/1+0.1% TFA  After flushing with n-Hex/IPA=9/1+0.1% TFA . . .
analyzed with n-Hex/IPA=9/1 analyzed with n-Hex/IPA=9/1+0.1% DEA

= - o o
-

% ! e®®
an -
: | | »
i [ 4
s ]
" c{ R —
3 J N\ . —

. EEEEEREE R - - ‘:"';';"':‘;"';';'.’,"';';';';

NV A= ST
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58 U959 I—TIVBXSIVASLEER

CROWNPAK® CR-I(+)

(K]

()
94ty Q]

BSOS
<)

immobilized to
silica gel

CROWNPAK® CR-I(-)

&
(L

e I0
5

immobilized to
silica gel

CROWNPAK ® (HZEEE T 20 Y T—T IV ERERLIEAZ LTS, 750 I—T IV THRER
ILEMDT VEZTLAF> (NH) ZERL. EF TFINCLBAFRECHAFDEILET,
cFIINWNELI =) ATIVIIEERE L. AR EZFE5ELTVE T,
c DEENRICEYNE T S /B TS/ 7IVaA—)b, TIVELRE, AEROEEICE—HRTI /B

BT HILEYTY,

= 75UV I—TIVEFIILAD LR

51 ELslic 43
51.1 HZ LD 43
512 H5 LEREE 43
5.1.3 fERRIREALE 43
5.1.4 #ERBERSE BER) 44
5.1.5 #ERBERIME (BHER) 45
52 SDNEGEDRERE 46
521 DREERAEZO—F r—k 46
5.2.2 pHZ&HEDOHR 46
5.2.3 BBMEAINAIDEEIR 47
5.2.4 BiAEDZER 47
525 BT LBEDRE 48
5.2.6 AHIBFDBERICDOLNT 48
53 CROWNPAK® CR-l % FE U N e B 49
531 a-7X/B.B-7Z/8B.y-7I/8 49
532 73>, 73/7)ba—)b 49
533 R7F L & 50
5.3.4 EBZLETOD BB 50
54 CRPWNPAK® CR (£ DL T 51
54.1 HZLDHERR 51
542 Ho LfER%G 51
5.4.3 fERRIREALE 51




5.1 [IZLC&IC

51.10 | B3 Lot

CROWNPAK® CR-I(+)

ASLIVER: DF—B—REAT

REHRF : (S)-18-crown-6 ether (/1) A% L L ZEEER)
MFRE 5um

immobilized to

silica gel

RS DEABE 1 K/ A2/ —IL=95/5 (v/v)

CROWNPAK® CR-I(-)

HSLIVE: Dt —R—REAT

AEZHAE) - (R)-18-crown-6 ether (/1) B4 )L LEHESEY)
MFR 5um

immobilized to

silica gel

R DR AALE © K/ AR/ —IL=95/5(v/v)

512 | 5 LERRG

HSLFAR (HE X BE) 30X 150mm S A5 s
BERAME HOLDRTITHRENTWET,
= A7 LERSBHEWVEL 2. 30MPa (~ 305 kgf/cm?) %
FERE" BABNEN T EAE BB LET,
PHOHABEN ) DH1.0~70
TR R —5~40°C

KENER. A LBEHITHDZEEDRAMBDI ETY, COEEIF. A5 L% HPLCEBITEG L. BRLISGEDRALEBDEIN S,
B THZ LZER LEVEEDRALEDENZEZE LGV BICEY ET,

5.1.3 | ERTREAE

CROWNPAK® CR-I(+) / CR-I(-) 35 LIl —fRICZ U AT IVNR—RAD HPLC BAZ LICERTESBEET
BNE EOESHBEIETE CEMORFET. K (BEACEE )/ 74 FZ b Ul K (BHEREE )/
7 A—VOBARINA. KEBETST FSEROTSY (THD). 74 b VD& S HaEoBEELE L TORER
KA

& 1o  CROWNPAK® CR-I(+) / CR-I(-) B 5 LINIBMERBEMEL A TEE T, BRI 7IVAY / 7IVIA—ILDRERT.
FWRVLIBZIROSNE T EHZVELDTY, KR (HHE) BEMEL SERARIR (B8 ) BEE
HBHVIEHARIR (IR ) BEMEL SKR (A ) BEWENBHRT 25513, LIHEETHBE (T2/ -/, 2-
7O/ —)b) ZN L TERETOTLRREL,

43
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5.1.4 | #EBEWERM GEHER)

KBERY BIERRICAR
BHRE® CH,CN, MeOH, EtOH, IPA, THF, AT
RERZ S BIREMN BIEREE /KA (pH 1.5) / CH,CN =80/20

@

MERADIEE (CHCN : 72 b Z UL, MeOH : A% /=)l EtOH : T%#./—JU,IPA:2- 70N/ =)L, THF : 7 S RFOTSY AT 7 Y

- AZEEMICIE pH 1.0 ~ 2.0 TRV & BOWDBDESNE T (pH7.0 ETHEVWERITET ),

* pHEELS T2 L —RITFRFHARLCGEYBVDDBDEONE T, A7 LERIBHBELLEL oITIE HRD
W DB BESNZREEV pH ICREAERE L THENTEL,

cBEAETIFR L. RFHPRAEYDBARL LR EALNDY T,

< BEEED MU )L O G E OBIEEBUNDEEE CERWVRITETH. 2L DIRE. BERBEIKARE
FERLIEAD DB NIEE <. £BEMED UV RINGINZ 52 A TEET,

—RRIT. BEAROAHAE. 72 bYbe b THR 2- 70/ —Jb. TR/ —)b. A2/ —)b
DIETT,

cBRAMEE LTIV O— IV EFERLESE. 72 b Z MJIVITHARTEELNESLL GV ETOTTEET I,
- BEHEIE. CERTBEIC05umMBBEDZILBEA Y T LY 7 4IbZ—TABLTFEL,

- BEEIE. ACARRET M MU IVODEER (FEALE 80/20 (v/Vv)) b SiEkETEIRDH B EEFEIHLET,
SEROBAHRBERG LIcWgEIE. BEROMERLEERELTTEL,

KARDFRABLEITDOWNT
() FRIEEZDETT DT, pHERE T pH ZHEER%. BEEE L TTHERATIL,

smmemﬂomﬂﬁ%@mgﬁ%Hmcmmitu4#/§xmt@mLuuui?o

<FEZFE>

<

BEMEIFIRR. & LNV TLTHN=ILTHSTHERATEL,

SR DORIFOBRE IR OB MEICEE LET, BRI RN TRIFEEN PTGV ET,
—7. ATHRERDNRBIENGVZEPOBDBSZEICIE, BEMED pH 2 TIP3, ERIGEEZTIFHT L
THEETNDIEDBVET,

CROWNPAK® CR-I(+) / CR-I(-) &, PHHREMEVNE ERFLDBENMSONE T, cfZ LBUKELEMIXERT T
K& LT VMERLD Y FTDTTERETEL,

CROWNPAK® CR-I(+) / CR-I(-) & K+ A AV Ic K > TABEDEE ENE T OTHIBICITER LGV TFEW
(A LBEHEMEEEZITET LEHY FHEA)
AT LGFRNEEZSZ T A LZDBLIEVWTTIEL,

HS LDRE - KiF/ ZDfth>

A7 L7 ER%IF. BeaEROR—OEROBERE NS LICBRL. BEReld BRELTRFEL, 3l
ARG RR W BEMRITAD L. 05 umBEDZABEA Y TL Y74V —TEALTHS ERALEEY
DI EAHBHZNENBDNBLGDRAICEY £,

FHRDRE LTHE. 72 b b UILP AR/ — )G ERRDER LD T UERZ TR 0.2mL/min, ZET 2
RrfEfEEER L TR ELY,

WARRG TRIGENICTERICGE ONDIZEIE. K/ AR/ —IVEBEKR (#9575 (vv) ICBRLTHS L%
RELTFEL,




5.1.5 | #2884 (EER)

B—HEIEAE n-~N\FH>/T2/—)VY/ b)) T )LbA OBEE?/ K
RS (v/v/v/v) 50/50/0.5/2.0

®© T2/, 2- 7O/ — V@RI 2T ENTELTH. REFFBHNMERICR G5 ERLH Y
£,

@ BUTIVEBEPDBENDRNS. ) TIVAOMBOEREZSBH LET. oo A5 LERITEABL
e rediciE. U T ILA OFEEL 1.0% U T TCOFERZHED LET,

® KOFMLELLT, E=V DV =T A4V THBNET—) VI ZBET B EDNTELTTH. KOFMEHZ L
EBEENMEB LGWEEDH Y £T, KOFMABER. 7 IV IA—IVOEES LULRICE >TEDY £IHN
N-NFHY2/ TR/ —)VDHEH 50/50 DIFE. KemA 3% ETHRNT B ENTEXT,

<FE=ZIE>

CROWNPAK® CR-I(+) / CR-I(-) t&. HTFEFICIK/ A2/ —)b=95/5 THIEENTVET,
IEAERBEMENEIR T BI551d. HITIHBTZBE (T2 ./ —)b. 2-70/8/—)V) ZEN L TEBRETO>TIREL,
WIRRD SIEERICEM: LIch S Lld. RIEFFBORELIC D HEREDVEGERALH Y E T,

<HZLDRE - KiF/ ZDfth>

@ 1o LZEFERRIE. BEXUKZEEEVE—DOEBOBEEZ H S LITBRL. TRICFHRELTTEL,

@ SEHRHRELISHE. T2/ —IbPXER/— Ui EERHER LPTUVAKRZTE 0.2mL/min., ZRT 2 KfE
BEERLTTEL,

@ EHEFZETHENICSERICESNZHEIF. n-NFHY/ TR/ —)U=50/50 (vv) ICE#LTHS LZRE
LTTEWL,
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5.2 | RhRFDRES E
521 | ptFEfEREZ7O—F ¥ — b

<E1HEREMH>
#54  : CROWNPAK® CR-l (+) = AHIERF DILRAERT7I/EE)
CROWNPAK®CR-I (-) = AHIBF L(RARET7/E)D
EE 1 25°C
84 : HClO,aq.(pH=1.5)/CH,CN=80/20 (0.2mL/min.) - UVi&H
HCOOHagq.(pH1.8-2.0)/CH,CN=80/20~100/0 (0.2mL/min.) --- MS#&H

2<k2 —) =251
" EHr2E or T E —
k2<2:® == oY BHmEGLETR

K2<2 » [MS#RH] |

[UVIRH] N/ pH DZEE

| HCIO,aq. pH1.0-1.2 | -

E( ...................... '
VEEDEE

JRE: 0-15°C

Y REDHE
| #®E:0AmUmin. |
Ny ARERIOLEE J
Pessssaannas > A= (e9.020%) |
BHEROEE Y i
n-Hex/EtOH/TFA/H,0 = 50/50/0.5/2,
25°C, 0.4mL/min. > Gzl

MBREE 1 EtOH= T4/ —)b. TFA= b 7)LA OFF, CH,CN=7+t b= V)b, HCIO,=iBiE%E, HCOOH= +%

5.2.2 | pH &HDHE

CROWNPAK® |& pH Z FF 2 Z LICK > THRIFHARLLZV T, Thic&UnBEAELETH. E—7iF70—F
I3 EELD Y ET,

HCIO,aq./CH,CN=80/20 (v/v)

COOH
H S/\( 0.2mL/min,, 200nm, 25°C

NH,
Cysteine
a=4.70
Rs=10.18
a=4.16 a=2.16
Rs=5.64 Rs=1.58
0 5 10 O 5 10 0 5 10
min. min. min.

pH1.0 pH1.5 pH2.0




5.2.3 | BEAERIIEIDEIR

ke LCHISN TV BIEREE. TFA, MHEL. L. IBREODTHLBIERED. RHLRVIMOEONET,
UV IRERERE DR CEHBIBREAFIF E LTENTVET,

NH
HO 2

Tyrosine
a=3.16 a=2.35 a=2.06
Rs=9.67 Rs=3.78 Rs=3.23
HCIO, TFA HNO,
(uv240nm)
0 5 10 O 5 10 O 5 10
min. min min.
a=1.96
- a=2.08
Rs=1.78 Rs=1.67
H,SO, J HCI
0 5 10 0 10
min. min.

524 | BHEAEDER

— MR TYAERSEME CRATNSEHAH] (CH,CN. THF. Acetone, MeOH. EtOH. IPA) DHTId. CH,CNH

ROLBNOBMREZSAEY

NH
HO 2

HCIO,aq.(pH1.5)/Modifier,
0.2mL/min., 200nm, 25°C

Tyrosine
CH,CN 20% THF 20% Acetone 20%
a=3.16 a=1.99 0=2.82
Rs=9.67 Rs=6.06 A Rs=6.55
0 5 .10 15 0 5 .10 15 0 5 .10 15
min min. min.
MeOH 20% EtOH 20% IPA 20%
a=2.61 a=2.86 a=3.00
Rs=4.47 Rs=5.40 Rs=5.68
0 5 10 15 0 5 10 15 0 5 10 15
min. min. min.

BESNI—H\ U



525| B3 LBEDEE
ASLBEETFRCLICE>T. REHMARLBVET, TNICKURBHEZMELEIA. E—VERIETO— Fic
TVET,

HCIO,aq.(pH1.0)/CH,CN=80/20(v/v)

H,N COOH
W 0.2mL/min., 200nm

) NH,
Asparagine
Rs=5.3 Rs=2.6 Rs=1.5
0 5 10 0 5 10 0 5 10
min. min. min.
0C 15C 25C

5.2.6 | iBHIEFDFERIC DT
CR-I(+). CR-I(-) ZEWRIFBDIF BT LICK DT DREITNEAFZEMEDALIEFZHEELEHENTEET,

Q= QO
N / NH,

H H,N  OH
erythro-2-amino-1,2-diphenylethanol

Flow rate : 0.2mL/min.

Tryptophan
()
D
)
L
0 2 4 6 8 0 2 4 6 8
min. min.
D
(+)
| ]\)J\
0 2 4 6 8 0 2 4 6 8
min. min.

Mobile phase : HCIO,aq.(pH1.5)/CH,CN = 50/50 (v/v)

Mobile phase : HCIO,aq.(pH1.5)/CH,CN = 50/50 (v/v)
Detection : UV200nm Temperature : 25°C

Detection : UV200nm Temperature : 25°C



5.3 | CROWNPAK® CR-l %= FH\U =53 Bl

5.3.1'a'TE/ﬁxﬁ_TE/%\V'TE/@

Column : CROWNPAK® CR-I(+) 3X150mm

COOH NH,
mz COOH

—
Phenylalanine
e
B -Phenylalanine
s 0 2 ' 6 8

° S mn A

Mobile phase : HCIO,aq.(pH1.5)/CH,CN = 80/20 (v/v) Mobile phase : n-Hex/EtOH/TFA/H,0 = 50/50/0.5/2 (v/v/v/v)
Detection : UV200nm Temperature : 25°C Flow rate : 0.2 mL/min. Detection : UV254nm Temperature : 25°C Flow rate : 0.4 mL/min.

NH,
COOH
Baclofene
cl
0 2 4 e 6 8 10

Mobile phase : HCIO,aq.(pH1.5)/CH,CN = 50/50 (v/v)
Detection : UV200nm Temperature : 25°C Flow rate : 0.2 mL/min.

532| 72> 7E/7a—-1b

—MRBNTYAERSEE CREATNSERAH (CH,CN. THF. Acetone, MeOH. EtOH. IPA) DHTId. CH,CN A
RLENCOBERZSAET

Column : CROWNPAK® CR-I(+) 3 X 150mm

a -Amino-¢ -caprolactam )
Flow rate : 0.2 mL/min.

O
H NH,
NH,
Phenylethylamine
=,
0 2 4 6 8 0 2 4 .6 8 10
i min.
Mobile phase : HCIO,aq.(pH1.5)/CH,CN = 80/20 (v/v) Mobile phase : HCIO,aq.(pH1.5)/CH,CN = 50/50 (v/v)
Detection : UV200nm Temperature : 25°C Detection : UV200nm Temperature : 25°C

2-Amino-2-phenylethanol Mobile phase : HCIO,aq.(pH1.5)/CH,CN = 80/20 (v/v)

|_|2 N OH Detection : UV200nm Temperature : 25°C

4  min. 6 8 10

(= 0
L]

BESNI—H\ U




533 | RT7F FE

0 H
HN N.__COOH
N
O

1L

0 1 2 = B 4 5
min.

Mobile phase : HCIO aq.(pH1.0)/CH,CN = 80/20 (v/v)
Detection : UV200nm Temperature : 25°C, Flow rate : 0.4mL/min.

0
H,N
N CCOOH

A H-Ala-Phe-OH

N

0 5 10 15 20 25 30
min.

H-Leu-Gly-Gly-OH

Mobile phase : HCIO,aq.(pH1.5)/CH,CN = 80/20 (v/v)

Detection : UV200nm, Temperature : 25°C, Flow rate : 0.4mL/min.

5.3.4 | IBFBSHE T DS B

Column : CROWNPAK® CR-I(+) 3 X 150mm

H-Leu-Phe-O M(@
“ \9)‘\ COOH

0 20 min, 30 40 50

Mobile phase : HCIO,aq.(pH1.0)/CH,CN = 40/60 (v/v)
Detection : UV200nm Temperature : 25°C, Flow rate : 0.2mL/min.

COOH

HN S
NH,

COOH

Cystathionine

0 5 .10 15 20
min.

Mobile phase : HCIO,aq.(pH1.0)/CH,CN = 90/10 (v/v)

Detection : UV200nm, Temperature : 25°C, Flow rate : 0.2mL/min.

CRA(+). CRAI() ZEWDNF B0 BT LITE 2T DRETNEAFEMEDBHIRFZYE LD EHTEXT,

X COOH

_ NH,
Phenylalanine

it

0 2 min. 4

Mobile phase : n-Hex/EtOH/TFA/H,0 = 50/50/0.5/2 (v/v/v/v)
Detection : UV200nm Temperature : 25°C

Tyrosine

Column : CROWNPAK® CR-I(+) 3X 150mm
Flow rate : 0.4mL/min.

HN/WCOOH

\=N  NH,
Histidine
0 2 min. 4 6

Mobile phase : n-Hex/EtOH/TFA/H,0 = 50/50/0.5/2 (v/v/v/v)
Detection : UV200nm Temperature : 25°C

J\

4 ] 8 10

min.

Mobile phase : n-Hex/EtOH/TFA/H,0 = 50/50/0.5/2 (v/v/v/V)
Detection : UV254nm Temperature : 25°C



5.4 | CROWNPAK® CR |2\ T

CROWNPAK® CR I& CROWNPAK® CR- | ERICFS VLY 42—%Y ) AFIWCO—T« > LIcERTT,
DEEEFET £ 1L CROWNPAK® CR- | EREICTIH. HZ LOERSEHE ICHIEHLD Y £9,
Z ZTld. CROWNPAK® CR DfIHR. FEREEE. FERICOWTEHELE T,

541 | HZ LR

CROWNPAK® CR(+)

HSLITVR: Jr—B—RAEAT

AEFHAIAE - (S)-18-crown-6 ether (/1 A% )baA—F 1 > J8Y)
MFR 5um

HEBRFOFAAE © K/ AR/ —I]U=95/5(v/v)

CROWNPAK® CR(-)

ASLIVER: DF—R—=REAT

REHBFE : (R)-18-crown-6 ether (1) A% )VO—F 4 > JE))
TR 5um

RS DEABE 1 K/ A2/ —IL=95/5 (v/v)

542 | B3 LfERRE

Do LA X (RE X BY) 4.0X150mm DHrH S A
BRAME DI LDRITICEARENTVETY,
HZ LERECHENEL fedHITiE 15 MPa (153 kgf/cm?) IR TO
*
TR CERESEHD LET,
pH( B2 E4E ) pH1.0~9.0
SR EEEE —5~50°C
XEDEE. AT LBERICHDZDEEDEREDT ETY., COBEK. A5 L% HPLCEBICERE L, BRLIEBEDRNSEDEIHS.
Bt TH S LEEHE LGB ORRRHOENEE L3I BIc Y £,
5.4.3 | EEAEILES
BEE R ARD BIERBARY AR/ —IL°
CROWNPAK® CR(+)/CR(-) 100% 100/0 ~ 85/15

CROWNPAK® CR(+)/CR() 1&A—=T 1 ¥ T2 A TDHZ LTI DT, MDBHARIDER® 15%%BZ2 A%/ —IVak
mMesdE. AZLIHEEZEZABFEREGDETDT, SHEABIKGESHEVTLREL,
A/ — VN DERE SEBICHE Y WSS BRI T T THRERIEEL,

<t&Ehte>
@ - BENITIE pH 1.0~ 20 TTEAWVWS & RUDBENMEONE T (PHI.0 ETHEWVWIEITET ),
*pHZELTHEMICRVDBDNMSONETTH. A5 LOFEMIIREVET, RAATLZHBLOW
SITlE. BROWHEDMESND. ZBFL pH ICREZRE L THREVNTEL,
- BEEE® U T)LA OFFEEG EDBIBREUNDOBED SERVRITETH. ZLDBE. BERENEREFERL
A DBRENIEE . FEBEED UV RINEIZ BT EHTEXT,

@ AR/ —)VEFMT BT ET, BHEEZECT DI EHTEET,
L MOBHARIZEAP 15%ZBA2 A2/ —IVEeRNT 5L AT LIEEESZZRAEBTYETDT,
TERIKESHELTLREL,
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E BTGB FIIVASLIE

CHIRALPAK® ZWIX(+) CHIRALPAK® ZWIX(-)

QUININE-DERIVED (8S, 9R) QUINIDINE-DERIVED (8R, 9S)

°
L Ses ’ sof
N o H

L{ (s, 2"s) N @ (1"R, 2'R)
/\/@ O}}i
®
s
Q™ /l b

MeO

Covalently bonded on 3 um spherical silica gel

(% R]

+ CHIRALPAK® ZWIX(+)/ZWIX(-) DEEMRIE. EMTHEV ) AT IVCFIILEL 752 —ELT
trans-2-aminocyclohexhane sulfonic acid (ACHSA) Tt L f= chinchona alkaloid Z=1tZ4&
HLTVET,

T IAVRBBEEATFAVURBEOm B BN TS LK T T/ BEEOEMELEE
DEELE T,

« ZWIX(+) & ZWIX(-) DFZILE L7 2 —d. BLURNGHAZEEEOBRICH DD, FEAED

e DR RICEMOBHIEF ZHEE 8D EHNTEET,

AL SMMFEESIVAS L 4F

6.1 FLC&lc 53
6.1.1 HS LD 53
6.1.2 H> LMEREME 53
6.1.3 HS LS 53
6.14 IEEELLUWS: - FEHE 53
6.2 DMEHEDORESE 54
6.2.1 —RRAGDITSEERE S E 54
6.2.2 ARIDRE 55
6.2.3 AHIEFEOESE 55
624 LC-MS A\DISBICDWNT 56
6.3 CHIRALPAK® ZWIX % B U M= 55 B 56
63.1 7= /8 (7')—1K) DOHEESG 56
6.3.2 FHEML LT =/ BODEE] 56
6.3.4 BIR2ET S /BHLUOT IV IVRIEERE DT S /BODEE] 57
6.3.5 IXRTF R, bUXRTF RDHEES 57
6.3.6 TDf. DEERIBEDH H1LEH 57




6.1 |IZLC&HIC

6.1.1 | B LDt

CHIRALPAK® ZWIX(+)
ASLIVER: DF—B—REAT
AEHBIF (S,S)-ACHSA(¥) #£4& quinine (& A4 )L LRHEEEY)
mEE: 3 um QUININE-DERIVED (85, 9R)
HETRE D AR 0 100% A2/ —)U o
Hoo 08 ZWIX(+)
o, N
CHIRALPAK® ZWIX(-) (1's, 2'9)
HSLIVER: VA —R—=—R2AT
AEHBF (R,R)-ACHSA(*) &4 quinidine (1) A7 IULEFHESRL)  QUINIDINE-DERIVED (8R, 9S)
RIFE 3 um e
Hjﬁﬁ@ﬁk}gﬁ : 100% )(7/_“/ H ? " ZWIX(_)

(*)trans-2-aminocyclohexanesulfonic acid(ACHSA) 1( \O ("R, 2'R)

6.1.2 | B3 LfERRL

BERAM AZLDRTITHRENTVE T,

e ERHE 0.2 ~ 0.5mL/min 0.3 ~ 1.0mL/min
17 LERSHBEVIEC A, 30MPa (~ 305 kgf/cm?) %

TR BAGEWENTOTERZE HEID Lig'o

BEEE 5~ 45°C

KENEF. AZLBRICHDZEEDRAMBDI ETY., COEEIF. A5 L% HPLCEBICHER L. BRLISEDRADEDEIDL S,
BIRHTHZ LZ#EE LEVSEDRANLABDENZE LG IV EIE) ET,

6.1.3 | B LD

+ CHIRALPAK® ZWIX(+) & CHIRALPAK® ZWIX(-) I&. 7 U —D7 I /EBEDE#T ZT EHNERDmMEA A >
(zwitterionic) ZREIDMEREIBH S LT, TNSDH T LIE. BIGEEHRMELTWEWT S /BYPXXTF R
EHMEA A AL EMOHZEREEDBHTENTUOE T,

+ CHIRALPAK® ZWIX(+) & CHIRALPAK® ZWIX(-) i, FBEMELEMEH MS it / BIEICEL TWET, Lieh>T UV R
INDBNT 2/ BODRITRIIBE T,

+ CHIRALPAK® ZWIX(+) & CHIRALPAK® ZWIX(-) DF S )bt Lo 2 —I 3B LR T+ > F 4 < —DEHRICH B fodb.
INSDHATLEFENDTBZEICK 2T TFVFAR—DALIEFAWELI TR ENTEET, 2L,
2FEOHS LTE>TeKALDE (REFFBE T FARRME) DMEEND EIERY £ A

c INSDOATLITIE —RRMICHPLCBE LTRWLWONZAE (A2 /=L . 72 Z ML 7 S FOT7 52
KEF)IEETTERWERITET,

6.1.4 | ABEELKUES - REHZE

{E AR D=
HZ LETHEAR. BUICERTNBERICE. DFICBULSBEHEE A S LMERED 20 5L E (#9 30-40mL) &k L
THI LZEFELEETH S, PRERBLTTIIL,

Do LD
100% A2/ —JU%® 100% 72 = bJIVTHSLEZRRTDHTEDNHRET, INSOAREEKEDREAE
(50:50,v/v) &HXNERMTY,

HZ LDRTE
HZ LAERARIRET DIBEIE. BT LEED 205D 100% A2/ —)VTCEELTHSHT LEFELTTEL,
BHE. AT LEERTRELTVERITEY,
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6.2 | DhREDRES &

6.2.1 | —RRIG DI RMFRES

A4 BT R T DA A 2 ARDFHICEEET H5INTDA 4 ViED. BEEICK > THRMITERE
MENZITNEGEY EA. LIch 2T BEMBICBWSBREICIET57% 70 k >7EE (proton activity) BMAETY,

EEEDIERR
CHIRALPAK® ZWIX(+) & CHIRALPAK® ZWIX(-) Z W eF ZIVAMRICEWT, BN 70 b AR TH B A2/ —
I, BEGBEEND TY .
BHREE DBEOREZ AR 5. BEMEOERE LT X2/ W7t 2 b)VERET S FaY
SVERALIBEEFEALET (EXLE AR/ —)L220v0l%), *2/—IVDLLEERECT B L. Mk
AAMEEMDRFRBER T DT EHHRET,

TEEENDIKDFN (2 ~ 20vol%) 1. THA 7 LEMDBEDRED. MS REBREDRE. SFHDY > TV
L. HEDT Y TIVTRIZE—7 T =) VT DIHICHRAB Y £ 7,

AHOA
FIIEL T Z—DRFRNAF RO, BEMERICEMRINA &IEEMERNEZHH SO TRINT 248
ENH Y ET., CHIRALPAK® ZWIX(+) & CHIRALPAK® ZWIX(-) Tld. 50mM FE (FA)-25mM Y TF/L77 = > (DEA)
DHEEEZRAGEELCEMDODNICBVNE I EHNTEXT, INSDOFMFLBEEOTO LV ERICTS
LETO
T2l LCMS RICEE S €2 Tcéh. FE /DEA Z, B/ FET7 VEZVLHZWVEFEE/ 7V EZTICEER
ABTENERET, LCMS TRETNSEICIE. ROVBAKULI SHHLICES I La2EBHLET,
25mM FE+25mM FE 77> E =7 Ls in MeOH/H,0 98:2(v/v)

. ﬁiﬁil HERE 1)

ZENEMERL - (1) 9. MeOH / CH,CN / H,0 = 49:49:2 (v/v/v) 50mM FEE + 25mM DEA
(2). MeOH / THF / H,0 = 49:49:2 (v/v/v)50mM FEE + 25mM DEA
TR 3X150mm A5 LDBEE = 04-0.5ml/min - 4X150mm A5 LDHREE — 0.8-1.0 ml/min
DI LGBE © 25°C
(*) BEEDRRSE

BEMEDREAE (1L A7 —Jb) : MeOH 490mL & CH,CN 490mL &K 20mL ZBET 5.
AINE] : EEROBEBEICFEIIML EITFIVT IV 26mL EINZ B,

1 DRFEHRET7O—F ¥ — b

SHrAIERSE Y
REBEMNET £ (K,<2) | ESBEIETES (K, >8)
¢ Y MeOH% P Y
.
MeOH% @5 MeOH/H,0=98/2
CH,CN% or THF% (60~80%)
7 ey T
= 2
MEE TS 100mM *# +50mM DEA
3mm ZEAHS L 0.2mL/min. ¢ -
dmm BHZ L 2 0.4mL/min. K& HIMY %
FZENHHIC H.O (~20%)
EHDH S LAEEINY i -
3X250mm or 4X250mm mEE LTS
T=45°C
)
1) LC-MS DIBE . ¢
MeOH/H,0=58/2 SBHIEFE RS €5 ?

25mM FEE+25mM 7V EZ T s

¢ Yes

ZWIX(+) = ZWIX(-) or
ZWIX(-) = ZWIX(+)

1) R GARRE
Uy =0.5mm/s |GED 518




6.2.2 | BHIDEE

BEMEDAH HIE—REEIC CH,CN/MeOH < MeOH < MeOH/H,0 DIBTAE DR E W £,
e, BRBAREEICI > TEREDNRESCENT 2HBEHHYE T,

N
3 2
< =
3 g
S o
9 a=121 N
N - —
T _ a=1.06 T
= Rs=3.90 Rs=0.75 z
o t
T
o Q
T I
T
o —Tt ‘ 2
s 2 a & & 0 1z 14min O |4 4 6 8 0 12 14 min. =
NH,
NH, O HO

~ chMOH \©\T/(:§\OH ~
g CHs H g
9 DL-B-Leu 5-Hydroxy-DL-Trp - g
I N
- T
I a=1.05 a=1.36 T
2 Rs=0.62 Rs=4.18 o)
= 9]

- A b

2 4 5 8 10 12 Ya min. 0 b 4 6 8 10 12 14 min,

6.2.3 | BHIBFOEE

ZWIX(+) & ZWIX() DEWDIFICE Y (LEMDBRIEFDOFEERE LD I ENFIRETT, il EL 72—

WG AZREERDERTH B0, LEMICK > THBEFRHEE L EWEERH U F T,

— L L ®@) G
i HO fo) o
=
= N on OH OH
@N H o9 NH, NH,
X .
< trans-4-Hydroxy- DL-Isoleucine a-Phenylglycine
<—(l DL-Proline (D)
== ©)
T
o
0 1 2 3 4 5 6 7 8 9 min. 0 1 2 3 4 5 6 7 8 9 min0 2 4 6 8 10 min.
w © L
= L
=
=
N
®
N4
<< (D)
o
—
- Lk
o« (©)
T
] _J j\l
o 1 2 s 4 5 6 7 8 9 mno 1 2 3 4 5 6 7 8 9 mno 2 a4 6 8 10  mn
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6.2.4 | LC-MS NDSAICDWT

B - BEORMEIE LT, FB/ FBT7VEZIVLGEEZFERT AT LITEY . LCMS ITHE

TBTEDTRETT.

3-Homophenylalanine ASE0S ~

LIcEa e LT

2-Amino-2-phenylbutyric acid

40605
NH,
358405 on .y b OH
5 dreias NH, O z 356408
= O 30008 o
: 28E+08 § pmes
& 20005 2 20605
‘E_' 13 % 156+08
£ 10008 T 10648 4
S.06+04 S0E«0a 4
CLDE «00 QUOE+00
o 2 4 ] L] 0 o | 2 ) 4 5
time [min] time [min]
LC-MS : Q-Trap(MRM Mode)
CHIRALPAK®ZWIX(-) (3 X 150mm i.d.)
Mobile phase : 25mMFA+12.5mM ammonium formate in MeOH/CH,CN/H,0 49/49/2(v/v/v)
Flow rate : 0.5mL/min.; Temperature : 40°C;
° ERAWRE
6.3 | CHIRALPAK® ZWIX Y =
—_ =~ — —_—
6.3.1| 72 /B (7 U —1K) OREER
DL-Aminoacid | #5. B i - Rs AwIEE | (LILTAX ‘
Alanine ZWIX(+)" A ELSD o 27 L/D *1:3.0X150mm, *2 :4.0X250mm
Arginine ZWIX(+)?2 B ELSD o 19 D/L EZ |
Asparagine ZWIX(+)" C ELSD O 43 L/D A : MeOH/CH,CN/H20 = 49/49/2 (v/v/v)
Aspartic acid ZWIX()" B ELSD x 05 - 50mM FA + 25mM DEA
- B: MeOH/H.0 = 98/2 (v/v)
Cysteine ZWIX(=)" D ELSD (@] 32 D/L 50mM FA + 25mM DEA
Glutamic acid ZWIX(+)" B ELSD O 13 D/L
C:MeOH/CH,CN = 50/50 (v/v)
Glutamine ZWIX(+)" D ELSD @] 32 L/D 50mM FA + 25mM DEA
Histidine ZWIX(H" B ELSD o 25 LD D : MeOH/THF/H:0 = 49/49/2 (v/v/v)
Isoleucine ZWIX(+)! A ELSD o 46 L/D 50mM FA +25mM DEA
Leucine ZWIX(+)" A ELSD (@) 36 L/D \ Sk : 0.5mL/min., B 25°C \
Lysine ZWIX(+)" B ELSD (@] 1.8 L/D ‘ B ‘
Methionine ZWIX(+)" A ELSD (@) 2.8 L/D O 1 R—ZS541U5HE
Phenylalanine ZWIX(+)" A UV254nm @] 26 L/D O 1 EER—=RZ1 58|
Proline ZWIX(4)" A ELSD o 100 LD L EDDE
’ X I HEed
Serine ZWIX(+)" D ELSD A 1.0 -
Tryptophan ZWIX(+)" B Uv254nm (@] 59 D/L MeOH : X&/—Jl,
Tyrosine ZWIX(+)" A UV270nm (@] 29 L/D CH,CN: 77& =RV
Threonine ZWIX(+)" A ELSD (©) 40 L/D FA: ¥
; - 5 DEA: VTFILT IV
Valine ZWIX(+)" A EL (@) 43 L/ THE: 7 h5E ROTS
6.3.2 | FEMMEL LT =/ BOD B
773 /E% NBD-F THNFEMXKIL LI
73 JBOSBEITT, I A Jm/
V=T I/ BEEITFEFMLT /8 (]‘;2 NBDA
anine
&, BERRICORETSIEETEET, o
3
Column : CHIRALPAK® ZWIX(+) 4.0X250mm 2) @) L’(
Mobile phase: MeOH/CH,CN/H,0 = 49/49/2 (v/v/v) ©) N\/ Il
50mM FA + 25mM DEA —N
Flow rate: 0.40 mL/min. @ ) (3)(6) NBD-Serine
Temperature: 25°C J l\[\ OH
Detection: UV470nm O:N
‘ T T T T T T 1771 ‘ T T T T T T 1771 ‘ T T T T T T 1771 ‘ o
0 10 20 30 p\ OH
) NN
\ H o

min.
NBD-F : 4-7)bA 0 -7- ZbO -213- RUVFHITY—)L

B 7RG REH BT/ \(T2/0Y X (4)(5) NBD-Aspartic acid



6.33 | IR 287 S /BB XUTIVFIVAIBEER DT = /BOH G

#1175 s CHIRALPAK® ZWIX(+), 775 Lt X 3X 250 mm, 73 0.50 mL/min, /15 LRE 25°C, 1% H88 ELSD

(L)

L

(L)

o Q D o (D)
© P @
OH oH OH
NH, NH, NH,
DL-2-Amino DL-Norleucine DL-2-Amino
butyric acid caprylic acid
J J )
0 2 11 ‘5 'B '10 '12 ‘M—mm. 27 '2 '4 '6 ‘8 '10 '12 min. 'D 2 'A ‘6 'B '10 '12 m\n.
L
@] (0]
o} O)k (O O)k
N OH NH
R ©® N
DL-Pro DL-Pipecolic acid Nipecotic acid
0 2 4 6 8 10 min. b A A '5 8 ‘10 min. 0 2 4 6 8 10 12 14 min.
~\» O N o Y -
6.3.4 | IRTF R, MIRTF FDOHEB
737 Ls CHIRALPAK® ZWIX(+), 15 st 4 X 3X 250 mm, 5K 0.50 mL/min, 775 LRE 25°C, #&Hi28 ELSD
o
OH o} o]
H
NH, o] Mo N N\)L
i Ho N OH
N
M %OH :/Q\ NH, H/T
0 HN
DL-Leu-Gly DL-Leu-DL-Tyr DL-Leu-Gly-Gly
0 2 4 5 8 o min 5 o s » min 0 2 4 6 8 0 min
BERTRE LAY
6.3.5 | ZDfth. HEERTEEE(LE
735 s CHIRALPAK® ZWIX(+), 775 st X 3 X250 mm, 7& 0.50 mL/min, 55 LR 25°C, #% i 88 ELSD
7
NO,
COOH NO. ’ ;_!r'
coon HO :H i 4
_ NO,
o NH, (‘3‘ OH o NO, NH ’ 3‘5
N NH, _& NH m
RGBT X ;
CH, x p> 07 0H 07 "OH
N N7 ONH 2-Amino-3-phosphono E
DL-Amethopterin propionic acid DNP-DL-Methionine sulfone DNP-DL-Norleucine
OH 0
NH, o]
NH ] Ho OH MeO
on o NH, r OH
OH o NH, HO 2
O NH,
3-Hydroxy-kynurenine Kynurenine 2-Methyl-3-(3,4-dihydroxy- 3-Methoxy-DL-tyrosine
o Phentl)-DL-ananine
o
OH o o] o
N NH, OH
N NH OH HN OH OH
2
\ NH, NH, NH,
1-Methyl-DL-tryptophan 3-(1-Naphthyl)-DL-alanine DL-a-Neopentylglycine DL-Ornithine a-Phenylglycine
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782 ZUNVEESEFIIVASLIE

CHIRALPAK® AGP
CHIRALPAK® CBH
CHIRALPAK® HSA

(FFR]
cFIONELIE-THBZVINVBEEMDY VAT IVITHEE LIcbDZTERIE L+ ZIbA
Z LTI,

c SEFERTSIVAS LTHBETCERD DIALEMIST LT 2V INTEREBREETZIVAS LD
BB abHYET,

- BEMAICIE. U VEBRERCHBRROEERE SERATEL,

- BVNVEREEFIIVASLE LT, DENRICENMDREES 3 24 TZMIBHATVET,

AL EMATRESIVHS L iR

7.1 1ZLslc 59
711 AZ LDERR 59
712 H5 LEREME 59
7.13 fERRIREALE 60
714 Ho LFEN—Y 60
715 Y7 ILOENE 60
716 EBOWS 60
717 FEEE 60
7.1.8 T 60
72 DMEGRESE 60
7.2.1 BENMEDVIEAS G 60
722 $EEROFESE 60
7.2.3 BEiE 61
7.24 =R 61
725 HSLDWH%E - 7E 61
73  CHIRALPAK®AGP D IrEE58E /% 62
731 PHEGREE TOHN 62
732 BE(LEEDH (pH) 63
733 RE(LEHEDG (BHAELER) 64
734 BELEEDOH (BHARRE) 64
735 BRELEEDE Ny T 7 —iEE) 65
73.6 BEILEEDH GRMEE) 65




7.1

H 5 LDtk

ASLIVE:  94—8—28A7

TEHAIF - al- BRI\ E
CHIRALPAK® AGP  iz: 5um

TR OE AT 1 K/ 2- 7078/ —IU =85/15 (W)

HSLIVER: DA —B—=XZAT

REHBIAE o4k rFoS—+
CHIRALPAK® CBH #=: 5um

HEBREDE ASSEE © K/ 2- 7O/8/ —)b =85/15 (V/v)

HSLIVER: DF—BZ—=RXEAT

AEHBB ErMETIVTZ Y
CHIRALPAK® HSA  w=: 5um

HEBREDE AR © K/ 2- 70/ —)b =90/10 (V/v)

17 LERRMA

2NV BEREERFT)V /5L (CHIRALPAK® AGP. CBH. HSA) FL{TOERGTTHERTEWN

2.0X50mm 3.0X50mm 4.0X50mm 10X 100mm
HLTFAX 2.0X100mm 3.0X100mm 4,0X100mm 10X 150mm
(RNEX EY) 2.0X150mm 3.0X150mm 4.0X150mm
SREAZ L PHBHAZ A PRBAZ A BB AT A
BRAE DI LDRTICHRENTVET,

—RETRE 0.2mL/min 0.5mL/min 0.9mL/min 4.0mL/min
Evak A7 LERSBHEVEL 28, 10MPa (~ 102 kgf/cm?) ZB A EWENTOTEREHELE T,
pH pH4.0~7.0

HEST B EE 20 ~ 30°C

BRAERIEER 0~ 15% ({&#&LL)

BERORE 0~ 100mM (FEZEERE : 10 ~ 20mM)

ANEI2 0~ 10mM

XENDER. A LBEHICHDZDEEDRAENDI ETY ., COBER. A5 L% HPLCEBICHEG L. BRLUIISEDRALBDENDL S,
BRHTHS LEEG LEWVEEDRALEDENZE LS|V EICEY Y,

{EFRIgEAlE
RNV EREERF T IVAS L. BEREL Y TIVARRRICR L A AEAFERT A ENTEET,
< 2-70/N/—)b T bbb
IR/ —Ib AR/ =)

¥ LN DOERAEE SRR LEWMEA, BRICBREETIL,

A7 LIRE/N—Y
ZYNVERBERF I VAT LI BERELY Y TIVEARRICRAGERAREERT 5 LN TEET,

BREA-FA— MUY IRIVE— A—FA—tUwD

(HRES 1 00081)
H—RFA—bI v IEFERTBHITE. A—FA—FJyIRIVE— (00081) BUETY,
A—RA—bMIYIRIVE—ICAH—FA— )y DLy FL, BOREZRAVTEDSLORICERLTEL,

DAY

HEODDERHE IR\

(9]
O



60

B> 7 IV DR

AZLDEFEEVICEZENDERZE. A7 LELYRIBHEVIEL fedic,
YU T IVRUBEBZFER T BH1lc. 0.5u mBEDAYTL YT 4 )VZ—ICTEBLTTFEL,

REDF
KOS LEZVINVBZEY ) AT IVALFEREE LI REBRIZEBLTEY &Y, T0ROEARIREEBEBUNDE
BaEFER. FRIFBALILSE. REIOZVN\VEZEREETE, I LEREREZEREDEET,
fEAFIC. ERATTREGREEICT HPLCEBN (T TIWV—T 42T 102 av)b—7%) THalcEf LT
fEEWL,

AEEIR

cATLTRNVERESZ Y. A LZRBLEVNTREL,
cASLERLBEWVEL eHIC. EBEBOH—FA— M)y IZFEATEL,
B, £EEDDODNZEENBIHEIE. A—Fh— Uy IVZERMICRBLTIREL,

Ft
RO T LIFHEEFCK /2- 70N/ —)b =85/15 (vv) BDHEATNTVEY, FRICHIO>TE. TEERHETHI L
ZBEHLIR. ERTABHEZERL. N—RXTAVHARETSHECTFEL LTLRREL,

K(HPLC T L—F) &

(WHPLCEEAKICE# LET, #5 L% HPLCEEICER L. 0.TmL/min T@&ZRIL. ¥ 17T 0.5mL/min
FTIHRA ITRRZ LIFTFEL, ZTOXERE 0.5mL/min TH 2 DEHE@ER L. E 51T 0.8 ~ 0.9mL/min £ TiiR%E
EFTH 10 DEERLTTEL, (4mm REDHBEDFECTT . 2mm RE 3mm REDH S L%z ERADHEI.
FEDRCICES L ORELTLIEEL, )

() ZD. ERBBETHS LFELZITOTTFEL,

7.2

BUNTEREFIIVATLIE. 2VINVEZEY VAT IVHLEREE LERIERZFER LBV ET, TDfoH
3-1-3. DIEICEEH S NBEMERUERBEDFER - BARTIER D2 VIV BZEMEE. H5 LEeZEEED
YE 9, FADHIC. HPLCEBRYY Y 7V —TE & ERuIEBREIE CHoEIRL T EEL,

BENED VAR
BtEE LAY BRI A
FIERS 10mM EFBE 77 > & Z 7 LREER (pH 5.8)% / 2- 70/N/—)L =95/5 (V/V)
HEEROBWAE TBRTEL,
TEER DR E

10mM EFBE 77 > & = LEEROFAR (1L AR )

Fed27” > £ = Ls (CH,COONH,, #liFE = 99%) 770.8mg ZE—hH—ICEVELS,
K (HPLC 7' L— 1) 9 800mL ZNA. R (20 ~ 25°C) THREEE 2,
ARULEEES LRV EZVLKBRTHAE LV pH [CEDE S,
022um DT A JVE=Z2@BLTHS. 1L AR TZAIICAND.

ILART S RADADEHFETKEMA. Bie. - BG2ETICRES,

BEREZEMBELRELUERT358IE. A RTTAAERIBIARERNY hZFE>T,
BRTAELTLLEY, BE LR BEETEETRETHRILTTEL,
BEMAICA 7V ERIIBIZ A DBRICIE. A7 > HERNEZ pH SREFIICMA T &L,

©OOEO



EZ L]

BEHAESHEENDLEOD. & LIFEENEVBIBERTIE. MEMHPEIBL LT BV ET ., TDXSEHBEME
=AY 2HEICIE. ERERICHEEMERERZ LTTE,

it 7 > EZ U LORER. BE 10~ 20mM TERALETH. 100mM ETEATEE T, tOBEDEER (U

VEBEFNIDL UVBAD DL, BRSO LEER. TRIEEER. 7 IVBIBRERGLE) LERATSIL
DTELTH. LEMS AIEICIE. BEBRWEEDLDY FT,

BRER

2- 70N/ —IBRELKFEAEINE T X2/ —)b. TR/ =), TR ZMUIVEFERTEIENTEET,
—MRIT. BEAEDBENE 2- TN/ =V > T2/ —IbZ2TErZbUIL > X2/ —)VDIETT,

A 7 R

RIFREOF T IV Z AT B7dHlc. NN- I AFIVA I FILT 2 (DMOA), + Y 7 )VA OEFE: (TFA), 70 2 >
B (OA), NT 27 )4 OB&EE (HFBA) & WD T AF AV HER T Z A4 Y HOFINA Z. ERE (= 10mM) TEREY 2
EBLTEFY., LHL. TNSOFRMANE. EEMICESRE L. H5LMRERICKEZRIEFT I ENDYET, BH
MBISA A RN ZER LISEEIE. A4 VY EMIBIERADAZLELTEBIZ I LZHEBMBLET,

EE : OA ° DMOA DIKNDEFIMIFEL . EIRTIE 2mM OA. 5mM DMOA B H—ITEMTES LR EB D £,
N EDRETIE, BOBNEE2RRENDY £,

sl

- ARIOFEAEILARERERY D LTLETWL, #EDY > 7IVEEIE 0.20mg/mL LT, FTBIAHEIL5 ~ 10
uL T,

o FfesRHIRTRER R Y BEMBISAD L TLEE WL, & LT8R LEWBEICE. BANKDEDEHIEIER
MLUTBREBTLREETL, SBRBRIE. 05 umBBEDA Y T LY 74 IbE2—CTEBLTHS FERTIL,

AR YV TIVE100% & LISHREOERARICARERES L. FARICY Y TIVHFH L, RBREEZHEES
YRREREBYVET, FaENZSGBERITFTEATHEVTTEL,

Ho LD%EH - FE
© BUKMEOBWMEEME ST L. A5 LIRS LTESIE. BERITITFENT. BEDHS LERAE & ITHHEE
([T IK /2- 78NS =) =T75/25(v/v) ZAEFHE ( RTE 4mm DA S LDIBE 0.3mL/min.) T—EuER L T EEL,
« AT LMER%E. HPLCEBHL SEY A TRIIC. 86 L ISBEREEEHVEEME F) : Kk /2- 70/N/—)b
=90/10(v/v)) THZLAE#ELTLIEEL,
© ATLERETZHEEE. K/2- O/ —)b=85/15(v/v) THIETH T EA#ELE T, BB GBRGLE) D
RETIEEER (<30°C). REBICHZBEIESBETRET DT EEHELET,

61

HEDDERHESIR N =\
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7.3 |CHIRALPAK®AGP DS IRE 4R ESE

731 | PIREERTEE TOFN

10mMEEEE 7 > €=U LiEEKR (pH5.8) /2-70/\N/ —)b=95/5

fermesesssssssanssnannns (N)esst w%g@ﬁ%
: v (B) tRE AL A
(A)(B) (N) AL &4

(A)|:.>H4.5 I (A)pH7.0
(B)pH7.0 : (B)pH4.5

rrvereeans e 270 —b015%) |

: Y
. N CH,CN, EtOH, MeOH

(<15%)
W
BERREDRES

—) "S55 (10-100mM)
----- ) BARED L IERDE e

>

| 1A HERmEIOR |
v

>
A4

| #won>Lskst |

FARE

BE | DRHCEERITT/INT A —42— (HRZREE)

Mp (PRI RESEH © 4-7)

) ﬁff‘r‘l%,atzitt (EFAETREEER © =15%)

) BAERE (EARETREALE  7)ba—Ib. Z7EbZFUIL)
(4) N7 7—BE (ERAEEEE - =100mM)

(5) AINE (EFTTRESER © =10mM)




sE bRGDH (pH)

CHIRALPAK® AGP I3 EIHED pH ZZ LT85 2 &tk
T ALEMOFRIFEIY bO—ILT BT ENTEEXT,
1ICHBEME pH [T S RFDEB Z R L TVET,
PEAEMICOVTIE. REFEFICELIED ) ELAD
BMEEMICBVTE pH 2@ <92 L REDEE <A
£Y, RMITEEMEEMICBVTIE pH Z25<T5 &
REDEBLGYET,

O EEIDBEE

5-(4-hydroxyphenyl)-5-phenylhydrantoin

4037

AA(7.0)/IPA=95/5

3861

AA(5.8)/IPA=95/5

4016

AA(4.5)/IPA=95/5

] ] g 3

51

&R
el o=/ M| | REFISE(LEY

e ——— TS
EEiEA ————— | pHiA=RIE B

pH O fEFIETAEEEE pH 4.0 ~ 7.0

45 5.8 7.0

/H" Mephenytoin

S
e

o}

AA(7.0)/IPA=98/2

AA(5.8)/IPA=98/2

2397

2.849

AA(4.5)/IPA=98/2

AAEREE T B =0 LIEER

LS. pH DREERITE B A, pH ZZLEETERFTIIEDY EEA

QML BMDIGEE

OH
S
|

2-(4-hydroxyphenyl)-5-phenylhydrantoin

AA(5.8)/IPA=95/5

4748

AA(4.5)/IPA=95/5

B S mid. pHZ EIF 5 S RRHIFFL AV E T,

CEEMHtEMDEE

ci
o
NH
\
CH,

Ketamine

6275
6936

AA(7.0)/IPA=95/5

AA(5.8)/IPA=95/5

s

E‘AL

AAEEEET > E 2 LEER
IBEM SIS, pHZ LIPS SRR BV ET,

HEDDERHESIR N =\

@



mE{LRADH (BRAHRIER)

CHIRALPAK® AGP (S5 BIEDBHIARILERDZIC K Y . REF

HELLET,
BRAREEZ TS LICKVREFIEFRECGY, BICEE -
BEHEE TIPS LT L > TRIBINE U ET, FRBIRLROERIGH 0 ~ 15% (AL
—__oul Abscisic acid Pheniramine
Lo SRS AA(5.8)/IPA= 95/5
o gz i Jk

AA(4.5)/IPA= 95/5

AA(5.8)/IPA=97/3

——

-

AA(4.5)/IPA= 98/2

5229

) a1 | ;
5581
6133 § -

. M AA(5.8)/IPA= 98/2
al A
i NY N-acetyl-DL-phenylalanine
O;‘j ° & i Bunolol
AA(4.5)/CH,CN= 95/5 ﬁi@
S AA(5.8)/IPA= 95/5

1

- r :

_j\ AA(45)=100 - AA(5.8)/IPA= 98/2
,, A | i

E | — [T

EEARERR (1-2<k,<15) TEREDMAMESNAEWNES,. BHAELETFRT LT, MERTYVESULEGR
REHR Y, DBEE EHETEET,

RBILFGFOH (BRAHE)

CHIRALPAK® AGP IZT3EMEDEHIBELERDE(LITK Y. REF
HELLET,
BRBELEEETIF S LICEVRIFIERESCEY. HICER

SEBIERE TP 2T Ll > TRIBINE U ET, A7) - IPA>EtOH>CH,CN>MeOH

o L .| Hexobarbital O~ 2-Phenoxypropionic acid
v T
T s, AA(7.0)/ IPA=95/5 : AA(4.5)/ IPA=95/5
lﬂ‘ iv j\(\
: )U\ AA(7.0)/ EtOH=95/5 : sy PAAS)/EIOH=95/5
il L
R AA(7.0)/ CH,CN =95/5 :  AA@45)/CHCN=95/5
I L.
f = AA(7.0)/MeOH=95/5 MM.S)/ MeOH=95/5
1‘ j\/\ I

S AREER (1-2<k,'<15) THRLHDBIESNENES. BIRAREER 5T LT, AR 2 =0 LB

REFDRCGY . ERBOBIFEDZIL L. DB LT TET T,



BILEEDFH Ny 7 7 —RE)
pH PHEMBEL - BEAEE L TERLAMNESNEL

Ba
ia—o

T

2-(2,4-dichlorophenoxy) propionic acid

Ny 77 —REE HIFBT LT, HEEENEETE

Ny 7 7 —iREOEREE = 100 mM

10mM AA(5.8)/IPA= 95/5

SORENE

H 4 Naproxen

10mM AA(5.8)/IPA=95/5

=
i > 3.807

75mM AA(5.8)/IPA=95/5

BEREFOH FRINAEE)

pHYPERARL - B8, Ny 77 —REZZEBEL(LR2

SIS

DEIFCEET,

SNEWNEE. FIIEIZRWNSZ &T. HEtR L

75mM AA(5.8)/IPA=95/5

o

/¢ N-(3,5-DNB)-DL-leucine

10mM AA(4.5)/IPA=95/5

7583

I

4191 |.

N\ 75mM AA(4.5)/IPA=95/5

AAEFEET >V EZ U LEER

//J\7JI]§|J/EVU)T§)EH§F. =10 mM

o-
oH

Atropine

AA(7.0)/IPA=95/5

INSDFNIHEE SHERDBZEIL.
Ao LERMFIERLT B 2R BBHLET,
—ERIBZERBY 5 &

RO T HEREMEL B T

>5549

OA:

DMOA : N,N-Dimethyloctyl amine
HFBA: Heptafluorobutyric acid
Octanoic acid

4 882

AA(7.0)/IPA=95/5 (5mM HFBA)

ﬁw4

.0)/IPA=95/5 (2mM OA)

6.119;

Y
M

AA(7.0)/IPA=98/2 (2mM OA)

S
|

COOH

oo

Fenoprofen

3869

418

AA(7.0)/EtOH=95/5

AA(7.0)/EtOH=95/5
(5mM DMOA)

AAEREE T > £ Z 0 LR ER

DAY

HEODDERHE IR\

(o))
(9]
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The Best Solution for You

A "
SATHA L AR mEES
|5 H4 7108-8230 Sm#p AKX ER2-18-1 RB/II1—AMEIL
TEL:03-6711-8222 (&) FAX:03-6711-8228
1R 7530-0011 ARRHILEATFERES /5700 FAR (27-B)
TEL: 06-7639-7221 () FAX:06-7639-7228
https://www.dalcelchiral.com/ E-mall:chiral@)p.daicel.com

17 AV A& E-mall chiral@ctl.dalcel.com
|3—Owif&t5% E-mall cte@cte.daicel.com
17 ¥ THEEE
(| E) E-mall: chiral@dctc.dalcel.com
(-r=2F) E-mail: chiral@chiral.dalcel.com
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