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[Analytical conditions]

Column: 4.6 x 150 mm(C18, 5 um)
Mobile phase: CH,CN/

25 mM Phosphate buffer pH 7.0
(40/60)

Temp.: 40°C

Flow rate: 1 mL/min

Detection: UV 220 nm

Inj.vol.: 1u L

Sample:

. Fexofenadine

. Chlorpheniramine

. Triprolidine

. Diphenhydramine

. Diphenylpyraline

. Homochlorcyclizine

. Hydroxyzine

. Astemizole

. Promethazine
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[Analytical conditions]
Column:4.6 x 150 mm(C18, 5 u m); Mobile phase: CH,CN/20 mM H,PO,(40/60)
Flow rate:1 mL/min; Temp.:40°C; Detection:UV 254 nm; Inj.vol.:10 4 L; Sample: Hinokitiol (0.5 mg/L)
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L-column2 ODSIXEpHTHE M A S

[Durability test contidions]
Column:

4.6 X150 mm(C18,5um)
Mobile phase:

2% TFA in CH,OH

12% TFA in H,0(10/90)
Flow rate: 1 mL/min
Temp.: 90°C
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[Analytical conditions]

Column: 4.6 x 150 mm(5 ¢ m)

Mobile phase: CH,OH/H,O
(85/15)

Flow rate: 1 mL/min
Detection: UV 254 nm

Sample: o . Ethylbenzene
O . Propylbenzene
A . n-Butylbenzene
< . Amylbenzene

System: LC-10ADvp series
(Shimadzu Co.)

10
L-column2 ODS
"~ Temp.: 40°C
% 1 Inj.vol.: 1 u L
% )/D/m:;
¢
0.1 ‘ ‘ ‘ ‘
2.9 3 3.9 4 4.5
ERIK 4% (log Pow)
o ODSHTLELER, FREFA/PELY
o BRKMENSILVMEIZE., TDEIKELN
2011347
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[Analytical conditions]

Column: 4.6 x 150 mm(5 ¢ m)

Mobile phase: CH,0H/H,O
(80/20)

Temp.: 40°C

Flow rate: 1 mL/min

Detection: UV 254 nm

Inj.vol.: 1 u L

Sample: 1. Uracil
2. Caffeine
3. Phenol

4. Butylbenzene
5. o-Terphenyl
6. Amylbenzene

System: LC-10ADvp series
(Shimadzu Co.)

20 (min)
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[Analytical conditions]
Column: 4.6 X 150 mm(5 u m)
Mobile phase: CH,CN/
25 mM Phosphate buffer pH7.0
(30/70)
Temp.: 40°C
Flow rate:1 mL/min
Detection: UV 220 nm
Inj.vol.: 1uL
Sample: 1. Sulpiride

2. Desipramine

3. Paroxetine

4. Maprotiline

5. Amoxapine

6. Trazodone,;
System: LC-10ADvp series

(Shimadzu.co.)

10 20 30 40 (min)
o TIUTIEIU NAFXFTEFUODHEENNE

o SDTEFEAEME FICEBRKIEDSLVYIE)
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TILTERD AT CERS

1 RS(3’4):2.01 [Analytical conditions]
Column: 4.6 X250 mm (5 ¢ m)
Mobile phase:
A) CH;0H/CH,COOC,H/H,0(37/3/60)
B) CH,OH
A/B, 80/20 - 10/90 (O - 40 min)
Temp.: 40°C
Flow rate: 1 mL/min
Detection: UV 360 nm
Inj.vol.: 5 L
Sample:1. Formaldehyde-DNPH,;
. Acetaldehyde-DNPH,;
. Propionaldehyde-DNPH;
. Acrolein-DNPH,;
. Aceton-DNPH;
. iso-Butyraldehyde-DNPH,;
. N-Butyraldehyde-DNPH;
. Crotonaldehyde-DNPH,;
. iso-Valeraldehyde-DNPH,;
. h-Valeraldehyde-DNPH,;
. Benzaldehyde-DNPH;

| ) System: LC-10ADvp series
30(min) (Shimadzu.co.)
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L-column2 ODS(2um)
(0.4 mL/min, 44.6 MPa)

4 5 6 7
e
! | ! |
0 10 20 (min)

[Analytical conditions]
Column: L-column2 ODS 2.1 X 150 mm; Mobile phase: CH,CN/

20 mM H,PO,(35/65); Temp.: 40°C; Inj.vol.: 0.5 £ L; System:Agilent 1200SL

20115347 R

Sample:

p-Hydroxybenzoic acid
Methyl p-hydroxybenzoate
Ethyl p-hydroxybenzoate
Isopropyl p-hydroxybenzoate
Propyl p-hydroxybenzoate
Isobutyl p-hydroxybenzoate

. Butyl p-hydroxybenzoate

in CH,CN

TNoahkhwhE

L-column2 ODS (2 um) . SIERER
=>50E

2
EENRE
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L-column2 ODS(5um)

2.1 X150 mm
0.2 mL/min
4.2 MPa

4 5 6 7

] M

L-column2 ODS(2um)

/—tm (min) N, RS(G’T\
23.0 12813 1.60
V ] ]
3.7 13866 1.69

0

4_ 67 2.1 X75 mm
o 0.6 mL/min
l. Kl 34.6 MPa
. | . |
10 20 (min)

[Analytical conditions]
Column: L-column2 ODS ; Mobile phase: CH,CN/ 20 mM H,PO,

(35/65); Temp.: 40°C; Inj.vol.: 0.5 1 L; System: Agilent 1200SL

\(X1/6) (FEF) (Iﬁ"—;f';)/

Sample:

1. p-Hydroxybenzoic acid

2. Methyl p-hydroxybenzoate
3. Ethyl p-hydroxybenzoate

4. Isopropyl p-hydroxybenzoate
5. Propyl p-hydroxybenzoate

6. Isobutyl p-hydroxybenzoate
7. Butyl p-hydroxybenzoate

in CH,CN

L-column2 ODS(2um) (. S ATEFE A EEE 125 E
B umhoLERIZED S EER)

011
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C-6(1.7)
L-column2 ODS(2 um) O
“ N-1(1.9) [Analytical conditions]
® = Column: 2.0 X 50 mm
2.1 x50 mm(C18)
L-1(2.7) o-12) F3(1:9) | Mobile phase:
O o DI CH;CN/H,0 (50/50)
E12) ® Temp.: 40°C
Flow rate: 0.6 mL/min
L-column2 ODS(3um) Detection: UV 254 nm
M-1(2.2) Inj.vol.: 1 u L
® Sample: Naphthalene
o st HSL || System: Agilent 1200SL
EASLIET ) () HFR
10 20 30 40
H5 LEMPa)

B3

L-column2 ODS (2 u m) &, fthtthS L&LEX,
BAS LEN DS IS

22



CERI

HPLC. UHPLCY R T LIZ KA HTEEER

1

Shimadzu LC10ADvp

[Analytical conditions]
Column: L-column2 ODS
2.1 x50 mm(C18, 2y m)
Mobile phase:
CH;CN/20 mM H;PO,(55/45)
Temp.: 40°C
Flow rate: 0.6 mL/min
Detection: UV 240 nm
Inj.vol.: 1u L
Sample: 1. Fluvastatin

2. Mevastatin

3. Lovastatin

3 TIII0{EFRR(EEE : 0.12mm)
o RS | gmaznguy s
21.1 MPa
o }k HPLCY R T L
1
R o157 | Agilent 1200SL
20.0 MP . — _
©  UHPLCY RTL
J K . .
0 | 1 | 2 3 | 4 (min)
HPLCY R T LTUHPLCY AT L ERFE D 57 B
200114 B
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NT LD ERT

N=29100,P=43 MPa. 0.6 mL/min

N=59700,P=91.1 MPa. 0.6 mL/min

N=92500,P=120 MPa. 0.5 mL/min

N=124500,P=125.5 MPa. 0.4 mL/min

s
/ﬂt Jﬂk i A

L L e B B O L e B L B
0.0 20 4.0 6.0 8.0 10.0 12.0 14.0 16.0 min

[Analytical conditions]

Column: L-column2 ODS 2.1 x 150 mm(C18, 2 u m)

Mobile phase: CH;CN/H,0 (80/20) . Temp.: 40°C. Detection: UV 254 nm
Inj.vol.: 0.5 1 L, Sample: Amylbenzen, System: Nexera(Shimadzu co.)

L-column2 ODS 2 u mIEZAZ LIEIELND TUHPLCD

MEZ&EKXEFIALTGCLL LD ERE#EZEHTES
2011 34T R 24
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K\. m JLIO4ILE—7L
1000 2000 3000 4000
E AR

[Analytical conditions]
Column: L-column2 ODS 2.1 X 100 mm(C18, 2 ¢ m) . Mobile phase: CH;CN/H,O (60/40)
Flow rate: 0.4 mL/min, Temp.: 40°C. Detection: UV 254 nm. Sample: Naphthalene

20115347 R
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o oH 6.7

_ |CgHsCOOH\ = C,HCO0~
S oH 4.4
14 50 pH 2.2
iNal
.mz W

. “pKa=4.2 ‘ S |

1 2 3 4 5 6 7 8 V—\{\' I |
pH 0 2 4 6 8

FEEETEYE D FEHPLC
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B RICEE X TIEEZMA F=F LA RLUI=FF I, pHDELZ R
9 BIERAZEH DB RZTHEE IR (buffer solution) &LV

galfe+H&RIGEE  H,PO, & H,PO,~

(BIER+ H1EEE NH, &

NH,* )

1) > EEFEER (pH=1.83{FED &F)

H,PO, —

EEERNECEY

H,PO,~ +H+

PEREARIEENKEEF (1 1DEENEK)

‘pH D FFEEDpKaE= 1 D EIH

+H
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YU DfEEE., IEFEBRREDFER
(Yo BEMDpKa 1.83 6.43 11.46) OH
™ Ho—F:r—OH
80 |- O
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(%= ERE7SL) (%=EREDY)
(A) 20 mM KH,PO, (pH4.4) (B) 20 mM Acetate buffer (pH4.4)
ICH,CN (75/25) ICH,CN(75/25)

1

IAE A
oul, /l

2ul ’\

0 2 4 6

[Analytical conditions]
Column:L-column2 ODS 4.6 X150 mm (C18, 5um)

Sample: 1.Benzoic acid(0.1 g/L), 2.Methyl p~hydroxybenzoate (0.1 g/L)

EEHEDGTVWRBHRZERATHIEIAENZLGLHITDON
wiswg | TERE TP E (FRFRRENECGY, E—IRKLEN

=

o?
o B
%Eh S
) ™ i

> = —— ™

0 0 2 4 6 8 10
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(A) 20 mM KH,PO, (pH4.4) (B) 20 mM EFER#REI®R (pH4.4)

AVhES | 2B EZEBO | AFINTAY | DBE | REBBO | FINIAY | SBEE
RIEFER | ORERRE RIFFER | ORERRE

E4311 3.725 7.990 19.52 3.117 7.543 26.55

E4312 3.541 7.415 18.79 3.059 7.301 26.38

E4313 3.636 7.679 18.75 3.123 7.567 26.40

CV (%) 2.53 3.91 2.28 1.14 1.97 0.354

[Analytical conditions]
Column:L-column2 ODS 4.6 X150 mm (C18, 5um)

Mobile phase: (A) 20 mM KH,PO, (pH4.4) /CH,CN(75/25)

(B) 20 mM Acetate buffer (pH4.4) /CH;CN(75/25)

Sample : Benzoic acid(0.1 g/L), Methyl p—hydroxybenzoate (0.1 g/L)

Inj.Vol.

20115347 R
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CER
SNAHNRMEER

i MS | pKa BXNieE R | HEREFE RSN
)T ILA OREES O |10 0.02~0.1%
L O |[354 25~45 0.05~0.5%
FEER O |476 3.76~5.76 0.1~1.0%
FRBT7UEZDL | O | 9.87(HCO;) |89~10.9 5~10 mM
9.36 (NH,+) | 8.4~104
6.11(CO4%) | 5.1~7.1
TUEZT O 1936 8.4~104 <10 mM
L A% 1.83 1~2.8 5~50 mM
6.43 54~74
11.46
DI 2.90 1.9~3.9
4.35 3.4~54
5.69 4.7~6.7
Ry 9.24 8.2~10.2

(B/OXDERTIEFEEESRKY)
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BEIRDIFAR A E

- BEELTNIETFTEILTEE T SEpKafTiEDpHD#R

@T/&' f&é

B 10 mMBEFEL#R /& pH4.76 (=pKa)
BEE£0.3g (5 mmol) EEFEE F 1) ™ L0.41g(5 mmol)
Z1LDKIZTBEMNT

+ pHA—F—Z RGN HET D

" dfﬁﬁijEréﬁj?&5%5-ﬁxﬂ4)‘ f; TCﬁﬁim»?r%S
5] 25 mM!) > 4% &% pHT.0
U= KFHYSDL1.36 g (10 mmol) EYUEEKFEZ
1)r)[s212 g (15 mmo) Z1LDKIZT; BT
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222 (LC/MS)

7Er=FJJL/0.01%FE TFTEr=KJIL/I0.5%FXEE FTE+;=FJ)L/0.1%FEE

3.15
0 J“/L
5.0

i

666666

9.97
T T T T i Time
10.00 15.00 20.00

100+

3.15
A_J«‘_)‘/L‘—
5.00

‘ 10‘0

Ll][s
T T T 1 1
0

00+

7.48
11.52
14.88
T T T T T T T 1 Time
00 1 Ol 0.00

LC/IMSDIZH.

=

REAENEE— B E(S

20115347 R
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CERI
t¥E)

1l
—~

IV:%P826 [Analytical conditions]
N=3136 Column:L-column2 ODS
1 4.6 X150 mm (C18, 5 um)
Mobile phase : A CH,CN/20 mM H,PO, (30/70)
| B CH,CN/20 mM H,PO,
+10 mM C4H,,SO;Na(30/70)
Flow rate:1 mL/min
Temp.:40°C o
Inj.vol.:1 uL <o
Sample :Berberine chloride OCH,
B o~ R J L OCH,
A ]
) | | | ) | )
0 2 4 6 8 10
min
e — =p oo —
BT ') LIBEAF o EHEFEIZKY
HERER M EARFENIEZEMT S
44
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AA X a3

B
Aol MS | 3 F=R e
FZILFILR LR EENa X | C H, . SO,Na 3=n=13
R FBEHBRUVDEKIZAETFIZLY
n—FT < LB EENa X | C,,H,s0S0;Na IKIZFAIT+F LY
(SDS)
B 15 R EENa X | HCIO,Na BEENEL
IN—2 LA OEEEE O |CF,.,,COOH 1=n=7
VAT LIZERELPT LY
TESTFILTUEZDL | X | (CH,) ,NHPO, |Cl.BrizEDEIHD
KRR 7— (TBA-P)
CTLELTUEZDL | O | (CH2,,),NH 3=n=6

HEA—N—DSAA R IATN ST — RO
MEFINTING
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I
NSLDAVTA4a=D
CH,CN/20 mM H,PO,(30/70) 60 min—# E4815 min

CERI

.:"l 159 #% 1059
¥ D-1 11.929
|
_________________ P Jl D-1 L-column2 ODS  9.028
|
! F-1 7.101
.'Ur J K L -column?2 ODS
......... o eolumng ODs
:\“\
/’ ‘\ F'l
6 ' 8 10 12 14

[Analytical conditions]

Column:4.6 X 150 mm (C18, 5 £ m), Mobile phase:CH,CN/20 mM H,PO, +10 mM C4H,,SO;Na

(30/70) . Flow rate:1 mL/min, Temp.:40°C. Inj.vol.: 1 u L. Sample:Propranolol (0.1g/L)
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[Analytical conditions]
Column:L-column2 ODS

4.6 % 150 mm (C18, 5 u m)
Mobile phase: CH;CN/20 mM H,PO,

+5 mM C4H,,SO,Na(30/70)

Flow rate: 1 mL/min
Temp.:40°C
Injvol.:1 yL
Sample : Propranolol (0.1, 0.5, 1.0, 5.0 g/L)

ArhRE

5.0 g/LDEE t,=7.13, N=2300
1.0 glLDEE t,=7.43, N=8400
0.5 g/LDEE t,=7.50, N=10700
0.1 g/lLMEE t,=7.58, N=12700

AU RBEDRENENEHMREIZEST
REFEFMAE ., E—ORIRRDELT D
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[ Analytical conditions]
Column:L-column2 ODS
4.6 %150 mm (C18, 5 um)

Mobile phase: CH;CN/20 mM H,PO,

+100 mM CgH,;SO,Na (30/70)
Flow rate:1 mL/min
Temp.:40°C
Injvol.:1 uL
Sample : Propranolol (0.1, 0.5, 1.0, 5.0 g/L)

AARE

5.0 glLD&EE t5=15.54, N=11600
1.0 glLDEE t5=15.66. N=13800
0.5 g/LMDEE t5=15.70. N=13900
0.1 g/LDEE tz=15.71. N=13900

0.0 20 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 min

A A BEDREZRCT H&. lBRENRCTEHREEL
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[ Analytical conditions]

14000 Column:L-column2 ODS
4.6 X150 mm (C18, 54 m)

12000 Mobile phase:

10000
B 000 @ CH,CN/20 mM H4PO,
4E + HCIO,Na (30/70)
B 6000 @ CH;CN/20 mM H,PO,

+C,,H,:080,Na (45/55)
4000 @ CH,CN/TBA-P (50/50)
Flow rate: 1 mL/min
2000
Temp.:40°C
0 Injvol.:1 uL
0 20 40 60 80 100 Sample: D@3 Propranolol (5.0 g/L)
RE (mM) @Acid Orange5 (5.0 g/L)
= H> :EEH :ﬂ] = EJU 3K é_é_
AT URHBEDREERST HEEHmER A F L
= 3H7? N =4 sk S =
AFXURHBEOTILFILENRWNEERBEHA ST
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[ Analytical conditions]
Column:L-column2 ODS

4.6 X150 mm (C18, 5 um)
Mobile phase:

R (min)

(@ CH;CN/20 mM H,PO,
+ HCIO,Na (30/70)
@ CH;CN/20 mM H,PO,

+C,,H,:0S0,Na (45/55)

@ CH,CN/TBA-P (50/50)
Flow rate: 1 mL/min

Temp.:40°C
Injvol.:1 uL
0 20 40:m . 60 80 100 Sample : D@ ®BPropranolol (0.1 g/L)
RE (mM) @Acid Orange5(0.1 g/L)
AF 2 EE (TBAZRO DIREZRST &
REHNIEMNT S
2011 TR
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[ Analytical conditions]
Column:L-column2 ODS
4.6 %150 mm (C18, 5 u m)
Mobile phase:
(MDCH;CN/20 mM H,PO,
+C_H,,..;SO;Na(30/70)
@CH,CN/20 mM H,PO,
+C_H,,..;SO;Na(40/60)
Flow rate: 1 mL/min
Temp.:40°C
Injvol.:1 uL
Sample : Propranolol (0.1 g/L)
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H5L:L-column2 ODS 34 m 4.6 X150 mm
{38 FAEARR : 2~ 35 &l (3005 LLA)

BENME: 7= )L/ U EEE BB pHE.ED T STk
AR EERGE
EFAEZE:5~10uL

20115347 R 54



CERI

LIEHS LDRFE

B
5 =[]} iR T4IL3—3 %
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N=8500. P=17.0 MPa N=17000, P=13.0 MPa
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EG - FERLE-BEME A%2/—IL/) U EEEE R (20/80)
H5L L-column2 ODS 4.6 X150 mm

EEFEZERYRLNV -2 118 AR /)—)L/7K 20/80
2. AR RER EIT-2EHE A2 /—IL/7K 60/40
3. AHEAIE100% Tk E AR /—JL 100%

EnsAzzzo)zo1ﬁ$$rwgf,ﬁ,%¢a]
(1 mL/min7&5£93072fE)
i’E’é*ﬁtﬂéﬂ‘@L\
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