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CERI

1 5 um 1 3 MM 1 2 MM
2 2
2
3 3
Lo M L L
0 10 20 (1miny © > 10 (min) 2 4 (in)
(mL/min) trzy (MIN) N Rse6,7) P(MPa)
5pum 0.2 22.0 12813 1.60
3 MM 0.4 10.8 21543 2.13
2 um 0.5 8.4 30619 2.55
L-column2 ODS, 2.1x150 mm; /20 mM (50/50);
uv254 nm; 0.5 yL; 1. p- , 2. p- , 3. p-
4. p- , 5. p- , 6. p- , (. p-
S MMm—2 um
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CERI

1 L-column2 ODS, 5um;
2 2.1x150 mm
3 0.2 mL/min, 4.2 MPa
A U
1 i} A
Y L-column2 ODS, 2pm; ko Noy  RSer
3 2.1x75 mm Spm 23.0 12813 1.60
4 .
i L 4.6 MP
5 0.6 mb/min, 34.6MPa | 5 \\m 3.7 13866 1.69
x<1/6
: | \ |
0] 10 20 (min)
/20 MM (35/65) 40 0.5 L 1. p-
, 2. p- , 3. p- , 4. p- , 5. p-
, 6. p- , 7. p-
5um - 2 um
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CERI

Application No.L2052

3
Brand L-1 L-column?2 5
1
3 |
2
1
) k L | k A Ul I\
I I I | l I I 1 |
5 10 15 20 0 5 10 15 20(min)
C18, 5 pm, 4.6%<150 mm N(z) Rs(l’z)
/25 mM (pH7)(35/65) Brand L-1 6400 2.05
1 mL/min; 40 ; Uv230 nm
2 L L-column?2 14900 3.99
1. , 2. , 3.
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L-column2 ODS 3 um
1

3

.

CERI

C18, 4.6x150 mm

/25 mM pH7  35/65

1 mL/min
40
Uuv230 nm
2 uL
1. , 2. , 3.

1| 2 3
J\ N Brand A-3
( 5 pm)
1 ]2 3
Brand P-2
L ( 2.6 um)
1 ! ! 1 | . ' I I
0 5 10 15
(min)

(T.f)

22141 (1.37)
2154 (6.62)
15254 (2.45)

L-column2 ODS 3 um
Brand A-3
Brand P-2
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CERI
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HPLC

ODS
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CERI
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R 1.5
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\/N a-1 k N
Rs=—— x X
4 a 1+k i
tR
N N =5.54[W1/2]
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t.—t, °
k kK = 0
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CERI

1 3 | |
L-column2 ODS 5 pm, 4.6 mm i.d.
Jk J@Z_J L / (60/45)
1 mL/min; 40 ; Uv254 nm
150 mm 1L
O 1. , 2. , 3.
) L
L ﬁL_J\kDJ 50 mm (mm) RS(l,Z)
4p® L 35 mm 35 0.47
0 | > ' 4 ' 6 ' 8(min) 50 0.65
100 1.69
150 1.99
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ODS (8

CERI

L-column?2
1 RS(2’3)=3_75 . 5 um, 4.6x150 mm
—_ /25 mM
53 c 6 C8717 A (PH7)(30/70)
i ! 1 mL/min
LU .
L ' ’ UVvV220 nm
1pL
1 RS(3=1.53 _ 1.
4 ODSHZ A :23
E7% I ¢ :
B N .
L YUV
[ | ! | ! | ! |
0 10 20 30 40 (min)
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CERI

5um, 4.6x150 mm
/20 mM
(10/90)
1 mL/min
40
UV294 nm
2 uL
1. A
2. B
3.

ODS
JIZINAT A
3

N"‘N’NW
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2
1

0 | 10 20 (min)
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CERI

(a) /10 mM
1 (15/85)
Rei; »=6.58 o, »,=1.80
(a) /L /\j\ A /\ S(1,2) (1,2
12
(b) /10 mM
(b) \/\ A (10/90)
. ) . Rs(l’z)zl.go 06(1’2):1.21

L-column ODS, 5 pm, 4.6x150 mm
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pH

CERI

AR |
E)5uL, F) 0.5 pL
HPLC NEXERA
T L-column3 C18 5 um 2.1x150 mm
pH 11
I ) 2 ) 51 g 25 mM pH 2, pH7, pH11
A/B 95/5-25/75-25/75 0-30-40 min
40 ; 0.2 mL/min
5uL
pH 7 |'| 44 10 g/L
N = - Homochlorcyclizine
H 2 G _CH,
P e [A""'
*\ A A N 3
(R - . : . Ij H
10 20 30 40 Cl

Time (min)

© CERI 2018, Japan



CERI

2 RS2 K
(%)
75 A
—J@ |A 75 0.90 0.89
°8 U A JAN 80 1.06 1.47
85 | @_/J\ I R 85 1.47 2.61
2
90 i w N 90 1.46 5.10
0 | 10 | 20(min)
L-column ODS, 5um, 4.6x150 mm
/10 mM
2
( 150 mm 5 )
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CERI
( )
Rs N a

N a k pH
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CERI

= ~ 10 ug
J\ pKa=8.1 /S 10 mM (pH 2.6)

A/B 90/10-40/60 (0-15 min)

40 pg
A 10 mM (pH 7.0)
B
A A/B  85/15-35/65 (0-15 min)

—_
400 png
A 10 mM (pH 10.6)
v\ :
_A ~ A/B  70/30-20/80 (0-15 min)
10 15 (min)
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L-column3 C18
5 pum, 10150 mm

_____

CERI

HPLC NEXERA
40 4.0 mL/min ﬁ
A 10 mM +
(pH10.6)
B

A/B  70/30 — 20/80 (15 min)
0.1 g/mL(DMSO)
100 pL
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LC/MS/MS (

Ultimate 3000 Bio RS (Thermo Fisher Scientific K.K.)
L-column3 C18 3um, 2.1x%150 mm
A5 mM , B5 mM
A/B, 85/15(0 min)-60/40 (1-3.5 min)-50/50(6 min)
-45/55(8 min)-5-95(17.5-30 min)
0.2 mL/min
S5 UL
0.1 mg/L N
MS/MS 3200 QTRAP (Sciex)
ESI-MS/MS
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LC/MS/MS

( ) CERI

5.0e5

4.5e5 -

4.0e5 -

3.5e5 -

3.0e5

2.5e5 -

sdo ‘Ajsuau|

2.0e5 -

1.5e5 -

1.0e5

5.0e4

LU

\ “\ I “ \‘
‘ L !)\ 1;‘\ “‘;M“ ) \‘\ 0

0.0 »
0

10

12

14 16
Time, min

18

20

22

24

26

28

2 4 6 8 10 12 14 16 18 20 22 24 26

N

95

Time, min

© CERI 2018, Japan

28



LC/MS/MS (TC) CERI

(TC)
LC Ultimate 3000 Bio RS (Thermo Fisher Scientific K.K.)
L-column3 C18 3 um, 2.0x50 mm

A:5 mM or 5 mM
B:
A/B:99/1-40/60 (0-5 min)
0.2 mL/min
15
50ug/L 4 TC CTC OTC DC

1 yL;MS/MS 3200 QTRAP (Sciex)
ESI-MS/MS  +
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LC/MS/MS (TC) CERI
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(75/25) (80/20)

/25 mM

CERI

pH 7
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CERI
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CERI

/ (20/80)
L-column2 ODS

Step 1 / 20/80
>

Step 2 / 60/40
v

Step 3 100 100

Step 20

(1 mL/min 30 )

(THF)
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CERI

| ]
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: / (pH6.5)
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CERI
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N,=7000 N,=8500 13.0 MPa
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( ) (HPLC) R

. L-column2 C6-Phenyl, 3 pm
4.6 mm 0.25 0.30 mm - 4.6x100 mm

2.1 mm 0.10 0.13 mm
in 75%MeOH
20 uL
|
3 RS (3 4) Nia)
| /\J\ 0.1 mm 2.74 9500
j | 0.3mm 3.01 12300

%,_
BN
]
T

0.5 mm_ 3.09 13100

5 and : 1/10
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Lc/Ms/Ms CER

LC/MS/MS

[ xiC of+MRM (70 pairs): 20200017 5.000 Oa ID: Thisbandazo. . Max. €525 cps. [ 1T of «M RM (70 pairs); Z0Z.000/1 75 000 Ca [D: Thiabendazo... Miaw. 5.088 Cps.
3.B=S 4 2.8=5 -
] 2 0.1 mm 2 0.25 mm
3.5=5 A - - 3.5=S = L
2 .d=s 3.4aS
e 2.1>%150 mm szec ]
2.0=E 3.0ac
I.E=E o I.B=S o
I.5=E H 5 “ L Z.EaS -
I.d4=E I.4=5
I. 2= A I.2=5
- I .0mE o - Z.0es
= =
E 1.825 E 1.8
£ I
1.5=5 1.E=5
1.des 1.4=5 4
1. 2= i 1.2=5 4
1.0 A 1.025
s / \ 8.25
8.0=5 E.Q=5
E14
.0mE o s.om=s 4
4. 0=t 4.02E
o] S U L e i L, &L
0.0 “jﬁrl‘ r r : T r r fL:l— . .o T ¥ T ¥ T ! AN
4 -] E:3 10 iz 14 is 18 fra ] z 4 = & 12 12 14 ig 18 0
T, min Tirne=, rin

- 1/10
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