MESS instruments Inc.

AL ATITTE IVE L

MESS instruments inc.

GILSON




MESS instruments Inc.

MESS instruments inc.

HPLC, LC/MS, GC/MS

fil

LA T TR L T




MESS instruments Inc.
i

MESS instruments inc.
i

PN




MESS instruments Inc.

L

™
GILSON GX-ASPEC )
ASPEC = Automated Solid Phase Extraction Cartridges
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Model 406 Syringe Pump
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ASPEC & HPLC-ELSD
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EU EU
m ® (mg/L = ppm ) |( mg/kg = ppm )|( mg/L = ppm ) |( mg/kg = ppm )
K 350 350 500 350-15000
80 200
250 1000
600 1000
300 400 400 580-1800
= 13
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7
1 K 90ng/uL
4 2 57.5ng/ L
' 3 3 250ng/pL
4 250ng/puL
5 100ng/ pL
1 6 50ng/pL
7 7 30ng/ uL
5
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SepaxGP C18 5pm, 120 , ¢ 3x250mmL ;
" ‘m
A MeOH : ' Acetone  110:820:70 -:
B MeOH : . Acetone  690:240:70
SEET
0.5mL/min ELSD SofTA Model300s

2.4mL, TEA7.5mL, H,0 3L pH45 1,
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ELSD
N 10;,;;] =3 ( ng/ulL = ppm ) Area CV% CV%
K 5.4 0.19-1.12 0.33 0.9995
6.9 0.38-2.19 0.32 0.9990
7.5 0.31-2.43 118 0.9991
7.5 0.48-2.78 0.09 0.9966
6.0 0.09-0.82 0.10 0.9991
6.0 0.28-2.12 0.09 0.9989
6.0 0.56-3.73 0.04 0.9978
*ELSD
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L |
EU
Varian BondElut C18 500mg/3mL
1 3.0mL S - | - |
| 2 | | | 2.5mL |1mL/min | 0.1min | - |
| 3 | | | 2.5mL |1mL/min| 0.2min | 0.1mL |
| 4,5 | | - | 2.5mL |1mL/min | 0.2min | - |
| 6 | | | somL |imL/min | oomin | - |
7| | | 20mL |1mi/min | 1omin | 20mL |
24mL, TEA7.5mL, H,0 3L pH45 EU
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mg/L = ppm mg/L = ppm
K 78 85 91.8
52 51 102
229 228 100
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'@ 27mg/L

21mg/kg

31mg/L

23mg/kg

90mg/L

19mg/kg
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ASPEC & HPLC-DAD
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Sepax Generik C18 500mg/3mL

I 1 5mL 8mL/min
2 5mL 8mL/min
3 5mL 8mL/min
4 - 4mL 2mL/min
5 + 3mL 6mL/min
6 2mL 3mL/min
HPLC
SepaxHP C18 3pm, 120 , @ 2.1x100mmL
40 5ul Total Loop
:0.05mon/L =14 v/v
0.2mL/min DAD Model172 295nm/500nm
HPLC
http://www mhlw g jp/topics/bukyaku/iyaku/syoku -anzen/zanryu3/2-170.html 24
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- HPLC

(2] TBZ
N
2 1ppm TBZ/H,0 HPLC
2 1ppm TBZ/H,0 - HPLC
? + 1ppm TBZ/H,0
? ? ?
4038| 3828|3917
M| 28| a7es| 304
4131| 3823|3969
4065| 3815 3933
v 141%|  046%|  0.79%
9386% | 96.76%
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Varian SAX150mg SCX150mg ODS200mg 3mL

I 1 imL 5mL/min
2 2mL 5mL/min

imL ImL/min

4 .8 0.5mL x5 | ImL/min

HPLC
SepaxHP C18 3um, 120

, @ 2.1x100mmL

30 5ul Total Loop
0.1% TFA/H,0O
0.2mL/min DAD Model172 205nm/500nm
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+ 10ppm + 10ppm
: AN
?
?
?
? ?
2 ?
?
?
500uL 10ppm
+ 10ppm + 10ppm
2 Area  366.23 39% 462.86 52% 587.41
? 364.67 3% 34019 38% r’jr_eg 591.30
? 150.15 16% 6052 7% 592.20
? 4405 5% 1630 2% 590.30
? 1312 1% 748 1% CV% 0.43%
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