Zenigal

Zeniga
MS
Zenigal
Q3
Q3 m/z 152 280
LC/MS

uv225m$m

HPLC

m/z 280

635ng/1

HPLC /

MS

m/z 152

52




H21

[1]

B-1.
Zenigal

web

Zenigal

20 mg/mL
MeOH
(3000 rpm, 3 min)

Norephedrine-d3

MeOH 05 1.0 mg/mL
LCMS
8040 SHIMADZU

<HPLC >
(A) 10mM
(B) 100%
Shim-Pack, FC-ODS 3 pm, 75%
2.0 mm
10 uL
0.3 mL/min
0-15min 5-85%B,
15-20min  85%B, 20-20.1min  85-5%
B,20.1-25min 5%B
40
PDA 190-800 nm
<MS >

(ESI)
positive ion mode Q3 scan,
negative ion mode Q3 scan, single ion
monitoring (SIM), product ion scan, multiple

Zenigal reaction monitoring (MRM)
LC/MS +4.5kV
DL 250
400
B-2

vortex MeOH 5, 10, 20,
50, 100, 200 ng/mL
Qudity Control QC

53



75 ng/mL MeOH
Zenigal 10

MeOH
3000 rpm 3

20 mg/mL
1 vortex
min 2
OASIS MCX 60
MeOH 2 mL 2mL
2 mL

mg, waters
HCl 1-1000

QC HCl
2 2mL
HCl 1.1000 2mL MeOH 2 mL
MCX 2%
MeOH 2 mL
LCMS-8040 SHIMADZU
MRM  280.0>125.05
HPLC MS B-1

1-.1000

QC

QC area

C.
C-1
Zenigd  MeOH
Q3 scan
4 m/z 152, 212,
228,280 1 Zenigd MeOH

negativeion mode Qs

positive
ion mode

scan 4

m/z 150, 208, 222, 283

2  positiveion mode m/z 152
negative ion mode m/z
150
151
m/z152  product ionscan
3
m/z 280
product ion scan
4
C-2
Q3
Zenigd  MeOH
MS
[2]
QC
89.7% 5-200
ng/mL
LC-MS

2 0.9998 5 QC



95.1
Zenigal 10 No.
1 No. 10
1
1
499 ng 942 ng
635 ng
1
D.
Zenigal
Zenigal
Zenigal
10-15 mg/day
UV 225 nm
LC/IMS Q3
NMR

LC/MS
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152 35 unknown @ (M+H) 2.00E+06 150 35 unknown @ (M-H) 3.00E+05
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Sample AT ELORBEEm |XTrIIVEESMe

Zenigal No 1 13872 56428
Zenigal No.2 14268 990.71
Zenigal No.3 146.28 554 38
Zenigal No 4 146.22 49912
Zenigal No 5 139.10 942 07
Zenigal No.B 145.70 61917
Zenigal No.7 15447 951.16
Zenigal No 8 149.45 247
Zenigal No.9 14503 662.17
Zenigal No 10 14629 656.59
Fiy 145.39 635.21
HEEEE 463 125.04
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