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Table 1 Operating conditions for LC-MS

LC conditions (Alliance 2690)

Column . . . .
Inertsil ODA-80A, (250mm long, 1.5mm i.d., Spm particle size)
. A: acetonitrile/water(3:7)
Mobile phase .
B: acetonitrile
. 100% A—(liner gradient 10min)-100% B (10min)
Gradient .1
0.2 m¢ min
Flow
. 2 uo
Injection volume
MS conditions (ZMD4000)
Ionization mode Negative ion-ESI
Desolvation gas Nitrogen, 400 0h™'
Desolvation temperature 250 C
Capillary voltage 3.5kvV
Cone voltage 30V
Ion source temperature 100 C

SIM monitor ion m/z 268 and 267
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Fig.1 Negative ion mass spectrum of pyridine-triphenylboron by ESI.
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Fig.2 Effect of cone voltage on the ion intensity for m/z 268.



3. 3 KRERKRUBHTIR

MRV T 5720, P 7 =2=/LRT U ARB L L T0.038 - 3.8 u gmODIEEDE Y -
MU 7 2= VR T BRI 2R L, Table 10OLC/MSSIETHRIE LT-. BB OF ZFig. 3
\RT. Z OMEROMBIRENL0.9996 TH VY, BIFREREN G ST,

6.0

R = 0.9996

Peak intensity (area, x 10°%)

0 1 2 3 4

Concentration/ g ml™!
Fig.3 Example of calibration curve.
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Fig.4 LC/MS-SIM chromatogram for determination of IDL.
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Table 2 Result of overall recovery test

Found, ng mo™! Recovery, %
Distilled water 0.256 84.9
0.300 99.5
Seawater 0.307 102
0.298 98.8
River water 0.247 81.9

0.267 88.5
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Fig.5 LC/MS-SIM chromatogram (m/z 268) for recovery tests from water samples. a) seawater not
spiked, b) seawater spiked, ¢) river water not spiked, d) river water spiked.
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