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Collected Sample HPLC, LC-MS, or GC Analysis
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HPLC LC/MS
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[Recovery of Sullamethazine from ovine plasmal [Elution profile of analyte (anion-exchange)
(C18, 100 myg)
110 - -
L / —— .5 mlmin
& 100 1 - —— 1 mlmin
g ol -
i u
= oae ] (1]
T e —r . . T
1 0 100 [ 1] =] @ £
Disp. Mow |ml | min) Ehaticon Vhime (i)

from: Ph. Hubert efal/ J. Chromatogr. 622 (1993) 53 - 60,

¥ Despuzienes, 5 Mimds @ "Alds © Denaill Confinracd, Parly 1995

o T

. "
—
‘e
.{/:_. :\\

_— -
= =

Needle

Samples
and solvents
dispensing

Air H Air
()

Air
Aspiration

Air pressure
pushes liquids




o e T

GX-ASPEC™)

o T

GX-ASPEC™)




MeS
GX-ASPEC™)

Model 406 Syringe Pump

¥
- 1]




o e T

Condition, Load, Wash

SPE columns
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Elute

SPE columns

i1

Collection tubes
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Multi-collect (ASPEC Series)

SPE columns

Drain llllll

Solvent Solvent Collection tubes
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Inject

SPE columns
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Collection tubes
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HPLC

SPE OASIS MCX 60mg, 3ml
Conditioning
2ml
2ml MeOH
1ml 0.1M NaOH
2ml H20
Load;
5ml (2.5ml 2
Wash;
2ml 70% MeOH in H20
1ml 1.0 M NaOH
2ml MeOH
1ml
Elute;
2ml MeOH 89:9:2)

200ul CH3CN H20 (90:10)
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Graph 3: Chromatogram of a mixture of Sudan | and its analogues in
acetone/NaOH dilution mix, not chili powder extract

14



Al

Graph 1: Chromatogram of McCormick’s chili
powders, all three types (chili powder, hot
Mexican, and chipotle) gave the same results,no
detection of Sudan | or its analogues.

Graph 2: Chromatogram representing the results
from a spiked chili powder solution with Sudan I,
I, 1, 1V, 7 -11 ugson column
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LCMS

SPE SAX 500mg, 3ml

Conditioning
6ml MeOH
3ml H20
3ml MeOH:H20(1:1)
Load;
5ml
Wash;
0.5ml
Elute;
2ml

pH3.2) 10%CH3CN

pH3.2)10%CH3CN
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On-LineHPLC T
© (25 ul)
o  On-line TEC)

C18, 5 micron, 4.6 x 10 mm, 1000 ul of sample on TEC
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Injector with TEC
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LCMS
Finnigan MSQ, single stage quadrapole, ESI
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H20 / CHsCN H20 / CHsCN HzO / CHsCN H20 / CHsCN
100 : 0 70 : 30 50 50 30 : 70
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‘ Blank mussel, with SPE and TEC

10 ug/ml domoic acid
spiked in mussel

m/z 312

MsS
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1 ug/ml domoic acid in mussel,
with SPE no TEC

\

TEC lS/N

ﬂ 1 ug/ml domoic acid in mussel, with
SPE and TEC

\
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lug/mi

Peak area 22318

SPE

Ccv

8%

SPE/ with

Peak area 1572217

TEC

Cv

4%
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0.01ppm

GC/MS

SPE
/ (500mg/500mg), 6ml

Conditioning

10ml Acetonitrile / Toluene 3:1)
Load & Collect;

2ml
Elute;

20ml Acetonitrile /Toluene 3:1)

1000ul Acetone Hexane (1:1)
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GC/MS
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GX-ASPEC

TEC

HPLC LC/MS
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