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Routes of exposure

Direct contact
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Drinking water
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Food source
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Analytical methods
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Microcystins

FPA Method 546




EPA 545

Direct-inject LCLMS
Method 545: Determination of Cylindrospermopsin and
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Dilute and SPE procedure

Add 1.0 grams homogenized sample to 15 mL tube

Add 10 mL 80:20 MeOH:H,O shake for 60 minutes at <6°C

Load supernatant onto an unconditioned reversed-phased flow-through
SPE cartridge, collecting eluent

Wash the centrifuge tube with two 5 mL 80:20 MeOH:H,O portions and
load onto the SPE cartridge

Combine fractions, and raise up to 20 mL

1.0 g into 20 mL for an initial 20x dilution




Analysis
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¢ Lowest calibration point: 2.5 to 10 ppt
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Domoic and okadaic acids
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Microcystin comparison

Comparing 644 and 546
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Domoic and okadaic acid recoveries

Domoic Acid recoveries Okadaic Acid recoveries
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Summary
FPA 544
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Ongoing efforts for reconciliation
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