SPE Technical Note

ST005 Analysis of Microcystins in Environmental Water

GL ScienceslInc.

Microcystins are cyclic peptides specified in the Hygiene Testing Methods, and are readily
retained on silica-based solid-phase discs (Empore Disk C18) and polymer-based Empore Disc
SDB. If the sample contains large amounts of algae, such as lake water, it is recommended that
the filtrate be extracted directly using a solid phase after filteration through a glass membrane
filter, and that the algae on the filter be ultrasonically extracted with a 5 % acetic acid solution. In
order to eliminate contaminants from the sample, it is recommended that it is cleaned-up with a
silica-gel solid phase if necessary.

1. Flow diagram of solid phase pretreatment
[Structural formula of microcystin]
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Structures are created using Chemistry 4-D Draw which is provided by ChemInnovation Software, Inc.

Microcystin

[Example of pretreatment of microcystin]

Water Sample 500 mL
Conditioning —  Flow rate 100 mL/min
—— @ 10 mL Methanol Solid-phase disk *
@10 mL Purified water Empo disc
SDB-XD
(47mm)
Wash

—— (20 mL Ultrapurewater
2 10 mL of 20 % methanol

Elution

—— 7 mL Methanol or methanol containing 0.1% TFA

Concentrate to less
than 0.5 mL

—— Under a stream of nitrogen, 40 °C

Dilute to 0.5 mL

I
HPLC-UV

*: InertSep RP-1, InertSep PLS-2, etc. are also used

NOTE)This is a method developed by GL Sciences based on literature information.
Reference: Solid Phase Extraction Guidebook
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2. Produsts for solid-phase extraction

[l nertSep RP-]_] InertSep RP 1 is a polymeric solid phase made up of SDB and methacrylate. It is optimal
for enrichment of a wide range of compounds from low to medium high polarity.
Base Gel Base Gel Syringe barrel type cartridge
j: Product name Column size Qty. Cat.No.
g o 250 mg/6 mL 30 bottles 5010-27000
methacrylate BB InertSep RP-1 500 mg/6 mL 30 bottles 5010-27004
3 500 mg/12 mL 20 bottles 5010-27005
zlilze:n particle: 70 um Luer device cartridge
Surface Area : 650 m?/g Product name Column size Qty. Cat.No.
Pore volume : 1.5mL/g
Poresize  : 90A . 50 bottles | 5010-27200
InertSep mini RP-1 230 mg
PHrangeof ., ,, 500 bottles| ~ 5010-27220
use

[InertSep PLS-2]
,, . InertSep PLS 2 is a cartridge filled with a styrene divinylbenzene polymer gel
Base Gel ‘ (SDB) that behaves in a reversed-phase mode similar to C18. It has a retention

capacity greater than C18 and has excellent stability in a wide pH range.

Syringe barrel type cartridge

sDB Product name Column size Qty. Cat.No.
' } InertSep PLS.2 265 mg/6 mL 50 bottles | 5010-27430
i nertse -
Mean particle. g6\ im P 265mg/20mL | 20bottles |  5010-27431

Surface Area : 600 m2/g

Pore volume : 1.1 mL/g Luer device cartridge

Pore size : T0A .
PHrangeof ., ,, Product name Column size Qty. Cat.No.
use , 230 mg 50 bottles | 5010-65720
InertSep SlimJ PLS-2
265 mg 50 bottles 5010-65721
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