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Extraction Operation Flowchart
Ethyl acetate-TBME partition extraction method
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Measurement conditions by on-line SPE-LC/MS

Washing ACN（or TBME）

Extract 0.1% Ammonia_MeOH-Water (95/5) 50 µL

Load [holding] Extract 200 µL 

Flash-SPE WAXs:Retention

Eluent
Mixture 0.1% Formic acid-Water 100 µL

※Mixed within MiVS

SPL-W100

Introduce the entire eluate mixture into the LC/MS

Conditionings
0.1% Ammonia_MeOH-Water
MeOH
ACN（or TBME）

Drying Nitrogen gas 20 sec.

Sample 0.5 mL

0.5N HCl-Water ACN
10µL
Ethyl acetate-TBME(1/1) 1 mL

Stirring (touch mixer, 15 sec.)

Leave to stand, 1min

Ethyl acetate -TBME（Extract）Collecting

TBME:tert-Butyl Methyl Ether
ACN:Acetonitrile

Aqueous phase

Ethyl acetate -TBME

On-line SPE-LC/MS
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Additive recovery test

Sample - Added Concentration:20 ppt
Concentration in vial after extraction:
10 ppt

Solid phase load:200 µL

LCMS introduction amount:10 ppt x 
200 µL = 2 pg

UnitAve. ; 
Peak area value (absolute value)
RSD、Recovery rate;%


