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1 mL urine extracted from diaper

— SPE column procedure 1
1. Pre-conditioning
500 pL methanol and acetonitrile
(1:1, v/v) containing 5% NH;
500 pL H,O
. Sample apply
2 mL urine sample
Passed samples are collected into
another new glass tubes.

]

— SPE column procedure 3
. Sample apply

2 mL urine sapmle
Wait for 30 min
Elution

20 mL ethyl acetate

—

o

Add 1 mL phosphate solution
Add 10 puL IS stock solution (5 mg/L acetamiprod-d6)

Transfer SPE column
to another test tube
__________________ >

SPE column procedure 2

— 1. Column wash
500 pL formic acid solution (2
2. Elution
500 pL methanol

4
E

)

E
;
:

Dry with N, gas at 40°C |

Add 30 pL acetonitrile

And 60 nLH,0
| Mixing well and sonication for 10 min I
v
| Bring together and filtrate I
| LC-MS/MS analysis |

FLVHERDRENMNSEERIRDRENDEBENATEEIC

log (direct method)

ACE

CLO

<+

3
o M, i

THI

log (diaper method)
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~ SPE column procedure 1

1.Pre-conditioning

ImL 2.5% NH3 ImL CH3CN(100%)
1mL formic acid(1mM) 2. Elution (30°C)

2. 1.8mL sample apply(urine supernatant)
Passed samples are collected

into new glass tubes

DMP, DEP, DMTP, DETP, DMDTP, DEDTP

ImL urine

+1mLH20

+20¢ formic acid(100mM)
5¢ 1.8 stock solution

Incubation at 37°C for 10 min

Vd

Transfer 500u¢ samples into
Other plastic tubes and add
50040 CH3CN(100%)

Incubation at 4°C for 15 min

Centrifuge
5min,12000xg,4°0f

Supernatant is injected into
LC-MS/MS for DMP and DEP

D Centrifuge
5min,2000 X g,RT

1=

1. Column wash

~ SPE column procedure 2 -

Iml22mL  2.5% NH3
(H20:CH3CN=1:1)

Dry up with N2 gas at 40°C
+30044¢ CH3CN(100%)

Mix well and sonication for 10min

Centrifuge
10min,2000 X g RT

Supernatant is injected into

LC-MS/MS for DMTP DETP DMDTP DEDTP

log (direct method)

y = 0.9823x + 0.1052

0 R*=0.99
0 1 2 3
3
DEP
2
1 X
X
y=0.7899x + 0.5085
R2=0.93
0
0 1 2 3

y = 1.0026x + 0.0431

o R? = 1,00
0 1 2 3
1.4
DETP
0.7
0
y = 0.9725x + 0.0383
B R2=0.98
07 0 07 14

DMDTP

X y=1.0245x - 0.01
RZ=0.98

y=0.9094x + 0.1345
R?=0.98

0 1 2

log (diaper method)
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