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Table S1 Experimental results based on the Box-Behnken design for VH-MSPD and total

recovery for fish samples.

R Factor 1 Factor 2 Factor 3 Total recovery
w A: Florisil () B: C18 (g) C: ACN (mL) (%)
1 1 1.5 8 190
2 1.5 1 8 171
3 1 1.5 16 189
4 1 1 12 250
5 1 0.5 16 168
6 1.5 0.5 12 199
7 0.5 1 8 137
8 1 1 12 243
9 0.5 1.5 12 184
10 1.5 1.5 12 199
11 1 1 12 249
12 1.5 1 16 132
13 0.5 0.5 12 165
14 0.5 1 16 131
15 1 0.5 8 174




Table S2. Analysis of variance (ANOVA)

Source SS(;II;r(:afs df Sl\(/lllf::e F value If::::l:;
A-Florisil 882 1 882 16.09 0.0102
B-C18 392 1 392 7.15 0.0441
C-Acetonitrile 338 1 338 6.16 0.0557
AB 90.25 1 90.25 1.65 0.2558
AC 272.25 1 272.25 4.97 0.0763
BC 6.25 1 6.25 0.11 0.7494
A2 8880.314 1 8880.314 161.95 <0.0001
B"2 491.8526 1 491.8526 8.97 0.0303

C"2 11390.31 1 11390.31 207.73 <0.0001




100

20 (a)
80
70

[s18]

paal el sl bl

50

40

Relative Abundance

Liig

30

20 —_
PeBP TBBPA
10 8.80

7.08 N.ID.
5 B, A

2 2.5 =l 9.5 10
Time (min)

o
u
N
N
0]

(b)

70 TCBPA

7.94

0
0
TN ERETT IR AT

60

50

40

Relative Abundance

Liill

30 TBBPA

8.89

e

E=3 8.5 =} 9.5 10
Time (min)

20

10

]
]
\
N
n

Figure S1.The injection-port silylation GC-ECNI-MS SIM chromatograms for (a) non-spiked and (b) spiked shrimp samples.



