Support Figure S6. Matrix Study of Pesticide Recovery—LC-MS/MS

Negative ESI Analytes

Recovery of pesticide analytes determined by liquid chromatography tandem mass spectrometry (LC-
MS/MS) in negative electrospray ionization (ESI-) mode fortified at different concentrations (10, 100,
500, and 5,000 nanograms per liter [ng/L]) in four different matrices. Samples were excluded from
evaluation (shown as open symbols) if the fortification concentration was less than the method detection
level (MDL) or the environmental concentration. Dashed lines show study objectives of 100+30 percent
recovery. Dotted vertical line shows calculated MDL.
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Bromoxynil Reagent water Bromoxynil Mississippi River
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Dacthal monoacid Reagent water
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Dicamba Reagent water Dicamba Mississippi River
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MCPA Reagent water
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Triclopyr Reagent water
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Carbamate and Thiocarbamate
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Fungicide

4-Hydroxychlorothalonil Reagent water
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Famoxadone Reagent water
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Deisopropyliprodione Reagent water Deisopropyliprodione Mississippi River
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Iprodione Reagent water

VBT, In percent

Reco

Iprodione Mississippi River

410 ; 410 ;
30— : 30— :
30— : o 330 :
— ! [ — :
.|".6I:I: : ; .|".6I:I: :
T4 — E & 740 E
—— : E ] :
200 i = 100 i
&0 — : g 180 :
— ' =] — '

2 B . 1 e mg ~ - - -7~ C T T
: o- :

o ___ - - — ] o ___ - - — ]
40— : 40— :

o LI |||||'|_|\I T 1 |||||'|_|\I T T |"‘|\| |||i T T TITIT o LRI | T T TITT] T T ||||||i T T TITIT

1 2 148 35 j[x] D 4D ED j[xx] 211 81 1000 40D 1000 1 2 148 35 j[x] D 4D ED j[xx] 211 81 1000 40D 110000

Concentration, in ngfl

Iprodione 1N/14W-8K1S

ABTY. In percent

Rec

Concentration, in ngfl

Iprodione Santa Ana Prado Dam

400 ; 400 ;
30— : 30— :
30— . - = .
— ! [ — :
.|".6-|:I: ! ; .|".6-|:I: !
40— E = 740 E
— : = :
.r.III: : = .r.III: :
160 : @ 180 :
— [ [ =] — [l
120 il & 130 il

: o :

=1 e HE =1 e HE
40— : 40— :

l:l 1 LILILL II‘I-Ih T LINLILL IIII 1 1 Ill?‘l Illi 1 1 I.I.I LI l:l 1 LILILL II‘I-Ih T LINLILL II‘I-Ih 1 1 Ill?‘l Illi 1 1 I.I.I LI

1 148 3 10 10 40 ED 100 M1 ¥ 1000 40 1000 1 148 3 10 10 40 ED 100 M1 ¥ 1000 40 10000

Concentration, in ngfL

26

Concentration, in ngfL

s6_esineg mspk site _conc 18Dec.docx



Flubendiamide Reagent water

Recovery, in parcent
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Diketonitrile isoxaflutole Reagent water
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Isoxaflutole acid RPA 203328 Reagent water Isoxaflutole acid RPA 203328 Mississippi River

-1III_ T -1III_ T
360 : 360 :
o 30 : o 30 :
= —] H = —] H
& 18] i & 18] i
2 40— ' 2 40— '
5 o : 5 o :
= 2007 : = 2007 :
2 160 : 2 160 :
o T -—=-—--=-=-- - - = = = = = - o Mm-S
g 1@ - T LI & E Tt —
w i _ e * W _ g _—_ " ___T ]
40 N 40— ; i
l:l LIL iIIIIII LI IIIIIII LI IIIIIII 1 LILBLLBLLL l:l LIL iIIIIII LI IIIIIII LI IIIIIII 1 LILBLLBLLL
1 : 188 j[x] IO 4D ED j[xx] 1 8 1000 4000 1000 1 : 188 j[x] IO 4D ED j[xx] 1 8 1000 4000 110000
Concentration, in ngfl Concentration, in ngfl

Isoxaflutole acid RPA 203328 Santa Ana Prado

Isoxaflutole acid RPA 203328 1N/14W-8K1S Dam
400 : 400
30— : 30— :
320 : 320 :
[ — 4 [ — 4
T I s B
= 240 : = 240 :
E___ ] : E . ] :
= 207 : = 7 :
2 80 2 80
& '|:_|:|:_ e e i ety & '|:_|:|:_ — s - - == F
& : . ¥ LI o — ’
L N e e - - B - - - - - - -]
40 | 40— 5 i
l:l T T iIIIIII T T IIIIIII T T IIIIIII T LILBLLELLA l:l T T iIIIIII T T IIIIIII T T IIIIIII T LILBLLELLA
1 2 18 5 10 10 40 ED j[xa] 21 ¥ 1000 4000 1000 1 2 18 5 10 10 40 ED j[xa] 21 ¥ 1000 4000 110000
Concentration, in ngfL Concentration, in ngfL

29 s6_esineg mspk site _conc 18Dec.docx



Oryzalin Reagent water

Recovery, in parcent

—

By, In percent

Reco

400
=0
0
FiLl)
L)

40
o

400
=0
0
FiLl)
=)
1
&0
40
0

T --rs -4 -
. . *
_ L .
T ||i||||| T T TITT] T I T T TITIT
1 2 148 35 j[x] D 4D ED j[xx] 211 81 1000 40D 1000
Concentration, in ngfl
Oryzalin 1N/14W-8K1S
] 5 - .
- ]
m e
] E *—
D
T ||i||||| T T TITT] T I T T TITIT
1 2 18 3 10 1L 40 ED 100 21 ¥ 1000 400D 1000

Concentration, in ngfL

30

Oryzalin Mississippi River

VBT, In pErCent

Rec

400
8
]
"
240
0
160
120

0 —
40—

o

1

4200 10000

LIL IiIIIII LI IIIIIII LI IIIIIII 1
: 188 j[x] IO 4D ED j[xx] 1 8 1000
Concentration, in ngfl

Oryzalin Santa Ana Prado Dam

By, In percent

Rec

400

250
]
2
40—
200
'IE-I:I:
'I..".l:l:

E‘:l_
40

o

1

450 10000

|||i||||| T
2 18 3 10 i

40 ED 100 M1 ¥ 1000
Concentration, in ngfL

s6_esineg mspk site _conc 18Dec.docx



4-(Hydroxymethyl)pendimethalin Mississippi
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Pyrethroid and Phenylpyrazine
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Dechlorofipronil Reagent water

Recovery, in parcent
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Desulfinylfipronil Reagent water

Recovery, in parcent
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Desulfinylfipronil amide Reagent water

Recovery, in parcent
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Fipronil Reagent water

VBT, In pErCent
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Fipronil amide Reagent water Fipronil amide Mississippi River
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Fipronil sulfide Reagent water

Recovery, in parcent
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Fipronil sulfonate Reagent water

VBT, In pErCent
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Fipronil sulfone Reagent water

Recovery, in parcent
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3-Phenoxybenzoic acid Reagent water
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Sulfonylurea and Urea

Chlorimuron-ethyl Reagent water
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Chlorsulfuron Reagent water
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Diflufenzopyr Reagent water
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Chlorosulfonamide acid
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Novaluron Reagent water
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Prosulfuron Reagent water

Recovery, in parcent
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Sulfentrazone Reagent water

Recovery, in parcent
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Sulfentrazone Mississippi River
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Triazine
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Hexazinone TP D Reagent water

Recovery, in parcent
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Hexazinone TP D
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Hexazinone TP E Reagent water

Recovery, in parcent

Hexazinone TP E Mississippi River
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Metribuzin DADK Reagent water

Recovery, in parcent
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Metribuzin DK Reagent water
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