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HPLC %, RERBRARRKBLER (0
%S G1946-85021) » ZEEFEBENR
Honeywell (Morristown, NJ, USA), %
LM B Sigma-Aldrich (St. Louis, MO,
USA). B4k BB LC-Pak Polisher
0 0.22 pm BRILA I IR ERIESAY Milli-Q
Integral %%t (EMD Millipore, Billerica,
MA, USA). FFERMI B Fisher Chemicals
(Fair Lawn, NJ, USA).

KA EREERRER (LC/MS KZ
2ENERMR, &#S 5190-0551) «
AccuStandard (New Haven, CT, USA)
M Chem Service.Inc (West Chester,
PA, USA). ECHIEZHE 254 MULEMHIR
wiEER, RE 10 yg/mL, BFINHR
QUEChERS XY, RUEARFRESEE
79 1-100 ng/mLo

Hmai g
BENNIEENA=ENESFREE St
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SBMHEEMA 50 mL BRIFEES, AE
/3 Agilent BondElut QUEChERS i &
(&5 5982-5650) , %M EN 15662
QUEChERS 77%, A 10 mL ZBEXIHEdm
BRUHTEE. AZERDH SPE
(dSPE) ifl& (ZHS 5982-5256) #
HAE=TENEESEN.
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£ 1. Agilent 1290 Infinity HPLC

S &
RIPHE Agilent ZORBAX Eclipse Plus C18 2.1 x 5 mm, 1.8 ym (Z#4S: 821725-901)
BigE Agilent ZORBAX Eclipse Plus C18 3.0 x 150 mm, 1.8 pym (ZB{:S: 959759-302)
HEEE 2L
(e 45°C
TR 0.45 mL/min
ezhin A) 7K + 4.5 mmol/L BRER$E + 0.5 mmol/L & {LEE + 0.1% iR
o B) FAEZ + 4.5 mmol/L A% + 0.5 mmol/L L% +0.1% FE
BYiE] (min)  %B
0.00 2
0.50 2
1.00 50
1RE 4.00 65
16.0 100
18.0 100
18.1 2
20.0 2
JRIBE1TEYIE] 4 min

+ 2. AUSESI BFRB#

B &
BFER EBFMABF
=il 5% MRM
FRSEE 250 °C
FIRSRE 11 L/min
ESE 40 psi
WRRE 350°C
BHRME 12 L/min
EMERBE (+ESI) 3500 V
e (+ESI) 300 V

(-ESI) 1000 V
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9 Calibration 4 plas ® Calibravion 4 2 6
10 Double Blank plal Double Blank 2 3
1 Calibratiens Ra7 ® Calibranon s 2 6
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ikt S !
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e Last Calls Upate H9/201E 1:58 P Batch Suate Processed
Quant Batch Version B.09.00 Quant Report Version 8.09.00
A
Compound Sort Field Anayss Info.
Amidosulfuron ‘Compound Acechate Compound Type Target
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HIEEE %3 AEBTER TRNHNIFEIA S EASSHRRNRE

IFENEZENESE RN DITER KR am | RE(gg) | EEWERM() | RME | RsD%
FaERZ, HEEF—E5FTH MRL. FENEZERS 1

ARLENEEATERRRNELGHR | B o [ e [ oss | ss
7, 1839588 1/5 MRL REE (2 ng/g)o FENEZTERE 2

%3 BRTEEANERTRIRNR | | 0 | o [em ] v
251%, DIETEET MRLE (KB | — TRTRSRERES

o i >100 6 >0.998 1.21

HEVEEE) BIER. JRER IS SR AL A 1 >100 6 >0.998 0.933

JEBRAD AR A 2 >100 6 >0.995 1.06

WURERE AR >100 6 >0.998 1.03

Saam 45.1 6 >0.995 2.23

i 39.8 6 >0.997 1.02

Uid==1 15.9 6 >0.992 0.826

IR R 7.1 6 >0.991 8.91

T BB 6.82 6 >0.998 1.72

IRERE 3.07 6 >0.994 2.98

FER 1.58 6 >0.996 2.4
FENESHR 1

FI4EE = B1 23.4 5 >0.995 3.52

BER BB 18.2 5 >0.989 2.25

Eatiul 7.16 5 >0.981 1.49
FENESER 2

SRFFRIRAR 27.9 5 >0.996 2.32

IEEIRRL 13.3 5 >0.996 1.02

FEERE 13.1 5 >0.996 2.37

I EHAE 9.86 5 >0.993 1.42

ZREERA 2.44 5 >0.996 4.72

INERERR 2.08 5 >0.961 3.04
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Review Analysis Results
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Create Report

A Results - Broccoli Results selected for report: 26,312 / 26,312
p
. i “
4 Concentration 4 Filters Samples = Compounds
N{ select filter set... - Q vQa
Above threshold i52) .
4 Concentration Smaple spike 2 o 4 Fludioxonil Pos (Broccolisample ) 2.04 ng/ml A
[ eelow threshold 15,5200 Above threshoid 46) gonte L0 s o [T i ] 2 2651415‘51 2681 = 1351 g:;.ﬁw“ > :ialwl
[ Below threshold 15439 PR, 200 1L 63 A wa? 5
1 o 7 8 zn-‘
] I
4 Status 4 Status Smaple spike 2 @21 B oo 2 B | g 1]
Sample, FL-BE, Acquired g &l ¥ g 4 /! g o
. walid (46 Tuesday, June 26, 2018 1:05 P, € 3] © 3 [l s
Valid (52 O errer 200t b RS 2 /k F 0]
11, 8" 1 )/ 1
Wi 259! . u S T S S — 0 — — | - -204
|:| Error (27) < [ Warning (252) Broceoli Sample 3 s nf.ﬁ 4 8 80 100 72 73 74 75 78 77 78 78 & 81 82 83
> Flass Saraple, PL-BY, Acquired Concentration (nginl) Time: (min) Qualifier Retios
|:| Warning (259) 4 ;uﬂeﬂsjfy,mnazs,znlﬁzw P, Tags
4 Sample Type +
Broccoli Sample 3 @3
4 Sample Type [ sample ey . 4 Imidacloprid proccolisample s 15.98 na/ml
ple Typ 0 ombtionc L S P erscosnpe o A
D Calibration (8575) 200 W _FZ:(\‘_AE‘ 1.00 - 100 00 ngin | 2 256021751 25610 -= B4 25‘5‘[\‘~ '75‘;1
sample (52) = ’ x10%3 6 e r Bz Hn
|:| ble Blank ac aey Broccoli Sample 3 @) 143 ~ 3;5 21
Double Blank (52 , PL-B9, 29 o# 104
=21 b Compound Groups | melsFesmies T - £ on £
. . 200 ul o 087 P £ 0
[ calibration (5,598) b Report Status R -y " g o]
[0 c oo e S USSR S S | -——
Tue:éa;/ JunE’ZE gnl&nnn P o 20 40 60 80 100 28 28 3 31 32 33 34 35 36 37 38 38 4
20040 ’ ) Concentration (st Time (rin) Qualier Ratizs
Tags
Broccoli Sample 3 (s +
Saraple, PL-BY, Acquired
Tuesday, June 26, 2018 4:25 P, L TP W PO Ut [T PR T SR 1) EI-C vy joey | n n n:
< > 200 pt . >
B 4 |midacloprid (Broceolisample 2 15.98 ng/ml \/
. SO
R2=10.39,1.00 - 100.00 ng#m 2560 -= 2091 236.0 -= 1751 2960 -= 5410 256.0 =175
- 1 2560 = 12810 256.0 4.0
X1U § 1 =Nl 1 1}
1 x4 — :
141 //‘ 1 345 20+
g 24 08 1 g 104
5 1- £ E 1
(=X - - o
% 081 [ ] E 0E 2 ol
T ng- 0.4+ g 1
] ’ A0+
E-; 1 | 4 0.2 1
f- R e e e A | 04 T = T T T T 1 T T T T 20
0 20 40 60 80 100 28 289 3 31 32 33 34 35 36 37 38 349 4
Concentration (nginl) Titme: (mir) Clalifier Ratios
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Results - Strawberry

Results selected for report: 21,120 /21,120

4 Filters Samples < Compounds
Vx Select filter set... - IE R [Q earch :|
. ~ . -~
4 Concentration Double blank({Solvent) po 4 Spinosyn D (strawberrySample 1) LY JANLY
sample, PL-A1, Acquired Sunday, 00,1.00- 100.00ngimi 4 5 7465->98.0
Above threshold (403) June 10, 2018 3:36 A, 200 pL ot s X103 T 20
[] Below threshold i3,365) s /,—' s | 15
Strawberry Sample 1 1s) B s } g 'g
b Status Sarnple, F1-B3, Acquired Sunday, g 4 v £ %% | e
June 10, 2018 4:01 AW, 2.00 pL [ 7 8 oal I :s
> Flags 2 } # .0
Strawberry Sample 1 n3) 1 * | ng
> Tags Sample, PL-B3, Acquired Sunday, 0 e 0= ; ; ey h
June 10, 2015 4:26 4M, 2.00 pl 40 6 80 100 169 11 111 112 113 114 115 116 117 118
4 Sample Type Concentraion (ngii) Time (min) Qualifier Rafos
Strawberry Sample 1 14 Tags
Sample (40%) sample, PL-B3, Acquired Sunday, -+ Oualifier ratio out of range
[ calibration j10,560) June 10, 2008 451 A0, 2.00 pl k] G
[ ac (razi
Strawberry Sample 1 14 4 Tetraconazole (strawberrySsmple1] 7.18 ng/mil ALY
> Compound Groups $ample, P1-B3, Acquired Sunday, —
June 10, 2018 516 AM, 2.00 pl 00.00ng/mi
I Report Status 7 204
P Strawberry Sample 1 as) 8 3
Sample, PL-B3, Acquired Sunday, Y P 267 g 1
June 10, 2018 541 AM, 2,00 pL 8- £ o2 5
5 154 £ 9
] o
Strawberry Sample 1 1s) 0;-' £ .10
sample, F1-B3, Acquired Sunday, i ) . ol -204
June 10, 2018 6:05 A, 2.00 L 80 80 100 85 86 87 91 92 93 84 95
Concentration (ngii) Time (min) Qualifier Rafos
L O PR 1 PR Y DRYRN P P B PR et
< G Tags -
B Detailed Chromatogram View b4 c Detailed Chromatogram View x
Spinosyn D - Strawberry Sample 1 Tetraconazole - Strawberry Sample 1
Q AA S
Strawberry Sample 1 Calibration 6 Calibrafion &
Calibratio
x10%] f
251 | s
2.25] | 6l
24 | 5
£ 1.754 | ‘E
3 1 oe] False 2 4
S 1.25] St S
19 Positive ]
0.754 ' 24
0.54
14
0.254 .
0 ; 0
T T 1 T T T T T T T T T T T T T T
11 111 11.2 11.3 11.4 1.5 118 1.7 85 87 8.8 59 9 91 92 53 5.4
Time (min} Time (min)
Chromatogram Qverlays + Chromatogram Overlays —+
Calibration & » Calibration 7 x Calibration6 x Calibration7 X
| A | | Cancel | A | | Cancel |
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On Start Setup Monitor Review

Intrument Run Control

Review Analysis Results

Results - Broccoli

4 Filters Samples
Vx Select filter set... hd O
4 Concentration O 2

Sarple, P1-BE, Acquired Tuesday,

Abovethreshold (32) June 26, 2015 12:40 P, 2.00 pl

b Status
] i)
Sarmple, P1-BS, Acquired Tuesday,
4 Flags lune 26, 2018 1:05 P, 200 pL

[0 Moflags i46)
Above calibration range (32)
[] R2 below threshold (71)

O )
Sarnple, P1-B9, Acquired Tuesday,
Iune 26, 2018 2:45 P, 2,00 pL

ff, IESRTZREE D NBRMAMEES
R (B4B)

LE2HE (WEME. RT. BFLM
R?) B ERAFEXBIRER,
MassHunter Productivity App B=4r
BAWER, ERAPIERENSEH. It
PRICThAE I ES B AR P R i B A B B R
1E, LB EY. MassHunter

Review Control Charts

<, Compounds

Productivity App FFRIZIIEERI S —4F
W2, BERBIRIRIRFIEBE MRL MR
EENRA, B5ERTETREST
0.5ng/g ElfE. HFmERMNEGBHRA
SEEMRMCH L EYIRNTIEE R, FH LR
TIEER, RITEBRFILEIEEVA=ZE
BERFIRE > 100 ng/g B9 EYDIEEEID
DR IR B BRI Ao

Create Report
Results selected for report: 25,788 / 26,312

[ Target peak not found (27)

[ Cwalifier peak not found (33) (4)
Samnple, PL-BY, Acquired Tuesday,

[0 Qualifier ratio out of range (209) June 26, 2018 3:10 P, 2.00 pL

[ retention time out of range i25)
O )

A

Sample Type Sample, PL-BA, Acquired Tuesday,
June 26, 2016 3:35 P, 200 pL

Sample i32)
O )

Sample, PL-BS, Acquired Tuesday,
June 26, 2018 £:00 P, 2,00 pL

=4

Compound Groups

-

Report Status
O )

Sample, P1-B9, Acquired Tuesday,
June 26, 2015 4:25 P, 2 00 pl

O i+
Sarmple, P1-BY, Acquired Tuesday,
Iune 26, 2015 4:50 P, 2.00 pL

O¥|Q
. ~
4 Dimethomorph 2 (Brocecl Sample 3) IOy e
R2=1.00,1.00 - 100.00 nginl 33.0 - 3850 -= 1651 3880-= 2731 36601651
8.0 -= 366 2731
[
x10 051 : it
- 20
25 A 64 |
54 |
2 10+
g £ 4] *?.15 g
2 15 5 4] v .
£ 5 3 1 £ 0
1 - 2] | =1
1 14 ® 104
05 P 14 r \
0l L AL 20+
P A U Pk P 1 e e O A S s AN e S e S S
a S0 100 150 200 250 300 75 76 77 7B T8 & 81 82 63 B84 B85 86 87
Cancentration (ngdnl) Time (min) Qualifier Ratios
Tags
-+ Above calibration range
Add comment.
4 Mandipropamid (Broceel Sample 3) a Ao
R2=1.00,1.00 - 100.00 nginl 41210 - H20-=1251 H20-=3561 412021251
412.0-= 4120 3561
"'“: 108 T 1120 = 311
] 78 204
3 29 vr
5 1 10+
g - g ] 154 | g
g o 2 L] I o0
o . 14 7
o 3 » = ] | 3
2 . 05 I ® 104
1 [ 4 1 A\
A S S S L S S 0= T T T T T T ! T T T T T T 201
0 20 40 &0 80 100 120 140160 73 74 75 7B 77 78 78 8 81 82 B3 §4
Conceniration (ng#nl) Time (min) CQusiifier Ratios
Tags
~+  Above calibration range
Add comment...
v v

5. MassHunter Productivity App AIfERISEEIT DTS RFITRER. HXMEE, BPERTEIFSVAZEERPNEIEE DM NURBTE RN DTSR
(BF5FEE. HREHABHREEERT TR o NEXEILSYIREBERETEE (> 100 ng/g 8 ppb)
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Review Analysis Results

Results - Braccoli

4 Filters
N [select fiter set.

4 Concentration

[ Above threshold (32)
[ selow threshold (6,499)

-

Status

4

Flags

)

Sample Type
Sample (332)

[ oouble Blank (100)
[ calibration 10526)
0O ac asie

-

Compound Groups

4

Report Status

3 >

Compounds
olQ

O Fluopyram )

O @

a2
] a1

8] ©
O Metalaxyl

m] as)
m] ®
m} )

m} (O]

m} )

O ®)
m] @)

m} “
r w ®

Review Control Charts

<, Samples
KX |Q

4 Broceoli Sample 2 {imidacioprid) [4Y
Sample, P1-B4, Acquired Tuesday, June 26, 2018 354 AM, 200 L

Results selected for report: 25,784 / 26,312

Create Report

= o178 5
x10%7 1
1 ] 3!0". T
1l sd ags
g 124 251 1 | ¢
1 2] |
£ il » § 2 |
€ gg] <15 | | &
1 13 |
B y |
e oo R e & e T o .
019’ % s 70 % % 160 28 23 3 31 32 33 34 35 35 37 38 38 4
Concentration (ngni) Teme (min)
Tags
4 Quaities ratio ot of range
Add comment
4 Broccoli Sample 3 (imidacioprid) 15.66 ng/ml
Sample, 71-69, Acquired Tuesday, dune 26, 2016 245 PA, 200 k.
R22095.1 - 10060 ; 0
21087 1 }
x| x104] T
144 L i 345
12] 08 b
§ > g os; ¢
§ o8] 1 i
& osl S 04] |
044 i | %
| » 024 |
024 1 Bl J.k. |
o 2 e 6 8 10 28 23 3 31 32 33 34 35 35 37 38 39 4
Concentration (nguni) Tene (min)
Tags
+

AR
TR
)
101
o]
104
- |
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|
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10]
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THEY RT. REES (QC) REMAE
FE@mMAR (1STD) MM EEE, LUER
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On Sta Setup Mo Review

Manager

Intrument Run Control

Review Analysis Results Review Caontrol Charts Create Report
Results - Broccoli
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1.

Regulation (EC) No 396/2005 of
the European Parliament and of
the Council of 23 February 2005

on maximum residue levels of
pesticides in or on food and feed of
plant and animal origin (including
amendments as of 18 March 2008)
and complying with regulation (EC)
1107/2009

Guidance document on analytical
quality control and method
validation procedures for pesticides
residues and analysis in food and
feed, SANTE/11813/2017,21-22
November 2017. https://ec.europa.
eu/food/sites/food/files/plant/
docs/pesticides_mrl_guidelines_
wrkdoc_2017-11813.pdf
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