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sample blank $%a BL-CH Wag fortified sample $%d S1 @1sfiwanAslusaudIeUszneunieans 4
naw ldun nquessniluraeiu nqueasniluwealeda ndulndnsoss waznguariutam sauaay
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WIBNF989 fortified sample Taan1TLANANT B- endosulfan, cyfluthrin, dimethoate ,
pirimiphos-ethyl Wag promecarb finududu 0.10 , 0.3, 0.20, 0.12 waz 0.10 me/kg MUAIAU 91
nsUssdiumnuluiedertu vesheti Tne 19add Tneldadn 1SO 13528 (2005) uaw IUPAC (2006)
namsUsziiunuisegsiinnuduidodoaty nsmegeununsivesasandisludaedns Tae
Al grumgiivies (2525 °C) wardidu 73,5 uay 7 Tu Fuaniudsiedna uazfiguugil freezer
(ldfeendn 18-°C) # 30 Fu (Fusisauna) JuainTudeiaegne wudtarsandiadaaiuaesaly

SYLIANANY



HosUfuAnisiidrsunnaen Isnunanismageunuunafifivuasiuiedy 21
veaFURnT waell 2 WesUfiRnsnenuna 2 MenumunAiein1InTTlemed nansaaeud
AIATANETINTAY 115 Toya Tnsmesunarisau 81 Jeyadailu 70 % vemamvageuiininnine
ansiinseuRauIniian 1iun dimethoate a1sfiinsseaunatiosdian éun promecarb @157
ey false negative laun B- endosulfan wag pirimiphos-ethyl Uszifiunanisidisiumageulng

SO 13528 Wan15UseLliuAn z-Score wudmwan1snaaaudulugedlu nasiumelats 72 % lagilan
|z-Score| < 2 wavmaeuogluinst Urasde 7 % Taedian 2 < |z-Score| < 3 waznanazeyliiduiii
wole 9.3 % lagildn |z-Score| > 3 FaeafuRnsiiirsaumaaeuldizinseineniuld Aols
Steinwandter H. (1985 ) uaz 35 QUEChERS duiaieafiofilinmafinseiiduaiedloniianugnies
wiugwazeensule laun GC, GC-MS, GC-MS/MS , HPLC, LC-MS uag LC-MS/MS .

Abstract

Inter laboratory comparison program for pesticide residues analysis in vegetables -
fruits: DOA-PRL-01-15 program was conducted by pesticide residue research group, agricultural
production science research and development division, department of agriculture, during August
- September 2015. The scope of testing program were consist of 40 pesticide residues, which
covered to organochlorine, organophosporus, pyrethroid and carbamate groups . Twenty-one
laboratories were participated in this program. The test sample in this program was chilli
sample: blank sample and pesticide fortified sample. Fortified sample were contained with B—
endosulfan, cyfluthrin, dimethoate, pirimiphos-ethyl and promecarb in concentration of 0.10,
0.3, 0.20, 0.12 and 0.10 meg/kg, respectively. The sample was rechecked and considered
homogeneous according to ISO 13528 (2005) and IUPAC (2006). Stability of fortified sample was
studied at room temperature and refrigerator at 3, 5 and 7 days (from sample shipment date)
and in the freezer at 30 days (reported date). The fortified residues in sample were considered
stable for the studied period.

Twenty-one participant laboratories have reported test results in time for due date. Two
laboratories reported 2 test results by different method of analysis. The expected test results
were in total of 115 data. Eighty one data (70%) were reported by participant laboratories.
Dimethoate was shown the mostly found results (83.3%) and promecarb was the minimal
found results (37.5%). B—endosutfan and pirimiphos-ethyl were shown false negative results. The
assigned values and the standard deviation for laboratory comparison evaluation was calculated,
according to ISO 13528(2005). The z-Score of test results were considered following : 72%

satisfactory (| z-Score | < 2),



7 % questionable ( 2 <| z. -Score | <3) and 9 % not satisfactory (| z-Score | > 3) . Method and
instruments for pesticide residues analysis, participant laboratories mostly used were Steinwandter
H. (1985) and the QUECHhERS method and GC, GC-MS, GC-MS/MS , HPLC, LC-MS and LC-MS/MS

instruments.
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7. A5adunng
7.1 gunsal

7.1.1 Sogiifivanmsgiu 40 wia Auudand 93.5-99.9 %

7.1.2 @5l lawn acetone, dichloromethane, ethyl acetate, actonitrile, soldium sulfate,
soldium chloride, sodium acetate, anhydrous magnesium sulfate, primary secondary amine (PSA) wag
graphite carbon black (GCB)

7.1.3 m%ﬁﬂuﬁaaﬂﬁﬁﬁms Toun esesdmeden 2 dums way 5 dusls, Food
Processor , rotary evaporator, homogenizer W centrifuge

7.1.4 Lﬂ%uﬁﬂuﬁangﬁams Town Ui, nszuanaig, Unnes volumetric
pipette, test tube, volumetric flask, ASILLAT LAY centrifuge tubes Yu1A 15 khag 50 ml

7.1.5 in3esnmalnseiingdifiviedos GC/ECD/FPD uay LC/MS/MS

7.1.6 GRY NN
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3) AMuANIITeUNanIIeaay daaniely Jui 30 Augiew 2558 Usenausme
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7.2.2 sw¥aingiiiy
ey Ingd ‘ﬁw fszylunsvaaeunaaouAANTIvMBIUfTRNS Tauvisdy 40

¥l fiseazidended

1) asnaueasnilumaeiu 3 alla laud Ol-endosulfan, B-endosulfan uay endosulfan
sulfate

2) ansnaueeimiuneanesa 23 vl leun azinphos ethyl, chlorpyrifos, DDVP, diazinon,
dicrotophos, dimethoate, ethion, EPN, fenitrothion, malathion, methamidophos, methidathion,
methyl parathion, mevinphos, monocrotophos, omethoate , parathion, phosalone, pirimiphos ethyl,
primiphos methyl, profenofos, prothiophos Wag triazophos

3) miﬂajﬂw%iaaﬁ 7 afe lown bifenthrin, cyfluthrin, cypermethrin, fenvalerate,
deltamethrin, lambda - cyhalothrin W Permethrin

4) mm&jmm%mmw 7 ¥ia lown aldicarb, carbaryl, carbofuran, fenobucarb, isoprocarb,
methiocarb tag methomyl

7.2.3 N159ANT3A79E9
1) N3ATIINATIZHAITHEANATY
1.1) WAk 1980 990A518 QUEChERS method Tun1svadeuasiennAngly
ﬁaaﬂwadauﬁﬂmL@’%EJ;JGT’J@EJNLﬁaﬁﬂﬁﬁuﬁamﬁﬁ’ﬁmsﬁrﬁﬁ'wmaau NISNAEDU homogeneity ay N3
Naday stability 1nel4d38 QUEChERS method (EN 15662, 2008)
1.1.1) @188719n3n 10 ¢ 1d centrifuge tubes 9u1m 50 ml LAY acetonitile 10 ml
WwEAIEAD LAY magnesium sulfate 5 g, NaCl 1 g, Disodium hydrogencitrate sesquihydrate 0.5 ¢ way
Trisodium citrate dihydrate 1 ¢ Uar 1wedaeile waziug1dae vortex mixer s¥AUAMILTITOUGIEAUIY 1
w1 11l centrifuge fiA1uL5358U 3,000 soUMOUNT WAL 1w dha1savatedaegie 5 ml laly
centrifuge tube UM 15 ml
1.1.2) @1 Magnesium sulfate 750 mg, GCB 50 mg wag PSA 125 mg Umsuan

1wE8 vortex mixer Wy 30 3und 111U centrifuge fae AiszRuaLISITOU 3,000 SOURBUT UYL 1 Wil
gaansazats Tdlu GC-vial hransazans 1 ml luanU3umsiftewdsy fvihazaislunis nsaadiesesi fe

\A3D9 GC-ECD dmsu FPD daufiwiaetlunsiadinsiess saewn3es LC/MS/MS



1.2) e3asilonsaliangi analnneimnguesinilurastu waglninsesd fMeinieq
GC-ECD ansnauonsmluneaniesa fei3es GC-FPD uazansnguAsuILmdieiAias LC-MS/MS
1.2.1) GC-ECD/FPD : Agilent $u Agilent-6890 d1w3u ECD 1% capillary column %iia
ultra-1 dushgudnananiely 0.25 mm ATmEna 30 m anuvuesiasl liquid phase Aldiadoulu column
0.25 tm wagdm3u FPD 14 capillary column %l DB-1701P dusngudnananielu 0.32 mm a3uen3 30
m AUUIUeIHaN liquid phase Aldadeulu column 0.25 LLm carrier gas 19 mode : constant flow
1.2.2) LC/MS//MS = Agilent: 1200 HPLC wag Agilent 6410 Triple Quadrupole
LC/MS/MS sreazidunludiuuas HPLC fgai 14 column : Kinetex™ 2.6 um XB-C18 100 A, LC Column 100
x 2.1 mm , mobile phase : 5 mM ammonium formate in water Wag acetonitrile, flow rate 0.4 ml/min,
injection volume 2 LUl s18azidunludiuvas MS figtadl 19 ESI, Positive mode, gas temperature 350 OC,
gas flow 12 L/min , nebulizer 40 psi uag capillary 4000 V wag 14 MRM
1.3) mim%aumiazmammgﬁu w383 mixed working standard solution afia Tu
a15avanefiatnain Blank Sample n1u3Enisadn  ievia calibration curve 591 3 sERuAIduTY

ATOUARNYMNYBINITIATIEN

2) NSLHTYUAIDES
17198719030 N9519AseRlinvasiennadlusieFearsinegsy (Uo 2) lag

ATITIATIZRANTREANES fedEn1snnude 3.1 nan1snTaieseRansedl 1 wisudet1amnlng
thifnunneen deimialild Jssann 15 kg Jusegreiu dry ice WaziBon Wuliludutgunad
Uszanal -20 °C Wunaiunnin 12 $alus thiegrantufe blender finnuisiseugegn nounis
wituiledadsliesUftRnmsfidnsnmaaeu Tnewn3uusil

2.1) Blank sample sWaiote BL-CH wdeulng uisiogrsiituaziBonudiusua
7 ke munaslnduilewoatiu uuddvin detsas 80 ¢ fnthe Yanwamiulilugue -20 °C

2.2) Fortified sample sfafate 51 wisalag wlssogsiituaziBunudn feths
a¢ 7 kg iinansazane gy Wilenuduturesans fnsi 2 munadlidudodentu udldun
fegay 80 ¢ Anthe Unehwadulilugue -20 °C

(% IS

P59 1 WANISASIIATIZIAIBEIINEA (BL-CH) nauNSANIngdfvasludegng

q

v 1

ND = not detectable lainuansfiwnnang vienuusuia deenina LOD (0.01 mg/kg)



Sample Sample Residue concentration (mg/kg)
code Orgaochlorine Organophosphate Pyrethriod Carbamate
Chilli BL-CH ND ND ND ND

(% aa A a

13299 2 S8R IngINwivaduiiog1awarANLTNTUY RIS luAIRENs

Sample Sample code Pesticide Spiked concentration
(mg/kg)
Chilli S1 B- endosulfan 0.10
cyfluthrin 0.30
dimethoate 0.20
pirimiphos-ethyl 0.12
promecarb 0.10

2.3) Homogeneity Test
dusiiegne fortified sample 913U 10 ¥R WIUINTIVIATIVEITHYANAN ¥IA
az 2 91 (Iwrudeya (n) =20) MUTIaEnsiwanAeeAIes GC way LC-MS/MS Tagld calibration

curve WUU matrix-matched standards

2.4) Stability Test
dudagg fortified sample 1191N15NAADUAIINAIRIVBIANTANAIUAIDES

szezia19neg Tnefnundl gumaiivios (2545 °0) gamnfififu 9 3, 5 waz 7 Yu Tuantudsiegag
uay Mgyl freezer (-18 °C ) 71 30 u (Fumeauna) Tuaniudeiiegns Tasyinnsnsaaiiasziiu
2% 5 4 (n=5)
7.2.4 nMsUssliukan1snagau
1) False Positive and False Negative
False positives NMS91891UNANARDUT ATIINUENTREANE1S windl ldfinismsaany lng
visUfURn s dndoufedauaglifisenuimnanulay vesujoAnsidismmeaevdiulng uay
USinaansiinenuiinsmuiviinasnnimieminiuaiunumanins93eszd (LOQ) (DG-SANCO,
2010)
False negatives 1funan1snagdeudisieauin ldwuansiivandng sdafidnisduadludiogng
(DG-SANCO, 2010)
2) n13UsELU Assigned (consensus) Values
nsfuIe assigned values Al#lun1sUsefiunanmamaaeuvesviosufiRn1sfidniam
NAFDU MIULUININUBY The International Harmonized Protocol for the Proficiency Testing of (Chemical)
Analysis Laboratories waz 1SO 13528 (2005) Iagld robust mean (X¥) fifuinankanIsnsITaTIeHve
veafuRnsiihiumasoy
3) n15UseLdiu Target Standard Deviation
TdF1ve3 Horwitz predicted SD (SDp) fidmuananeududuresansiidua assigned

values %39A" robust mean (X*) ANANASA 1 way 2 (Horwitz and Albert, 2006)



RSDp — 2(1—0.5logO allﬂ”liﬁl

SDp = (RSDp x mean ) /100 aunsfi 2

4) n15Useiiiu z-Score
Uszidiunanmsnagey AldsuanniesujiRnisiiniameasy lnsisuiieuiue assigned
value Tngld z score Tunsuseiiuna suaunsd 3
z= (X=X AU 3
(@)
X wadengivesiosufiRnsidhiumeaey
X* assigned value T4A1 robust mean
O target standard deviation 191 SDp
nsUsuidiunarn z-Scores fail
lz| < 2 nanaaeulufiuinela (Satisfactory)
2 < |zl <3 wavedeusgluinaiinasds (Questionable)

2| > 3 nanageuliiduiivinels (Unsatisfactory)
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10. NANISNAADILAZIANTAS
10.1 NISHSPUA2DENS

10.1.1 Homogeneity Test
namsaTaiaTzsnUssdiumnuduiledenfulagldadi F-test (One-way ANOVA) (1SO
Guide 35, 2006) (151991 2) WUIAN F annn1snaaesilantiosndn F-critical wanein fegnatinnuduie
ey

$1529 2 WANIVIAGRY Homogeneity test (F1u3udeya (n) =20)

Homogeneity Chilli (S1)
test B- endosulfan | cyfluthrin dimethoate pirimiphos-ethyl promecarb
Mean,mg/kg 0.103852 0.310315 0.221784 0.128694 0.097358

1SO 13528 (2005

Ss ,mg/kg 0.000158 | 0.008879 0.0062228 0.001976 0.003924
SDp 0.023458 | 0.059501 0.0452017 0.028325 0.022024
0.3*SDy 0.007037 | 0.017850 0.0135605 0.008498 0.006607




Pass/Failed Pass Pass Pass Pass Pass
IUPAC (2006 )

S2%sam -2.501E-08 | -7.883E-05 3.872E-05 3.905E-06 2.110E-06
c 0.000117 0.001315 0.000381 0.000144 0.000089
Pass/Failed Pass Pass Pass Pass Pass

10.1.2 Stability Test
NINAADUANILAIFITBIAIANA1TIUFIBENS AnwiTl aamgiivios (25+5 °C) waggidiud 3, 5

Y Y

= (%

way 7 Tu duainiudeinedne uag Neamgi freezer (litfosndn -18 °C) 91 30 Tu (Tuseeuna) Yuaniuds

a

A0819 NAN1IATIANATILNLAUA ALTUTWRAY WAy % recovery NOMMATRAYITEELIAIANIIE FIAT19N 3

Y

tnamwesrududuads O fupnududud 0 Yu (D) @sldainisvesmududuain homogeneity
test) inn1sUIeULiBuAIINLANGNY (%RPD : Relative Percent Difference) %aawami‘mﬂaauﬁiz‘aznawm‘]
furan1smaaeudi 0 Tu (15199 4) waziFouiisuesdudvasanudutiuads (me/ke) (D) fisvasiiatsige
fumnuddudl 0 Su (0y) Tnelsirududui 0 Suiidndu 100 % (51971 5) wansAnwINUI Tigangiivies

Y @

waraldy a1sidnluiiegns Ianuamun 0-7 T dwuiigangil freezer ansiifuludnegadensdinnuaamui

Y

SrezLIan 30 U

A3 3 ANULUTUREY Uag % recovery RN iluaysveziian f1ee

Chilli (S1)
-endosulfan i i irimi -
Temp. Day B cyfluthrin dimethoate pirimiphos-ethyl promecarb
Conc. % Conc. % Conc.( % Conc. % Conc. % Rec
(mg/kg) | Rec. mg/kg) | Rec. | mglkg) | Rec. | (mg/kg) | Rec.| (mg/kg) ek
0.1039 96 0.3103 102 0.2218 105 0.1287 106 0.0974 99
Room temp.
3 0.0996 115 0.2721 103 0.1812 91 0.1154 101 0.0810 80
5 0.0999 82 0.2866 91 0.2259 113 0.1164 106 0.0769 87
7 0.1084 102 0.3104 107 0.2297 115 0.1142 108 | 0.0865 98
. 0 0.1039 96 0.3103 102 0.2218 105 0.1287 106 0.0974 99
Refrigerator [, 0.0973 115 03019 | 103 | 02013 | 91 01107 | 101 | 00823 | 80
5 0.0939 82 0.2909 91 0.2001 113 0.1221 106 0.0813 87
7 0.0974 102 0.2859 107 0.2212 115 0.1153 108 0.0906 98
Freezer 0 0.1039 96 0.3103 102 0.2218 105 0.1287 106 0.0974 99
30 0.1131 112 0.3151 111 0.1960 94 0.1165 92 0.1025 100

= = ~ ' Yy v a A i Y] Y v Y]
A15199 4 NTIUSHULNEUANULANATY (%RPD) VNAIMULVUVURAYNITUSEIATNNN G NUAIULTUVUN 03U

Chilli (81)
B- endosulfan [ cyfluthrin | dimethoate [ pirimiphos-ethyl | promecarb
Temp. Day %RPD
Room 0.0 0.0 0.0 0.0 0.0
temp.
-4.2 -3.3 -5.0 -2.7 -4.6
5 -3.9 -2.0 0.5 -2.5 -5.9




7 4.2 0.0 0.9 -3.0 2.9
Refrigerator 0 0.0 0.0 0.0 0.0 0.0
3 -6.6 0.7 2.4 -3.8 4.2
5 1101 16 2.6 13 45
7 6.5 2.0 0.1 27 138
Freezer 0 0.0 0.0 0.0 0.0 0.0
30 8.5 0.4 3.1 25 17

M3199 5 MsiFeuliisuiesiduivosanududuiade (me/ke) (Di) Niszaziiatnneg Auanududui 0 Tu

(Do) Wnelsinnandududi 0 Tudiddu 100 %

Chilli (S1)
B- endosulfan‘ cyfluthrin ‘ dimethoate ‘ pirimiphos-ethyl ‘promecarb
Temp. Day % Residue decreasing from day O
Roomtemp.) ¢ 0.0 0.0 0.0 0.0 0.0
3 -4.1 -12.3 -18.3 -10.3 -16.8
5 -3.8 -7.6 1.8 -9.6 -21.0
7 4.3 0.0 3.6 -11.3 -11.1
Refrigerator| ¢ 0.0 0.0 0.0 0.0 0.0
3 -6.4 -2.7 -9.2 -14.0 -15.5
5 -9.6 -6.3 -9.8 -5.1 -16.5
7 -6.3 -7.9 -0.3 -10.4 -7.0
Freezer 0 0.0 0.0 0.0 0.0 0.0
30 8.9 1.5 -11.6 -9.5 -6.5

10.2 n1sUsEUNaNITNAEDU
10.2.1 False Positive and False Negative

1) False positives
wudesufURnissesunalu false positives 311U 3 aufifins lned
1 o URN1T wuans lamda cyhalothrin Tugieeng w3n (BL-CH) wag w3n (S1) & 2 vissUfjumnns
WU methyl parathion, was cypermethrin lushegandn (S1) Faliunasdiny g9minA1 LOQ (1571971 6)

M3 6 NsTenunaidy False positives

Sample | Result LOQ
No. LAB Pesticide (mg/kg) (mg/kg)

BL-CH 1* lamda cyhalothrin 0.05 0.01

S1 1 methyl parathion 0.14 0.01

1* lamda cyhalothrin 0.05 0.01

1 cypermethrin 0.182 0.01

* WuesfuRnisimendiu

2) False negatives
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wuhinesujuRnisseaunavesiiegiamin (S1) 1y false negative 5
WU URN"T Iaedl 2 Wesufumnis lseeaudmuans p-endosulfan § 3 ieaujuinis ldsiganuin

WU&ANS pirimiphos-ethyl (57971 7)

=  « .
AN59N 7 ANSI1RuRanily False negatives

Sample No. 11U LAB Pesticide
s1 5

- endosulfan
pirimiphos-ethyl

10.2.2 n15Us2LIU Assigned (consensus) Values

n1sfuIIAT assigned values MlilunsUsziliunanismageuvesesUfiRnsisa
NAFDU MIULUINNYDY The International Harmonized Protocol for the Proficiency Testing of
(Chemical) Analysis Laboratories wag 1SO 13528 (2005) lagl® robust mean (X*) fifuaanwa
MsmsRdeseivesiesU iR mmaaey (3197l 8) aziiudnAnandidiuves robust mean

fiAnlng v3ewinfu A1 median Y89AMUTNTY VBIHANSVIAFEUYBIRIUHURNSTINSIUNAGeU

#1397 8 Assigned Values (Robust mean(x*) #ldlunisiuSeuiisunaiinieiseninaiesuufins

Participants
Pesticide Mean Megian Robust mean(X*)
Sample No. (myg/kg) (myg/kg) " (mg/kg)
S1 p-endosulfan 0.080 0.080 17 0.08
cyfluthrin 0.248 0.230 17 0.23
dimethoate 0.244 0.175 20 0.19
pirimiphos-ethyl 0.102 0.095 18 0.10
promecarb 0.092 0.100 9 0.09

n : IUTeYa

10.2.3 n15UseLlu Target Standard Deviation

T4fA1vas Horwitz predicted SD (SDp) fiduamainanududuvasansiiluei
assigned values #39A1 robust mean (X*) (mswﬁ 8) lauA1uIn AUELNTST 1 uas 2 (Horwitz
and Albert, 2006) HANTAIUIAFIANTINN 9O WU A1 % RSD GUENmamimaaumﬂﬁ’mﬂﬁﬁ@miﬁL‘ﬁﬁ
FIumMAaaU de1 89031 % RSDp IINNTAIUIN ilovnns@a outline YeswansadoUsEn WU %
RSD azdlmlnaiAesiiu % RSDp l4en Horwitz predicted % RSDp lagldgnsnisAuindmsu

reproducibility Faaunsi 1 wagm Target Standard Deviation #58 SDp
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M151991 9 f1 Target Standard Deviation_#illunsiSeuiisunaiinsisiseninsiosujuisnnis

Participants Horwitz predicted

Sample Pesticid

No. PO Mean SD %RSD SDp % RSDp
0 0
(mg/kg) [ (mg/kg)

S1 B-endosulfan 0.080 0.080 35.7 0.019 23.4
cyfluthrin 0.248 0.230 55.4 0.046 20.0
dimethoate 0.244 0.175 77.5 0.039 20.5
pirimiphos-ethyl 0.102 0.095 35.7 0.023 22.6
promecarb 0.092 0.100 60.3 0.021 23.0

10.3 MsUssliunan1smaaauvawiasl)uianis

e URn1s Nreusunsiunaasuedu 21 ewjuinis dnisdwmanisvaasunsdu 21
Vo uRn1s laedl 2 fiesUfuiinis ladesieanunanismaaeu 2 4n lagldisn1snsiadeseinuaned1eiu
weauiRn1slaudaviinvesansivanaenlilasglusienisnaaey (NT-not tested) @ed1uiutoyavoenanIs

nadeu NlElunsuseidiy agsendng 9 - 20 Jaya

10.3.1 n15UsELUAIDEY Blank sample
#9813 W3n (BL-CH) wuinfiiesufjuRnississunadu false positives 4112w 1

a

ol UAn1s Taewuans lamda cyhalothrin ludaegne Usuiauganindl LOQ vesasufjuimnis diu

el JURnsauTsnulinuasivnnA1e Faaenndesiunisnaaeuvasisalfuinisnguideansiy

ANAY (M15199 1)

10.3.2 n15UsZIUA29819 fortified sample
sosUfiRnsfidnsumeaey Iissnunanisnageumaunafifiuasvieay 21
veaFURnT wagll 2 WesUfiRnsnenure 2 SenumNnATeIn1InTITleTed Nan1saaeui
AIANIIETILTIAY 115 Taya fn1sseaiunaisdu 81 doyadadu 70.4 % vewwanimaaoud
ARG WUIIENTTIBURan1siageuldu false necative 4.3 % uwazyinansliegluveutieves
vieafuRnng 252 % ansiiinsmenunasiniian loun dimethoate finssenuna 87.0 % ansi
fins9eeunatesiign ldun promecarb fn1s5ieauna 39.1 % @151y false negative

1A B- endosulfanuag pirimiphos-ethyl (937971 10)

A131971 10 AMNTINVBINITILNUNANITNAEDU ey L‘U’e]%lf?m{ﬁ&laﬂﬁi%@a@UﬁqiLLﬁagﬁﬁﬂ



12

False
Sample Sa’\rlr:) ;.)Ie Pesticide Report | Not Tested z\lNe(%atlve Total Result
Reported)
Chilli— S1 B- endosulfan 17 4 2 23 | 739
cyfluthrin 17 6 0 23 73.9
dimethoate 20 3 0 23 87.0
pirimiphos-ethyl 18 2 3 23 78.3
promecarb 9 14 0 23 39.1
Total 81 29 5 115 average
% of data 70.4 25.2 4.3 100 70.4

Useldiu z-Score 1ngld Assigned Values (151971 8) waz @ Target Standard

Deviation (15199 9) A1WIRY z-Scores AUANNITA 3 NAN1SUSELEUAT z-Score WUIMRANISNAEDU

dalngjeglu inauaiiwelafia 72.1 % lnafian |z-Score| < 2 wud1 dimethoate Tudeee S1 fe1 z-

Score agflutagil fis 85 % wanadouglunual Urawds 7.0 % a1 2 < |z-Score| < 3 uaz

wanagouldiduniumels 9.3 % lasdlen |z-Score| > 3 waniswegeu cyfluthrin ludiegns S1 fua

nmsnageuldidunumelannfiande 41.2 % uwazlddinisinanismeassiiiiu false negative 3o

not reported U84 B— endosulfan, pirimiphos-ethyl ez deltamethrin Usziiupi z-Score lagAau

aduiildlunisusadiu wirdu 0.00 me/kg (M15197t 11)

= oy | ]
$135199N 11 % YBNANITNAFBU NUAT Zz-Score I‘WU'NG]’NG]

|z| <2 2<z] <3 |z| = 3
Sample Reported | Result % Result % Result %
Sample | Code Pesticide data Result Result Result

Chilli S1 B- endosulfan* 19 14 73.7 105 3 15.8
cyfluthrin 17 9 52.9 5.9 7 41.2
dimethoate 20 17 85.0 - - 3 15.0
pirimiphos-ethyl* 21 16 76.2 1 4.8 4 19.0
promecarb 9 6 66.7 2 22.2 1 11.1

sum of data 86 62 - 6 - 18 -

% of data 100 72.1 - 7.0 - 9.3 -

e * ddeyaiilu NR %38 false negative UANWIN - score

Iz < 2

wanpaeuluiiumela (Satisfactory)

2 < [z] < 3 wavegoUaglunninasde (Questionable)

Iz = 3

10.3.3 ASLaztAI09NaN InT2ATIZN

navaaeuldiduiivimela (Unsatisfactory)

weslfuRnisiiinsrunaaeuldisiiassinieausuls Aeds Steinwandter H. (1985 )

wae 35 QUEChERS duasaadiefilinmaiesiziduesedioniinugnses wivduazeeusuld lag
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iwsesilefiliiinsgiansnguesinilunaeiunaslndvsesd 1dun GC-p-ECD, GC-MS/MS uag GC-MS ans
naueesnluneanesa laun GC-FPD, GC-MS/MS way GC-MS waganingy A1sulun laun LC-MS, LC-
MS/MS, LC-MS (TOF), HPLC/FLD wag HPLC aqﬂlé’é’w’qmiwﬁ 12

A A A a ¢ ada ¢ a Y
AN 1N 12 tAIDNUBDATIVILATICWLLALITILATIEUATITNYHNAIY

Measurement
Pesticide technique Ref.of Test Method
Organochlorine and GC-u-ECD Steinwandter (1985 )
Pyrethroid GC-MS/MS QUEChERS
GC-MS
Organophosphorus GC-FPD Steinwandter (1985 )
GC-MS QUEChERS
GC-MS/MS
Carbamate LC-MS Steinwandter (1985 )
LC-MS/MS QUEChERS
LC-MS (TOF)
HPLC/FLD
HPLC

11. a3UnamsnanaaLasdalauaLuY

N1SNAGBUAINEINNTTENINWRIUTANT Tsunsuni1snsiadnsiesiansiiwananslusin-wald
: DOA-PRL-01-15 lagwinsufjufin1s nauddeingiifiunsinuns nedideiaundadunisnannianisinens
nsuAvINIsnEns leandunislugie dmney - dugieu 2558 Aregd1amaaaulsenaunig win
sample blank $#a BL-CH uwag spiked sample %@ S1 a@sfiwnnaluveudneusznaunieas 4
nau loud nqueesnilupaesu 3 vl nqueesniluveaneda 23 wia ngulwinsewd 7 wile
wagnguasuIam 7 vfin awviedu 40 9ia wiwedgiesufiRnsidhiaunismaasudiuiu 24

WoeUUAnTs IvesUfURn1smeusutnTinmmeaaey 91w 21 vieaufjusnis

M519AT TR TRuANA19lAeld3S  QUEChERS method (EN 15662, 2008) lalwuansfiwnnAiglu
YOUUIINAADU TUA19819NWTN Blank sample 11879879 Blank sample uta38u@19819 fortified
sample lagilAuans B— endosulfan, cyfluthrin, dimethoate , pirimiphos-ethyl Lag promecarb 7

ALY 0.10 , 0.3, 0.20, 0.12 way 0.10 mezkg m1uasu a1susziliuanuduiiledeniy veq
o819 ag 1adia Iagldadia 1SO 13528 (2005) wudn 1 Sg oundn A1 0.3*SD, uansIfiedls il

AnuduLiofediu wazannisidada IUPAC (2006) Tunisuseiliu wud1en S%sam UaunN31An C

Lan91 Freg19iaudulilomeddiu N1TNAARUAINNAIAIYRIAITANA1UFI9E1Y TaaRnwlN

'
=]

gaunnTvies (25+5 °C) uazgidu 73,5 uaz 7 Ju duaniudwined s uasiiguugll freezer (Witloe
n7118-°C) 9130 Ju) Tusieuna (Huaniudsiiegs in1sesaieseiivag 5 91 Ussiliulae
a a ] I a 4 ] o I a A Y}
WIBUTBUAIULANFIN (%RPD) U9IAUINTWLRAETITEUELIa16199) AuAUITNTWRas? 0 Tu ey
UszifiulesifudvesUunaasiiisuaududui 0 u WeAnanududud 0 Tudu 100 wWosidus wa

nsfine wud arsiinlusiegimnans Sanuaamu 710 7-1u Wenudnyiigaumgieuazeiu was



14

fanuamud 30 Suilleiusnuiigumndl freezer

FosufuAnisfidnsaumaaey THsenunanismaaeuniuunaiifinuasuiidy 21
veaFURAnT waell 2 WesUfiRnsnenuna 2 TenumunATeIEn1InTIIlnTed Nan1saaeui
AIANNIE I 115 Toya fn1ssnaiunanedu 81 douafnlu 70.4 % veswanismadaud
AR WUIITINITIIBURANIIAdeULTY false negative 4.3 % uazailnasliegluveutieves
vieafuRng 252 %  ansiidnsnenunaniniian Wun dimethoate finssenuna 87.0 % ansi
fnsssaunatiosiian liun promecarb Tn1ssieauna 39.1 % a1sisioaudu false negative
laun B— endosulfanitag pirimiphos-ethyl

Han15UsEIliuA z-Score wulman aaaevdulvgeglu inasiuiwelads 72.1 % lnefian |z-

Score| < 2 wu31 dimethoate Tudae81a S1 fifn z-Score aglugail fa 85.0 % wanaaovegluinmdl

Unasde 7.0 % TpefiAn 2 < |z-Score| < 3 wazwanaaeuliildufiumela 9.3 % lawild |z-Score| > 3
Han1suaaau cyfluthrin dnanisneaeuliiduiiumelauinfigads 41.2 % esufuiRnisiidngau
naaeultIzATeniseusuls Aod5 Steinwandter H. (1985 ) uag 38 QUECHERS d@iuiAsasllanltingia

Bnsenduaiodiefiinnugnies wivduaseousuls

12. msuwaululduselevd

12.1 thtumeunssiiunislividlumsmadeuauanunse lunsasadesedasuasiiveiadug
Tundasialy

12.2 MwIsusregraiiordu fedredrdauiioniunulszansamueiniinsniingizives
Vo uRN1sVRINTIMINITNYAS.

12.3 1glun1ssusesiosufifinsmuunsgiu ISO/IEC 17025 veiosufjifinsansivandng
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