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mmaaasii 1.2.4 ; nsnsaeuanuldliveisinseniansiiungu organophosphorus
pyrethroid kag endosulfan Tunzing 1ae3s QUEChERS mamatiauialasul
1an373 (GC-ECD/FPD)
Validation of QUEChERS method for determination of organophosphorus
pyrethriod and endosulfan pesticide residues in mango using gas

chromatography with FPD and ECD

AnzgaNiuI
dwthnmeaes:  dnwil wusndyga

naxIdeTngiynsinuns drdnideinundadonisudanianisinens
B339 : e Taed

v

nauddTeingiiienisinens dinideiaundadenisndanienisinuns

UNAnea

msnageuaulildveisinseiimethod  validation)  ieliléiFinsneiansfivnndneidl
AMUGNADIIUET  Winzay 330157 viusienudesns deenldanetes Tngld353iased QUECHERS
(Quick, Easy, Cheap, Effective, Rugged and Safe) (Lehotay, et al., 2007) ¥inn1sannsiog1alauns
Weee  acetonitrile(MeCN) contianing 1% acetic acid(HAC), anhydrous MgSO, Wag sodium
acetate (NaAC) waqthlu centrifuge Tagld primary secondary amine (PSA) wag MgSO, Tuns adn
Audou(clean up) tiBinfigaianulildveiBinses dewada fortified sample Yagiifiy
§runu 38 vin Tunzine  waTRTIIeTIERaISiEANAY FelASes Gas Chromatography/ECD-FPD
#1u parameter inaaey manaasshutzfissfuaudiduresingifie 7 sedu Ao 0.01, 0.02,
0.05, 0.1, 0.25, 0.5 waz 1.0 mg/ke syfummudaduas 7 81 nnansadeunsnsaaauaulily
YBIITIATIEVANTHENAY organophosphorus pyrethriod wag endosulfan 31w 39 wialuueaidg
wuiipgifivduin 32 alle danumngaslunisneaaeulagaiunsansidiinseilaegagneies
(Accuracy) uazfiAueswesisiaTIzs (Precision) eglunamifiseniuld lutismnududusewing

0.01-1 mg/kg fA1 LOD i1y 0.01 mg/kg wag LOQ Wiy 0.01-0.02 mg/kg Tnndlifiy fenvalerate

9
[ =l

Tian1snageuHuneausUTsEAUAMUTITWYIngiiwlunzlae 0.1 meke  Hiesinginy

9

w6 ytanlidunaeinegey  len  methamidophos  acephate  monocrotophos
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chlorpyriphos-methyl parathion-methyl ag permethrin 383LAszRlausansvasiwlunzdle
9819azAINTINET wazduseanSnw ausatnlUldlunsasiaieseiansiunnmaiinduanulses

LATFHBINITNANTAATIZNTITINLT AT NHOILIUE

A1

Tutagtuldfinsdisiadosguameusiouazdandenanmsldars chlorinated  solvents
JuAndEnsieseilulgiivanidesnsldanssinanlunsasn  Taeldasdufidu non-halogen-
containing Wag solvent mixtures LW ethyl acetate : acetonitrile wazcyclohexane : ethyl acetate
Judu 9nmnudesmsiBmsmnalengifiazaan sad aldune anansoldiuiivuay ingiif
panevialumsiinnssiadaien suemunmremamnalinTeias anduroulazisuaulunig
affetne MWanseiivaziaiesdatos Tul 2002 Michelangelo Anastassiades wasmneldinmun
TBnnalesvansiuandnsludinuazaals Lagatedn QUEChERS Method (Quick, Easy, Cheap,
Effective, Rugged and Safe) Tud 2003 laweunsAiunluangans Journal of AOAC International
¥ Nt fiRinisnrTinTeasfiiuand1s CVUA Stutteart dssinaiwosdu (The pesticide
residue laboratory of the CVUA Stuttgart, Germany) IRl msuenussalunsnsa
AesgvasieanAsludniaznalil wazlaltnsmmageunutIuiey (proficiency test) fu EU-PT 4 Tu
& (2002) FdlvinavaaouTinBey sloun Steven J Lehotay way aaz Wainsdnulasuasimuniznig
ATPdATERElnensveneveuT e invesansuayity Tagld buffering salts dieuiiudszansaiwnns
nduALldvesEnsTiaTen (Recoveries) 71 pH finasioans analytes Tngld acetate buffering Tun1susu
A pH Uszanas 6 Tusegnafinsiaiesedt uagldffiumluansans AOAC 2007.01 Anastassiades wae
Aaugldimunisnsilagld citrate salts dwduiliu buffering lunmsasiaitasieansinseilaenly
iy wagliAfiauriuazweunsty the European Standard EN 15662 U 2008 Tullagiu 35 QUECHERS
Huitunasguilddunisteuesnaunsnanslunguussaglsy - ansgeniniuazysemasingg  thanld
NAFBUUTEAVENINNITAATIEY  WALANUAINNINVEIBNSURIU URN5M IS IEREN S TEAN AN
warlinmadin i dunudsssiinmasauaziony

mssndufanssudneg  Tueadagiunanensdisiesandenanisinnnesufifinisidudeya
Usznoumsdnduls wu nsdhszfanszuiunisundn nsmvauqunnNaaia nstuduninuduly
audarvunnuanvazanzresdud nsiisyinududunserorulazanizwindey udn1s
Tanpsnsavondomsnsdilusaalan dafunisanainseiluiesufoinsiieelinagniowuas
Juihindededu FBnsmsdinnesihinnldfodinmeasumiugnienosiimslinnesi (method
validation) Ltenanslifiuiiisnaaoudullennugndes wiug idefle uasmnzaumuingUszasd

vaamsldau (wassa, 2549) msiigatanuldliveiimaliaeinuanuazanzifesdny loua
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Frapadudunss (linearity range) Hswesnisldanu (working range) ALY (accuracy) AIILTIET
(precision) Aanuddiufngnvesansluiegnafianunsansianuld (Limit of Detection, LOD) wawan
pdudusingavesenslumegafianansansiavnuimnailalaeiinnuutiuiazanuidisseglunusin

goufUld (Limit of Quantitation, LOQ) melfannzmmageuiiimun 1HesanvesufRnisnas
MAdvansiuands  nadvmainees  Sududesdamunazissumnundeniiasde U fUR A
nonasisngg  fdudeiigainnaldlivesisniined QUEChERS lunsnsaliaesiasfivnndng
naueeinlurloawln naulninsesd uaniduladaunuluizaing fewaila Chromatography GC Litelsk
IiBnsnnaiengiiifunesgy - awnsalunsnnaiamviauasyTinumsiivandeiifloguiin

teglusegldgniosudug uazsinsa

ABATUNIT
1. gunsaiuaziaiesilo

1.1 centrifuges tubes ¥U1A 50 wa. (Polypropylene, LP, ITALIA)

1.2 centrifuge tubes ¥u1m 10-15 U@ (Polypropylene, LP, ITALIA)

1.3 graduated centrifuge tubes Yu1m 10-15 1@ (Pyrex)

1.4 w3esdelnifimadion 2 uwaz 3 fums

1.5 0U WAZIA N

1.6 \3asundusegns (food processor)

1.7 vortex mixer

1.8 wsestumies (centrifuge) wioudne adapter 411130 tube 1A 50 Laukas 10-15 wa.

1.9 gunsalgadneansazans (auto pipette)yun 20-200klAsEns 0.1-1 wa. 0.5-5 wa.  wae
1-10 u1a.9Un30lgAIeasiAHiaNIA (dispenser) vu1m 25 wa.

1.10 w3ssanuUumstaenisilideudalulauau (nitrogen evaporator)

1.11 1303 Gas Chromatograph #afifams393nvin Flame Photometric Detector: FPD @y
Electron Capture Detector: ECD i Agilent iq'u 6890

1.12 peduifld dwiu FPD : capillary column DB-5ms  wunauduriAudnarsnnely 0.25
faduns Aue1 30 Wes anuwvesiiduiilindoulunedutl 0.25 lilasiuns

1.13 Aeduifild dw3u ECD: capillary column HP-ultral wwnamdusinguénansnnelu 0.32
fadluns A1LEN7 25 Was Anvesiiduildindeulunedui 0.17 lulasuns

2 @15LAil
2.1 acetonitrile, ¥i# pesticide grade J.T. Baker
2.2 magnesium sulfate-dried (powder, Fisher) TR 500°C w5 4alug LLazLﬁUI”fﬁ@m

AUTU

e ———————————————————————
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2.3 acetic acid (HOAC): glacial

2.4 anhydrous sodium acetate (NaOAc) (powder-Merck)

2.5 primary-secondary-amine (PSA) sorbent: particle size 40 um (Varian part

No.12213024)
2.6 toluene v1n pesticide grade J.T. Baker
2.7 helium gas : purity 99.999% uag N, gas
3. F19HIRI3U

31 @seralgkauasuIespIuetingiiunaueasnlureals 29 wlla leun
methamidophos, dichlovos, acephate, omethoate, etroprophos, dicrotophos,
monocrotophos, phorate, dimethoate, diazinon, phosphamidon, chlorpyrifos-methyl,
parathion-methyl, pirimiphos-methyl, fenitothion, malathion, chlorpyrifos, parathion-
ethyl, pirimiphos-ethyl, phenthoate, methidathion, prothiophos, profenophos, ethion,
triazophos, EPN, Phosalone, azinphos-methyl uag coumaphos

3.2 @15U1039 UeIngiie endosulfan waz Inansewd 10 wia laun o« endosulfan, p-
endosulfan, endosulfan sulfate, bifenthrin, A-cyhalothrin, permethrin, cyfluthrin,

cypermethrin, fenvalerate Ly deltamethrin

4. NISATEUFIDLS
fhoghesihlszana 10 Alandy Yiilowsziudon uuduiudng sntuiuniuldazisen
sewedestiy (food processor) ﬂ@ﬂLﬂﬁﬂﬁvﬁ’lﬁuﬁﬁau%&ﬁ";aﬂnaz 10+£0.1n5u 1d centrifuge tube
219 50 1@, Wy analytical sample iethluatamansfivandns Tushegns (blank) Jsaziiluneaeu

anuldlavedizinsent udegraamualiluguduwiaamall -20°C dwsuldlunsasioly

5. NM3anNALAaZNIT clean up FBEN
5.1 Msanaf9g1s 1neldlsiaseit QUEChERS (Michelangelo nastassiades, CVUA Stuttgart)
il
5.1.1 Faghegauziiadiegnsay 10+0.1 ndu 1d centrifuge tubes AWM 50ua.
5.1.2 Wl @13azane acetonitile 31UIU10 Ua.
5.1.3 1@ Disodium hydrogencitrate sesquihydrate 9713 1 n3u
5.1.4 1§y Trtisodium citrate dehydrate 97U7u 1 N3
5.1.5 Wiy anhydrous magnesium sulfate (MgSO,) 314U 4 N5U wag Sodium Chloride
U 1 n5U Uneh

5.1.6 Wweneilowagiugiig vortex mixer EAUAIILTITEUZIEAWIL 1 T

anwll wudnduga wavinen Thel Page 4
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5.1.7 1y Centrifuge ﬁm’mﬁaiau >3,500 rpm WU 5 Y7
5.2 113 clean up MMANALDINFI8E13 LAY Dispersive-SPE Cleanup

5.2.1 gRansaraudILuNAIRg1e 31U 6 wa. fae autopipette ldlu centrifuge tube wuA
15 wa. 71 1d anh. MgSO, 0.9 n¥u waz PSA 0.15 n3u 13uds Yaruduvende vortex
mixer $¥AUANGITOUGEAUIY 1 U9l

5.2.2 1l centrifuge fe fiseiuaruiEIseu >3,500 rpm W 1 undi

5.2.3 QeaEsazangdiuuuvesieguie  autopipette 9wIu 4 wa. ldlu graduated
centrifuge tube WA 15 Ua. LALFAYN toluene 1 wa.

5.2.4 thluhanU3unssneN, evaporator figamnil 50°C aumdoUszana 0.3-0.5 wa.

5.2.5 U5uUsa1ms 1 ua. s2e toluene

5.2.6 Wil anh. MgSO, aufiedn 0.2 wa. welihauiadausunsi 6 ua.

5.2.7 1l centrifuge fe fiseiuaruiEIseu >3,500 rpm W 1 undi

5.2.8 geansazay 0.6 1a. 1dlu GC-vial vunn 2 wa. thldaduades GC/FPD: ECD U3inal

J s

2 plilonrameiianazynamesinglfiunguessnlunoamnuazngulnivsossd
6. MTIATZEIREANAIFIEATeY GC/FPD: ECD
6.1 MIRiENIzYENAIEs GC/FPDECD 6890 Tagld FPD Column : DB-5ms; 30 m. length
(i.d.) 0.25 mm 0.25 pm. film thickness ECD Column : HP-ultral; 25 m. length (i.d.)
0.32 mm 0.25 pm. film thickness USuanmemsviauvesasedsll
6.1.1 oven: temperature: 100°C initial temp ramped to 175°C (25°C/min), 225°C
(5°C/min),290°C (25°C/min runtime) hold 10 min, runtime = 21.6 min
6.1.2 carrier gas : Helium, flow 1.5 ml/min, Mode: Constant flow
6.1.3 injector : injection temperature 250°C, inlet: EPC Mode: pulsed splitless,
injection pulse pressure 56.40 psi until 0.75 min,
6.1.4 injection volume 2 pl
6.2 N13%1 Calibration curve
Usuanmedasliiegluanmndeuazldon thaisazais working standard solution 7
seuAuuty 0.01, 0.02, 0.05, 0.1, 0.25, 0.5 waz 1.0 lulasndu/ua. Faa3es
GC/FPD:ECD iy calibration curve W3suifisumnududuresansazaneiiognafiu
a13araneNInIgIu e plot N3 IWsENINg Nl peak (peak area)luunu y wazeAny
Wuduvesanslunnu x 9 calibration curve \Wunswidunsa (linear line) A1 correlation
294 linear regression (R?) laidaanin 0.995

6.3 NNSATINNATIENVRAVDIANTAEANAN
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SnansatniegiaiielinneiriauazUSinumsfivania Anneideyauaziuiouiioud
retention time %84 peak fe81fU peak vosamnasgIUitefigaiinduasviafietu
(qualitative data analysis) WnduaUSmnalaedieuiuil peak sewinensavane
WINsFIUNUETETABENs (quantitative data analysis)
7. manageuanulilavesisiinsien
7.1 Accuracy  \Jumsinanugnieseisinzilaefvasuinsgiuresingiiivadludiogn
filsifingifiufifeanisnsiadinsesi (sample blank) uazvnsmsadiesimosidus

[y [

Yosa157 AT znauAula (% recovery) vinismaassluiingnugieiiseAuAIgNTY

(% A

Yavingiie 7 sEAuU Ao 0.01, 0.02, 0.05, 0.10, 0.25, 0.5 kag 1.0 mg/kg TEAUANUTUUU

q

€

[ '

8y 7 91 WaIATIEY 7 9aamaeasuseiliy accuracy 900 % recovery AglNaINIg
gousu Recovery Minamirvunlaeiirluues Codex, 1995

7.2 Precision Wumsiamundisiwedisiesg eldanmsinzisn(repeatability) u
HosufiRmadertulasldsroznardudu 1ienet  wlosdleuasfiinsesiynifeati
Fovmanmasegeion 3 seiumnuduty sefumnudutuas 7 91 tradwszsiinm
% RSD (relative standard deviation) tagA1 HORRAT A1 precision ﬁagﬂummsﬁaaﬁuﬁ
A1 HORRAT laitAiu 2 (Horwitz, 2000)

7.3 Limit of quantitation (LOQ) LOQ WuUTinausanvesingiiiwlusedsianunsonsas
Ansedld Famansiiaseidesiimugniies (accuracy) uazaaniies (precision) H1u
e

7.4 Limit of detection (LOD) LOD umnuitutusanvesanslusognsianusansatingizs
1§ FawanTinszsidesiiandnsdinues Signal/Noise vosusazansuInnia 3

szaznan (Gudu-Augn)
AanAY 2553 - iugngy 2554

anuiefiunts ;. vesdfURnsnanaideansiivanAe  ngudeingifiunisinuns  d1idn3de

NRUIUITINITHNANNIINITEAEH S

NAN1SNAADILAZIAN5al
1. Han1nsziegsuzihsivarldlunisuaass (blank)
HANITIATITERTIlinuansivnnAvenguessnilureamln  naulnivsessduaziduladaunu
599 39 9iia Tushegaussiefivhuldvagou
2. pan1snageuaullglaveiaiasy

v 6

2.1 Linearity uag Range Wan19IlATIEH WU range U09307LATIEUIANNEUNUS

2D
Zo
=
pd)}
oM
)

correlation coefficient (r) 8581314 0.995-0.9999 NUITITIATILVANTANTIVIATIENTNQINWNEGY
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gasnluneams naulninseeduaziouladauniy 39 vlia aglurig 0.01-1.0 me/ke

.. o a ¢ s & a ¢ o &
2.2 Accuracy Wa¥ Precision NNIIATIVAATIZANNUDITUAVDINITATIVATITUNAUAU (%

recovery) lnglnaugigansuves accuracy NAMIINTUTDIINgHREluAI0819 >0.01 me/ke <1 mg/kg

q

a1

1A % recovery ag/luya 70-120 (Codex, 1995) precision #A1 %RSD <20 wag HORRAT <2

NAaMsNAdBUNUTMsEFuANIddY 0.01 me/kg wasingiiiungu S1uu 39 wdalusedng
12309 (51971 1.1 uay 1.2) Y%recovery YaImaIATIZHTHUNMIBBNY (%recovery aglurag 70-
120) 972U 26 ¥da lawn dichlovos, etroprophos, dicrotophos, phorate, dimethoate, diazinon,
phosphamidon, chlorpyrifos-methyl, parathion-methyl, fenitothion, malathion, chlorpyrifos,
parathion-ethyl, pirimiphos-ethyl, phenthoate, methidathion, prothiophos, profenophos, ethion,
triazophos, phosalone, azinphos-methyl, coumaphos, a-endosulfan, B-endosulfan &g
bifenthrin & % recovery Tuwa9 85-119% wazA1 precision & % RSD Tuwa9 1.1-7.7 waz HORRAT
T4 0.1-0.4

mamf‘;mezﬁi’mqﬁﬁwﬁizﬁummLsﬂ’u%’uﬁiﬂmuLﬂmsﬁaau%’uﬁizﬁu 0.01 mg/kg ualvNans
nageUrUNaTEeNSUSTRUAITLTY 0.02 meke  F1wau 6 A (N5eR 1.1 waz 1.2) léun
omethoate, pirimifos-methyl, EPN, endosulfan, sulfate, cypermethrin Wag i-cyhalothrin AN
accuracy 3 %recovery U414 85-114% @1 precision % RSD Tu414 5.2-16.3 uag HORRAT Tuaing 0.3-
0.8

Ingiifudiuou 2 wila Meunasioonsu oyfluthrin wag deltamethrin fiszduaadudu 0.05
me/kg %recovery TANANISNARDUNIULNMUINYBUTU A1 accuracy 3 %recovery Wiy 107 wag 109%
A1 precision % RSD WU 1.1 hay 0.4 hag HORRAT WAy 0.1 whay 0.03

LY N a

modfie  fenvalerate Tinan 1 ag@eurIUNUAEONTU  NISzAUAMINTY 0.1 mg/kg A1

accuracy il %recovery WU 114% Aprecision % RSD winfiu 1.9 wag HORRAT iy 0.1
dmsuinglifiy 9wau 4 alle laun  methamidophos acephate monocrotophos  wa
permethrin NadwsziTiseiumdudy 0.01, 0.02, 0.05, 0.1, 0.25, 0.5 WAz 1.0 me/ke % recovery

fliuargenininasigensu (% recovery aglugig 70-120)

2.3 Limit of Detection (LOD)

[ =

PNATIATIZR fortified samples Tmpiiwatuiu 39 vilaluuzanediszauaududy 0.01

9

me/kg 41U 7 ¥ AIUNASRTIAIUVDY Signal/Noise UBILARZAITABIIAININAT 3 ASLUAT LOD 989

WA UTWINAU 0.01 me/kg

2.4 Limit of Quantitation (LOQ) 91nnN19¥1 fortified samples dngiifwauIu 39 Fin Tu

q
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U =

Fog1auzaneTisERUANITIeY 7 S¥dU Ao 0.01, 0.02, 0.05, 0.1, 0.25, 0.5 Wag 1.0 mg/kg TEAUAINM

Guduay 7 41 fwanisveaeusdl (M9 1.1 wa 1.2)

Ingiifiwduu 29 wiia A1 LOQ Wiy 0.01 me/kg Winan1smegeyu Accuracy wag Precision
Bi’ml,ﬂwﬁmmg’mﬁﬁmum Toun dichlovos, etroprophos, dicrotophos, phorate, dimethoate,
diazinon, phosphamidon, chlorpyrifos-methyl, parathion-methyl, fenitothion, malathion,
chlorpyrifos, parathion-ethyl, pirimiphos-ethyl, phenthoate, methidathion, prothiophos,
profenophos, ethion, triazophos, phosalone, azinphos-methyl W82 coumaphos

Togifwinuau 2 alla A1 LOQ Wity 0.02 me/kg Winanismagaay Accuracy wag Precision
NULNAUTNASE LT TUA THuA omethoate Way cypermethrin
ingiliiy fenvalerate A1 LOQ wiiu 0.1 mg/kg d@wsuingiiiy diwau 4 wfia laun
methamidophos, acephate, monocrotophos wag permethrin NadAsziTisEiuaIddy 0.01,
0.02, 0.05, 0.1, 0.25, 0.5 Waz 1.0 mg/kg Y%recovery TIAMLAZgININNATIEDNTY (% recovery o]

a a

Tuga9 70-120) Tanunsanvuaal LOQ veasingilfiuns 4 wiala

ayUran1mnaeazlolauakIy

giiiwdiuay 3¢ wlin Ianuwnzadlunisveageulagaunsansidiinseilaeg1agneies
(Accuracy) uazfiAufeswesiTiaTes (Precision) egluinamifiseniuld lutaududusewing
0.01-0.05 mg/kg &A1 LOD Wiy 0.01 me/kg way LOQ windu 0.01-0.05 me/kg lawn dichlovos,
etroprophos, dicrotophos, phorate, dimethoate, diazinon, phosphamidon, chlorpyrifos-methyl,
parathion-methyl, fenitothion, malathion, chlorpyrifos, parathion-ethyl, pirimiphos-ethyl,
phenthoate, methidathion, prothiophos, profenophos, ethion, triazophos, phosalone, azinphos-
methyl, coumaphos, a-endosulfan, p-endosulfan, bifenthrin, omethoate, pirimifos-methyl, EPN,
endosulfan, sulfate, cypermethrin, A-cyhalothrin, cyfluthrin Wag deltamethrin 3 Y%recovery
Tu19 85-119% wagAn precision 8 %RSD Tuva4 1.1-16.3 way HORRAT Tutae  0.1-0.8

[y

modiiy fenvalerate TNaNIINAGOUNIULNTIBOUSTU Yrecovery WNAU 114% A" precision

q

% RSD AU 1.9 ag HORRAT winfiu 0.1 dA1 LOD windu 0.01 me/kg wag LOQ 1Ay 0.1 me/ke &

Weeingliiwdwan 4 wllenlbiinaeinisvedey  lwA methamidophos, — acephate,

Y a

monocrotophos, taz permethrin Tunsaiingdiy

9

Lisunaeigeusy vise A1 LOQ HAunnndnan
MRL wanisneaeuiildainnsfineideasstiazlfilutoyanazuumnsdmiudnasihluiauuaznagou
BMIeTIIeTEAie MlaIssAwRsmIzaNsely  T5haTzvilanunsansiaansiiylunziiglaeeng

< = a a o a ¢ a Yy o o & °
avaInsIgy waslisednsam awnsadildldlunisnsialiesgviansivandaivinduaulsednuas
AOINITNANITIATIZANTINTIATYNADIIUE

mMsinkaseluleuselesd
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1. iU dutenatius udg s UL NN simLIwazUsuIsn1sns1am s Aiiia ke sn1sinn

Y <9 Y

"y
a aa =

WAz aLLazilUTEANENAD WY

2. annsni e neitinunsedeuauldldueiiiinmesiluvengveutneiinimma
AATILVUALVONITFUTDINULINTFIUNENS ISO/IEC 17025

3. dluaevenlikneslfiRn15nsins a1 s iiynnAeved inIdenasimuInsinyms
el 1-8 elumsiauuasfiudnenmuesiesufoRnmsnnalinsgiasivandveansivinig
LNYAT

a.  dBnsluldlunsnsniiesiansiivandsiiidunulssduasdesnisiansiingeii
3057

5. davinduenansweunsiieliviesUfiinmsnsiainsziasiivandsidluninsguazionsy

i luneaeuuaslglunmsuiinnuasala

LONANTE1984
NUANS BRgY wagfinisu fedey 2547. Method Validation, tena1sn1sinausy
NIUINIMARTNITUNNE.

¢ a 1 a

355 Indeied @3S quann wien  lvedudysal Juewn  guangde wasdszwdleg  wewfgley
2549, Meruradfoisondu lasnsnisifinusyansamuasiaunnsanadieseiasivanddly
WoeUURANTS. NTUIVINTNYAT

uf SumnuR wazgumg guiae 2544, msiigatianuldldvesiinaasuniaadl (Chemical Method
Validation), 1ona13n113sHNauTy NSUINIAIERTUINIT

fmassas  fetdes 2549, wuafRnmsvadeuanugnieweisiianzimaailnevesUfiRnnden,
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151971 1.1 agUnanIsmTlinszsiansivandanguoosnilunoainn 29 wia lunzing fsgfuanuidutu 0.01 0.02 0.05 0.1 0.25 0.5 uag 1.0 me/kg

SEAUANUILTUAY 7 9N

No. Pesticide Linear LOD LOQ Accuracy (%Recovery) Precision (%RSD) Precision (HORRAT)

Range (mg/ke) (mg/ke) Concentration (mg/kg) Concentration (mg/kg) Concentration (mg/kg)

(ng) 0.01 0.02 0.05 0.1 0.25 0.5 1.0 0.01 0.02 0.05 0.1 0.25 0.5 1.0 0.01 0.02 0.05 0.1 0.25 0.5 1.0
1 methamidophos 1 - - -l 13 0 18 8 27 41 - - - - - 67.9 379 - - - - - a7 3.1
2 diclovos 0.01-1 0.01 0.01 85 81 89 87 79 85 90 7.6 6.8 8.2 8.9 1.1 9.8 12.2 0.4 0.3 0.5 0.6 0.1 0.8 1.1
3 acephate 0.02-1 B B 59 64 60 31 17 34 48 B 14 109 | 195 .:I:. E 0.1 06 .1 25 39 35
4 omethoate 0.02-2 0.01 0.02 58 85 95 7 a 72 75 3.0 16.3 58 4.1 1.2 0.9 24 0.1 0.8 0.3 0.3 0.1 0.1 0.2
5 etroprophos 0.01-1 0.01 0.01 113 102 104 92 82 87 97 2.7 7.6 9.1 10.3 2.4 0.7 8.4 0.1 0.4 0.6 0.7 0.2 0.1 0.8
6 dicrotophos 0.01-2 0.01 0.01 104 75 7 7 78 7 85 3.6 4.5 1.8 5.1 0.7 6.3 1.7 0.2 0.2 0.1 0.3 0.1 0.5 0.2
7 monocrotophos 0.05-1 - - 54 66 52 47 12 28 36 - - 11 10.3 .:I:. E - 0.1 06 24 34 37
8 phorate 0.01-1 0.01 0.01 115 102 101 91 83 89 97 2.6 79 85 8.0 1.8 1.2 7.0 0.1 0.4 0.5 0.5 0.1 0.1 0.7
9 dimethoate 0.01-1 0.01 0.01 118 103 98 84 78 78 91 2.6 7.6 6.9 12.7 1.4 1.1 13.6 0.1 0.4 0.4 0.8 0.1 0.1 1.3
10 diazinon 0.01-1 0.01 0.01 115 101 104 96 83 90 98 29 9.9 8.6 9.2 7.8 58 6.3 0.1 0.5 0.5 0.6 0.6 0.5 0.6
11 phosphamidon 0.01-1 0.01 0.01 101 92 89 86 87 84 92 7.7 9.8 7.0 13.8 1.1 6.1 1.8 0.4 0.5 0.4 0.9 0.1 0.5 0.2
12 chlorpyrifos-methyl 0.01-1 0.01 0.01 115 105 102 96 88 94 102 29 9.0 57 9.4 3.2 4.5 6.3 0.1 0.5 0.3 0.6 0.2 0.4 0.6
13 parathion-methyl 0.01-1 0.01 0.01 115 105 102 96 88 94 102 29 9.0 5.7 9.4 32 4.5 6.3 0.1 0.5 0.3 0.6 0.2 0.4 0.6
14 pirimifos-methyl 0.01-1 0.01 0.02 56 106 103 94 87 93 103 1.3 7.3 5.4 8.8 1.3 6.4 7.2 0.1 0.4 0.3 0.6 0.1 0.5 0.7
15 fenitothion 0.01-1 0.01 0.01 117 105 101 96 7 80 94 3.0 8.3 55 10.5 1.3 1.4 10.7 0.1 0.4 0.3 0.7 0.1 0.1 1.0
16 malathion 0.01-1 0.01 0.01 116 106 102 95 87 93 104 1.7 7.8 51 8.9 1.3 9.8 71 0.1 0.4 0.3 0.6 0.1 0.8 0.7
17 chlorpyrifos 0.01-1 0.01 0.01 116 106 102 96 88 94 103 3.0 9.2 5.7 8.9 2.4 5.7 6.7 0.1 0.5 0.3 0.6 0.2 0.5 0.6
18 parathion-ethyl 0.01-1 0.01 0.01 115 109 105 99 91 96 104 4.3 6.5 5.7 8.6 2.4 5.0 5.7 0.2 0.3 0.3 0.6 0.2 0.4 0.5
19 pirimiphos-ethyl 0.01-1 0.01 0.01 117 106 102 96 86 92 102 1.2 6.6 53 8.5 8.9 7.0 6.8 0.1 0.3 0.3 0.6 0.7 0.6 0.6
20 phenthoate 0.01-1 0.01 0.01 118 105 102 100 80 84 98 1.8 7.6 5.4 8.5 1.6 0.8 8.5 0.1 0.4 0.3 0.6 0.1 0.1 0.8
21 methidathion 0.01-1 0.01 0.01 113 103 99 95 88 93 103 3.8 7.1 6.9 9.0 52 4.8 6.4 0.2 0.4 0.4 0.6 0.4 0.4 0.6
22 prothiophos 0.01-1 0.01 0.01 116 105 104 92 84 89 100 1.7 5.6 6.0 9.9 7.4 1.1 8.4 0.1 0.3 0.4 0.7 0.6 0.1 0.8
23 profenophos 0.01-1 0.01 0.01 116 105 104 98 89 94 104 1.3 10.0 4.8 10.2 7.1 43 7.6 0.1 0.5 0.3 0.7 0.5 0.4 0.7
24 ethion 0.01-1 0.01 0.01 116 104 101 96 80 89 97 1.1 77 51 12.0 9.9 23 6.7 0.1 0.4 0.3 0.8 0.7 0.2 0.6
25 triazophos 0.01-1 0.01 0.01 115 102 99 98 83 95 96 1.1 5.7 53 129 10.1 7.8 7.9 0.1 0.3 0.3 0.9 0.8 0.7 0.7
26 EPN 0.01-1 0.01 0.02 56 105 105 97 88 89 96 25 52 79 11.3 6.9 5.6 7.5 0.1 0.3 0.5 0.8 0.5 0.5 0.7
27 phosalone 0.01-1 0.01 0.01 115 100 96 96 83 84 94 43 55 6.3 10.3 77 6.2 77 0.2 0.3 0.4 0.7 0.6 0.5 0.7
28 azinphos-methyl 0.01-1 0.01 0.01 112 95 90 90 75 72 82 5.0 8.1 7.1 12.5 2.7 21 10.8 0.2 0.4 0.4 0.8 0.2 0.2 1.0
29 coumaphos 0.01-1 0.01 0.01 112 97 87 89 74 71 7 39 6.0 8.2 11.3 3.0 0.8 8.8 0.2 0.3 0.5 0.7 0.2 0.1 0.8
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AN 1.2 @gunanisnsivinsgiansiivandnngulninsesduaziouladauny 10 via Tunzahs Aszduaududy 0.01 0.02 0.05 0.1 0.25 0.5 uaz 1.0

mg/kg S¥AUAULTNTURE T %

No. Pesticide Linear LOD LOQ Accuracy (%Recovery) Precision (%RSD) Precision (HORRAT)

Range (mg/ke) (mg/ke) Concentration (mg/kg) Concentration (mg/kg) Concentration (mg/kg)

(ng) 0.01 0.02 0.05 0.1 0.25 0.5 1.0 0.01 0.02 0.05 0.1 0.25 0.5 1.0 0.01 0.02 0.05 0.1 0.25 0.5 1.0
1 a-endosulfan 0.01-1 0.01 0.01 119 103 89 92 74 84 89 a.7 13.6 0.4 2.1 1.7 0.8 0.5 0.2 0.7 0.02 0.1 0.1 0.06 0.05
2 b-endosulfan 0.01-1 0.01 0.01 114 98 85 92 a 83 81 53 15.4 0.7 1.6 0.4 1.4 1.4 0.3 0.8 0.04 0.1 0.03 0.12 0.1
3 endosulfan-sulphate 0.01-1 0.01 0.02 153 114 94 95 82 85 85 57 7.6 1.0 1.4 1.1 1.7 0.9 0.3 0.4 0.1 0.1 0.1 0.14 0.1
4 bifenthrin 0.01-1 0.01 0.01 117 96 94 113 96 90 90 23 53 0.5 1.3 5.0 0.3 1.4 0.1 0.3 0.03 0.1 0.4 0.02 0.1
5 L-cyhalothrin 0.01-1 0.01 0.02 151 112 93 97 85 92 95 3.6 6.1 0.6 24 0.6 2.0 0.6 0.2 0.3 0.04 0.2 0.04 0.17 0.1
6 permethrin 0.01-1 - - art 437 454 arq 432 453 462 58 8.0 8.7 9.6 6.6 2.2 2.1 0.3 0.5 0.7 0.8 0.6 0.23 0.3
7 cyfluthrin 0.01-1 0.01 0.05 245 160 107 111 103 117 117 4.5 25 1.1 1.5 1.8 0.8 1.0 0.2 0.1 0.1 0.1 0.1 0.07 0.1
8 cypermethrin 0.01-1 0.01 0.02 181 108 94 92 80 71 T 21 6.0 0.5 1.8 1.5 0.3 51 0.1 0.3 0.03 0.1 0.1 0.03 0.5
9 fenvalerate 0.05-1.0 0.01 - - - 14 114 99 113 113 - - 6.3 1.9 6.6 0.5 0.8 - - 0.3 0.1 0.5 0.04 0.1
10 deltamethrin 0.01-1 0.01 0.05 204 141 109 110 101 113 112 5.0 5.6 0.4 7.4 7.4 0.7 1.9 0.3 0.3 0.03 0.5 0.6 0.06 0.2
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