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UsgAnSnmnisadasemafianisnioudieg1awuy QUEChERS Wi vfiauavUSunaivhazansdunisi
Jughada, slauasUuiaasnisianuaseiniiegn, warUSuianmadundeluiounaslss an1iei
wnzandmsunTeSeusegimeuuns Ao Muedlaunarlaraslsiinu Jusvhavanedunidnauildann
anTREANATiFeINT AR, Thenuazeasegnalaglduunas Primary Secondary Amine ( PSA ) 150

fadnsu uazidy 10% lalAsunaslss AnwiAuanyMElaNI¥Yo9IsnUINYINITITNU AUFURUSLA

s

VEUASIA AB 979 0.02-2.0 tulasnSusansy Tradudseansandusius (r) 11nn71 0.995 gniu LwWnIiile

Wog, lnraasiad, lawlnen, lwlulasinvled, wazerduned 4929n15M097U 0.05-2.0 lulasnsumeansy

[y

Indnnveinsnsranuiliaeglugae 0.006-0.02 lulasniusiensu dndrinvesnsnidausunuiiaeglugie



0.02-0.05 lulasnSusiansy nsvmAAuLiulAINsUIN ALY NN sivanAngueaiunlurlaanasad

o a 1 «

mmL%'usﬁuszﬁwimmaqlwdw 60-120%, ﬁﬂamLsﬁwﬁuizﬁmmﬂﬁmmiﬁwﬂé’uﬁumaﬁusﬁ’m 63-120%,
wagfinnuitudusgiugelianisiinduauuieglugag 64-118% amiileslagld HORRAT Uszifiuaneg
Turg 0.2-1.8 Fehuinmusinissensunnd Sulisuileuisifuinanieuiedeitilunuin Fiauets
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“Positive List System” &aasaupguansiadynudnanidnisinuae MRLs iuiiseusosudiuasnddlile

AMUUAAT MRLs T78A1 0.01 @1URDA1UEIUN AINANTENUABNITAIDNAUALNEATHALDIMNITVRIMENFIN
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asarliUTinuioiuasuiinudwharaedunidienas ftumeudiligaenuin manieudiodnenis
AsIEETRERnA1 WIS ERsTlesuauduy 1wy Solid Phase Extraction ( SPE ), Solid Phase Micro
Extraction ( SPME ), Single Drop Micro Extraction ( SDME ), ke ¢ Hollow Fiber Based Liquid Phase
Micro Extraction ( HF-LPME ) \udufausas3siaden despaunndaiuly wu SPE Wumadafilésuany
fou awnsaldiuszuunswseuiiegauusnlud@ls widedinisldivinazaneduvid Usuiamnn dvaney
Funeulunisvh wesfinsgidosdanut g wsedondenldfrharasuarnszuiunsivingay
wiedla SPME deideludosmeslvluaififisinuns vsuuisuaniinie uagilidediinvesergnisldam dw
waila SDME fifaidelunivesmsiinuiidesssdnsefmenvessararanelfailundarads (udu

dlosnamuddeiiieasumaiia QUEChERs dulvgasiameansivandnanianisinunsludiogng
filileansiilidudou nduldgu uarluwmiiuiiniamienoudridiegisiiuinsghifionsfusesssuy
drunnifunouuns faiuluamddeisddwmuimaiia QUEChERs wldlunsinioashogsdmndunis
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7. A8n1saiunig

7.1 é;i/nmfuazm?"aeﬁam”n

7.1.1 w50 Gas Chromatograph-Mass Spectrometer (GC-MS) & S Agilent technologies ig'u

6890 / 5890N
7.1.2 wheswmadey 2 fumia Be Mettler Toledo %an1sidanu 0.5 - 1500 ndu
7.13 w3esanedion 4 sumia 8% Mettler Toledo Hanslden 10 fiadnsu - 220 n$u
7.1.4 w3psanUSiunmsirinazateuuu Nitrogen-Evaporator (N,-Evaporator) e
Organomation Associates Inc.
7.1.5 wn3esdudiegns ( Food chopper ) f1o Robot coupe iu R201 Ultra

a

7.1.6 in3emyuiBInNISIseugeriinnuANgumgll ( Centrifuge ) 8% Napco millenium-

Y

2028R 3u 2028R

717 @Sesmanansazans ( Vortex Mixer ) §%e Labnet U VX 100



7.1.8  gunsalpa-1wansazanednluli® ( Solvent dispenser ) ¥u1a 10, 50, 100 Jaddns

7.1.9 Ywnga-easavaresnludfviinuiuusunsle (Automatic pipette ) 93an15lda 10-
100 Tulas@ns, 200-1000 lulasdns, 1-10 Hadans

7.1.10 vawUsudsums ( Volumetric flask ) aua 5, 25 fadans

7.1.11 Jnine3 ( Beaker ) au1m 50, 100, 500 Jadans

7.1.12 wasawuAiinatadnuuuiniUe ( Centrifuge tube ) aunn 15, 50 HadanS

7.1.13 996198749 ( Autosampler vial ) 9u1a 2 dadans

7.2 @194AAUASNITIATINTITUINTFIV

721 aswesgiukazanseinllunimeasal wanslumsng 7.1 uae 7.2

f19719 7.1 5’]EJﬂ’liﬁ’]i§J’]Gl’§§'1ua

Chemicals %Purity
1) Azinphos 99.6
2) Chlorpyrifos 98.5
3) Diazinon 99.9
4) Dichlorvos 98.0
5) Dicrotophos 99.0
6) Dimethoate 98.5
7) EPN 99.0
8) Ethion 98.8
9) Fenitrothion 98.0
10) Malathion 99.0
11) Methamidophos 98.5
12) Methidathion 98.5
13) Mevinphos 90.5
14) Monocrotophos 98.5
15) Omethoate 98.0

16) Parathion 99.5




Chemicals %Purity
17) Parathion-methyl 98.5
18) Phosalone 98.5
19) Pirimiphos 98.0
20) Pirimiphos- methyl 99.0
21) Profenofos 98.5
22) Prothiophos 94.0
23) Triazophos 76.0

 all pesticides were supplied from Dr. Ehrenstorfer (Germany)

A1 7.2 S1enSasLAll

Chemicals Suppliers

1) Acetone (analytical grade) J.T.Baker (USA)

2) Dichloromethane (analytical grade) J.T.Baker (USA)

3) Acentonitrile (analytical grade) J.T.Baker (USA)

4) Ethylacetate (pesticide grade) J.T.Baker (USA)

5) Acetic acide J.T.Baker (USA)

6) Sodium chloride Merck (Germany)
7)  Magnesium sulfate anhydrous ¥u1a 12-60 mesh J.T.Baker (Mexico)
8) Primary secondary amine (PSA) sorbent; 40um particle size Vertical

7.2.2 M3 Stock Standard Solution AMULTY 1,000 lulasnsuseliadans

Y
v o

el mnalsunsgIumeaIeseasiden 4wl kaluiA1esarANUIANSURIAIT
195314 (% purity ) W1AUIMMILIENIkNa3e lnedeansuinsgiulseuna 25 Tadnsu ldluvinin
U31195 (volumetric flask ) w10 25 1addns Wiuenfiaesdiemn (PR Grade) asluvininusunsiiazioy

WALV AUATUINTTIUREAEUANTUFITS drTlanauilauung



ANUYUTUVBIATUIATTIUAUIUAT]

ANUDUTUVRIATUINTFIU (pg/m) = UmTNATI (Me) x ANMUUTANTVRANST (%) x10°

USuasiw3en (ml) x100
723  9wseY Intermediate Mixed Standard Solution 10 lulasnSusefiadansiielddwiu a
fortified asludiegnsuazlaglun1simien Working Mixed Standard Solution
W3ENANTUINTFIUNANANNTUUSEI 10 TulasnSusieliaddng laeldUiunga stock
standard solution 1,000 lalasn3udefiadans vesasudazvdaluvduuidiuialnenisldgas
C,Vy= GV, tdluradausunasuunn 25 1adans ntufuenfiaes@an ( PR Grade ) adluvininusanns
TazorauialnU3uns udwglidiu areansazarsuinsgrunaunguessuniuvenssaaslurianiuiu
avazany ( stock bottle )
7.2.4  M5w3L Working Mixed Standard Solution Adstdudusgluyae 0.01 - 3 lulasniusie
GRALE
WISHLANTHINTTIURENAINDNTUINNTT 3 52U ( level) Tagimuaanududusgluyis
0.01 - 3 lulasnSusefiaddns @914y calibration curve Iﬂ‘&ﬂ‘ﬁ'ﬂmmaﬂ intermediate mixed standard
solution 10 lulasnSumeliaaans Iuﬂ%mmﬁﬁﬂuamimaﬂﬁﬁqm C,V,= GV, Mdasluvinindsunmsuunn 5
1addns WY matrix veswoNLAsasluwInInUSHIRTTIartasaudaUSNINT Lalvgn Ay agansazaney
nsgunaungueasinlunenssaasluriauiivaisazane ( stock bottle )
7.3 35015
7.3.1 mangimuzanlumsinsgiasiivanfanguosiunlurloanesa loud lanassaea
(dichlorvos,DDVP), lun1iilaned (methamidophos), lwiunea (mevinphos), taozduieu (diazinon), 1o
winiea (omethoate), lalasinuea (dicrotophos), lululasinned (monocrotophos), latulnian
(dimethoate), W3diWoa wa (pirimiphos-methyl), AaslwsWaa (chlorpyrifos), W1s1lnesu wia
(parathion-methyl), WsdiWaa (pirimiphos), 11alnesu (malathion), willnslnesu (fenitrothion), Was1n
99U (parathion), Tnslnlenea (prothiophos), W#in1lneeu (methidathion), lnsiluea (profenofos),
lnsezlanea (triazophos), dlneau (ethion), dNtdu (EPN), IWg1lau (phosalone) uay oxdunoa
(azinphos) mgwmatiauialasuilnnsluuaanlnsiues loud gaumvgilvesnisinansiiedauwazdeuly
anudeu, Sasinslavesudasiimg wazidonuuaiiunzausunsiassiasiegvon
732 AnwdadeiitivaneniswsousegimenunuazUsydnsamnisadte Teun
a  vlanarUsunawes extraction solvent Wu axdlalulasa, wedley, wialaraals-

a < %
1 LJunu



b wlauazUsutuasN1svlAfie819U3ans ( Clean- up )
c  nsiunaaluga 0-25% (W/V)
TnsmsussiiuandesarnisAunduresansinesmslnngilasUTunuassumuiadald
7.3.3 AnwAnanYzeltLaysEAUANNYNTY
7.3.3.1 4299090157 ( Working Range ) wazaaduidunss ( Linearity )
Psveamsinidutiwesmnuituturesansiiinngisznineadgauazangagni
Hudunsaaglinanmageuiiianundiss auulununusiisensy anududuasaduauanse
yafisilinanmImaaeududndinlnensafuaunduduvesansiiasei
Iny fortified sample blank nageuaIsuInsgIueasunlueanesaseauaIy
udu fo 0,01, 0.02, 0.05, 0.10, 0.50, 1.00, waz 2.0 fadndudedns Arudutuas 3 41 dkanisinu
mAedsaras N s nuduiuresansinasgiueesunlueanssa ( ppm ) fuituiils
fin ( peak area ) wazfinnsananuidudunsdasmssameduussansanduius () Tagan r fioglu
NQUINEBNSUILABININNTT 0.995
7.3.3.2 ANSWUIANUAINAYDINITATIANU ( Limit of Detection, LOD ) wag InINAAU89N1S
MUF9UIN ( Limit of Quantitation, LOQ )

6

Limit of Detection ( LOD ) #un8fie A1AMMLNTUignisnageuaIusaingey

Limit of Quantitation ( LOQ) n18fs A1ANLLTuTui1aafiisnaaeuaInign
Anneildlumiodns Inefianugndeaasauusiuiiveusuld
LOD waz LOQ n1lalae fortified sample blank naaauansuInsgIuoeswnly
wloavesaiisziuamnuidudus 4 iiasgodiaden 6 41 mArduwSsanasg (SD) vesauiduty
fgule udmnen LOD wag LOQ faamnsil 1-2 auddu
LOD = 3SD (1)
LOQ = 10SD 2)
7.3.3.3 NMSATIVABUAMULLLU ( Accuracy )
ANsliunTenIgNFD Ae ANEINTavesiTMI T ina luansiaoesle
ponumssiuvzelndidssiudiuiaTanniian

[

lng fortified sample blank naaaua1THIAsFIUERIUNIUNDANETANTEAUAIY

wWudunelugaldau i nans ge anudutuegiades 6 G1Man1IeNINA@RUREINY UTeiliuaiuuly



INA1 mean % recovery (@un159 3 ) wardluiSeuifisuiuinasiaey codex n1sgausunaluvesans

ANAN9INY1ULLALALNERN TTue 1S (91519 7.3)

(C, —C,) =100

(3)
C,

% Recovery =

e C; = anuanduiinlavesdyyiuvesiiedeiililafingg fortified Annlaann
calibration curve
C, = Anuntuiinlavesdyruvesiang sinilaain calibration curve

C; = AMUINTURTINIWULeU ( ANt fortified Tuseee )

A5 7.3 N158aUSUTIUY99819NAN9 NI AILAZE1AR Il UD11MS Y89 Codex

Concentrations of analyte Range of mean % recovery
< 1 pgrke 50-120
> 1 pg/kg < 0.01 mg/kg 60-120
> 0.01 mg/kg < 0.1 mg/kg 70 -120
> 0.1 mg/kg < 1 me/kg 70 - 110
> 1 mg/kg 70 - 110

7.3.3.4 N13R31980UAULTEN ( Intermediate precision )
Junsmanuissagyimsiengimegiauseiiunate ase Inglnsiziauay

Tu 183w luieslfiAnsimeaiu insesdlodnseiaediulasiinseiausieniu

I [y

Ing fortified sample blank nageualsuInsgIueesunluneanasanszauaIy
wWndunelugagldnu f nane ge anuintueglalos 6 4

UszilluanuiealnenisiUSeuiisumdosasvesanlesuuunnsguduiusilaain
N15NAAB4 (% RSD o) AUAINONAIUINAIN Horwitz Equation (% RSD ) A9aun15 4-6 A1ua1AU

WNANNISEBUSUAD AN HORRAT ( Horwitz’s ratio ) < 2



% RSD . = % x 100
% RSD , =0.66 x 2C* %% =0.66 x 2C**°

RSD
HORRAT = 5D
RSD

r

10
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sreEIaIM U UReu

.. Uszanaanld
HAUASANLEUY p
(%) an | we | sA | wa | aw | da |we | wa | S8 | An | @A | ne
56 56 56 57 57 57 57 57 57 57 57 57
Insanad 1 AuATenaswardayaiiietes 5%
(9.0.56-5.0.56) MuunuazIavhderimuanudnyzesIvaaeuliun linearity, working 5%
range, LOD, LOQ, accuracy, precision
InTounzwiuuiandBanguessunluneanasa 5% | | |
lasunah 2 adiunsauiisuinsodile 5%
(31.A.57-4.0.57) mangiwinzadlumaliasgansivandengueesunluneanssasnemeadia 10%
Tasunnsfuneanlvsiiwes LT
AnwrtadeniinadensnssusiiegnmeunazUseansninnisana 5% | | 0 b
a
lasansd 3 I aLISENRIDERNAINLUAY GAP % e
(b1.8.57-31.8.57) PSS — P — -
ANLUUNITIATIZNVOYANIUYBNIUUA linearity, working range 0% (| | 1 N
Afiunsliesedeyanuteiivua LOD, LOQ, accuracy (5i9) 0% | | 1 0 e
lasunai 4 Aflunslieseideyanudoninue precision (sie) 0% 0 e
(n.A.57-n.8.57) a@5UNanIsnnang 10%
Tnvisreaulasanis 10%
994 100%
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7.4 Vauazaaui
srepia (SUAU-Augn ). 1 wanAu 2556-30 Augneu 2557

A0 UNYINTNAREY : nauimLINITNTIIFRUNTLazdadEN1IHER

dinddouaziamnnsinunsiuni 2 fivadlan

8. Wan1sNAaBILazITal

8.1 nnzivinzadlunsiinsgiansivandanguessunlureanesasomaiaufalasuilnngil
wuaanlnsiues
N15ILATITRE TR YANAINGLoRs kN IuNaanaTamswmatiaLialasulnnuuaaunInsiuns
WUy electron impact ionization (El) # 70 eV Laznsiadalusuuuy SIM In gldin30sdetoduaud
wmalulad (Hewlett-Packard, USA) 1 6890/5973N asdutiiilduenatsiduuuuussgiiedant HP-5MS
(30mx 0.25mm 1.D x0.25pm film thickness) TWsunsugaumgiinlduenansfiumnirenguessunluneanesa
Buitgaumgil 70 °C 1uan 0.50 uit udufingamgiiann 70 °C fa 150 °C §n31ANED 15 °C / undl,
Wingamnfiann 150 °C fia 195 °C $as1AmiEa 5 °C / urdl, iiugamgiaonn 195 °C fa 200 °C a5
AL57 0.5 °C / Ui, LLazLﬁuqquﬁmﬂ 200 °C §4 250 °C §951A31153 5 °C / w1 WWunan 17 uni
Tagldufadidsunnians 99.9995% Wuuaniiesnieud 1.4 fadanssouni msdnasiunndis

nauessunlunearesadnaIauialasuilvnsiiluuuu pulse splitless Migaumgil 220 °C

M1519 8.1 LanINSLaanleeaudInsur1 SIM mode Tun1sAtATIERaNsRENNANe 23 ¥in

Substances to be analyzed MW. R: SIM lon (m/z)
Methamidophos 141 5.442 94.10 141.10 95.10
Dichlorvos 220 5.682 109.10 185.00
Mevinphos 224 7.659 127.10 192.10
Omethoate 213 9.865 156.05 110.10
Dicrotophos 237 11.094 127.10 67.10 237.15
Monocrotophos 223 11.271 127.05 97.10 164.00
Dimethoate 229 12.014 87.10 93.10

Diazinon 304 13.300 179.20 137.10

Parathion-methyl 263 14.798 109.10 263.00
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Substances to be analyzed MW. R: SIM lon (m/z)
Fenitrothion 277 15.827 277.10 109.10
Pirimiphos- methyl 305 15.969 290.10 276.10
Malathion 330 16.347 173.10 125.05
Chlorpyrifos 349 16.741 197.00 199.00  314.00
Parathion 291 16.741 291.10 109.10
Pirimiphos 333 17.890 333.20 318.15
Methidathion 302 19.564 145.10 85.10
Prothiophos 344 21.462 309.00 267.00
Profenofos 372 21.690 207.95 139.05
Ethion 384 25.908 231.00 153.10
Triazophos 313 26.886 161.10 162.10
EPN 323 31.018 157.00 169.10
Phosalone 367 32.801 182.05 121.10
Azinphos 345 34.424 132.10 160.10

8.2 Uadefifnaronswdeusegamenuauazlszansnmnisaria

QUEChERS method ( Quick, Easy, Cheap, Effective, Rugged and Safe method ) L9 ‘u%%“ﬁl
osUFURMTIATgsiansiuandarilanaule uazldiuseniuediadunianisain ACAC uag CEN
( Committee of European Normalization ) Tng33iil4etns ansazanedunadusunalios aunsawion
fpg1alangnedne saa57 uagld dispersive solid-phase extraction ( d-SPE ) dsunseuaunisvinay
avonasegavidonisviliiiegnaudans (Clean up ) Bnvisdilvirndosasnisiunduresasivandeian
At

NsmUIT AT IEEsiuanAanguessunluneaneTaluveuwasazimu1nmalln QUEChERS
Tne@nundladefifnadenswiousegimenunduduresivhararedunidfldnisadn sdauazydunn
a1snsvhaNazeInMmeg1asenIsinliieg1eUTans waznsiiungde 1udu

8.2.1 msdenylnvessiviazarglunisadnaisiiunndns ( Extraction solvent )

nsidendviharanglunisatnansfivandnslimungauiinnuddyunn Ssnnadenldavi

avapduiutadenatseny Wy AuamnsalunisazatsalsivanAslumIngange aueindelunis
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sz anmduie warsaduiu dvihazanefifemiunldlunsada Wun ex@lalulesd, wedlaw, wagla
paelsdiny Feudvinazaneiiauedaignidenianlddnudavesivinazanslunisat aansfiuandng
Tnemstasnegraveuuns 10 n3u Tdlunaenwudiiwanafnuuuiinila auin 50 TadanT WuasunssIy
Haunguessunluneanssanmiuty 0.1 lulasnIusiensy ( fortified sample ) Wiy 1 n¥uvadlaifisunas
156 (NaCl) uae 4 nfuvesuuniilendamln (MgSO, ) wasiiudvharanedifinw 10 faddns werdedlo

1 w7 WweeeLAeINaNas (vortex mixer ) 1 Wil wazdnunldn3asdumiesninudags 4,000 rpm wiu

(%
) U

1 U9 anasazaletuuy 5 Tadans tdluvasawuiiinatafineuuileUs vuin 15 3adans wHiy 100

Y

a a o

fadn3uves primary secondary amine ( PSA ) way 300 fadnsuvesiunili@oudaie weinieis 1 Ui

a o

EAILLATDINANATT (vortex mixer ) 1 w17 waztuldnioslumiesmanudags 4,000 rpm w5 Wil
andlatuuuldluriaiiegiuuin 2 dadans WiethlUinseiimeases GC-MS wansiinuutinvess

vazanglunisanneuung Inen1suseiliua1iesasn1sAUNGUYBIE1SRYANAY ( % recovery ) MRS

A v o

8.2 AafivinazanunansznIwedlauiulanaslsiivu ons1diu 1:1 IA13aeasn1sAUNAUYDIEISAEANAIY

A [[

fnan Aeglutie 63-113 exdlalulnsd lA1Sesaznishunduvesasiiunndgegluyie 50-120 uag 1%

9

nsnuedintuesdlalulngg TerSesaznshiunduvesansiivnndnseglugag 50-120

M1319 8.2 LaARIA1LREE % recoveries Ya3Ravatenttlun1sainveniad IneNISANAITUIATTIUNEY

naueesunlurlealesanaududy 0.1 lulasniusensy

% Recoveries

Compounds Acetone+Dichloromethane Acetonitrile 1% Acetic acid

(1:1) in Acetonitrile
Methamidophos 113 120 120
Dichlorvos 63 50 50
Mevinphos 90 77 73
Omethoate 90 80 80
Dicrotophos 110 100 100
Monocrotophos 80 78 76
Dimethoate 100 90 90
Diazinon 83 83 83

Parathion-methyl 94 90 90
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% Recoveries

Compounds Acetone+Dichloromethane Acetonitrile 1% Acetic acid

(1:1) in Acetonitrile
Fenitrothion 90 90 90
Pirimiphos- methyl 70 70 70
Malathion 100 107 107
Chlorpyrifos 73 70 70
Parathion 73 80 80
Pirimiphos 80 80 80
Methidathion 90 90 90
Prothiophos 90 90 90
Profenofos 90 100 97
Ethion 100 103 106
Triazophos 83 90 971
EPN 85 90 90
Phosalone 80 85 85
Azinphos 62 65 67

A1319 8.3 LLARIA1 pH VoIFYINazaIuLARLYln

Type of solvent pH
Acetone+Dichloromethane (6:4) 5-6
Acetonitrile 5-6
1% Acetic acid in Acetonitrile a4

8.2.2 wiauarUSunuansnisviauazendieg1azon1svinliaieg1eusans (clean up )
MInsIIATIERaTivanAdlagldinsatoninanuligs Ianudnludewiniuazenn
egaiieliaunsnnsIinsedieg1andansandsluuiinamig laegrsgnieuasuiugn iWunisidn

FsdwdaunlaannnisatalusuniunisiasizimenIad GC-MS
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drulngjarsgadu ( adsorbent ) Tuinalia QUECHERS a¥l4 primary secondary amine
(PSA), C18, Wa graphitized carbon black ( GCB ) Ludu 1esansregrvonuaaduiiviisinaugu uelais
lusfunazidindions mszasiuasinnsAnudsunaansves PSA lunns clean- up fethewviiiu Tnennsds
Magavauwae 10 n5u Tdlunasawutiinatafinuuuiid Un vuin 50 TadanT WUATUINTFIURANNGY
posunluneanosaninutndu 0.1 lulasniusensu ( fortified sample ) 1@u 1 nfuvsslaifounaslse
(NaCl) uag 4 nfuvssiunili@oudainn ( MgSO, ) waziiudvinazals 10 dadans wemiels 1 Wil 1wl
shuLAdesHaNans (vortex mixer ) 1 unit wazthunldinsestumisanimiiags 4,000 rpm uiu 1 11l ga
asavanetuuy 5 dadans ldlunaenwuiianarafnuuuiinile vunn 15 fadans Wiy 25, 50, 100, 150
uag 200 dadnsuwes primary secondary amine ( PSA ) wag 300 Jadnsuvesuuniigoudaimes wenaeile
1 Uil WwedneiaieaNaNans ( vortex mixer ) 1 undt uazthanldiniosdusnissnniuidgs 4,000 rpm unu
5wt geduladuvuldlurinfiegiruin 2 Taddes e luinseidiedos GCMS 1nn1e 4
‘Wmhﬂ'wLaﬁlEJ%’e)smzmsﬁuﬂa”waqmsﬁwnﬁwﬁﬁqmaw%mm primary secondary amine ( PSA ) #®
USnamesansazanevionuasiildainnisain 5 faddns lnensinasiinsgiunaunguessunlunleanesa
fiaududy 0.1 lulasn3usensu filsfen % recoveries aglutnaei 60-120% e 100, 150, way 200

faansuwes PSA wansnUSinaiiviungaudnsuns clean- up fognslagld PSA 150 mg

M1319 8.4 LANIALAAY % recoveries U99UTUIMU primary secondary amine ( PSA ) AaU3u1ad 99
an3aganenauLaflaaInNnIsana 5 1adans launsdivansuinsgiunaunauoasunliuneanasanay

Wyt 0.1 tulasnsusiansy

% Recoveries

Compounds 25 mg 50 mg 100 mg 150 mg 200 mg

PSA PSA PSA PSA PSA
Methamidophos 130 120 120 118 119
Dichlorvos a9 45 62 64 64
Mevinphos 62 73 77 90 90
Omethoate 58 63 80 80 76
Dicrotophos 98 99 102 102 102
Monocrotophos 75 73 78 78 78

Dimethoate 87 87 90 106 101
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% Recoveries

Compounds 25 mg 50 mg 100 mg 150 mg 200 mg
PSA PSA PSA PSA PSA
Diazinon 63 67 73 73 71
Parathion-methyl 74 90 90 91 90
Fenitrothion 118 91 109 90 92
Pirimiphos- methyl 70 70 87 83 88
Malathion 56 68 107 106 100
Chlorpyrifos 124 120 107 106 106
Parathion 62 80 89 89 87
Pirimiphos 80 80 89 91 102
Methidathion 55 56 62 74 73
Prothiophos 90 90 101 101 100
Profenofos 88 87 98 100 103
Ethion 125 113 116 105 105
Triazophos 73 77 97 94 96
EPN 55 52 72 95 70
Phosalone 56 59 66 65 66
Azinphos a8 54 67 65 64

8.2.3 mssiunGeluIg 0-25% (W/V)

nainindeifioifiunanuusadesu ( ionic strength) vasansazanelngeduaunssisdeay
voandeluusdlianavenifiaeuseulianavesansiifesnsiiameit soninasuseulianavenndolos v
Tfansfigeanmsiinseiavaneilftosasazusndaluogluduansdunis BdiFendn salting out indofl
ﬁsﬂ%ﬁ’umnﬁqm Ao wauludeudaln, lawneurasalse, wunid@eudawma, WWeadoudawn, laRaudains
Wumu

\desniesUfiRnsnguiannmsnsaseuiivuaziafonisnan am. 2 Geulflufouaae
laflunsiinseiansfivandng inseazdursinisinunmaiundelafeueaslsfluiegainbu Tae

nsteagaveNwnd 10 N5y ldluvaeawudiianaiafnuuuiinin vwin 50 Hadans WLa1TUINTgIUNEY
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naueaswnluneanesaniududu 0.1 lulasnSudensu ( fortified sample ) 1Ay 0, 4, 8, 10, 20% W/ V
voslgihsumaslsa (NaCl) uag 4 nsuvesuunii@undams ( MgSO, ) waziindvinazaty 10 Uaaans 1wl
fheile 1 Uil weReLAIeInaNans (vortex mixer ) 1 Uil LLasﬂmﬂdm%aﬁum'ﬂmmmL%’Jqq 4,000
rpm U 1 Uil @mﬁﬂiasawa%uuu 5 dadans ldluveeawuiilmanadnuuuildle vuia 15 Haddns Wy
100 fa@din¥uved primary secondary amine ( PSA ) Uag 300 fiadnsuvesuunilieudains weiaieile 1
W WwedeLadeNaNas (vortex mixer ) 1 undi LLaxﬂﬁﬂJ’]&Lﬁ'Lﬂ%‘l’e)ﬂ{jumfjﬂx‘iﬂ’nmL%’Jijfl 4,000 rpm WU 5
uit gadanlatuuuldluriaiogswn 2 Taddns Wetlulnmeidoinies GC-MS nansifiuinde
loinsunanlsAlseiliua1anUsEanSnInn1sanna1nSeearnISAUNAUYBIAISHENNATY HARIUAISIE 8.5
WUIINISRLLNE 0T 10% NaCl wae 20% NaCl T % recoveries Aflanfa®7d 67-113% uwaz 68-119%

9

ANUAIAU

M1514 8.5 LARIALRRE % recoveries YaINIsiNNABleAsuAaelsd (NaCl) lnen1siuaIsuInsgIumay

naueesunlulealesanaududy 0.1 lulasniusensy

% Recoveries

Compounds 0% 4% 8% 10% 20%

NaCl NaCl NaCl NaCl NaCl

Methamidophos 140 132 120 113 119
Dichlorvos 50 45 66 68 71
Mevinphos a9 71 77 87 90
Omethoate 58 63 80 80 76
Dicrotophos 121 58 112 115 87
Monocrotophos 63 65 71 78 81
Dimethoate 78 87 92 98 101
Diazinon 43 67 73 83 114
Parathion-methyl 74 68 75 92 90
Fenitrothion 65 64 90 109 98
Pirimiphos- methyl 78 79 81 87 87
Malathion 66 68 104 107 102

Chlorpyrifos 78 80 88 107 106




% Recoveries

Compounds 0% 4% 8% 10% 20%

NaCl NaCl NaCl NaCl NaCl
Parathion 62 80 80 89 87
Pirimiphos 77 80 80 89 89
Methidathion 55 56 62 78 81
Prothiophos 74 74 82 101 100
Profenofos 81 85 67 98 103
Ethion 51 113 58 91 104
Triazophos 73 76 64 97 98
EPN 69 85 90 72 70

Phosalone 56 59 85 105 114
Azinphos 50 54 67 67 68

8.3 AnwiAuaNvuEYeITIATIER

1138019M5199A518% QUECHERS ( EN 15662 method ) snUSuldmuwsunng 1

Sample weight 10 g into the 50 ml of centrifuge tube

l 10 ml Acetone+Dichloromethane (1:1)

Shaker by hand 1 min

l 1.0 ¢ NaCl+4.0g MgSO,

Shaker by vortex 1 min

l

Centrifuge 4000 rpm, 5 min

l
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Decant all the extraction solvent into the 50 ml of centrifuge tube

l 150 mg PSA+ 300 mg MgSO,

Shaker by hand 1 min, Shaker by vortex 1 min and Centrifuge 4000 rpm, 5 min

l

Take the extraction solvent 5ml into the 15 ml of centrifuge tube

l

Nitrogen evaporators until dryness

l

Redisolve with Ethyl acetate 2 ml

l

Transfer into vial for analyte by GCMS

Lqumwﬁ 1 LLamﬁ%msaﬁwamLLmViﬁmLUaammﬂTﬁmm QUEChERS ( EN 15662 method )

8.3.1 AATIEIMITNTIATIEYRArANTWwE RS ( Range / Linearity ) me fortified sample
blank NaaevaIsuInsgIUKaNNGRoeskNluBanosasEAUAMUTLNTY A 0.01, 0.02, 0.05, 0.1, 0.5, 1.0,
uay 2.0 lulasndudenty anududuas 3 41 dinanisipmeiedsuazadansmaasg iy serinsana
duduvesansuinsgrueesunluneaneda (ppm ) AUnIeUALBIUBALATEA ( response ) kagRia15au
arududunsdasnisiiuiameaduussanianduiud () Tnoa rVi@QIuLﬂmsﬁaam%’UazﬁQWWﬂﬂ’jw
0.995 INAITNAADUNUIT A 1 > 0.995 WEAII1HI9ANTNTUE 0.02 - 2.0 lulasnsunonsuwesns
'3mmzﬁﬂ%mmaa%LLﬂIuwaaﬂ/\la%’aﬁﬁmﬂusﬂmé’qﬂa'n:ﬁmmLi‘JuLﬁumaagﬂuLﬂmeﬁaau%’ﬂﬁ BNLIY LU
laved, lnraasied, lawlnem, Wlulasinmes, waverduned Juieanududu 0.05-2.0 lulasnsunansy

8.3.2 ATIZINIANTATINAVINITATIANY ( LOD ) wazdndinueanisnidauiuiu (LOQ )
Ing fortified sample blank nageuaiIsuInIsIunaunguesiunlunoaefaszfuauudusi 0.02
lulasniusonsu 1w 10 91 Awamsdmudenuumasgu (SD) vesanududuiieuald fuiaen
LOD = 3SD uag LOQ = 10SD 31nWan1sAnInuI1 Indinvesnisnsianuilareglutyia 0.006-0.02

Lulasniusionsy YadndnvesnsmideUSunadiaregluyie 0.02-0.05 lulasniusensy aun1se 8.6



M1519 8.6 La@ndA1 LOD way LOQ

Concentration (ug/g)

Compounds

LOD LOQ
Methamidophos 0.02 0.05
Dichlorvos 0.02 0.05
Mevinphos 0.006 0.02
Omethoate 0.02 0.05
Dicrotophos 0.006 0.02
Monocrotophos 0.02 0.05
Dimethoate 0.006 0.02
Diazinon 0.006 0.02
Parathion-methyl 0.006 0.02
Fenitrothion 0.006 0.02
Pirimiphos- methyl 0.006 0.02
Malathion 0.006 0.02
Chlorpyrifos 0.006 0.02
Parathion 0.006 0.02
Pirimiphos 0.006 0.02
Methidathion 0.006 0.02
Prothiophos 0.006 0.02
Profenofos 0.006 0.02
Ethion 0.006 0.02
Triazophos 0.006 0.02
EPN 0.006 0.02
Phosalone 0.006 0.02
Azinphos 0.02 0.05

21
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8.3.3 ATgvmAIuwiiu (accuracy ) Ia fortified sample blank NA@aUANTUIATFIUHANNGY
oosunlunoavledafiszdunrndudunielutadldamsii nana ge fe 0.02, 0.10, wag 2.00 lalasnduseniu
arududueesion 6 srflanngnmanaseuiientu Ussiduranuuiy ainarfesazniniinduiuan (%
recovery ) wazthlUSsuisusunasives codex nssausuiiliuesasnnAaanenguuasuazendng
Tuems naaNAIe 8.7 nuiAranuwsilidnsindufusmnasfivandanguessunlusieanesad

AuduusEAUMdAagluYae 60-120%, Nanududuseaunaidlianisiinduauineglugie 63-120%,

wazfinnududussavgaliammsinduauieglugig 64-118%

M1379 8.7 WAAIAT % recoveries NTEAUANMILINTUAT NA1Y LATEY LiteATIVABUAINULIY (accuracy )

% recoveries (n=7-10)

Compounds

0.02" pg/g 0.10 pg/g 2.00 pg/g

Methamidophos 114-120 110-120 98-118
Dichlorvos 60-84 63-87 64-91

Mevinphos 62-90 70-92 80-92

Omethoate 60-86 70-90 73-95

Dicrotophos 70-95 97-110 100-110
Monocrotophos 61-80 73-80 78-110
Dimethoate 82-120 90-111 91-110
Diazinon 83-115 80-90 82-108
Parathion-methyl 70-85 90-94 89-98

Fenitrothion 65-84 79-90 97-102
Pirimiphos- methyl 78-120 70-101 74-110
Malathion 95-102 100-107 96-100
Chlorpyrifos 60-75 72-118 87-110
Parathion 65-85 70-82 93-109
Pirimiphos 72-95 85-104 97-104
Methidathion 89-105 96-102 90-99

Prothiophos 84-96 91-105 93-101

Profenofos 66-108 95-106 102-110
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% recoveries (n=7-10)

Compounds "
0.02" pg/s 0.10 pg/g 2.00 pg/g
Ethion 80-95 94-117 100-110
Triazophos 92-113 90-100 97-107
EPN 81-92 85-90 86-106
Phosalone 78-85 80-85 82-89
Azinphos 60-79 62-75 68-88

* AU dud sy fortified sample blank NagauasuInIgIUNaNNGUaRsHNluNBaNasaNTERUM AB 0.02 pg/s Bniiu

methamidophos, dichlorvos, omethoate, monocrotophos, W azinphos Vlﬂﬁaumimmgmﬁizﬁu 0.05 pg/g

8.0.4 psiziALies ( precision ) Iag fortified sample blank maaumsmmygmwammju
oosunlunoarleafisziunundudunielutadddausi nana gs A 0.02, 0.10, uaz 2.00 lalasnSusensu
anudutusgedos 6 41 Ussidiunrdieslnsld HORRAT (Horwitz’s ratio ) inavinsseniufenn
HORRAT < 2 Han13An®IAMLTAEY M1uA1919 8.8 WudnA1 HORRAT ogludas 0.2-1.8 ssnuinausinig

8oV

1379 8.8 WAAIAT % recoveries UagA1 HORRAT #Is¥AUAIILTNTUA1 NA1N Lazge LitenTIvdauAIY

= ..
W89 ( precision )

Concentration (n=6-10)
0.02" ug/sg 0.1 pg/g 2.00 ug/sg
Compounds
% % %
HORRAT HORRAT HORRAT
recoveries recoveries recoveries
Methamidophos 109-120 1.6 113-120 1.3 95-120 1.5
Dichlorvos 65-115 1.8 71-110 0.7 66-97 0.7
Mevinphos 60-90 0.4 72-98 0.3 74-102 0.3
Omethoate 60-89 1.7 70-101 1.2 73-100 1.1
Dicrotophos 65-95 0.9 97-112 0.5 98-110 0.3
Monocrotophos 63-85 1.2 75-103 1.2 72-110 1.0
Dimethoate 76-118 0.5 95-118 0.2 96-105 0.3
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Concentration (n=6-10)
Compounds 0.02" pg/g 0.1 ug/g 2.00 pg/g
% % %
. HORRAT ) HORRAT ) HORRAT
recoveries recoveries recoveries
Diazinon 81-120 0.6 87-102 0.4 82-110 0.5
Parathion-methyl 65-90 0.8 89-94 0.3 82-91 0.5
Fenitrothion 61-84 0.5 76-90 0.3 97-108 0.3
Pirimiphos- methyl 75-120 13 70-101 1.1 71-97 0.4
Malathion 95-102 0.5 92-101 0.4 90-110 0.4
Chlorpyrifos 60-78 0.3 71-119 0.2 85-110 0.1
Parathion 65-85 0.5 70-87 0.5 93-109 0.4
Pirimiphos 72-95 0.6 81-105 0.1 98-108 0.2
Methidathion 85-108 0.9 96-109 0.4 89-105 0.5
Prothiophos 80-96 0.8 90-104 0.5 83-98 0.4
Profenofos 68-118 1.3 78-99 0.5 79-110 0.5
Ethion 77-96 0.2 82-115 0.2 76-105 0.3
Triazophos 91-110 1.1 91-104 1.0 97-107 0.8
EPN 80-97 0.7 86-117 1.0 83-106 0.8
Phosalone 78-85 0.2 80-85 0.1 82-89 0.1
Azinphos 62-79 1.4 62-80 0.9 68-98 1.0

* AU fortified sample blank NageuasHInsHIUNENNGURS N UNDANDSANSEAUM i 0.02 pg/gentiu

methamidophos, dichlorvos, omethoate, monocrotophos, e azinphos Mﬂaauaﬁmmgmﬁizﬁu 0.05 peg/e

9. djunansnaasuasdalauanuy

N33 lanaunIsnsnssudegsdmsun1snTIvTnasiivanAdluneuwae LasAnwinuanNvuEueq
aa o [ a 6 a ¥ 1 L3 a ¥ 1 6 a
Tnegoudmiumsimaeiasiivandengueasunlureals 23 wia laun laaaesiea, wnniilavied,
Juned, lnorduuey, lawlnen, alasinnea, lululasinvea, lawlvnen, Asined wila, Aastnsved,
w151meeu wWia, Asined, vianlnesy, willnsinesu, wisilnesy, lnslnleved, wialnesoy, Tnsilu

Woa, lnserlanea, dlneoy, Moy, Welay, waz szdunea lesldwdalasuilnnsfuuaaninsimes
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R satanouLnzinwUanan3sues QUEChERS Ao Taen1staietaeuuns 10 ndu Talunaossuf
HnanadnuuuieUn vunn 50 Jadans Hiu 1 nSuvedaineunaalsa (NaCl) way 4 nSuvesuwunilidey
Fawn ( MgSO,) haviaumvinasarenauuadlnuiulanaslsiivu ( 1:1) 10 Tadans weseile 1 ui
g EELASoINELES (vortex mixer ) 1 Wil LLazﬁﬂuﬂE"iLﬂ%‘laﬂ{jUL‘lﬁﬁNﬂ’J’lm%’JQﬂ 4,000 rpm U 1 U
wansazaedndlatuuy ldluvsonwuifmanafinuuuiilne vuia 50 fadans ierhlridiediauians
lagn1sifiy 150 Aadnsuves primary secondary amine ( PSA ) ag 300 fadnsuassununilidandalne
wemeile 1 urfl wedsAdeswauans (vortex mixer ) 1 wAfl LLanmﬂdm%aﬁum%mmmL%qa
4,000 rpm WU 5 U @Jmmﬂa%guuu 5 daddns ldluraonwuiilmarafinuuuiUavuin 15 1addns
wdrhludinmududulnenisidisslulasauliasararssemauiiouuiuazinunUuusunsae 1o

NSanzdwmn 2 Nadansiiotluimsierimensas GC-MS

finsAnwaudnuuzreidiianeiasivandenguessunluneanesaluvounns As nTI98UYN
AT ANUFLAUSITUEURTI FATIAALUNITATIINY VATINATUAITIATIUSII ATULUY LagAll
Wi aelditoulvvedsivauinuingiensldiu anuduiudidadunsad e 919 0.02-2.0 lulpsnsuse
A% T9F Anduussansanduius (r) uanndn 0.995 snviu wmillaned, laraesied, Towlven, Tululasin
Wod, wazavguvlea dvien1sldeu 0.05-2.0 lulasnusansy IadrinvesnisnsranuilAegluyie 0.006-
0.02 lulasnsusensy Indndnvesnisnidalsunndiategluyie 0.02-0.05 lulasniusansu n1smiAAIy
wiulvAInsinduuaynansivandanguessunluneanefaiaududussduiiaeglugae 60-
120%, ﬁmmL%’m%’uizﬁuﬂmﬂﬁmmiﬁwﬂé’uﬁumag"lmm 63-120%, LLﬁzﬁﬂ’ﬂML%M“ﬁu%ﬁUzjﬂﬁﬁ’mﬁﬁ’]
nduAuuneglutie 64-118% mnuilestagld HORRAT Usziliudiaglutg 0.2-1.8 Feinunasiniseeusy

Vilge

10. nmsunasuIwlUlguselewl

laismswieumegsdmsumsnsiaiaasiivanAenguessunlureanesaluneuuaslagldiniauia

£

lasunniiluuaalalnsiwes vedfeldasialives In1sldiasedionligeenn dnsfnwinudnuazves

a o

WiihlieauduladnimansieszivesvieslfUansnguiauinismsivasuiivuazdadenisnge
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drinidguaziauinisinensiuni 2 ivalaniinnugndes dnedenundnivinisiazaiunsadrluly

Aaseilaasslurieauinng

11. Avauan (§13)

'
U Aa v v !

ANEAINNUITEVEVUAN AMAIINYS Wivled Henemsdindfeuasimuinisinunsioni 2
fiwadlan warAmdAs Bunsadeg ge1uwlenInguiauIninsIvdeuiivwasUadunisundn Mlvinsatuayu

[
[

Tun9vnwideasell kasrarouAntITIvNskarNENMUTITNsluNaNNliANLYIsvRoMmERLlagnaen

12. 1981591994

fnsses flatlew, 2549, wuudRinismaaeunnugnieweizinseiviaail TngviesUfUiRinsiien,

NSUINYIFENIATUNNE NITNTNEAIBIIUHY

nsuALERUNSNYAS, ouuad [eeulall], 1 nsngIAL /2557, Waeiiun:
http://www.arda.or.th/kasetinfo/north/plant/shallot.ntml
Zweig, G. Chromatographic techniques for pesticide residue analysis. Chromatographic Reviews 6

(1964): 110-128.

Steinwandter, H. Universal 5-min on-line method for extracting and isolating pesticide residues and

industrial chemicals. Fresenius Journal of Analytical Chemistry 322 (1985): 752-754.

Torres, C.M.; Pico, Y.; and Mafies, J. Determination of pesticide residues in fruit and vegetables: a

review._Journal of Chromatography A 754 (1996): 301-331.
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