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fifAun319n QUECHERS Sausnemaialasuinsmuuaaninsfimed fnsAnwnisniinesdie fua
RoUsz AN A mMnIsaRaREWATANISHS LG8 WUU QUECHERS Wy slauazUSinasvinasanedunieodn
Dushans, viauazUSinaansatnuaznisinauagennsegne Wudy annsfimunzaudmiunsnsoy
fhogaiviiiuunuiuazaaelsiiadgs fio 19 acetonitile 10 fiaddns (Husfvhazanedun3s \uansuan
dnsuldannansiivnnafidesnisinszilagldusuna magnesium sulfate (MeSO,) 4.0 n3u, sodium

chloride (NaCl) 1.0 n¥u, trisodium citrate dihydrate (SCTD) 1.0 n§4, ta¥ disodium hydrogencitrate



sesquihydrate (SCDS) 0.5 n§u waglhua1snand nsuinauazeinfnleg1slaeldusunad primary
secondary amine ( PSA ) 50.0 diadn¥u, graphite carbon black (GCB) 7.7 fiadndu, C18EC 50 Hadndy,
uaz MgSO, 150.0 fadndu TunuideilivihnuAnunandnuasameresisludesneudua fnnavey
waztilne1n wuin nenavd fvaennslden auduiusidadunsed fe 999 0.005-0.7 Tulasnsusiensu

a

TienduUseantanduius (1) 1nn31 0.995 Indinvesnsnsiany (LOD) dAeglutas 0.003 lulasnsy
Aondu Undinvesniamdeliunn (LOQ) HAeglugia 0.005-0.01 lulasnsusansy n1smerAULUlA
1 o v =] a v dl v v v (I) a0 { 1 d‘ v v ‘Y] v
ANTEINaUANEINNATIYANA ANt TUsEAUMTARELUYTIT 68-110 %, NAududusEiunaidl
AINTITUINGUALLNBELUYIN 64-113 %, wariiauluduseaugeliansdinduAuutoglugie 68-109%
AuWieslagly HORRAT Useilueaglugie 0.05-1.64 uazdansiiwnanAeunyianllasnsaussiuele
A L ¢ a s o ') | o a | .

83970 % recovery Linunasilunnnisifwesniinisnaasuludlsgianesnaiud 1wy aldicarb-
sulfoxide, aldicarb, carbofuran-3-keto, thiobencarb, indoxacarb, las benfuracarb WJudu dnninnay
YINTTITINUY AIUAUNUSITWAUNTIA AD ¥29 0.002-0.7 lulasnsusransy Tranduusesansandunus (r)
11NN31 0.995 TnIinveeNITNTIANY (LOD) imeglugie 0.003 lulasnSudensy ndrinveenismigs
USunas (LOQ) difnaglugae 0.005-0.01 lulasniudensy arsmearauwsiuldinsiinduiuanynansivy

v A Y v o o a1 1 | ~ v v o PN ° o oA I '

mﬂmwmmLﬁumuimumumagﬂumq 60-120 %, mmmLsumuizmuﬂmﬂwmmimﬂaUﬂumagﬂuma
73-120 %, wazfianududuseavgalieinisiinduauuiegluyie 89-114% auiiieslagly HORRAT
Usziludaglugae 0.20-1.80 wazilasiivanA1suiswilafillanunsauseluala 1eein % recovery 1
Hunaeilunnnisdmesninisegeuludiegiesinniavey wu carbofuran-3-keto, thiobencarb, wag
benfuracarb \udu 98ne77 insAinwinudnwaslanizyesds 3 W1s1Ewes Ao N13939989U matrix
effect INIINAVBINITNTIANU(LOD) WAz ININNAVDINITUWTIUIUIU (LOQ) WUIN N1SASIABYU matrix
effect fiNaRoa1TNYANAIITUNIF1 Ao tebuconazole wag thiobencarb WuUAY YATIARVDINITATIINY
(LOD) deineglugae 0.003 lulasniudensu Iadrinvesn1snidausunn (LOQ) deegluyag 0.005-0.01
Tulasnsusansy dndSeusudsinudsn1swseusagialunuin AMmausiilanulamuseuvesnisidu
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(Maximum Residue Limits : MRLs) 19w “Positive List System” %QﬂiaUﬂq:ﬂmiLﬂﬁ‘mﬂ%ﬁﬂﬁﬂﬁﬁmi
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A15NYANAIINIINITNYATNLASUAINUR BN 18U Solid Phase Extraction ( SPE ), Solid Phase Micro

Extraction ( SPME ), Single Drop Micro Extraction ( SDME ), @& Hollow Fiber Based Liquid Phase

adca Y 1 1

Micro Extraction ( HF-LPME ) wJusudausazisaiven dansswanaiaiuld wiu SPE iumadianlasuning
Joa @U150 I NUTEUUNISIASEUFIDE1UUDRLUIALS wadelinsldvinazatedunss YSunmuunn dvane

TJunaulunIsvii wazinserdediaudiuiy wagdeddenlddivinazatouavnszuiunsiivanzay

1Y

wiatia SPME fivaideluseswadlviuasnisinung vauuiwaniindie wasiivedninvetongnisldau diu

% ad

wmada SDME fdeidelundvesnisvianufidessysinss Smenvesivinazaslfasiilundazads iudu 3
QUECHERS (Quick, Easy Cheap, Effectine Rugged and safe Fewmualoy S. J. Lehotay wazmne (2005)
Waz M. Anastassiades wazamz (2003) n51931A5 8% sRwANATUNAANALAE NAR Saein19n 15 ERS 71
Ipgupuaulaiiesndudiviig s Waseiuazindedlotes

losnamuddeiiisatumaiia QUEChERs dulvgasdameransivandramanisinensludiegng

1%

Ao & A 1o v & A = 1 Y 1 N a ¢ [ ] <
WNLU@%W?V&@J%‘U"’U@U LLﬁSIULGUG‘IWU‘Vm']ﬂLﬁUE]Waua’m@n@EJ’N‘V]@J']'JLﬂﬁqg‘ﬁLW@ﬂqiiUiaﬂig‘UU mummﬂus[,u

(%

yfivsuauazaaslsilags danulunuidedfdaimuinaia QUEChERs unldlunismieuiiegng

=b

dmsunsiiesgiansiivanaenanisinenshudieg1anidiudseneudainan lunevaua dnniaveuuas
milnen Wieiiuanududundinsaings anduneunsanamegsliiesings wagldiviasaedunid

P8 lngldwmatalasunnnsinuwuaanlinsiuns

7.  A8n1sanlunis

7.1 gunsaluazinsosdevan

711 wSeadeialasunnnsv wiuiy waaunlnguns (LC-MSMS) 8% Acilent technologies
U 1290 Infinty Triple Quadrupole

7.1.2 wp3ostwmaden 2 fumds Bie Mettler Toledo 929m15Mda1u 0.5 - 1500 n3u

7.13 n3esdvadon 5 s 8% Mettler Toledo 9931y 10 Sadndu - 120 ndy

7.1.4 p3esanUiuInsiivinagatauuy Nitrogen-Evaporator (N,-Evaporator) Stfe
Organomation Associates Inc.

7.1.5 p3esthufiedns ( Food chopper ) 8%e Robot coupe 3 R201 Ultra



a

7.1.6 Lﬂ‘%aqmgum%qm’mL%Jiaquﬁﬂﬂw@mqmmu ( Centrifuge ) 8%e Napco millenium-
2028R U 2028R

7.1.7 \w3ewmauasazany ( Vortex Mixer ) 8¥e Labnet U VX 100

7.1.8  gunsalga-dngansara1esnluilf ( Solvent dispenser ) ¥u1a 10, 50, 100 Tadans

7.1.9 Uwaga-gasazaednludAsiinuSuusunnsla (Automatic pipette ) 43an151ga1u 10-
100 llAsdnsg, 200-1000 lulAsans, 1-10 Taddns

7.1.10 3U5uUTUI9s ( Volumetric flask ) vua 5, 25 fiadans

7.1.11 Untnes ( Beaker ) w1 50, 100 dadans

7.1.12 viaealwuAaThwaafnuuuinUa ( Centrifuge tube ) UM 15, 50 Hagans

7.1.13 996198749 ( Autosampler vial ) 9u1a 2 iadans

7.2 @194AAUASNITATENTITUINTFIU

7.21  ansuesgiukazasiedinidlunimeaeil wanddunisng 7.1 way 7.2

f19719 7.1 3’]EJﬂ’liﬁ’]iiJ’]Gl’§§'1ua

Chemicals %Purity
1) aldicarb 98.5
2) aldicarb-sulfone 98.5
3) aldicarb-sulfoxide 99.9
4) benfuracarb 98.0
5) carbaryl 99.0
6) carbofuran 98.5
7) carbofuran - 3 hydroxy 99.0
8) carbofuran-3-keto 98.8
9) cyproconazole 98.5
10) diazinon 99.0
11) dicrotophos 98.5
12) dimethomorph(E) 98.5

13) ethiofencarb 98.5




Chemicals %Purity

14) ethion 98.5

15) fenobucarb 98.0

16) imazalil 99.5

17) indoxacarb 98.5

18) iprovalicarb 98.5

19) isoprocarb 98.0

20) methiocarb 99.0

21) methomyl 98.5

22) mevinphos 94.0

23) pirimicarb 98.5

24) promecarb 99.5

25) propoxur 99.5

26) tebuconazole 98.5

27) thiobencarb 98.0

28) triazophos 99.5
2 all pesticides were supplied from Dr. Ehrenstorfer (Germany)
A998 7.2 18N19E19LAL

Chemicals Suppliers
1) acentonitrile (analytical grade) J.T.Baker (USA)
2) acetic acid Merck (Germany)
3) formic Acid Merck (Germany)
4) ammomium formate Merck (Germany)
5) @1suaudniagu magnesium sulfate (MgSO,) 4.0 n¥u AU sodium Agilent
chloride (NaCl) 1.0 n¥u
6) a1suaud33U magnesium sulfate (MgSO,) 6.0 n$u U sodium Agilent
acetate 1.5 N3y

7) ﬁﬂimauﬁ%%gﬂ magnesium sulfate (MgSQ,) 4.0 n5u, sodium Agilent

chloride (NaCl) 1.0 n5u, trisodium citrate dihydrate (SCTD) 1.0




Chemicals Suppliers

n¥u, hag disodium hydrogencitrate sesquihydrate (SCDS) 0.5
N3y

8) arsuaudniagy primary secondary amine (PSA) 50 fiadinsu, Agilent
magnesium sulfate (MgSOg) 150 Hadn5u

9) arsuandniagy primary secondary amine (PSA) 50 fiadinsu, Agilent
C18EC 50 #iadn3u, graphite carbon black (GCB) 7.7 fiadn3u,
magnesium sulfate (MgSOg) 150 Hadn3u

10) @15uaud1595U primary secondary amine (PSA) 25 fiadnsu, Agilent
graphite carbon black (GCB) 7.5 iadndu, magnesium sulfate
(MgSO,) 150 Haansu

11) ¥ndu (Type | HA1 resistivity 521319 10-18 mQ.cm) -

7.2.1 M3m3eu Stock Standard Solution AMNdY 1,000 lulasnsuseliadans
%Laﬁjmﬁfﬂmﬁmmgmé’wm'%'aa%’qaslﬁsm 4 A LLé’aﬁﬁﬂ'1%fasJazmmu%qmésummﬁmmgm (
% purity ) HIAIUIUANNTNT LTS Tngtearsunsgrudszana 25 fadndu ldluviniauiuns (
volumetric flask ) vuna 25 faddns inesdlnlulnga (PR Grade) asluvindnuSuinsiiasosuaiivgn au

asunsgIuazaterunntuiuezdlnlulasdauilinU3unns

ANUUTUVBIATUINTTINAILI A

ANUDUTUVBIATUINTFIU (pg/m) = UMTNATI (Me) x ANMUUTANTVRIANST (%) x10°

USImsfiw3on (ml) x100
7.2.2n19@383 Intermediate Mixed Standard Solution 10 lulasnsusedadansifielddmsufortified
aslusneguazldlunisimisn Working Mixed Standard Solution

} 4 £

wIsNasuImsgIuNanadudulszuan 10 lulasnSudediaddng laeldUiunga stock
standard solution 1,000 lulasnfusiefiaddns vesarsudazvialuvsuiuiduinlasnisligns
C V= OV, ldlumnaiauSinnsuunn 25 Tadans ntuduesdlalulnséd ( PR Grade ) aslurininusuinsd
aztorauialiausuing wadnaglidiu areaisazatsuinsgiunauasiuvinuivalsasaie ( stock

bottle )



7.2.4  n3w3gd Working Mixed Standard Solution aauituduaglugag 0.002 - 0.7 lulasnsu
nedafang

WTHUANTUIATFIUNALANLTNTULINNTT 3 58U (level ) Tagimunnnutudusglugi

0.002 - 0.7 lulasn3usefaddns Geldidu calibration curve lneldUingm intermediate mixed standard

solution 10 lulasnSudefiagaans Mﬂ%mmﬁﬁwmm‘[mmﬂ%@m C,Vy= GV, tdasluvaninusuinsuuin 5

fadans W matrix asluvandnusuinsiiazdesaui@linusunns uaivg lidnniu agansazalsu1nsgiu

nadluvInuivaisazane (stock bottle )

7.3 35019
7.3.1 mamwﬁmmzaaﬂ,umﬁmﬁzﬁaﬁﬁwﬂ?’f’]@ﬂﬁjum%mw 19 %fim lown aldicarb,
aldicarb-sulfone, aldicarb-sulfoxide, benfuracarb, carbaryl, carbofuran, carbofuran-3 -hydroxy,
carbofuran-3 -keto, ethiofencarb, fenobucarb, indoxacarb, iprovalicarb, isoprocarb, methiocarb,
methomyl, pirimicarb, promecarb, propoxur, kag thiobencarb ngueesnilunaais 5 viia loun
diazinon, dicrotophos, ethion, mevinphos, triazophos mj'mmii’]aaﬁ’u A1dalsaiey 4 sia lawn
cyproconazole, dimethomorph, imazalil, Lag tebuconazol AremaiadaialasuIlnasIn wiuLAY
wuEEUNINSInNS (LC-MSMS)
7.3.2 Anwndadefiinadeniswiudfiesne (heudud ) wasUszanSaimnisada leun
a  falarUSunuee extraction solvent i asdilalulasd, wedlay, Wialanasls-
T Judu
b ﬁjﬁmLLazU'%mméuaqmiaﬁ’mﬁ%%ﬂgﬂ Uy Original QUECHhERs , AOAC 2007.01
QUEChERs , wag EN QUEChERs
c  vlawazUSuaEasn1sinliiieg1ausgns ( Clean- up)
TnensUseiiuadesasmspunduvesasfisesmsiesziiarUSinamssuniudiaiale
733 Anwinudnuuzvesisuarseiuanuidudulusiegns nevaud dnnemveuuazdiine
7.3.3.1 ¥1998an157A ( Working Range ) waganautduidunsa ( Linearity )
Pavesnsinduriiswesnnutiiuvesasiiinsisznindmanuazaiggd
Dudunssazlinanismagouiifianudivs aruudusmunarifsensu aududunsaduninuaiunse
Yo sfilinan medeuludndiulnenssiuanududuresansitingzs
ng fortified sample blank NA@RUAITUINTFIUTEAUAULUTY AD 0.002, 0.005, 0.01, 0.03,

0.05, 0.1, 0.3, 0.5, kag 0.7 pg/e AULNTUAE 3 91 UINANITIANINIANRAELALETINIINUIATIY



FEUINAMULTNTUYIEsHINSEIU ( ppm ) U peak area wazfiansanaududunsalagnsAIuIum)
AduuszanSanduiug (r) Taodn r fegluinasivensuasdesnnnii 0.995

7.3.3.2 11911ANUATINATDINITATIANU ( Limit of Detection, LOD ) kag IAINNAUDINIT
WILBIUTU ( Limit of Quantitation, LOQ )

Limit of Detection (LOD) M1&fls A1AUINTUAAANTSNAABUAINITATNATIEN

Limit of Quantitation (LOQ) #18fs Araadududigafiisnaaeuaiuisn
Anneildlumiedns Inefianugndesasanuuiuiiveusuld
LOD wag LOQ w1lalae fortified sample blank wmaaumimmg’mﬁizé’umm
adus q andineredneten 6 61 manduulownsgiu (D) vesanadutuisuls ugavien
LOD uag LOQ faaun1si 1-2 audsu
LOD = 3SD (1)
LOQ = 10SD (2)
7.3.3.3 MINTIREDUANNIU ( Accuracy )
PMNsLsuEEANgNFD Ap ANNANINTATRI T A luansiaoeslel
ponumssiuvzelndidssiudiuiasanniian
Tng fortified sample blank nageuasmsgIuiisysumdudunelugaldnu
#1 nans ga Armiduduediates 6 gritan1iznismaasuifioatu Useidiuaaiuusdu 29nA1 mean %
recovery (@un1sii 3 ) wariluwSeuiieusuinasives codex NseausuTlUe3ETANANIRINEIH LA
wazed@niluems (913197.3)
(C, —C,)x100

(3)
Cs

% Recovery =

e C; = anuanduninlavesdygyiruvesaiogranlilaiinig fortified Anlaann
calibration curve
C, = ANnuNTuinlavesdyauvesiing sinilaain calibration curve

C; = ANduTURSenswiueu (ANt fortified luseee )



A5 7.3 N158aUSUTIUY998159NAN99 NN MLALAZE1aR T UD11MNS Y99 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 mg/kg 70 - 110
> 1 mg/kg 70 - 110

7.3.3.4 N1IRTIEOUANULTNLY ( Intermediate precision )

10

Wunsmanufissagyimsieneimesiuseinunaie ase Inglnsizinuay

) vas Y] v a va = Y] A A a ¢ ) v ¢ = Y]
U IsﬁjﬁLﬂﬁlfJﬂu IUW@Q‘UQ‘UWﬂqﬁLWU’Jﬂu Lﬂi@\‘il@'}Lﬂ'ﬁqgﬁL@fJ’JﬂULLagzﬁl'}Lﬂiqgﬁﬂ‘UL@fﬂ’Jﬂu

ne fortified sample blank NagaUa1sNINTFIUNTEAUAMUTNTUN 18 TUYITL

A1 NANN 89 ANUTNTUREaTioY 6 T

Uszliupnuieslaensiiouileuaiosas vaandeauuinsgIuduiusnlaain

WNUYINNSEUSUAD A1 HORRAT ( Horwitz’s ratio) < 2

PORED = 87D %100 @
% RSD , =0.66 x 2C*%°"°%%) = 0,66 x 2C **° 5)
RSDobs

HORRAT =
RSD

r

N1INARADY (% RSD o) NUAINYNAIUIUIIN Horwitz Equation (% RSD ) A9aUN15H 4-6 M1UF1AY
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sreEIaIM U UReu

1 .. Ussanaaiildy
AU WAUN1SATEUIY =
(%) an | we | sA | ua | nw | da | we | wa | f8 | A | @A | ne
60 60 60 61 61 61 61 61 61 61 61 61
Tasunah 1 AuATenasuardeyafiietesnefumaiianisaialuu QUERERS lay 10%
(9.A.60-5.7.60) HnIedaialasuninnsn wiudy wuaanlnswums (LC-MSMS) Tu
feganifinaelsiladuaziigs
Y a A A dt' Y o a P
FiuNTaaUgULATDIlauaTAI BTN T 10%
lasunan 2 IYOUALATHUAITUINTFIU 10%
(1.0.61-31.n.61) ‘
a a 13
MEANTILAIBEAIALATHNINNT N wnued dagaUnlnsans (LC-MSMS) 15%
f e - D - e AN DU
asfiwanAngua1sum 21 vinans ngueasnilurenneg 5 ¥linans ngu
arstesiuminlsafiv 4 ¥dnas
Tnsanad 3 AnwdadeNiinaneniswsuuiegrawazuse@nsninnisaia (nasdlu 30%
(11.8.61-8.8.61) fegranzraild ) Taeinn1siSeufisuisnnmuwl 91035 AOAC QUERERS
(2007) fiu35 EN QUERERS ( 15662 )
lasunan 4 asunan1IAaR kA IRTinTIE U 25%
(n.A.61-n.8.61)
994 100%
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sreEIaIM U UReu

1 . - Uszanaanld
2% wun1sALue =
a MR (%) an | wWe | A | wa | Aaw | dm | we | wa | f8 | na | @A | na
61 61 61 62 62 | 62 62 62 62 62 62 62
lasunan 1 InYouaLLHTHUAITUINTTIU 10%
(n.0.61-5..61) :
Anwladeiiinasoniseiouimsgswaz Ussansaumsana (sie) 10%
lasunad 2 manmeiasesdaialasuinn s unuiy wiaanlnsams (LC-MSMS) a3 10%
(31.7.62-31.7.62) ANANSNENATSUILLY 20 FTinans naueasnlurenwn 5 ¥llnas nauas
tosumdalsania 4 vineans
AnwndadenfinanensimisuimegiuayUssaninmnmsana ( neassly 10%
fog1anzuaua ) Aeansulszanm 2561
lasunadi 3 afiunisiaseideyamudarimuaiilinaauld Toun linearity, working 30%
(131.8.62-31.81.62) range, LOD, uwaz LOQ lusegrangnaiud
lasunaii 4 afiunisiaseideyamudeimuaiilainaauld accuracy, intermediate 20 || 0 0 e
(n.A.62-n.8.62) precision TufeoenengnaIud
asUHaN1TMARR LA AT I8 0% | | 1 ! ' - 0 1t
374 100%




A15719 7.6 uHunsaHuey Jsudsenne 2563

13

sz sUUneu

1 . Uszanaanld
WAUNTTANTELY pr .
pang (%) an | we | 5A | um | aw | fa | we | wa | fia | na | @A | na
62 62 62 63 63 | 63 63 63 63 63 63 63
lasynai 1 d15asniiuarasunsgulunMIntoa sUIRSIUNGUAIS UM NENRDs 5%
(.7.62-5.0.62) nlunenin nguansdesiuminlsaiivaun saunmn 28 vila
Inmdaegreinniavey MEnend uagnsIvERUANIZIATREAIAlATIIN 5% |
N5 WA waaUnInsamis (LC-MSMS)
WISHLAITUINIFIU NFNAISUIAM nausainilurenln nqua1sUesiuman 0% | | |
Tsfiwdue) saunvun 28 viln
lasunad 2 AlUNITIATIEY matrix effect Tuknniaveu 10%
(.0.63-31..63) _
afiunisiaseideyamudeimuaiilanaunuld ldun LoD, LoQ Tu 10%
L T D s e
lasunad 3 Afiumsiasevideyaniuderinuailaasuld loua linearity, working 30%
(b0.81.63-31.8.63) range, accuracy Wag precision luegnsinninves
lnsunaii 4 ALIUNISIATIZY matrix effect wag LOD, LOQ Tudillnen 20%
(n.A.63-n.8.63)
aunanmaaes uazdavinmenudaimiilasinig 10%

EXeEY

100%
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7.4 Vauazaaui
srepiia (SUAU-Augn ). 1 wanAy 2560-30 Aueneu 2563

v

A0 UNYINTNAREY : nauimuIN1nsIIaeuNsLasUadeninge

v a v

dinideuariauinsinunsioni 2 fivadlan

8. Wan1sNAadLazlITal
8.1 anziimunzaulunisimsiziansivandredleiadedainlasunnnsWunudusuaauning
LuN3 (LC-MSMS)
8.1.1 w304 Ultra Performance Liquid Chromatography (UPLC)
1) Uinasansfiadadniades 2 lulasang
2) Aoaulyia Zorbax C18 A11812 100 mm
3) MsvraseananAeaNluLUU gradient

A1919 8.1 LAAIORIIAIUNITVLEITOONINNADAUULUY gradient

Y%ein3azany A

L1381 5615’111&'6’1 %s&N5ava18 B
- (0.005M Ammomium
(un) (mVmim) (Acetonitrile)
FormateBuffer:0.01%Formic Acid)

0.00 0.3 95 5

3.00 0.3 70 30

8.00 0.3 50 50
13.00 0.3 20 80
16.00 0.3 0 100
18.00 0.3 0 100
22.00 0.3 95 5

8.1.2 mimzﬂamwm%m Tandem mass spectrometry
1) Scan type: Multi Reaction Monitoring (MRM)
2) lon mode: Electrospray lonization (ESI)
3) Gas Temp 300 C
4) Gas Flow 7 I/min



5) Nebulizer 45 psi
6) Capillary 4500 V

A1579 8.2 wansnNsiaantossu TUNSIASIEVEITRYRNANG

15

Compound Prec. lon Prod. lon Frag CE Cell Acc
Dwell Polarity
name MS1 MS2 V) V) (V)

aldicarb 208.1 89.1,74.1 1 70 0,36 7 positive
aldicarb-sulfone 223.1 148, 86.1 1 80 8 7 positive
aldicarb-sulfoxide 207.1 131.9,89.1 1 65 8 7 positive
benfuracarb 411.2 252.1,162.1 1 95 8,40 7 positive
carbaryl 202.1 145.1,127.1 1 65 4,28 7 positive
carbofuran 2221 165.1,123.1 1 80 20,30 7 positive
carbofuran-3-hydroxy 238.1 181.1,163.1 1 75 4.8 7 positive
carbofuran-3-keto 236.1 179.1,161.1 1 100 10,20 7 positive
ethiofencarb 226.09 107,77 1 70 12,48 7 positive
fenobucarb 208.1 152:1,95 1 65 8,0 7 positive
indoxacarb 528.1 190,150 1 110 28,20 7 positive
iprovalicarb 321.2 202.9,119 1 80 16 7 positive
isoprocarb 194.1 152.1,95 1 120 10 7 positive
methiocarb 226.1 169,121.1 1 70 4,12 7 positive
methomyl 163.1 106,88 1 50 4 7 positive
pirimicarb 239.15 182.1,72.1 1 100 12,20 7 positive
promecarb 208.1 151,109.1 1 80 0,10 7 positive
propoxur 210.11 168.1,153.1 1 55 0 7 positive
thiobencarb 258.07 100,89.1 1 100 25 7 positive
diazinon 305.1 169.1,97 1 105 32,40 7 positive
dicrotophos 238.09 112.1,72.1 1 75 8,25 7 positive
ethion 385 171,142.8 1 95 24 7 positive
mevinphos 225 193,127 1 65 12 7 positive
triazophos 314.1 162.1,119.1 1 110 16,36 7 positive
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Compound Prec. lon Prod. lon Frag CE Cell Acc
Dwell Polarity
name MS1 MS2 V) V) V)
cyproconazole 292.1 125,70 1 100 32.16 7 positive
dimethomorph 388.1 301.1,165.1 1 145 20,32 7 positive
epoxiconazole 330.1 121,101.2 1 100 16,52 7 positive
tebuconazol 308.1 124.9,70 1 100 47,40 7 positive

8.2 AnwUadeNiinasnonismIaunlagawasdssansninnisana Lawn

- ¥ianazUSu1aues extraction solvent WU acetonitrile, kag 1% acetic acid in acetonitrile W

- SzjﬁmLLazU%mmﬂJaqmsaﬁ’mﬁwL%QE‘U WUU Original QUEChERs , AOAC 2007.01 QUEChERs , Whay
EN QUEChERs

- gllanazUSIIE1IN1S clean- up AIDE9

8.21v1n15Anw1vdnva9 extraction solvent L@ n acetonitrile, ha e 1% acetic acid in
acetonitrile nadaUANTATANEUAATYER 9 Ay 3 81 Madendvhavanslunsatnansiivanddfmansand
AMUFIAYNIN Fansidenldivharatetuiuiiadenansegn wWu arwaunsalunt sazansansiivandna
Tuwunsndsneg aruendielunissames anuduiiy wavsiandudu Tnedesedgis 10 n¥u adlunaen
centrifuge 2u1n 50 fiadans aintuiBuasavareiildlunisatn s1uau 10 faddns Undudrwerdeie
Uszaes 1 U1 ly centrifuge fianudiseu 4,000 rpm U4 5 w9 nTesansazaulaniu syringe filter

un 0.22 luasau adlurinuug 1.5 1aaans wazd1lunsiaineewnsad LC-MSMS

M1379 8.3 WANIALRAY % Recoveries UasRvazatenldlunsainnsna1uad TnensiinansuInsgIuNay

0.01 lulasnsusiansy (n=3)

% recoveries

compound name 1% acetic acid in
acetonitrile
acetonitrile

aldicarb-sulfoxide - -

aldicarb-sulfone 75 67
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compound name

% recoveries

acetonitrile

1% acetic acid in

acetonitrile

methomyl
dicrotophos
carbofuran - 3 OH
mevinphos
aldicarb
carbofuran-3-keto
propoxur
pirimicarb
carbofuran
imazalil

carbaryl
ethiofencarb
isoprocarb
dimethomorph(E)
methiocarb
fenobucarb
cyproconazole
promecarb
iprovalicarb
tebuconazole
triazophos
diazinon
thiobencarb
indoxacarb
benfuracarb

ethion

82
62
80
80
83

100
89
77
88
71
94
89
100
95
95
96
126
97
95
94
91
85
99
109

90

58
50
73
64
121
86
78

37
57
86
66
93
100
95
89
127
85
98
128
97
84
72
120

93
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8.2.2 vinsfnwvdauazusuiavesansaindiiagu wuu Original QUECHERs , AOAC 2007.01

QUEChERs , e EN QUEChERs

'
o

8.2.2.1 afinseansafind15agutuy Original QUEChERs Tagdafiednenguaiud 10.00 n¥y

a o I a

adlunasn centrifuge UM 50 Tadans WUAITUINTFIUNANNAUTUTY 0.01 TadnTusiodns s

a

NAdOU 6 81 NTULL acetonitrile 10.0 fadans UndwedaeiioUsyunm 30 Surit BuarswauTe
MgSO, 4.0 N3y #U NaCl 1.0 A5y werdeiiowazin3enadn vortex Uszanas 1 uaft ¥y centrifuge 7
Arangasau 4000 rpm 5 it Mntugadanla 2.0 Sadans Taadlunaan centrifuge wu1A 15 fadans Liu
ANSNANTZNING PSA 50.0 Tadn3u uaz MeSO, 150.0 fiadndu wehdeiiowaziaeaae vortex Usyangs 1
w17 Ul centrifuge fienusaseu 4000 rpm 5 W7 nsesasavarvduiilaniiu syringe filter membrane
aw1n 0.2 lupseu adly vial 2wia 1.5 faddns dilunsiadmsgidieiasos LC-MSMS

<

8.2.2.2 afinsansarindniaguuuy AOAC 2007.01 QUEChERs Tnadadnagnansmalud 10.00

'
a =

n3u aslunaen centrifuge VWA 50 UAGANT ANAITUINTFINNANTIAITNTY 0.01 TadnTusodng vi1n1s
NAEDU 6 91 AnTwLiL acetonitrile 10.0 Hadans VannagdedoUsyan 30 3unT iuarsNauTe
MgSO, 6.0 n3u AU CH,COONa 1.5 n3u weidaailowasiaieaagn vortex Uszuaar 1wt 1aly
centrifuge A11LE358U 4000 rpm 5 Wi mﬂﬁ?u@mdauia 2.0 fadans ldaslunaon centrifuge Aun 15
08803 WnasNaNszIng PSA 50.0 Siadnsu uaz MeSO, 150.0 fiadnsu wedeiiowasin3osuen vortex
Uszanas 1 wad 1l centrifuge 7inanui958u 4000 rpm 5 wifil nsesansazanediuiilaniu syringe filter
membrane ¥un 0.2 luasew adly vial vua 1.5 fadans tlunsadeseidenios LCMSMS

8.2.2.3 afasnoasafind 593Ul EN QUEChERs Taodafiegnangmd1ud 10.00 niu asly
Maon centrifuge YA 50 HAAART WNaTINRTEIUHANTIAIELTY 0.01 fadnTusedns insveaaeu 6
1 9 ntuLiiy acetonitrile 10.0 fadans UndnvedeileUszann 30 3und Buarsuauved MgSO, 4.0
N3, NaCl 1.0 A5y, SCTD 1.0 n¥y, way SCDS 0.5 sy wediionazadeawen vortex Usyanas 1 wnii
11U centrifuge fin11L5950U 4000 rpm 5 I mmfu@mmuia 2.0 fiaddns ldaslunana centrifuge
YUIA 15 UaAaRT WHNE1INANTENIN PSA 50.0 Hadnsu tag MegSO, 150.0 fiadnsueieiionaziados
187 vortex Uszanas 1 wift 1y centrifuge fiAnn3950U 4000 rpm 5 Uil nsesansazasduilary
syringe filter membrane w119 0.2 Tuaseu asly vial vua 1.5 §addns Wiluasiadnsziiiewmios LC-

MSMS
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1919 8.4 wARIA1LRAY Peak Area WAz % Recoveries YaelinuarU3uavesaisadindniagy Aldlunis

afangna1Ua lnenisiinansuinsgiunas 0.01 lulasnsusionsy (n=6)

Compound name

% Recoveries

MgSO, 4.0 n3u fiu NaCl 1.0

MgSO, 6.0 n3u fiu CH;COONa

MgSO, 4.0 n3u, NaCl 1.0 n3y,
SCTD 1.0 n3u, wag SCDS 0.5

n%u 1.5 ndu L
n3d
aldicarb-sulfoxide - - -
aldicarb-sulfone 75 73 73
methomyl 78 75 75
dicrotophos 57 57 59
carbofuran - 3 OH 84 80 76
mevinphos 82 81 84
aldicarb 79 66 88
carbofuran-3-keto 93 101 96
propoxur 83 88 89
pirimicarb 76 ar 73
carbofuran 90 76 85
imazalil 73 67 72
carbaryl 97 95 94
ethiofencarb 84 7 7
isoprocarb 98 96 94
dimethomorph(E) 101 106 91
methiocarb 99 98 98
fenobucarb 100 93 92
cyproconazole 108 117 120
promecarb 98 91 91
iprovalicarb 90 99 94
tebuconazole 100 111 96
triazophos 94 93 91
diazinon 83 82 82
thiobencarb 84 51 82
indoxacarb 99 120 109
benfuracarb - - -
ethion 92 91 91




20

8.2.3 yinmsfnwvilanarUsunauansnlglunisidndsluileulusiegne ( cleanup )
8.2.3.1 FF19819nz1a1UA 10.00 N5 aslumnana centrifuge VUM 50 HadANT LANAT
UINTFIURANTIAMUTUTY 0.01 TadnTusiadns viin1svaasy 6 91 INTULAY acetonitrile 10.0 Haddns

Yanwugiarsdiouszunad 30 U9 LRNAISNANTBY MSO, 4.0 ASu, NaCl 1.0 sy, SCTD 1.0 N3y, wag

=

SCDS 0.5 n3u wensreflonaziniosuen vortex Useana 1 wift 1y centrifuge finanaaseu 4000 rpm
5 wnit antugadaula 2.0 fadans ldadlunaon centrifuge 1un 15 Sadans Wuasildlunisiinda
Judou mupnsne 5 wedeilonaviaeawgn vortex Ussanar 1 wadt 1y centrifuge imnuaseu
4000 rpm 5 Wil nsesansazaedudilariu syringe fitter membrane wu1a 0.2 luaseu aslu vial vuin

1.5 Tadans unlunsnseisewmsas LC-MSMS

A15749 8.5 viakarUsunaansilglunisindndsiuloau

¥ cleanup MgSO, (mg) PSA (mg) GCB (mg) C18 EC (mg)
1 150 50 - -
2 150 50 7.7 50

3 150 25 7.5 -
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A1519 8.6 LARNIALAAY Peak Area war % Recoveries Ya9rlakazUsuiaasitglunisimangdaluioulu

fegngna1Ud (cleanup ) lnenisidnansuinsgiunas 0.01 lulasniudensy (n=6)

% Recoveries

Compound name

cleanup 1 cleanup 2 cleanup 3
aldicarb-sulfoxide - - -
aldicarb-sulfone 48 a4 38
methomyl 73 73 63
dicrotophos 63 65 59
carbofuran - 3 OH 58 58 51
mevinphos 81 78 80
aldicarb a2 22 39
carbofuran-3-keto 71 64 58
propoxur 88 80 78
pirimicarb 36 31 22
carbofuran 69 63 54
imazalil 80 76 79
carbaryl 71 73 65
ethiofencarb 72 76 73
isoprocarb 64 61 61
dimethomorph(E) 92 89 93
methiocarb 80 78 81
fenobucarb 65 65 62
cyproconazole 103 103 115
promecarb 56 59 54
iprovalicarb 91 90 91
tebuconazole 109 104 121
triazophos 89 93 96
diazinon 95 80 89
thiobencarb 121 116 56
indoxacarb 113 114 125

benfuracarb - - -

ethion 77 81 80
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8.3 AnwAndnBLYaIIs AT luRIg19nznaTUE taun linearity, working range, LOD, LOQ,
accuracy, Wag precision lagn15teiieg1angna1ua 10.00 nsu aslunraen centrifuge YU1A 50 LadanT

WNATUIATFIURANTNIAUTUTY 0.01 TadnFusiedng vinn1svaasu 6 91 9INTULAY acetonitrile 10.0

liadans UneweseiloUsennad 30 I duaIskaNYed MgSO, 4.0 N3, NaCl 1.0 A3y, SCTD 1.0 A3y,

=

wag SCDS 0.5 N3 wendeilowaziadeuuen vortex Uszanas 1 wift ¥l centrifuge 7innui395au 4000
rom 5 U1 mnﬁ’u@mhuia 2.0 fiadans ldaslurasn centrifuge AUNA 15 HaAANT LANATNANTZTNING
MgSO, 150.0 §adn¥u PSA 50.0 §adn¥u GCB 7.7 me way Cigee 50 me gdneiionasiadovdn vortex
Usennad 1 w1 ¥ty centrifuge firnuiseu 4000 rpm 5 W19l nsesansazaeaduilanu syringe filter

membrane 1A 0.2 luasau adlu vial vuna 1.5 Jadans inlunsiainsieimewnsas LC-MSMS

8.3.1 AAs1evidaensiaseiuazanuludunse (range / linearity )

fortified sample blank NAABUAITNINTFIUNANTEAUAINIUTY Aid 0.005, 0.01, 0.05, 01,
0.2, uar 0.3 lulasniusonsu Arududuag 6 91 twanizipumAledsuazaiansminsgIu Seming
AududuvesaIsimsgIu (ppm ) funisneuauesedaind ( response ) IngldiaTas LC-MSMS uaz
farsanenududunsdaonisiuimmatdulssansanduius (1) Taoan r ﬁaQIuLﬂmeﬁaam%’U%é’aa
11NN 0.995 INN1TABINAGDU WUI1 A1 r agluyae 0.9950-0.9998 sEiuAIULTUTY 0.005 - 0.7
lulAsnSUANSTUVDINITIAIIENUSUIUEITANAG NI aldicarb, indoxacarb, wag thiobencarb S¥#U
A udy 00107 lulasnSusendy uenaindu aldicarb-sulfoxide, carbofuran-3-keto, Lae

benfuracarb lalanunsausziiuamnududunsslaiilesann % recovery laiiuinasi



M1514 8.7 UWAAYA Range / Linearity U83n15ATIzasiwnnAg Ineldiases LC-MSMS Tungnaua

Substances to be analyzed Range (ug/9) R

aldicarb-sulfoxide - i

aldicarb-sulfone 0.005 - 0.7 0.9973
methomyl 0.005 - 0.7 0.9953
dicrotophos 0.005 - 0.7 0.9957
carbofuran - 3 OH 0.005 - 0.7 0.9995
mevinphos 0.005 - 0.7 0.9972
aldicarb 0.01-0.7 0.9951

carbofuran-3-keto - -

propoxur 0.005 - 0.7 0.9969
pirimicarb 0.005 = 0.7 0.9998
carbofuran 0.005 - 0.7 0.9950
imazalil 0.005 - 0.7 0.9948
carbaryl 0.005 - 0.7 0.9988
ethiofencarb 0.005-0.7 0.9988
isoprocarb 0.005 - 0.7 0.9994
dimethomorph(E) 0.005 - 0.7 0.9989
methiocarb 0.005 - 0.7 0.9961
fenobucarb 0.005 - 0.7 0.9990
cyproconazole 0.005 - 0.7 0.9991
promecarb 0.005 - 0.7 0.9991
iprovalicarb 0.005 - 0.7 0.9992
tebuconazole 0.005 - 0.7 0.9964
triazophos 0.005 - 0.7 0.9977
diazinon 0.005 - 0.7 0.9986
thiobencarb 0.01-0.7 0.9830
indoxacarb 0.01 -0.7 0.9986
benfuracarb - -

ethion 0.005 - 0.7 0.9973
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8.3.2 N19M99383U limit of detection (LOD) wag limit of quantitation (LOQ)
\3lo fortified sample blank fiszduaadudumanves range agration 6 41 agld A1 LOD
YeeasiwAnA1auiazyiln aglutia 0.003 mekg wazd1 LOQ flddaudududl 0.005-0.01 me/ke
g4I aldicarb-sulfoxide, carbofuran-3-keto, thiobencarb, indoxacarb, wag benfuracarb ldanulse

AuIAT LOD way LOQ laiflasannliian %recovery ldriuineust sauanslunisis 8.8

A15749 8.8 A1 LOD haz LOQ U84N15AsIziasiunned e ldasad LC-MSMS Tusiagrangvaiua

Concentration (mg/kg)

Pesticides

LOD LOQ
aldicarb-sulfoxide - -
aldicarb-sulfone 0.003 0.005
methomyl 0.003 0.005
dicrotophos 0.003 0.005
carbofuran - 3 OH 0.003 0.005
mevinphos 0.003 0.005
aldicarb 0.003 0.01
carbofuran-3-keto - -
propoxur 0.003 0.005
pirimicarb 0.003 0.005
carbofuran 0.003 0.005
imazalil 0.003 0.005
carbaryl 0.003 0.005
ethiofencarb 0.003 0.005
isoprocarb 0.003 0.005
dimethomorph(E) 0.003 0.005
methiocarb 0.003 0.005
fenobucarb 0.003 0.005
cyproconazole 0.003 0.005

promecarb 0.003 0.005
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Concentration (mg/kg)

Pesticides

LOD LOQ
iprovalicarb 0.003 0.005
tebuconazole 0.003 0.005
triazophos 0.003 0.005
diazinon 0.003 0.01
thiobencarb - -
indoxacarb - -
benfuracarb - -
ethion 0.003 0.005

8.3.3 N197M59381U accuracy

\ile fortified sample blank AisgAuAINdUN18TU range I1UIU 3 SLAUAMUIUTY laun 7

SEAUAMILUNTU 0.005, 0.01 1oz 0.1 mg/kg LWAEIINKANITNAADINUI NTLAUAMNLLNTY 0.005, 0.01

wag 0.1 me/kg 191 mean % recovery og/lugag 68-110, 64-113 wag 68-109 MUA1GU LY aldicarb-

sulfoxide, aldicarb, carbofuran-3-keto, thiobencarb, indoxacarb,was benfuracarb 19@A1 %RSD > 20 way

% recovery MIHULNEY NANITNABDINLAAIAITIY 8.9-8.17

f1919 8.9 Mean % Recovery U84 aldicarb-sulfoxide, aldicarb-sulfone, Wag methomyl Tngldipsos LC-

MSMS luseghangmaua

found (mg/kg)

sample No. aldicarb-sulfoxide aldicarb-sulfone methomyl
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0014  0.0021 0.0765  0.0046  0.0067 0.0862  0.0044 0.0080 0.0897
2 0.0030  0.0010 0.0696  0.0048  0.0074  0.0829  0.0047 0.0088 0.0911
3 0.0007 0.0013 0.0763  0.0044  0.0071  0.0861 0.0046 0.0086 0.0907
a4 0.0042 ND 0.0771  0.0052  0.0070  0.0890  0.0043 0.0090 0.0914
5 0.0019  0.0027 0.0764  0.0039  0.0073  0.0892  0.0043 0.0092 0.0917
6 0.0023 ND 0.0664  0.0041 0.0065 0.0758  0.0043 0.0083 0.0854
7 0.0080 0.0004 0.0764  0.0044  0.0062 0.0876  0.0046 0.0080 0.0901
8 0.0080 ND 0.0768  0.0047  0.0081 0.0862  0.0044 0.0088 0.0904
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found (mg/kg)

sample No. aldicarb-sulfoxide aldicarb-sulfone methomyl

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

9 0.0029 ND 0.0690  0.0050  0.0075 0.0803  0.0043 0.0091 0.0879

10 0.0017  0.0080 0.0771  0.0039  0.0075 0.0890  0.0048 0.0087 0.0914

Average 0.0034  0.0026 0.0742  0.0045  0.0071 0.0852  0.0045 0.0086 0.0900

SD 0.0026  0.0028 0.0041  0.0004  0.0006 0.0044  0.0002 0.0004 0.0019
%RSD 7 107 6 10 8 5 a4 5 2
Mean % Recovery 68 - 74 90 71 85 89 86 90

1919 8.10 Mean % Recovery 984 dicrotophos, carbofuran - 3 OH, L&¥ mevinphos Tngldiados LC-

MSMS luseghangmaua

found (mgrkg)

sample No. dicrotophos carbofuran - 3 OH mevinphos

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

1 0.0040 0.0074 0.0790 ~0.0034 0.0068 0.0723 0.0040 0.0080 0.0864

2 0.0040 0.0090 0.0856  0.0031 0.0012 0.0643  0.0037 0.0087 0.0891

3 0.0039 0.0088 0.0799  0.0033 0.0065 0.0712 0.0044 0.0088 0.0868

4 0.0040 0.0091 0.0797  0.0039  0.0064 0.0720  0.0040 0.0093 0.0889

5 0.0040 0.0090 0.0798  0.0038  0.0069 0.0723  0.0042 0.0097 0.0875

6 0.0042 0.0084 0.0835  0.0034 0.0062 0.0571 0.0038 0.0083 0.0870

7 0.0041 0.0082 0.0793  0.0033  0.0057 0.0704  0.0042 0.0078 0.0855

8 0.0039 0.0084 0.0800  0.0036 0.0079  0.0719 0.0043 0.0088 0.0880

9 0.0041 0.0082 0.0837  0.0036  0.0077 0.0571 0.0043 0.0086 0.0878

10 0.0041 0.0086 0.0797  0.0036 0.0092  0.0720 0.0040 0.0078 0.0889

Average 0.0040 0.0085 0.0810  0.0035  0.0064 0.0681 0.0041 0.0086 0.0876

SD 0.0001 0.0005 0.0023  0.0002  0.0021 0.0063  0.0002 0.0006 0.0012
%RSD 2 6 3 7 33 9 5 7 1
Mean % Recovery 81 85 81 70 64 68 82 86 88
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f1919 8.11 Mean % Recovery U84 aldicarb, carbofuran-3-keto, Wag propoxur Imﬂ%’m%a LC-MSMS

Tusheganznaua
found (mg/kg)
sample No. aldicarb carbofuran-3-keto propoxur
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 ND 0.0081 0.0846 0.0038 0.0310 0.2644 0.0045 0.0083  0.0922
2 ND 0.0094  0.0874 0.0071 0.0384 0.2734 0.0048 0.0099 0.0939
3 ND 0.0093  0.0865 0.0059 0.0363 0.2662 0.0049 0.0097  0.0927
4 ND 0.0094  0.0860 0.0050 0.0365 0.2702 0.0047 0.0098  0.0928
5 ND 0.0096  0.0864 0.0060 0.0357 0.2531 0.0041 0.0097 0.0930
6 ND 0.0085  0.0877 0.0055 0.0341 0.2654 0.0044 0.0090  0.0924
7 ND 0.0086  0.0862 0.0049 0.0326 0.2669 0.0045 0.0089 0.0919
8 ND 0.0090  0.0858 0.0047 0.0357 0.2628 0.0041 0.0096  0.0931
9 ND 0.0087  0.0854 0.0067 0.0344 0.2678 0.0044 0.0096 0.0939
10 ND 0.0086  0.0860 0.0054 0.0333 0.2702 0.0047 0.0092 0.0928
Average = 0.0089  0.0862 0.0055 0.0348 0.2660 0.0045 0.0094  0.0929
SD = 0.0005  0.0009 0.0010 0.0022 0.0055 0.0003 0.0005 0.0006
%RSD = 6 1 18 6 2 6 6 1
Mean % Recovery - 89 86 - - - 90 94 93




28

M1919 8.12 Mean % Recovery U84 carbofuran, pirimicarb, Wag carbaryl I@awm%‘laﬂ LC-MSMS Tu

fogangviaUa
found (mg/kg)
sample No. carbofuran pirimicarb carbaryl
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0042  0.0056 0.0979 0.0042 0.0078  0.0822 0.0038 0.0060 0.1004
2 0.0042  0.0073  0.0996 0.0047 0.0090  0.0830 0.0047 0.0082 0.1091
3 0.0046  0.0071 0.0979 0.0046 0.0088  0.0818 0.0042 0.0076 0.1016
4 0.0041  0.0071 0.0988 0.0042 0.0091  0.0825 0.0041 0.0081 0.1021
5 0.0040  0.0071 0.0985 0.0040 0.0088  0.0829 0.0042 0.0074 0.1025
6 0.0041  0.0063 0.0968 0.0042 0.0082  0.0812 0.0044 0.0066 0.1053
7 0.0040  0.0061 0.0157 0.0043 0.0082  0.0825 0.0049 0.0069 0.1013
8 0.0041  0.0070 0.0991 0.0041 0.0069  0.0835 0.0044 0.0072 0.1016
9 0.0045  0.0071 0.0987 0.0042 0.0089  0.0836 0.0043 0.0071 0.1066
10 0.0041  0.0063 0.0988 0.0041 0.0087  0.0825 0.0044 0.0069 0.1021
Average 0.0042  0.0067 0.0902 0.0043 0.0084  0.0826 0.0043 0.0072 0.1033
SD 0.0002  0.0006 0.0262 0.0002 0.0007  0.0007 0.0003 0.0007 0.0028
%RSD 5 9 29 5 8 1 7 9 3
Mean % Recovery 83 67 90 85 84 83 87 72 103

19149 8.13 Mean % Recovery 984 imazalil, ethiofencarb, Wa¥ isoprocarb Imﬂ%’m%m LC-MSMS Tu

fegangvaUa
found (mg/kg)
sample No. imazalil ethiofencarb isoprocarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0043  0.0073 0.0839  0.0037 0.0087  0.0949 0.0037 0.0078 0.0862
2 0.0042  0.0092 0.0858 0.0041 0.0108  0.0994 0.0042 0.0092 0.0885
3 0.0041  0.0082 0.0398  0.0037 0.0105  0.0952 0.0047 0.0089 0.0863
a4 0.0034  0.0089 0.0852  0.0035 0.0106  0.0950 0.0041 0.0090 0.0883
5 0.0040  0.0077 0.0844  0.0038 0.0105  0.0959 0.0046 0.0087 0.0873
6 0.0040  0.0078 0.0827  0.0041 0.0096  0.0976 0.0045 0.0082 0.0864
7 0.0035 0.0080 0.0849  0.0037 0.0097  0.0959 0.0040 0.0082 0.0874
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found (mg/kg)

sample No. imazalil ethiofencarb isoprocarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
8 0.0035 0.0087 0.0853 0.0035 0.0100  0.0968 0.0040 0.0087 0.0878
9 0.0041  0.0085 0.0833 0.0037 0.0101  0.0997 0.0047 0.0089 0.0884
10 0.0037  0.0089 0.0852  0.0037 0.0096  0.0950 0.0036 0.0089 0.0883
Average 0.0039  0.0083 0.0801 0.0037 0.0100  0.0966 0.0042 0.0087 0.0875
SD 0.0003  0.0006 0.0142  0.0002 0.0006  0.0018 0.0004 0.0004 0.0009
%RSD 8 7 18 6 6 2 10 5 1
Mean % Recovery 7 83 80 75 100 97 84 87 87

M1919 8.14 Mean % Recovery U84 dimethomorph, methiocarb, a¢ fenobucarb Imﬂ%m%a LC-

MSMS lusheehansmaua

found (mg/kg)

sample No. dimethomorph methiocarb fenobucarb

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

1 0.0046  0.0083 0.0764  0.0049 0.0083  0.1046 0.0046 0.0077 0.0984

2 0.0048  0.0097 -~ 0.0929  0.0044 0.0099  0.1052 0.0044 0.0093 0.0990

3 0.0051  0.0096  0.0874 0.0041 0.0093  0.1053 0.0046 0.0088 0.0995

4 0.0042  0.0084 - 0.0870  0.0049 0.0100  0.1042 0.0048 0.0094 0.0986

5 0.0043 0.0091 0.0874 0.0035 0.0093  0.1051 0.0050 0.0087 0.0977

6 0.0047 ~ 0.0078 0.0879 0.0042 0.0087  0.1018 0.0053 0.0081 0.0949

7 0.0046  0.0041 0.0873  0.0040 0.0084  0.1036 0.0050 0.0083 0.0977

8 0.0042  0.0093 0.0869 0.0046 0.0097  0.1055 0.0049 0.0090 0.0986

9 0.0039  0.0096 0.0937  0.0047 0.0098  0.1053 0.0039 0.0090 0.0978

10 0.0043  0.0091 0.0870  0.0043 0.0100  0.1042 0.0044 0.0092 0.0986

Average 0.0045 0.0085 0.0874  0.0044 0.0093  0.1045 0.0047 0.0088 0.0981

SD 0.0004  0.0017 0.0046  0.0004 0.0006  0.0011 0.0004 0.0006 0.0013
%RSD 8 20 5 10 7 1 9 6 1
Mean % Recovery 89 85 87 88 93 104 94 88 98
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M13519 8.15 Mean % Recovery U84 cyproconazole, promecarb, way iprovalicarb lagldin3as LC-

MSMS Tugheenengmaua

found (mg/kg)

sample No. cyproconazole promecarb iprovalicarb

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

1 0.0041  0.0094 0.1128  0.0048 0.0078  0.0926 0.0043 0.0074 0.0808

2 0.0049  0.0117 0.1056  0.0048 0.0093  0.0954 0.0044 0.0088 0.0825

3 0.0044  0.0115 0.1141 0.0050 0.0092  0.0932 0.0045 0.0087 0.0811

4 0.0053 0.0111 0.1135 0.0051 0.0093  0.0946 0.0044 0.0086 0.0824

5 0.0045  0.0103 0.1157 0.0042 0.0089  0.0933 0.0044 0.0084 0.0823

6 0.0048  0.0097 0.0213  0.0044 0.0085  0.0912 0.0040 0.0078 0.0795

7 0.0047  0.0092 0.1138  0.0047 0.0082 _ 0.0930 0.0044 0.0078 0.0815

8 0.0045 0.0111 0.1130 0.0044 0.0091  0.0934 0.0042 0.0086 0.0825

9 0.0050 0.0112 0.1272  0.0050 0.0091  0.0953 0.0047 0.0086 0.0822

10 0.0045  0.0108 0.1135 0.0046 0.0091  0.0946 0.0043 0.0084 0.0824

Average 0.0047  0.0106 0.1051 0.0047 0.0089  0.0937 0.0044 0.0083 0.0817

SD 0.0003  0.0009 0.0299 0.0003 0.0005  0.0013 0.0002 0.0005 0.0010

%RSD 7 8 28 6 6 1 4 6 1

Mean % Recovery 94 106 105 94 89 94 87 83 82

f15149 8.16 Mean

% Recovery U84 tebuconazole, triazophos, ¢ diazinon Imﬂ%’m%m LC-MSMS T

fegangvaUa
found (mg/kg)
sample No. tebuconazole triazophos diazinon
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0054 0.0115 0.1142  0.0047  0.0079 0.0869  0.0044 0.0075 0.0883
2 0.0053 0.0130 0.1022  0.0046  0.0098 0.0903  0.0026 0.0092 0.0916
3 0.0048 0.0110 0.1129  0.0048 0.0095 0.0872  0.0039 0.0091 0.0882
4 0.0050 0.0116 0.1150  0.0052  0.0094 0.0880  0.0056 0.0089 0.0880
5 0.0045 0.0108 0.1171  0.0046  0.0087 0.0863  0.0051 0.0084 0.0878
6 0.0049 0.0136 0.1048  0.0046  0.0083 0.0869  0.0051 0.0081 0.0884
7 0.0042 0.0126 0.1171  0.0045 0.0081 0.0876  0.0053 0.0078 0.0885
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found (mg/kg)

sample No. tebuconazole triazophos diazinon
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
8 0.0049 0.0081 0.1073  0.0049  0.0091 0.0870  0.0039 0.0087 0.0885
9 0.0044 0.0091 0.1061  0.0047  0.0093 0.0908  0.0047 0.0094 0.0891
10 0.0043 0.0112 0.0956  0.0044  0.0089 0.0880  0.0051 0.0090  0.0880
Average 0.0048 0.0113 0.1092  0.0047  0.0089 0.0879  0.0046 0.0086 0.0886
SD 0.0004 0.0017 0.0072  0.0002  0.0006 0.0015  0.0009 0.0007  0.0011
%RSD 9 15 7 5 7 2 20 8 1
Mean % Recovery 95 113 109 94 89 88 91 86 89

$119149 8.17 Mean % Recovery 989 thiobencarb, indoxacarb, benfuracarb L& ethion Tnelamsae LC-MSMS

Y ' ° a
Tusegnangnala

found (mg/kg)

sample No. thiobencarb indoxacarb benfuracarb ethion

0.005 0.01 0.1 0.005 - 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

1 ND 00098 00919 00070 00128 00810  ND ND  ND 00048 00069 0.0862

2 ND 0.0065  0.0919° 00044 00165 0.1050  ND ND  ND 00049 00090 0.0883

3 ND 0.0078  0.0905 = 0.0008 00170 00795  ND ND  ND 00046 00087 0.0869

a4 ND 00109 © 00938 00031 00165 0083  ND ND  ND 00047 00089 0.0864

5 ND 0.0067  0.0956  0.0045 00166 0.0811 ND ND  ND 00049 00085 0.0863

6 ND 00099 00918 00065 00168 00936  ND ND  ND 00049 00082 0.0870

7 ND 00052  0.0960 00012 00159 00847  ND ND  ND 00047 00083 0.0870

8 ND 00040 00911 00162 00143 00804  ND ND  ND 00048 00087 0.0852

9 ND 00060  0.0843 00064 00144 01027  ND ND  ND 00048 00082 0.0886

10 ND 00062 00938 00129 00159 0083  ND ND  ND 00050 00085 0.0864

Average - 0.0073  0.0921  0.0063  0.0157  0.0875 - 00048 0.0084 0.0868

SD - 0.0023  0.0033  0.0049  0.0014  0.0095 = 0.0001  0.0006  0.0010
%RSD - 31 4 78 9 11 - - - 2 7 1
Mean % Recovery - 73 92 126 157 87 - - - 96 84 87
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8.3.4 N19M579EdY precision (intermediate precision)

dloda reagent blank, sample blank wag fortified sample blank Fszsuamnududuniely Range
§1uau 3 seauaududu Tiud AszRuanududu 0.005, 0.01 waz 0.1 mekg INNANITNAFDULUY
intermediate precision 19iA1 HORRAT ag/lusgning 0.08-1.17 , 0.05-1.64 uag 0.11-1.06 mudwU LIy
aldicarb-sulfoxide, aldicarb, carbofuran-3-keto, thiobencarb, indoxacarb,ik @ ¢ benfuracarb 1% @ 1

HORRAT > 2 %38 % recovery LUNTULAMI AIR1519 8.18-8.26

71919 8.18 Precision WUU intermediate precision U89 aldicarb-sulfoxide, aldicarb-sulfone, gy

methomy! Tngldiedeas LC-MSMS lushagnenznaua

found (mg/kg)

sample No. aldicarb-sulfoxide aldicarb-sulfone methomyl

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

—_

0.0116  0.0194 0.0852  0.0047 0.0092  0.0844 0.0043 0.0090 0.0847

2 00117 0.0140 0.0877 00046 00093 00860  0.0045  0.0090  0.0864

3 00119 00138 00788 00045 00095 00832 00044 00092  0.0825

q 0.0035 0.0144 00801 00047 00095 00878 0.0043  0.0094  0.0864

5 0.0053  0.0049 00836 0.0046 00095 00878  0.0047  0.0094  0.0873

6 0.0074 0.0138 00802 00046 00094 00884  0.0047  0.0091  0.0867

7 0.0026 0.0043 0.1418 00040 00092 00934 00043  0.0080  0.0919

8 0.0015 00092 - 0.1285 00038 00108 00969  0.0045  0.0090  0.0900

9 0.00120.0023 0.0931 00035 00097  0.0844 0.0040  0.0093  0.0913

10 0.0029  0.0080 0.0768  0.0050  0.0075  0.0862 00043  0.0087  0.0904

Average 0.0060 0.0104 0.0936 00044 00094 00878  0.0044  0.0090  0.0878

SD 0.0044  0.0055 0.0226 00005 00008 00043  0.0002  0.0004  0.0030
% RSD,, 73 53 24 11 9 5 5 q 3
Mean % Recovery 119 104 94 88 94 88 88 90 88

Predicted Homwitz RSD, 34,58  31.80 22.85  36.17 3231 2307  36.19 32.50 23.07

HORRAT 212 1.67 1.06 0.30 0.26 0.21 0.14 0.14 0.15
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71919 8.19 Precision WUU intermediate precision U89 dicrotophos, carbofuran - 3 OH, L&y

mevinphos Tngldip3as LC-MSMS Tushegsnewanua

found (mg/kg)

sample No. dicrotophos carbofuran - 3 OH mevinphos

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

—_

0.0047  0.0087 0.0779  0.0045 0.0086  0.0791 0.0050 0.0095 0.0815

2 0.0047 0.0088 00792 0.0048 00090 00811 00014 00100  0.0826

3 0.0047 0.0089 00764 0.0045 00089 00771 00055  0.0096  0.0816

q 0.0042 00078 00774 00040 00073 00727 00013 00083  0.0838

5 0.0040 00081 00783 0.0038 00080 00734 00043  0.0097  0.0848

6 0.0042 0.0079 00781 0.0039 00078 00698  0.0015 00093  0.0864

7 0.0040 00086 0.1027 0.0034  0.0077 - 00977 00038  0.0075  0.0948

8 0.0039 0.0090 0.1061  0.0034 00083 00942 00040  0.0081  0.0929

9 0.0036  0.0092 0.1006 0.0037 00078  0.0977 00038 00087  0.0914

10 0.0041 0.0086 0.0800 0.0036 00092 00719 00043 00078  0.0880

Average 0.0042 00086 00857 0.0040. 00083 00815 00035 00089  0.0868

SD 0.0004 0.0005 00122 0.0005 00006 00110 00015  0.0009  0.0048
% RSD,ps 9 5 14 12 8 13 a4 10 6
Mean % Recovery 84 86 86 79 83 81 70 89 87

Predicted Howitz RSD, 3642 3275 = 23.15 3679 3293 2333 3750 3258 2311

HORRAT 0.25 0.16 0.61 0.34 0.23 0.58 1.17 0.31 0.24
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#1314 8.20 Precision WUU intermediate precision U84 aldicarb, carbofuran-3-keto, Wag propoxur lag

THA309 LC-MSMS Tugheganymaua

found (mg/kg)

sample No. aldicarb carbofuran-3-keto propoxur
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0047 0.0088  0.0804 0.0236 0.0335 0.2079 0.0048 0.0092  0.0843
2 0.0047 0.0089  0.0820 0.0234 0.0332 0.2088 0.0049 0.0093  0.0859
3 0.0047 0.0089  0.0779 0.0230 0.0324 0.1876 0.0047 0.0094  0.0825
4 0.0050 0.0099  0.0892 0.0212 0.0353 0.2647 0.0047 0.0095  0.0874
5 0.0051 0.0103 0.0881 0.0209 0.0371 0.2569 0.0048 0.0096  0.0875
6 0.0053 0.0101  0.0865 0.0216 0.0354 0.2561 0.0047 0.0097  0.0883
7 0.0056 0.0075 0.0711 0.0070 0.0120 0.1887 0.0042 0.0092  0.0936
8 0.0090 0.0095  0.0762 0.0045 0.0127 0.1917 0.0042 0.0087  0.0925
9 0.0078 0.0098  0.0794 0.0054 0.0124 0.1860 0.0041 0.0087 0.0904
10 0.0020 0.0086  0.0858 0.0067 0.0333 0.2628 0.0044 0.0092 0.0931
Average 0.0054 0.0092  0.0817 0.0157 0.0277 0.2211 0.0046 0.0093  0.0886
SD 0.0019 0.0009  0.0058 0.0085 0.0107 0.0345 0.0003 0.0003  0.0038
% RSD,, 35 9 7 54 39 16 7 4 4
Mean % Recovery 108 92 82 = = = 91 93 89
Predicted Horwitz RSD; 35.11 32.38 23.32 29.88 27.44 20.08 36.01 32.37 23.04
HORRAT 1.00 0.29 0.30 1.81 1.40 0.78 0.18 0.11 0.19

f1919 8.21 Precision LUV intermediate precision U84 carbofuran, pirimicarb, iz carbaryl Tngldmsas

LC-MSMS Tusheenengwanya

found (mg/kg)

sample No. carbofuran pirimicarb carbaryl
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0048 0.0095 0.0878  0.0048 0.0087  0.0755 0.0045 0.0089 0.0846
2 0.0050  0.0093 0.0896  0.0049 0.0089  0.0776 0.0049 0.0088 0.0873
3 0.0048  0.0099 0.0860  0.0048 0.0090  0.0742 0.0045 0.0093 0.0830
4 0.0047  0.0101 0.0936  0.0047 0.0090  0.0799 0.0045 0.0091 0.0881
5 0.0048 0.0105 0.0934 0.0048 0.0091  0.0797 0.0043 0.0092 0.0888
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found (mg/kg)

sample No. carbofuran pirimicarb carbaryl
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
6 0.0049  0.0104 0.0942 0.0048 0.0091  0.0806 0.0045 0.0090 0.0897
7 0.0041  0.0089 0.1024 0.0039 0.0090  0.1020 0.0038 0.0086 0.1049
8 0.0039  0.0091 0.1016  0.0039 0.0090  0.1023 0.0043 0.0091 0.1082
9 0.0043  0.0088 0.0999  0.0038 0.0093 0.0974  0.0040 0.0093 0.1092
10 0.0045 0.0063 0.0991  0.0042 0.0087 0.0835  0.0043 0.0069 0.1016
Average 0.0046  0.0093 0.0947 0.0045 0.0090  0.0853 0.0044 0.0088 0.0945
SD 0.0004  0.0012 0.0058  0.0005 0.0002  0.0110 0.0003 0.0007 0.0102
% RSD,ps 8 13 6 10 2 13 7 8 11
Mean % Recovery 91 93 95 89 90 85 87 88 95
Predicted Horwitz RSD, 3599 32.35 22.81 36.12 32.52 23.17 36.24 32.59 22.81
HORRAT 0.23 0.40 0.27 0.28 0.07 0.55 0.19 0.25 0.47

M1574 8.22 Precision WUV intermediate precision 984 imazalil, ethiofencarb, wag isoprocarb lagld

1A389 LC-MSMS lusheghangvaua

found (mg/kg)

sample No. imazalil ethiofencarb isoprocarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0042  0.0082 0.0760 0.0048 0.0089  0.0796 0.0045 0.0085 0.0778
2 0.0044° 0.0085 0.0786  0.0047 0.0091  0.0830 0.0045 0.0086 0.0813
3 0.0041  0.0080 0.0756  0.0047 0.0089  0.0780 0.0046 0.0088 0.0761
4 0.0045 0.0084 0.0801 0.0049 0.0097  0.0880 0.0047 0.0088 0.0832
5 0.0043  0.0083 0.0790  0.0051 0.0101  0.0883 0.0044 0.0090 0.0822
6 0.0044  0.0082 0.0797 0.0052 0.0100  0.0879 0.0047 0.0089 0.0834
7 0.0037  0.0081 0.0901 0.0036 0.0076  0.0807 0.0035 0.0083 0.0926
8 0.0036  0.0088 0.0955  0.0033 0.0083  0.0823 0.0046 0.0091 0.0952
9 0.0033  0.0081 0.0900  0.0032 0.0082 0.0722  0.0024 0.0089 0.0920
10 0.0041  0.0089 0.0853  0.0037 0.0096 0.0968  0.0047 0.0089 0.0878
Average 0.0041 0.0083 0.0830  0.0043 0.0090  0.0837 0.0043 0.0088 0.0852

SD 0.0004  0.0003 0.0068  0.0008 0.0008  0.0068 0.0008 0.0002 0.0065
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found (mg/kg)

sample No. imazalil ethiofencarb isoprocarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
% RSD,, 10 il 8 18 9 8 18 3 8
Mean % Recovery 82 83 83 86 90 84 85 88 85
Predicted Horwitz RSD, 36 61 32.88 23.27 36.31 32.49 23.24 36.37 32.63 23.18
HORRAT 0.26 0.11 0.35 0.50 0.28 0.35 0.48 0.08 0.33

1919 8.23 Precision WUU intermediate precision 9839 dimethomorph, methiocarb, &g fenobucarb

Tneldiases LC-MSMS Tughegsnsvanua

found (mg/ke)

sample No. dimethomorph methiocarb fenobucarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0040  0.0080 0.0725 0.0044 0.0090  0.0906 0.0045 0.0087 0.0877
2 0.0041  0.0085 0.0760  0.0044 0.0091  0.0937 0.0043 0.0091 0.0893
3 0.0042 0.0084 0.0700 ©0.0043 0.0096  0.0884 0.0045 0.0092 0.0853
4 0.0050  0.0095 0.0888 0.0042 0.0089  0.0935 0.0042 0.0086 0.0894
5 0.0047  0.0094 -~ 0.0870  0.0041 0.0089  0.0951 0.0040 0.0087 0.0913
6 0.0050  0.0094  0.0907 0.0041 0.0091  0.0946 0.0042 0.0086 0.0917
7 0.0043  0.0090 - 0.0948  0.0046 0.0086  0.0961 0.0048 0.0093 0.0945
8 0.0045 0.0083 0.0928  0.0047 0.0100  0.0987 0.0047 0.0096 0.0951
9 0.0043  0.0089  0.0929  0.0043 0.0098 0.0977  0.0054 0.0096 0.0942
10 0.0039  0.0091 0.0869  0.0047 0.0100 0.1055  0.0039 0.0092 0.0986
Average 0.0044  0.0089 0.0852 0.0044 0.0093  0.0954 0.0044 0.0091 0.0917
SD 0.0004  0.0005 0.0091 0.0002 0.0005  0.0047 0.0004 0.0004 0.0040
% RSD s 9 6 11 5 5 5 10 q i
Mean % Recovery 88 89 85 88 93 95 89 91 92
Predicted Horwitz RSD. 36 20 32.58 23.17 36.22 32.35 22.78 36.14 32.46 22.92

HORRAT 0.24 0.18 0.46 0.15 0.16 0.22 0.28 0.14 0.19
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f1919 8.24 Precision LUV intermediate precision Y84 cyproconazole, promecarb, Wag iprovalicarb

Tneldia3oa LC-MSMS Tusneghangaua

found (mg/kg)

sample No. cyproconazole promecarb iprovalicarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0044  0.0093 0.0840  0.0047 0.0092  0.0826 0.0045 0.0083 0.0708
2 0.0045  0.0097 0.0870  0.0049 0.0092  0.0845 0.0046 0.0083 0.0721
3 0.0043  0.0097 0.0799 0.0048 0.0093  0.0810 0.0045 0.0082 0.0685
4 0.0041  0.0095 0.1097  0.0045 0.0092  0.0883 0.0046 0.0088 0.0778
5 0.0030  0.0097 0.1076 0.0047 0.0095  0.0881 0.0047 0.0089 0.0764
6 0.0031  0.0096 0.1114  0.0046 0.0089  0.0896 0.0048 0.0087 0.0781
7 0.0039  0.0088 0.0899  0.0039 0.0088 _ 0.0930 0.0044 0.0091 0.0977
8 0.0047  0.0093 0.0888 0.0046 0.0089  0.0946 0.0045 0.0089 0.0946
9 0.0049  0.0093 0.0886  0.0045 0.0094 0.0924  0.0044 0.0089 0.0922
10 0.0050 0.0108 0.1130  0.0050 0.0091 0.0934  0.0047 0.0084 0.0825
Average 0.0042  0.0096 0.0960 0.0046 0.0092  0.0887 0.0046 0.0087 0.0811
SD 0.0007  0.0005 0.0128 0.0003 0.0002  0.0048 0.0001 0.0003 0.0104
% RSD,, 16 5 13 7 3 5 3 4 13
Mean % Recovery 84 96 96 93 92 89 92 87 81
Predicted Horwitz RSD. 36 46 32.20 22.76 35.92 32.42 23.03 35.98 32.68 23.35
HORRAT 0.45 0.17 0.59 0.19 0.08 0.23 0.09 0.11 0.55

M1314 8.25 Precision WUU intermediate precision U84 tebuconazole, triazophos, way diazinon lagla

\A389 LC-MSMS lusneeangnaua

found (mg/kg)

sample No. tebuconazole triazophos diazinon
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0048 0.0101 0.0865 0.0046 0.0088 0.0777  0.0043 0.0084  0.0775
2 0.0050  0.0098 0.0908 0.0046 0.0090 0.0794  0.0044 0.0085 0.0799
3 0.0047 0.0102 0.0818 0.0044 0.0090 0.0757  0.0041 0.0087  0.0751
a 0.0057 0.0122 0.1143 0.0047 0.0091 0.0852  0.0046 0.0097  0.0845
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found (mg/kg)

sample No. tebuconazole triazophos diazinon
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
5 0.0055 0.0121 0.1105 0.0046 0.0092 0.0847  0.0047 0.0095 0.0863
6 0.0057 0.0120 0.1165 0.0047 0.0091 0.0861  0.0050 0.0094  0.0862
7 0.0054 0.0085 0.0943 0.0049 0.0090 0.0892  0.0028 0.0093 0.0930
8 0.0053 0.0082 0.0918 0.0048 0.0087 0.0879  0.0025 0.0043 0.0908
9 0.0047  0.0095 0.0929 0.0048 0.0089 0.0855  0.0031 0.0092 0.0927
10 0.0044 0.0112 0.1073 0.0047 0.0089 0.0870  0.0047 0.0090 0.0885
Average 0.0051 0.0104 0.0987 0.0047 0.0090 0.0838  0.0040 0.0086  0.0855
sb 0.0005 0.0015 0.0124 0.0001 0.0001 . 0.0046 0.0009 0.0016 0.0062
% RSD,, 9 14 13 3 2 5 22 18 7
Mean % Recovery 102 104 99 94 90 84 80 86 85
Predicted Howitz RSD, 3538 3181 2267 3586 3252 2323 3671 32.73 23.16
HORRAT 0.26 0.44 0.55 0.08 0.05 0.24 0.61 0.56 0.32
f13149 8.26 Precision WUU intermediate precision U89 thiobencarb, indoxacarb, benfuracarb &g ethion
Tneldiasos LC-MSMS lusheenangnaua
found (mg/kg)
sample No. thiobencarb indoxacarb benfuracarb ethion
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0024 0.0093 0.0869 0.0116 0.0155 0.0727 1.3664 0.2927 1.0770 0.0047 0.0096  0.0817
2 0.0037 0.0120 0.0861 0.0117 00152 0.0763 04756 09834 1.2998 0.0049 0.0090  0.0811
3 0.0054 0.0073 0.0702 0.0118 0.0155 0.0666 0.0870 ND 0.0516  0.0046 0.0094  0.0786
4 0.0042 0.0013 0.0864 0.0110 0.0137 0.0863 0.1080  ND ND 00046 0.0091 0.0823
5 0.0056 0.0097 0.0918 0.0103 0.0138 0.0822 0.4231 ND 0.2429 0.0045 0.0087  0.0817
6 0.0043 0.0062 0.0748 0.0102 0.0138 0.0893 0.0362 ND 0.2441 0.0045 0.0089  0.0824
7 ND ND 01076 00093 00065 00970 ND 26830 ND 00045 0.0087 0.0855
8 ND ND 0.0858 0.0094 0.0121 0.0940 2.6544 2.9089 0.4314 0.0042 0.0089  0.0829
9 0.0073  ND  0.063¢ 0.0031 0.0069 0.0975 0.8520 29889 1.2016 0.0049 0.0087  0.0848
10 ND 0.0062 0.0911 0.0064 0.0159 0.0804 ND 5.4552 0.3261 0.0048 0.0085 0.0852
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found (mg/kg)

sample No. thiobencarb indoxacarb benfuracarb ethion

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

Average 0.0047 0.0074 0.0844 0.0095 0.0129 00842 0.7503 25520 0.6093 0.0046 0.0090  0.0826
SD 0.0016 0.0034 0.0124 0.0027 0.035 0.0105 0.8913 18071 0.4981 0.0002 0.0003  0.0021
% RSD s 33 46 15 29 27 12 119 71 82 5 4 3
Mean %
94 74 84 - - 84 - - - 92 90 83
Recovery

Predicted Horwitz

RSD,
HORRAT 0.93 1.38 0.63 0.90 0.87 0.54 7.11 5.10 4.74 0.13 0.11 0.11

3584 3346 2321 3225  30.79 23.21 16.70 13.89 17.24 3593 3253 23.28

8.4 Anw1AMANYULYDIIT ATz luA88198NN1AnaN il matrix effect, linearity, working
range, LOD, LOQ, accuracy, kag precision lagn1533d29819dnn1aneu 10.00 n5u aslunaen
centrifuge UM 50 TaFEAT WUAITUINTFIURANNAULTNTY 0.01 TadnTusiodng vian1snagaeu 6 91

NUULRAN acetonitrile 10.0 Haddns Uarwgrmeiiouszunad 30 I IFUaISHANYDY MgSO, 4.0 A5,

=

NaCl 1.0 A5%, SCTD 1.0 A3y, wag SCDS 0.5 A3 Wwe1n8ilolagiA3aavel vortex Useana 1 w1l 1ty
centrifuge 7iAMILEI58U 4000 rpm 5 WA mﬂﬁ?u@mﬁauia 2.0 fadans ldaslunasn centrifuge Yun 15
1adanT WNaTNANTZNIN MgSO, 150.0 Niadndu PSA 50.0 dadnsu GCB 7.7 mg LazC18EC 50 mg LU
freflouazin3enuen vortex Useaaa 1 unft wnlU centrifuge A1315358U 4000 rpm 5 W17 N504
ansavarediuiilaniu syringe filter membrane wun 0.2 luaseu ashy vial wuia 1.5 faddns tluasaa
AATIERFELASDT LC-MSMS

8.4.1 AuN15ATIEY matrix effect lnen1smIey calibration curve Tidadaduduag
Tu929 0.002-0.8 me/l Tnsuvseenidu 2 4n yausnindeuly acetonitrile Yynlassindsuly matrix
fnmeaeNnaInnIslaunsmsEniefiuildfafuaududy wuildindunsmilevaeswiainsoud
anutuliiuang1e wazifiotnArm Nt uRlauIAIUIMAIAILLANATY (9%RPD) NUAMTIAIAIULANAID
AT ULYINAY 0.07-8.57% G95iAn %RPD lalAn 10% (NATA, 2012) aeﬂumm%ﬁaau%’ulﬁ WERIIN matrix

lufinasian1snaaau enviu carbofuran-3-keto HA1 TANANULANAIIYDIANUTUWINAU 18.82%
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M1919 8.27 NaNSLUTEULTBUANKANG1TENINANLTUYDIEN TN IFIUNWSENTY solvent (acetonitrile)

kay matrix (RNN1AKABN)

pesticides solution in equation slope %RPD

aldicarb-sulfoxide solvent y = 4,470,844.5106x - 14,272.4638 4,470,844.51 4.39
matrix y = 4,671,659.8148x - 37,716.1569 4,671,659.81

aldicarb-sulfone solvent y = 1,294,381.0900x + 11,046.7650 1,294,381.09 1.84
matrix y = 1,270,804.2183x + 2,375.8806 1,270,804.22

methomyl solvent y = 6,429,919.9175x + 32,733.2709 6,429,919.92 5.49
matrix y = 6,086,256.0175x - 23,996.8275 6,086,256.02

dicrotophos solvent y = 20,481,322.8277x - 32,090.8078 20,481,322.83 3.03
matrix y = 19,869,287.9859x - 107,463.5656  19,869,287.99

mevinphos solvent y = 7,383,240.4503x% - 43,478.0722 7,383,240.45 0.98
matrix y = 7,456,304.8098x - 53,822.7959 7,456,304.81

carbofuran, - 3 hydroxy solvent y = 2,810,687.8255x + 44,010.5233 2,810,687.83 0.48
matrix y = 2,797,101.4529x + 30,411.7256 2,797,101.45

aldicarb solvent y =2,144,612.7847x + 12,596.2285 2,144,612.78 0.43
matrix y = 2,153,794.3173x + 13,327.6237 2,153,794.32

carbofuran-3-keto solvent y = 508,327.1850x + 7,109.8461 508,327.19 18.82
matrix y = 420,905.5193x - 10,531.1941 420,905.52

propoxur solvent y = 15,751,995.1096x + 15,073.1831 15,751,995.11 1.11
matrix y = 15,927,964.9837x - 26,486.0397 15,927,964.98

carbofuran solvent y = 3,077,217.4460x + 30,514.9113 3,077,217.45 0.16
matrix y = 3,082,294.0729x + 24,622.7513 3,082,294.07

pirimicarb solvent y =35714,193.7788x + 207,211.7375  35,714,193.78 0.30
matrix y = 35,607,535.2384x + 142,584.1316  35,607,535.24

imazalil solvent y = 3,786,253.7477x + 7,595.1951 3,786,253.75 0.34
matrix y = 3,799,194.7766x + 846.1635 3,799,194.78

carbaryl solvent y =4,119,715.9302x + 103,580.6228 4,119,715.93 0.07
matrix y =4,122,751.4896x + 103,948.4144  4,122,751.49

ethiofencarb solvent y = 18,855,367.0923x - 3,837.7293 18,855,367.09 0.25
matrix y = 18,808,569.1928x - 22,404.0965 18,808,569.19

isoprocarb solvent y = 5,257,549.1059x + 9,170.0509 5,257,549.11 1.82




41

pesticides solution in equation slope %RPD

matrix y = 5,353,989.1469x + 3,331.6254 5,353,989.15

dimethomorph(E) solvent y = 11,546,556.8670x + 132,728.7258  11,546,556.87 1.89
matrix y = 11,330,710.9852x + 97,591.5217 11,330,710.99

methiocarb solvent y = 3,558,239.6889x + 52,930.9574 3,558,239.69 0.96
matrix y = 3,524,072.0993x + 51,628.4134 3,524,072.10

fenobucarb solvent y = 4,858,514.8610x + 46,133.3281 4,858,514.86 0.90
matrix y = 4,814,809.5417x + 36,889.8480 4,814,809.54

cyproconazole solvent y = 14,783,812.3214x + 473,417.1629  14,783,812.32 2.74
matrix y = 14,384,029.1281x + 382,468.9231  14,384,029.13

promecarb solvent y = 11,225,077.6651x + 32,765.8216 11,225,077.67 1.02
matrix y = 11,340,706.8047x + 17,293.2659 11,340,706.80

iprovalicarb solvent y = 37,504,833.4089x + 281,633.5411  37,504,833.41 0.39
matrix y = 37,359,206.3414x + 178,496.4182  37,359,206.34

tebuconazole solvent y =11,292,611.7038x + 374,124.8321  11,292,611.70 8.57
matrix y = 10,364,781.4491x + 313,739.6626  10,364,781.45

triazophos solvent y =34,672,918.6938x + 600,783.4248  34,672,918.69 0.40
matrix y =34,812,146.3737x + 504,399.5119  34,812,146.37

diazinon solvent y = 11,982,016.6862x + 62,730.5784 11,982,016.69 0.30
matrix y = 11,945,808.7301x + 16,231.3169 11,945,808.73

thiobencarb solvent y = 125,022.7079x + 216.2661 125,022.71 1.58
matrix y = 127,018.3645x - 590.9403 127,018.36

indoxacarb solvent y = 3,420,181.7297x + 133,115.4366 3,420,181.73 5.25
matrix y = 3,245,103.0174x + 85,204.3662 3,245,103.02

benfuracarb solvent y = 13,989,298.6290x + 179,472.8877  13,989,298.63 0.74
matrix y = 14,093,668.9009x + 137,105.9668  14,093,668.90

ethion solvent y = 7,586,528.4708x + 96,592.0274 7,586,528.47 2.82
matrix y = 7,375,300.3945x + 55,939.5916 7,375,300.39

8.4.2 N13%1A1 limit of detection (LOD) wag limit of quantitation (LOQ)

dle fortified sample blank fiszfuanududusi 0.005 me/ke ognsiies 10 g1 9zld A LoD

Yo3a1THYANALAazyin 0gluYia 0.003 meke wavA1 LOQ Nlafianutuduil 0.005 mg/kg uniiu
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aldicarb-sulfoxide Té@1 LOQ Algfiaaruidududt 0.01 me/kg UBNIINTUUNWUIN carbofuran-3-keto,

thiobencarb wag benfuracarb hiausauseiliuan LOD, way LOQ tenilasann % recoveries hin1usnauen

A1579 6.28 A1 LOD way LOQ 184n15 A EiaIsiunned 1neldiasad LC-MSMS Tusiag19einninvay

concentration (mg/kg)

pesticides % recoveries %RSD
LOD LOQ
aldicarb-sulfoxide 0.003 0.01 112 18
aldicarb-sulfone 0.003 0.005 97 6
methomyl 0.003 0.005 114 4
dicrotophos 0.003 0.005 108 12
mevinphos 0.003 0.005 109 a4
carbofuran, - 3 hydroxy 0.003 0.005 76 6
aldicarb 0.003 0.005 60 7
carbofuran-3-keto - - 50 15
propoxur 0.003 0.005 74 7
carbofuran 0.003 0.005 89 11
pirimicarb 0.003 0.005 114 3
imazalil 0.003 0.005 95 5
carbaryl 0.003 0.005 112 5
ethiofencarb 0.003 0.005 95 a4
isoprocarb 0.003 0.005 104 5
dimethomorph(E) 0.003 0.005 102 a
methiocarb 0.003 0.005 109 5
fenobucarb 0.003 0.005 84 10
cyproconazole 0.003 0.005 112 6
promecarb 0.003 0.005 106 5
iprovalicarb 0.003 0.005 99 4
tebuconazole 0.003 0.005 114 4
triazophos 0.003 0.005 112 5
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concentration (mg/kg)

pesticides % recoveries %RSD
LOD LOQ
diazinon 0.003 0.005 67 10
thiobencarb - - 171 25
indoxacarb 0.003 0.005 120 6
benfuracarb - - 6 31
ethion 0.003 0.005 96 6

8.4.3 N1511¥29n1531AT1zRnazAuduLdunse ( working range / linearity ) lagnns
fortified sample blank NAFBUAITUINTFIUHANTEAUAIIULLNTY A 0.002, 0.005, 0.01, 0.03, 0.05, 0.1,
0.3, 0.5, kay 0.7 mg/kg AULTUTUBY1UDY 3 e ﬁmamii’mmmﬁ%aﬁaLLaza%fNﬂﬁWmmgm
FEMINANULUTUYBIETUINTZIN ( ppm ) fumsmevauaea3as ( response ) Tngldia3as LC-MSMS
wazfiansananududunsdasnsunmardulssansanduius (1) Tnoa r ﬁagﬂumm%aau%’uwﬁm
11nn97 0.995 WudrAduUsEansanduius (1 9¢l1774 0.9976-1.0000 HAN15ATIFHBY working range
WU RAMINTUTENINE 0.002 — 0.1 me/kg U9NNTIATITRUTUINEIANATS LA cyproconazole,
tebuconazole, ag indoxacarb 929AMUTUTUTENI19 0.002 — 0.3 mg/kg VBINITIATITRUTUIUAT
ANANY LALA carbaryl 9AIUTUTUTENIS 0.002 — 0.5 me/kg U8INITIATIERUTNIUAITANAN LALLA
aldicarb-sulfoxide, carbofuran, - 3 hydroxy, carbofuran, methiocarb, ae triazophos YI9AULTUTUY
5¥71319 0.002 — 0.7 mg/kg UBIN153LAI1ENUTNIMANITANATS LA aldicarb-sulfone, methomyl,
dicrotophos, mevinphos, aldicarb, propoxur, pirimicarb, imazalil, ethiofencarb, isoprocarb,
dimethomorph, fenobucarb, promecarb, iprovalicarb, diazinon, kag ethion Y9AULTUTUTENING
0.005 — 0.5 mg/kg UBINITIATILAUSUIUEITANANS bAWA carbofuran-3-keto BAIITUTUTEIING 0.005
- 0.7 mg/kg 984nN15ILATIERUTUIUE1TANAS LAlLA thiobencarb sALiu benfuracarb ldauisauszidiu

Anududunsslaiilesann % recovery larunue nan1snaaeunlanemise 8.29
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M1514 8.29 LansAIn15UsEIY working range Way linearity U3n15IATIZasRwANA IneldiaTes LC-

MSMS Tuseeneeinnianey (n=3)

working range

pesticides equation r

(mg/ke)
aldicarb-sulfoxide y = 3,137,696.0743x + 4,942.5286 0.9996 0.002-0.5
aldicarb-sulfone y = 979,241.2602x + 9,309.3527 0.9983 0.002-0.7
methomy! y = 5,178,674.1976x + 21,669.4766 0.9997 0.002-0.7
dicrotophos y = 14,081,014.3254x + 32,230.1815 0.9999 0.002-0.7
mevinphos y = 6,131,046.2237x - 1,382.3499 1.0000 0.002-0.7
carbofuran, - 3 hydroxy y = 2,313,789.3052x + 20,807.4085 0.9976 0.002-0.5
aldicarb y = 1,734,017.7598x + 15,370.4151 0.9978 0.002-0.7
carbofuran-3-keto y = 162,817.6270x + 1,568.8429 0.9986 0.005-0.5
propoxur y = 11,765,008.2750x + 49,534.6055 0.9997 0.002-0.7
carbofuran y = 3,547,305.0672x + 26,608.6495 0.9982 0.002-0.5
pirimicarb y = 32,708,238.4090x + 44,948.9864 0.9994 0.002-0.7
imazalil y = 2,663,404.3162x + 15,222.1072 0.9994 0.002-0.7
carbaryl y =3,963,467.5816x + 21,411.3972 0.9980 0.002-0.3
ethiofencarb y = 15,260,766.7385x + 38,597.3142 0.9998 0.002-0.7
isoprocarb y = 5,241,069.1761x + 22,657.2782 0.9996 0.002-0.7
dimethomorph(E) y = 8,995,375.6803x + 83,785.7458 0.9985 0.002-0.7
methiocarb y = 2,924,000.6497x + 26,496.6716 0.9977 0.002-0.5
fenobucarb y = 3,515,397.7305x + 36,413.5699 0.9982 0.002-0.7
cyproconazole y = 21,877,973.7343x + 18,386.2000 0.9996 0.002-0.1
promecarb y = 8,304,102.3320x + 51,962.2852 0.9994 0.002-0.7
iprovalicarb y = 38,361,825.6194x + 135,099.2252 0.9990 0.002-0.7
tebuconazole y = 17,983,967.5191x + 22,692.8724 0.9994 0.002-0.1
triazophos y = 34,733,934.2117x + 158,269.4400 0.9996 0.002-0.5
diazinon y = 9,636,453.2264x + 60,277.1506 0.9993 0.002-0.7
thiobencarb y = 113,550.1138x + 550.6099 0.9995 0.005-0.7
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working range

pesticides equation r
(mg/kg)
indoxacarb y = 4,676,942.5924x + 4,788.8373 0.9996 0.002-0.1
benfuracarb - - -
ethion y = 6,163,964.6866x + 81,287.2110 0.9984 0.002-0.7

8.4.4 N13M3I98BY accuracy laenTs fortified sample blank fisyduaududunisly range
$1au 3 sedummdudy 18un Aseiuaadudu 0.005, 0.01 way 0.1 me/ke ANUEITuaEeios 10 91
HANISATIVEOU NUT Tisziuaudiudu 0.005, 0.01 waz 0.1 me/ke liA1 mean % recovery ag/luang
60-120 , 73-120 @z 89-114 mudsu snciufiaiududusedusii 0.005 me/ke A1 % recovery lairinu
\neust bawn carbofuran-3-keto, thiobencarb, wag benfuracarb fmududuseiunans 0.01 mg/kg 31AN
% recovery hlsnuinue LA carbofuran, thiobencarb, way benfuracarb mm%’m%ussﬁu@a 0.1 mg/kg

3R % recovery luisnuineust laun carbofuran, Way benfuracarb wan1nAaeUNlARIRII1e 8.30-8.38

M19149 8.30 Mean % recovery 994 aldicarb-sulfoxide, aldicarb-sulfone, ez methomyl Tneldin3os

LC-MSMS Tusinegnafinninue

found (mg/kg)

sample No. aldicarb-sulfoxide aldicarb-sulfone methomyl

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

—_

0.0051 " 0.0101  0.0991 0.0046  0.0099 0.1132  0.0058 0.0102 0.1043

2 0.0053 = 0.0097  0.0945  0.0050  0.0101  0.1139  0.0056 0.0110 0.1041
3 0.0050  0.0113  0.0840  0.0052  0.0099  0.1079  0.0059 0.0110 0.0999
4 0.0064  0.0109 0.0836  0.0048  0.0107  0.1071 0.0057 0.0114 0.1003
5 0.0082 0.0163 0.0872  0.0049  0.0101  0.1028  0.0056 0.0109 0.0941
6 0.0049  0.0107  0.073¢  0.0044  0.0105 0.1094  0.0052 0.0103 0.1011
7 0.0055  0.0114  0.0955  0.0045 0.0108 0.1093  0.0056 0.0114 0.1002
8 0.0051  0.0100  0.0881 0.0049  0.0105 0.1074  0.0059 0.0107 0.0975
9 0.0055  0.0094  0.0876  0.0049  0.0097 0.1115  0.0058 0.0106 0.1029
10 0.0050  0.0099  0.0943  0.0053  0.0106 0.1115  0.0058 0.0110 0.1026

average 0.0056  0.0110  0.0887  0.0049  0.0103  0.1094  0.0057 0.0108 0.1007
SD 0.0010  0.0020  0.0075  0.0003  0.0004 0.0033  0.0002 0.0004 0.0031
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found (mg/kg)

sample No. aldicarb-sulfoxide aldicarb-sulfone methomyl
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
%RSD 18 18 8 6 4 3 4 4 3
mean % recovery 112 110 89 97 103 109 114 108 101

f1319 8.31 Mean % recovery 984 dicrotophos, mevinphos, Wag carbofuran - 3 OH Tneldin3es LC-

MSMS Tus9e198nNIR e

found (mg/kg)

sample No. dicrotophos mevinphos carbofuran - 3 OH
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

1 0.0055 0.0103 0.1026  0.0055  0.0098 ~+ 0.1017  0.0037 0.0089 0.1156

2 0.0056 0.0109 0.1009 0.0056  0.0104  0.1028  0.0038 0.0096 0.1142

3 0.0059 0.0108 0.0983  0.0058  0.0105  0.1007  0.0040 0.0094 0.1092

4 0.0057 0.0112 0.0997  0.0055  0.0106  0.1000  0.0036 0.0107 0.1087

5 0.0056 0.0109 0.0903 0.0053  0.0103 0.0912  0.0039 0.0098 0.1009

6 0.0052 0.0103 0.0993  0.0051 0.0101  0.0989  0.0035 0.0092 0.1097

7 0.0056 0.0111 0.0980  0.0053  0.0104  0.0994  0.0036 0.0101 0.1100

8 0.0059 0.0105 0.0951 0.0055 0.0101 0.0945  0.0042 0.0096 0.1075

9 0.0058 0.0105 0.0994  0.0056  0.0100  0.0973  0.0040 0.0095 0.1110

10 0.0058 0.0110 0.1018  0.0056  0.0107  0.1006  0.0039 0.0100 0.1138

average 0.0057 0.0108 0.0985 0.0055 0.0103  0.0987  0.0038 0.0097 0.1101

SD 0.0002 0.0003 0.0036  0.0002 0.0003 0.0035  0.0002 0.0005 0.0042
%RSD a 3 4 4 3 a4 6 5 4

mean % recovery 114 108 99 109 103 99 76 97 110




a7

1914 8.32 Mean % recovery U84 aldicarb, carbofuran-3-keto, lag propoxur I%Wm%"aﬂ LC-MSMS

Tusegsinnanew
found (mg/kg)
sample No. aldicarb carbofuran-3-keto propoxur
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0030 0.0083  0.1070 0.0028 0.0072 0.1063 0.0035 0.0083 0.1076
2 0.0029 0.0086 0.1049 0.0028 0.0075 0.1015 0.0039 0.0094 0.1098
3 0.0032 0.0092  0.0906 0.0024 0.0088 0.1117 0.0040 0.0089 0.1054
4 0.0032 0.0095  0.0978 0.0025 0.0104 0.0870 0.0037 0.0093 0.1047
5 0.0030 0.0086 0.0884 0.0020 0.0072 0.0723 0.0037 0.0094 0.0978
6 0.0027 0.0083  0.0953 0.0024 0.0075 0.0741 0.0033 0.0088 0.1047
7 0.0029 0.0091 0.0943 0.0029 0.0064 0.0927 0.0033 0.0095 0.1047
8 0.0028 0.0081  0.0946 0.0018 0.0064 0.0735 0.0039 0.0090 0.1005
9 0.0031 0.0081 0.0974 0.0028 0.0060 0.1027 0.0038 0.0090 0.1021
10 0.0035 0.0087 0.0957 0.0024 0.0059 0.1187 0.0040 0.0096 0.1068
average 0.0030 0.0087  0.0966 0.0025 0.0073 0.0940 0.0037 0.0091 0.1044
SD 0.0002 0.0005 0.0057 0.0004 0.0014 0.0168 0.0003 0.0004 0.0035
%RSD 7 6 6 15 19 18 7 4 3
mean % recovery 60 87 97 50 73 94 74 91 104

fN19149 8.33 Mean % recovery 484 carbofuran, pirimicarb, ae imazalil 19 EJSL%L?N%EN LC-MSMS Tu

RN Y
found (mg/kg)
sample No. carbofuran pirimicarb imazalil
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0044  0.0141  0.1376 0.0056 0.0099  0.1003  0.0048 0.0084 0.0992
2 0.0048  0.0143  0.1368 0.0058 0.0106  0.0996  0.0050 0.0090 0.1026
3 0.0052  0.0141  0.1325 0.0058 0.0107  0.0967 0.0050 0.0091 0.0989
4 0.0046  0.0140  0.1312 0.0058 0.0110  0.0976 0.0052 0.0096 0.0973
5 0.0044  0.0150 0.1183 0.0055 0.0107  0.0900  0.0047 0.0089 0.0866
6 0.0036  0.0136  0.1331 0.0053 0.0103  0.0958  0.0043 0.0084 0.0954
7 0.0038  0.0146  0.1304 0.0055 0.0108  0.0959 0.0046 0.0091 0.0948



a8

found (mg/kg)

sample No. carbofuran pirimicarb imazalil
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
8 0.0043  0.0141  0.1234 0.0058 0.0103  0.0933 0.0046 0.0088 0.0917
9 0.0046  0.0144  0.1287 0.0058 0.0102  0.0956 0.0049 0.0089 0.0947
10 0.0048  0.0146  0.1372  0.0059  0.0109  0.0980  0.0047 0.0092 0.0992
average 0.0044  0.0143  0.1309 0.0057 0.0105  0.0963 0.0048 0.0090 0.0960
SD 0.0005  0.0004  0.0062  0.0002  0.0003 0.0030  0.0002 0.0004 0.0045
%RSD 11 3 5 3 3 3 5 4 5
mean % recovery 89 143 131 114 105 96 95 90 96

1919 8.34 Mean % recovery 984 carbaryl, ethiofencarb, Wag isoprocarb Tneldin3es LC-MSMS Tu

F9ENENNIANDY
found (mg/kg)
sample No. carbaryl ethiofencarb isoprocarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0056 0.0109 0.1140 0.0046 0.0092 0.1040 0.0049 0.0102 0.1041
2 0.0059 0.0118 0.1129 0.0049 0.0098 0.1047 0.0051 0.0108 0.1025
3 0.0056  0.0120  0.1113 0.0049 0.0103  0.0998 0.0053 0.0104 0.1005
a 0.0060  0.0120 - 0.1092 0.0049 0.0104  0.1011 0.0054 0.0108 0.1037
5 0.0052 0.0116 0.0999 0.0047 0.0100 0.0942 0.0053 0.0109 0.0951
6 0.0053 = 0.0111 0.1087 0.0043 0.0093 0.1003 0.0047 0.0100 0.0996
7 0.0053 0.0115 0.1111 0.0047 0.0100  0.0999 0.0050 0.0112 0.1010
8 0.0056 0.0112  0.1070 0.0047 0.0098 0.0977 0.0056 0.0104 0.0961
9 0.0056  0.0110 0.1118 0.0047 0.0095  0.1030 0.0052 0.0104 0.1024
10 0.0056 0.0117 0.1120 0.0048 0.0100 0.1039 0.0055 0.0108 0.1047
average 0.0056  0.0115 0.1098 0.0047 0.0098  0.1009 0.0052 0.0106 0.1010
SD 0.0003  0.0004  0.0041 0.0002 0.0004  0.0032 0.0003 0.0004 0.0033
%RSD 5 a4 a4 il a4 3 5 3 3
mean % recovery 112 115 110 95 98 101 104 106 101




a9

M1919 8.35 Mean % recovery U839 dimethomorph, methiocarb, wag fenobucarb Iﬂawm%"aﬂ LC-

MSMS Tuse198nNIR e

found (mg/kg)

sample No. dimethomorph methiocarb fenobucarb

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

1 0.0050  0.0095  0.0971 0.0052 0.0101 0.1197 0.0038 0.0095 0.1130

2 0.0053  0.0098  0.1018 0.0055 0.0120 0.1116  0.0043 0.0100 0.1109

3 0.0052  0.0105  0.0975 0.0056  0.0119  0.1099  0.0046 0.0097 0.1062

4 0.0054  0.0103 0.0962  0.0053  0.0125 0.1101 0.0043 0.0104 0.1055

5 0.0052  0.0104  0.0899 0.0061 0.0115  0.0962 0.0045 0.0095 0.0966

6 0.0049  0.0099  0.0932  0.0052 0.0114 0.1068 = 0.0034 0.0088 0.1083

7 0.0048  0.0109  0.0967 0.0053  0.0116 .~ 0.1070  0.0039 0.0098 0.1082

8 0.0053  0.0095  0.0907 0.0057 0.0108  0.1036 0.0046 0.0095 0.1022

9 0.0051  0.0094  0.0964  0.0052 = 0.0114 0.1133  0.0041 0.0093 0.1051

10 0.0051 0.0104  0.0964 0.0054 0.0122  0.1114 0.0045 0.0096 0.1100

average 0.0051  0.0100  0.0956 0.0054 0.0116  0.1090  0.0042 0.0096 0.1066

SD 0.0002  0.0005 0.0035 0.0003 0.0007  0.0062 0.0004 0.0004 0.0047

%RSD 4 5 4 5 6 6 10 a4 4

Mean % recovery 102 100 96 109 116 109 84 96 107

f1319 8.36 Mean % recovery U893 cyproconazole, promecarb, Wag iprovalicarb Tnegldip3os LC-MSMS

TumegarinnInnew
found (mg/kg)
sample No. cyproconazole promecarb iprovalicarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0057  0.0104  0.0952 0.0054 0.0102  0.1117 0.0047 0.0092 0.1022
2 0.0057  0.0112  0.0965 0.0052 0.0108  0.1058 0.0050  0.0096 0.1024
3 0.0059  0.0109  0.0944 0.0056 0.0104  0.1069 0.0052 0.0098 0.1016
a4 0.0056  0.0110  0.0945 0.0051 0.0107  0.1087 0.0050  0.0102 0.1019
5 0.0055 0.0114  0.0856 0.0054 0.0107  0.0974 0.0050 0.0098 0.0901
6 0.0050  0.0108  0.0904 0.0050 0.0098  0.1079 0.0045 0.0094 0.0976
7 0.0051 0.0115  0.0941 0.0049 0.0112  0.1036 0.0049 0.0099 0.0948
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found (mg/kg)

sample No. cyproconazole promecarb iprovalicarb

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

8 0.0060  0.0104  0.0879 0.0055 0.0101 0.0994 0.0050 0.0094 0.0930

9 0.0058  0.0107  0.0932 0.0053 0.0102  0.1051 0.0051 0.0097 0.0975

10 0.0059  0.0112  0.0927 0.0056 0.0106  0.1065 0.0052  0.0101 0.1025

average 0.0056  0.0110  0.0925 0.0053 0.0105  0.1053 0.0050 0.0097 0.0984

SD 0.0003  0.0004  0.0035 0.0002 0.0004  0.0043  0.0002  0.0003 0.0045
%RSD 6 4 4 5 4 4 4 3 5
mean % recovery 112 110 92 106 105 105 99 971 98

f1319 8.37 Mean % recovery 984 tebuconazole, triazophos, Wa¥ diazinon I@Eﬂ%m%aﬂ LC-MSMS Tu

F9ENENNIANDY
found (mg/kg)
sample No. tebuconazole triazophos diazinon
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0055 0.0110 0.1175 0.0056 0.0107 0.1112  0.0029 0.0083 0.1085
2 0.0059 0.0117 0.1181 0.0057 0.0115 0.1126 0.0032 0.0087 0.1098
3 0.0059 0.0118 0.1143  0.0059 0.0116 0.1074  0.0037 0.0087 0.1083
a 0.0058 0.0118 0.1149  0.0058 0.0122  0.1085  0.0034 0.0085 0.1074
5 0.0057 0.0114 0.1029 0.0056 0.0125 0.0969 0.0036 0.0084 0.0925
6 0.0053 0.0112 0.1124  0.0051 0.0116 0.1029 0.0030 0.0079 0.1015
7 0.0054 0.0122 0.1126  0.0053  0.0121 0.1024  0.0030 0.0092 0.1030
8 0.0060 0.0109 0.1094  0.0059 0.0114 0.0996 0.0037 0.0081 0.1001
9 0.0057 0.0117 0.1104  0.0058  0.0111 0.1010  0.0035 0.0081 0.1023
10 0.0058 0.0118 0.1142 0.0056 0.0121 0.1095 0.0038 0.0085 0.1082
average 0.0057 0.0116 0.1127  0.0056  0.0117  0.1052  0.0034 0.0084 0.1042
SD 0.0002 0.0004 0.0044  0.0003 0.0005 0.0053 0.0003 0.0004 0.0054
%RSD a 3 4 5 5 5 10 4 5
mean % recovery 114 116 113 112 117 105 67 84 104
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1919 8.38 Mean % recovery 984 thiobencarb, indoxacarb, benfuracarb k@ ethion Tnelgmsos LC-

MSMS Tuse198nNIR e

found (mg/kg)

sample
No thiobencarb indoxacarb benfuracarb ethion
. 0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0056  0.0200  0.1056  0.0063 00120 0.1058  0.0003 00003 0.0023 00048 00103  0.1244
2 0.0072 00141  0.1096 00062 00121  0.1071 00002 00006  0.0035 00051 00107  0.1177
3 0.0094 00126 00941 00060 00118 0.1038 00002  0.0005 00017 00046 00108  0.1178
4 0.0098 00156  0.1097  0.0062 00113  0.1016 00003 00004 0.0024 00048 00107  0.1151
5 0.0117 00187 00960 00061 00117 00966  0.0003  0.0004 . 0.0055 0.0045 00106  0.1043
6 0.0075 00213  0.0791 00058 00119 0.1009 00003 00004 00036 00050 00101  0.1089
7 0.0050 00125  0.1083 00058 00126 0.1064  0.0003 . 00009 0.0021 00042 00105  0.1158
8 0.0092 00162 00803 00062 00125 0.1013 00004 00003 00031 00050 00102  0.1125
9 0.0093 00135 00761 00056 00120 0.1044 00006 00003 00046 00050 00104  0.1110
10 0.0108  0.0065 00881 00058 00121 00999 00003 00003 00028 0.0050 0.0109  0.1137

average 0.0086 0.0151 0.0947 0.0060 0.0120 © 0.1028  0.0003  0.0004  0.0032  0.0048  0.0105 0.1141

SD 0.0022  0.0043  0.0133  0.0002  0.0004 0.0033  0.0001  0.0002  0.0012  0.0003  0.0003  0.0055
%RSD 25 29 14 aq 3 3 31 a6 37 6 3 5
mean %
171 151 95 120 120 103 6 a 3 9 105 114
recovery

8.4.5 N1SMS9E8U precision (intermediate precision) lnun1s fortified sample blank 7

'
=

SEAUANUTNTUN18TU range T1UIU 3 SEAUAULUNTUY LALA NTEAUAMNTUTY 0.005, 0.01 Lag 0.1
me/ke Auuduegaten 10 91 91NNANINARBULUY intermediate precision A1 HORRAT aglu
5211319 0.2-1.8 , 0.2-1.8 war 0.2-1.1 MIUSIWU §In51916-24 anviu carbofuran Aissduaududu 0.01
me/kg waz 0.1 me/kg 1A % recovery lusuinuel benfuracarb fisyiuautudu 0.1 mg/kg TAN
HORRAT > 2 FiszsumNududu 0.01 me/ke waz 0.1 me/ke 1WA % recovery ldrunast s1vaziBonniy

#1979 8.39-8.47
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M1919 8.39 Precision LUV intermediate precision ¥®13 aldicarb-sulfoxide, aldicarb-sulfone, LLag

methomyl Tngldiedas LC-MSMS lushagneinnnuen

found (mg/kg)

sample No. aldicarb-sulfoxide aldicarb-sulfone methomyl

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

—_

0.0053  0.0081  0.0945  0.0050  0.0099 0.1139  0.0056 0.0102 0.1041

2 0.0049  0.0068 0.0734¢  0.0044  0.0101 0.1094  0.0052 0.0110 0.1011
3 0.0055  0.0084  0.0876  0.0049  0.0099 0.1115  0.0058 0.0110 0.1029
4 0.0044  0.0076  0.1146  0.0054  0.0097  0.1032  0.0049 0.0091 0.0973
5 0.0051  0.0092 0.0942  0.0046  0.0090 0.0991  0.0058 0.0093 0.0948
6 0.0049  0.0086  0.0898  0.0044  0.0096  0.1056  0.0052 0.0088 0.0967
7 0.0037  0.0097  0.0966  0.0047  0.0092 . 0.1096  0.0030 0.0079 0.1017
8 0.0045  0.0084  0.0747  0.0055 0.0109 ~ 0.1113  0.0036 0.0091 0.1046
9 0.0032  0.0071 0.1030 0.0052 0.0102  0.1084  0.0038 0.0082 0.1041
10 0.0037  0.0077  0.0977  0.0043 0.0104  0.1139  0.0032 0.0087 0.1049
average 0.0045  0.0081 0.0926  0.0048 - 0.0099 0.1086  0.0046 0.0093 0.1012
mean % recovery 90 81 93 97 99 109 92 93 101
SD 0.0008  0.0009 0.0123 0.0004  0.0006  0.0047  0.0011 0.0011 0.0037
% RSD,, 17 11 13 9 6 a4 24 11 a4
Predicted Horwitz
24 22 15 24 21 15 24 21 15
RSD,
HORRAT 0.7 0.5 0.9 0.4 0.3 0.3 1.0 0.5 0.2

1914 8.40 Precision WUU intermediate precision U89 dicrotophos, mevinphos, agcarbofuran - 3 OH

Taelae3as LC-MSMS Tudiagneinninow

found (mg/kg)

sample No. dicrotophos mevinphos carbofuran - 3 OH
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0057 0.0103 0.1009 0.0056  0.0098  0.1028  0.0038 0.0089 0.1142
2 0.0052 0.0109 0.0993  0.0051 0.0104  0.0989  0.0035 0.0096 0.1097
3 0.0058 0.0108 0.0994  0.0056  0.0105 0.0973  0.0040 0.0094 0.1110
a4 0.0049 0.0090 0.0939  0.0049  0.0090 0.0928  0.0047 0.0095 0.1065
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found (mg/kg)

sample No. dicrotophos mevinphos carbofuran - 3 OH
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
5 0.0055 0.0090 0.0924  0.0055 0.0088  0.0919  0.0056 0.0094 0.1045
6 0.0052 0.0088 0.0946 0.0051 0.0087 0.0955 0.0054 0.0091 0.1054
7 0.0050 0.0094 0.0983  0.0047  0.0089  0.0948  0.0050 0.0099 0.1113
8 0.0056 0.0105 0.0996 0.0052 0.0100 0.0970 0.0051 0.0107 0.1121
9 0.0055 0.0099 0.0998 0.0052 0.0095 0.0952 0.0051 0.0106 0.1132
10 0.0049 0.0102 0.1014  0.0046  0.0095 0.0963  0.0047 0.0108 0.1151
average 0.0053 0.0099 0.0980 0.0051 0.0095 0.0963 0.0047 0.0098 0.1103
mean % recovery 106 99 98 103 95 96 94 98 110
SD 0.0003 0.0008 0.0032 0.0004  0.0007 0.0031 0.0007 0.0007 0.0037
% RSD,, 6 8 3 7 7 3 15 7 3
Predicted
23 21 15 23 21 15 24 21 15
Horwitz RSD,
HORRAT 0.3 0.4 0.2 0.3 0.3 0.2 0.6 0.3 0.2

1919 8.41 Precision WUV intermediate precision U84 aldicarb, carbofuran-3-keto, Wag propoxur Tng

19m589 LC-MSMS Tusnagneinninuney

found (mg/kg)

sample No. aldicarb carbofuran-3-keto propoxur
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0029 0.0083  0.1049 0.0028 0.0072 0.1015 0.0039 0.0083 0.1098
2 0.0027 0.0086  0.0953 0.0024 0.0075 0.0741 0.0033 0.0094 0.1047
3 0.0031 0.0092  0.0974 0.0028 0.0088 0.1027 0.0038 0.0089 0.1021
4 0.0050 0.0085  0.1016 0.0028 0.0081 0.0631 0.0051 0.0094 0.0992
5 0.0056 0.0090  0.1003 0.0035 0.0079 0.0730 0.0055 0.0094 0.0977
6 0.0053 0.0081  0.1038 0.0032 0.0087 0.0607 0.0053 0.0091 0.1041
7 0.0045 0.0094  0.1122 0.0043 0.0085 0.0780 0.0048 0.0095 0.1009
8 0.0052  0.0116 0.1167  0.0051  0.0093  0.0828  0.0054  0.0103  0.1033
9 0.0052 0.0108  0.1190 0.0043 0.0076 0.0795 0.0051 0.0098 0.1007
10 0.0049 0.0106  0.1146 0.0039 0.0085 0.0882 0.0047 0.0099 0.1013
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found (mg/kg)

sample No. aldicarb carbofuran-3-keto propoxur
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
average 0.0044 0.0094  0.1066 0.0035 0.0082 0.0804 0.0047 0.0094 0.1024
mean % recovery 89 94 107 70 82 80 94 94 102
SD 0.0011 0.0012  0.0084 0.0009 0.0007 0.0141 0.0007 0.0005 0.0033
% RSD,,, 25 13 8 24 8 18 16 6 3
predicted
24 21 15 25 22 15 24 21 15
horwitz RSD,
HORRAT 1.0 0.6 0.5 1.0 0.4 1.1 0.7 0.3 0.2

M1979 8.42 Precision WUU intermediate precision 984 carbofuran, pirimicarb, way imazalil lnglgiaTas

LC-MSMS Tusegnainniavaul

found (mg/kg)

sample No. carbofuran pirimicarb imazalil

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

—_

0.0048 0.0141  0.1368  0.0058  0.0099  0.0996  0.0050 0.0084 0.1026

2 0.0036 00143 _ 04331 00053 00106 00958  0.0043  0.0090  0.0954

3 0.0046 00141 © 01287 00058 0.0107 00956  0.0049  0.0091  0.0947

q 0.0064 00127 0.1354 00050 0.0088 00890  0.0045 00077  0.0853

5 0.0044 00131 0.1340 00056 0.0088 00891 0.0048  0.0082  0.0830

6 0.0036 - 00122 01394 00053 0.0085 00915 0.0043  0.0076  0.0899

7 0.0061 00127 0.1397 00047  0.0090 00983 0.0048 00102  0.1118

8 0.0072 00137 0.1396 00052 0.0102 00999  0.0054 00113  0.1132

9 0.0066 0.0127 0.1424  0.0053 00095 0.1004 00051 00103  0.1141

10 0.0060 00134  0.1417 00046  0.0097 0.1010  0.0045  0.0108  0.1169

average 0.0053 00133 0.1371 00053 0.0096 00960 0.0047 00093  0.1007
mean % recovery 107 133 137 105 96 96 95 93 101

SD 0.0013  0.0007 0.0043 00004 0.0008 00047 00004 00013  0.0127
% RSD, 24 5 3 8 8 5 8 14 13

predicted horwitz
RSD,
HORRAT 1.0 0.3 0.2 0.3 0.4 0.3 0.3 0.7 0.8

23 20 14 23 21 15 24 21 15
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M1514 8.43 Precision WUU intermediate precision ¥4 carbaryl, ethiofencarb, wag isoprocarb lagld

599 LC-MSMS Tusinegnainniaveu

found (mg/kg)

sample No. carbaryl ethiofencarb isoprocarb

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

—_

0.0059  0.0109 0.1129  0.0049  0.0092  0.1047  0.0051 0.0102 0.1025

2 0.0053  0.0118 0.1087  0.0043  0.0098 0.1003  0.0047 0.0108 0.0996
3 0.0056  0.0120  0.1118  0.0047  0.0103  0.1030  0.0052 0.0104 0.1024
4 0.0050  0.0098  0.0964  0.0046  0.0087  0.0943  0.0053 0.0087 0.1013
5 0.0056  0.0095 0.0952  0.0046  0.0091 0.0908  0.0049 0.0089 0.0993
6 0.0053  0.0098 0.0985  0.0043  0.0085 0.0959  0.0047 0.0086 0.1014
7 0.0046  0.0084  0.0945  0.0044  0.0088 < 0.0945  0.0048 0.0092 0.1085
8 0.0049  0.0096  0.0952  0.0049  0.0093  0.0962  0.0053 0.0104 0.1096
9 0.0049  0.0092  0.0969  0.0049 0.0090 0.0955  0.0050 0.0101 0.1103
10 0.0044  0.0094  0.0964  0.0043  0.0091 0.0972  0.0045 0.0102 0.1098
average 0.0051  0.0100  0.1006  0.0046. = 0.0092  0.0972  0.0050 0.0097 0.1045
mean % recovery 103 100 101 92 92 97 99 97 104
SD 0.0005  0.0012  0.0074 0.0003 0.0005 0.0042  0.0003 0.0008 0.0045
% RSD,,s 9 12 7 6 6 4 5 8 a4
predicted horwitz
23 21 15 24 21 15 23 21 15
RSD,
HORRAT 0.4 0:6 0.5 0.2 0.3 0.3 0.2 0.4 0.3

1319 8.44 Precision WUV intermediate precision U839 dimethomorph, methiocarb, WLag fenobucarb

Taelae3as LC-MSMS Tudiagneinninow

found (mg/kg)

sample No. dimethomorph methiocarb fenobucarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0053  0.0095 0.1018 0.0055 0.0101  0.1116  0.0043 0.0095 0.1109
2 0.0049  0.0098  0.0932  0.0052  0.0120 0.1068  0.0034 0.0100 0.1083
3 0.0051  0.0105 0.0964  0.0052  0.0119 0.1133  0.0041 0.0097 0.1051
4 0.0048  0.0090  0.0987  0.0049  0.0103 0.1034  0.0053 0.0097 0.1065
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found (mg/kg)

sample No. dimethomorph methiocarb fenobucarb
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
5 0.0050  0.0088  0.0985 0.0052 0.0108  0.1096 0.0038 0.0097 0.1040
6 0.0049  0.0085  0.1043 0.0052 0.0099  0.1172 0.0034 0.0092 0.1108
7 0.0044  0.0090  0.1047 0.0050  0.0102  0.1138  0.0048 0.0101 0.1137
8 0.0050  0.0099  0.1062 0.0056 0.0112  0.1180 0.0050 0.0112 0.1141
9 0.0048  0.0095  0.1045 0.0049  0.0112 0.1183  0.0053 0.0100 0.1119
10 0.0042  0.0099  0.1047 0.0048 0.0118  0.1192 0.0047 0.0101 0.1179
average 0.0048  0.0094  0.1013 0.0051 0.0109  0.1131 0.0044 0.0099 0.1103
mean % recovery 97 94 101 103 109 113 88 99 110
SD 0.0003  0.0006  0.0044 0.0003 0.0008 _ 0.0053 0.0007 0.0005 0.0044
% RSD,p, 7 7 q 5 7 5 16 5 4
predicted horwitz
24 21 15 23 21 15 24 21 15
RSD,
HORRAT 0.3 0.3 0.3 0.2 0.4 0.3 0.7 0.2 0.3

1919 8.45 Precision WU intermediate precision U89 cyproconazole, promecarb, a¥ iprovalicarb

Tneldases LC-MSMS Tusiag196inniavey

found (mg/kg)

sample No. cyproconazole promecarb iprovalicarb

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

—_

0.0057  0.0104  0.0965 0.0052 0.0102  0.1058  0.0050  0.0092  0.1024

2 0.0050 0.0112  0.0904  0.0050  0.0108  0.1079  0.0045 0.0096  0.0976
3 0.0058  0.0109  0.0932  0.0053 0.0104  0.1051  0.0051 0.0098  0.0975
4 0.0051  0.0097  0.0929  0.0053 0.0092  0.0999  0.0050 0.0089  0.0938
5 0.0055  0.0098  0.0921 0.0054  0.0087  0.0999  0.0047  0.0090  0.0908
6 0.0048 0.0094 0.0962  0.0050  0.0088  0.1073  0.0045 0.0086 0.0961
7 0.0045  0.0097  0.1062  0.0047 0.0096  0.1028  0.0046  0.0087  0.0924
8 0.0051  0.0105 0.1076  0.0053 0.0103  0.1088  0.0052  0.0094  0.0935
9 0.0050  0.0100  0.1050  0.0050  0.0098  0.1085 0.0051  0.0095  0.0958
10 0.0044  0.0104 0.1063  0.0045 0.0102  0.1080  0.0046  0.0093  0.0961

average 0.0051  0.0102 0.0986  0.0051 0.0098 0.1054  0.0048  0.0092  0.0956
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found (mg/kg)

sample No. cyproconazole promecarb iprovalicarb

0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1

mean % recovery 102 102 99 101 98 105 97 92 96
SD 0.0005  0.0006  0.0068 0.0003 0.0007 0.0034  0.0003  0.0004  0.0033

% RSD,, 9 6 7 6 7 3 5 q 3

predicted horwitz
23 21 15 23 21 15 24 21 15
RSD,
HORRAT 0.4 0.3 0.5 0.3 0.3 0.2 0.2 0.2 0.2

M1514 8.46 Precision WUU intermediate precision U84 tebuconazole, triazophos, wag diazinon lagld

W399 LC-MSMS Tusiegnainninvey

found (mg/kg)

sample No. tebuconazole triazophos diazinon
0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0059 0.0110 0.1181 =~ 0.0057  0.0107  0.1126  0.0032 0.0083 0.1098
2 0.0053 0.0117 0.1124  0.0051  0.0115  0.1029  0.0030 0.0087 0.1015
3 0.0057 0.0118 0.1104  0.0058 0.0116  0.1010  0.0035 0.0087 0.1023
4 0.0056 0.0104 0.1001  0.0050  0.0102  0.1058  0.0054 0.0094 0.1010
5 0.0055 0.0104 0.0969  0.0056  0.0100  0.1037  0.0029 0.0096 0.0989
6 0.0053 0.0101 0.1021  0.0051  0.0098  0.1093  0.0030 0.0088 0.1030
7 0.0044 0.0090 0.0942  0.0049  0.0102  0.1032  0.0047 0.0088 0.0988
8 0.0048 0.0096 0.0948  0.0056  0.0106  0.1074  0.0049 0.0102 0.1010
9 0.0045 0.0093 0.0916 ~ 0.0052  0.0103  0.1079  0.0048 0.0093 0.1029
10 0.0041 0.0098 0.0932 0.0046  0.0104  0.1095  0.0044 0.0092 0.1040
average 0.0051 0.0103 0.1014  0.0053  0.0105 0.1063  0.0040 0.0091 0.1023
mean % recovery 102 103 101 105 105 106 79 91 102
SD 0.0006 0.0010 0.0092  0.0004  0.0006  0.0036  0.0010 0.0006 0.0031
% RSD s 12 9 9 8 6 3 24 6 3
predicted
23 21 15 23 21 15 24 21 15
horwitz RSD,
HORRAT 0.5 0.4 0.6 0.3 0.3 0.2 1.0 0.3 0.2
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f1914 8.47 Precision WUU intermediate precision U84 thiobencarb, indoxacarb, benfuracarb ¥ ethion

Tneldases LC-MSMS Tusiag1eeinninvaw

found (mg/kg)

sample
No thiobencarb indoxacarb benfuracarb ethion
. 0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1 0.005 0.01 0.1
1 0.0072 00200  0.1096  0.0062 00120 0.1071 00002 00003 00035 00051 00103  0.1177
2 0.0075 00141 00791 00058 00121  0.1009 00003 00006 00036 00050 00107  0.1089
3 0.0093 00126 00761 00056 00118 0.1044 00006 00005 0.0046  0.0050 00108  0.1110
a4 0.0058  0.0080  0.1085  0.0056  0.0109 0.1142  0.0003 ND 0.0012  0.0050 0.0102  0.1084
5 0.0056 00083 0085 00063 00111  0.1115  0.0003 ND 00016 00048 00104  0.1059
6 0.0075 00107  0.0983  0.0058 00093 0.1156  0.0003 00003 00006  0.0050  0.0099  0.1111
7 0.0037 00093 00799 00045 00090  0.0899 ND ND ND 00044 00104  0.1093
8 0.0074  0.0083  0.0838 00055 00096  0.0917 ND ND ND 0.0049 00118  0.1108
9 00013 00083 01033 00050 00104  0.0909 ND ND ND 0.0047 00104  0.1149
10 00032 00073 01131 00048 00098  0.0842 ND ND ND 00043 00110  0.1107

average 0.0059 0.0107 0.0936 0.0055 0.0106 =~ 0.1010  0.0003  0.0004  0.0025  0.0048  0.0106 0.1109

mean %
117 107 94 110 106 101 7 i 3 9 106 111

recovery

SD 0.0025  0.0039  0.0144 0.0006 00012 00113 0.0001  0.0002 00016  0.0003 0.0005  0.0033

% RSD,ps 42 37 15 11 11 11 36 42 64 6 5 3

predicted
21 15 23 21 15 35 34 26 24 21 15

horwitz RSD,

HORRAT 1.8 1.8 1.0 0.5 0.5 0.7 1.0 1.2 2.5 0.2 0.2 0.2

8.5 ﬁnmqmé’nwmmaﬁ%‘%Lﬂiwﬂué‘]"aaemﬁ"’aﬁna'}'a 1own matrix effect, LOD, way LOQ
Tngnsdaiegemilingn 10.00 n3u asluvaen centrifuge 1WA 50 fAAAAT WNATUIATTIUNALTAAY
Wudu 0.01 Sadn3ureans ¥n1smedau 6 91 9 ntuLia acetonitrile 10.0 fiadans Unrdwddieile
Uszanad 30 U LN ISHaNYDS MeSO, 4.0 53, NaCl 1.0 A5, SCTD 1.0 n$Y, wag SCDS 0.5 N5 \wen
feslauazin3ougn vortex Usana 1 undl Wil centrifuge finnuidsau 4000 rpm 5 Wil mnﬁu@j@
daula 2.0 Hadans ldaslumrasn centrifuge u1A 15 Ha8aMT ANAITNANTZTNINE MgSO, 150.0 Aadnsu

PSA 50.0 fa@dnsu GCB 7.7 mg wag Cigec 50 mg lugdIuiialazlAaavel vortex Uszaad 1wl dald
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centrifuge iANLLEI50U 4000 rpm 5 W7 nesansarvateduiilariy syringe filter membrane WA 0.2
Tuaseu asly vial vue 1.5 fadans tlunsalnssisenias LC-MSMS

8.5.1 ALUUNI5ILATIZI matrix effect Tnan15imSeu calibration curve TdALT LT
0g1uv24 0.002-0.8 me/l Tnsutavanifu 2 ¥ yausnindsulu acetonitrile YyniaeunIonly matrix
hilnen masnmsileunsmseuinsiuiildfiafuanududy wuinldindun sildiasswinfimsoud
auduldunnang wazidiethaimutuiilaumuIaA1mULANA1S (%RPD) NUIMEIAIAIILLANAIS
ALFULINAY 0.00-9.91% Fadlen %RPD TailAu 109% (NATA, 2012) sgluinasifonsuls uanain matrix
luifinasianisnaaau 8niiu tebuconazole way thiobencarb HAIAMULANAIVBIAUTUAAY 10.59-

15.21% $1982198AAUAT1Y 8.48

M1919 8.48 NaNSLUIBULTBUAINKANGITENINAMUTUVDIATUINIFIUNWSELTY solvent (acetonitrile)

LAy matrix (7En817)

pesticides solution in equation slope %RPD

aldicarb-sulfoxide solvent y = 4,896,381.6262x - 26,048.3007 4,896,381.63 0.82

martrix y = 4,856,167.8343x - 11,144.8596 4,856,167.83

aldicarb-sulfone solvent y = 1,235,095.1133x + 9,297.7764 1,235,095.11 2.13
matrix y = 1,209,073.7128x + 5,836.4035 1,209,073.71
methomyl solvent y = 7,229,720.0811x + 29,689.2531 7,229,720.08 2.32

martrix y = 7,064,097.3498x + 11,205.8164 7,064,097.35

dicrotophos solvent y = 18,901,828.9014x - 31,011.7792 18,901,828.90 2.63

matrix y = 18,411,783.9674x - 56,053.5440 18,411,783.96

mevinphos solvent y = 6,984,558.3309x - 28,617.4060 6,984,558.33 2.63

matrix y = 6,803,396.7214x - 44,792.5447 6,803,396.72

carbofuran, - 3 hydroxy solvent y =2,891,118.7503x + 46,309.8577 2,891,118.75 1.41

martrix y =2,932,115.5487x + 33,017.1866 2,932,115.55

aldicarb solvent y =1,919,324.9308x + 28,105.1546 1,919,324.93 1.84

martrix y = 1,884,387.9024x + 10,977.5854 1,884,387.90

carbofuran-3-keto solvent y =501,973.9167x + 11,885.2137 501,973.92 7.82

matrix y = 464,190.8668x + 2,861.0820 464,190.87
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pesticides solution in equation slope %RPD
propoxur solvent y = 14,274,817.3309x + 7,320.7396 14,274,817.33 7.65
matrix y = 13,222,456.4204x + 2,380.8989 13,222,456.42
carbofuran solvent y = 3,145,268.0414x + 28,225.9545 3,145,268.04 2.85
matrix y = 3,056,874.4333x + 15,334.5390 3,056,874.43
pirimicarb solvent y = 33,696,164.7797x + 142,965.1216  33,696,164.78 1.26
matrix y = 33,274,538.3019x + 36,895.9296  33,274,538.30
imazalil solvent y = 3,946,323.9949x + 106,691.0095  3,946,323.99 0.15
matrix y = 3,952,126.6420x + 101,908.5745  3,952,126.64
carbaryl solvent y = 3,486,321.4433x + 6,762.7574 3,486,321.44 1.14
matrix y = 3,446,895.6924x + 5,299.2579 3,446,895.69
ethiofencarb solvent y = 17,759,381.9635x - 9,361.7042 17,759,381.96 2.28
matrix y = 18,169,386.8689x - 58,582.6625 18,169,386.87
isoprocarb solvent y = 5,544 563.2742x + 10,594.9650 5,544 563.27 0.03
matrix y = 5,546,185.8505x% - 5,376.0963 5,546,185.85
dimethomorph(E) solvent y = 11,755,917.5809x + 159,555.0053  11,755,917.58 6.24
matrix y = 11,044,665.4869x + 79,420.8873  11,044,665.49
methiocarb solvent y = 4,426,579.2600x + 58,993.7832 4.426,579.26 3.86
matrix y = 4,258,897.4833x + 50,623.8619 4,258,897.48
fenobucarb solvent y = 4,956,528.0464x + 32,767.0073 4,956,528.05 4.83
matrix y = 4,722,805.7026x + 24,468.1421 4,722,805.70
cyproconazole solvent y = 19,695,094.0162x + 522,312.5487  19,695,094.02 7.39
matrix y = 18,292,142.1286x + 125,099.7752  18,292,142.13
promecarb solvent y = 11,767,530.0210x + 28,792.8039  11,767,530.02 292
matrix y = 11,428,781.6902x + 6,393.2116 11,428,781.69
iprovalicarb solvent y = 41,159,971.3938x + 398,296.6709 41,159,971.39 1.39
matrix y = 40,591,345.2678x + 303,757.1483  40,591,345.27
tebuconazole solvent y = 13,553,469.7964x + 540,489.9955  13,553,469.80 10.59
matrix y = 12,190,844.2576x + 184,958.9376  12,190,844.26
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pesticides solution in equation slope %RPD

triazophos solvent y = 36,728,233.4762x + 762,695.8169  36,728,233.48 0.00
matrix y = 36,728,784.0634x + 641,581.3045  36,728,784.06

diazinon solvent y = 12,322,153.9202x + 56,391.6632 12,322,153.92 4.22
matrix y = 11,813,240.2333x + 34,888.0378  11,813,240.23

thiobencarb solvent y = 145,598.7269x + 97.9286 145,598.73 15.21
matrix y = 125,017.6676x + 859.6256 125,017.67

indoxacarb solvent y = 3,381,153.9098x + 142,570.2929 3,381,153.91 9.91
matrix y = 3,061,915.6669x + 18,972.4417 3,061,915.67

benfuracarb solvent y = 15,005,233.4289x + 172,238.6500 15,005,233.43 1.85
matrix y = 15,284,857.2235x + 154,897.8853  15,284,857.22

ethion solvent y = 8,819,721.4903x + 96,838.4446 8,819,721.49
matrix y = 8,341,809.0012x + 62,360.5753 8,341,809.00 >

8.5.2 N15%#1A1 limit of detection (LOD) wag limit of quantitation (LOQ) e fortified

sample blank AsEAUAMIATNTUAT 0.005 mg/kg BEetoY 10 91 9zld A1 LOD 983815iEANAILAaETin

9¢/lur9 0.003 mg/kg wagA1 LOQ Aldfiaududuil 0.005 me/ke aniiu aldicarb-sulfoxide léFn LOQ

ALATAUNTUN 0.01 mg/kg UBNANNUUNUIT benfuracarb luarunsausziliuan LOD, wag LOQ la

1199970 % recoveries MINIUNMN 518aLLDUAMINAISI 8.49

A1579 8.49 A1 LOD way LOQ 184n153AsIEiaIsiunned tneldiasad LC-MSMS Tusiag1aniilneg?

concentration (mg/kg)

pesticides % recoveries %RSD
LOD LOQ
aldicarb-sulfoxide 0.003 0.01 114 17
aldicarb-sulfone 0.003 0.005 97 7
methomyl 0.003 0.005 98 il
dicrotophos 0.003 0.005 97 a4
mevinphos 0.003 0.005 100 3
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concentration (mg/kg)

pesticides % recoveries %RSD
LOD LOQ
carbofuran, - 3 hydroxy 0.003 0.005 96 3
aldicarb 0.003 0.005 96 8
carbofuran-3-keto 0.003 0.005 85 12
propoxur 0.003 0.005 92 3
carbofuran 0.003 0.005 116 a4
pirimicarb 0.003 0.005 68 5
imazalil 0.003 0.005 98 6
carbaryl 0.003 0.005 86 5
ethiofencarb 0.003 0.005 75 5
isoprocarb 0.003 0.005 100 4
dimethomorph(E) 0.003 0.005 97 6
methiocarb 0.003 0.005 101 8
fenobucarb 0.003 0.005 99 6
cyproconazole 0.003 0.005 95 4
promecarb 0.003 0.005 88 6
iprovalicarb 0.003 0.005 100 5
tebuconazole 0.003 0.005 90 4
triazophos 0.003 0.005 71 8
diazinon 0.003 0.005 97 4
thiobencarb 0.003 0.005 113 17
indoxacarb 0.003 0.005 92 13
benfuracarb - - - -
ethion 0.003 0.005 101 6
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9. asunan1maavsLazdalauaLuL

Tutsudseau 2561-2563 el fURnguitaiuinisnsivaauiiviasiadenisndn laauiunis
nsaeuauldlavedisnisiwseiasivanaengualsuium 19 vila lauwn aldicarb, aldicarb-sulfone,
aldicarb-sulfoxide, benfuracarb, carbaryl, carbofuran, carbofuran-3-hydroxy, carbofuran-3-keto,
ethiofencarb, fenobucarb, indoxacarb, iprovalicarb, isoprocarb, methiocarb, methomyl,
pirimicarb, promecarb, propoxur, Wa¢ thiobencarb ﬂ&jmaaﬁmiuWame 5 il lawn diazinon,
dicrotophos, ethion, mevinphos, triazophos nguanstasiunidalsaiiay 4 ¥idia lawn cyproconazole,
dimethomorph, imazalil, tebuconazol Tuﬁ%‘ﬁ'ﬁﬂ%mmﬁfﬂLLazﬂaaIﬁ\laqq Falunsnuisuilddendetha
nxna1ud dnniaveu wazdilnedlunisvegey lnefegienzvaua wasdnninnen ¥in1snsiadeu
Audnuay 7 M51anes léun matrix effect, range (@slda), linearity (ramduiusidudunsa), limit
of detection : LOD (ﬂlﬂGﬁl’ﬂqmﬁﬁgmmmmmijﬂlﬁ), limit of quantitation : LOQ (ﬁﬂﬁ?ﬂﬁﬂﬁagmmm
mmi’mléﬁ,maﬁmmuajué’mazmmLﬁaa), accuracy (A2741L4U) LAY precision (mwmﬁ'm) TRV
intermediate precision lugagnsdilngn IN1IATINEUANENYY 3 W1SHmes taun matrix effect ),
limit of detection : LOD (ﬁwﬁwqmﬁ%‘%mmsamaai’fﬂlé’), limit of quantitation : LOQ (mﬁ?wqﬂﬁﬁﬁmmsa

a529701e) Tneldmeialasuinnsnuuaaunlnsiums

'
v v Y] 1

afindagansaindnsaguuuy EN QUEChERs Taedaiaagne 10.00 nsu aslunaen centrifuge
YUIA 50 TadaNT HUAITUINTFIURANTANUTUTY 0.01 TadnTusiodns vin1smeasy 6 91 INUUAY
acetonitrile 10.0 faddns Uantugmsdiouszuna 30 U WALESHALTDY magnesium sulfate (MgSO4)

4.0 n¥1, sodium chloride (NaCl) 1.0 n¥4, trisodium citrate dihydrate (SCTD) 1.0 n¥%, wag disodium

'
=

hydrogencitrate sesquihydrate (SCDS) 0.5 n$u wwgneiionaziasedlugl vortex Useuiu 1 w1 Uild
centrifuge fiANLLEI58U 4000 rpm 5 Wi mﬂﬁ?u@mdmia 2.0 iadans ldadlunasn centrifuge vuA 15
aaanT LANaITHENTENIN MgSO, 150.0 dadn3u PSA 50.0 diadn3u GCB 7.7 mg ag C18EC 50 mg 1agn
freflouazinenagn vortex Ussuna 1 wnft WnlU centrifuge fiA1u5358U 4000 rpm 5 W17 N304
ansazansduiilaniu syringe filter membrane wua 0.2 luaseu adlu vial 2uie 1.5 fadans ¥ilunsia
Ansedeiaies LC-MSMS wansnaaeuluusasandnume dseasdondal
Faagrenznanud

1. @1 range Wui1 agluyisanadudy 0.005-0.7 mg/kg 8niiu aldicarb, indoxacarb,

wag thiobencarb sEAUAIMMTNTY 0.01-0.7 mg/kg wagwuin aldicarb-sulfoxide, carbofuran-3-keto,

wag benfuracarb ldaunsauseidiulaiiiosann % recovery lupnuLngus
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2. ¢ linearity l¢iAnduuszansandusiug () ogludis 0.9950-0.9998 rrunmsiniseensy
Fanansnuduiusiidudunse endu aldicarb-sulfoxide, carbofuran-3-keto, wag benfuracarb L
anunsaUsziiuanududunssldiidosan % recovery i

3. A1 LOD @A® 0.003 mg/kg wag A1 LOQ Aa 0.005 me/kg antiu aldicarb, tag diazinon
A1 LOQ A 0.01 me/keg e aldicarb-sulfoxide, carbofuran-3-keto, thiobencarb, indoxacarb, W& ¥
benfuracarb lanunsamuaiA LOD way LOQ leiilasanliia %recovery liriuinessi

4. MINTINADY accuracy MNMTIATIEAANTRIYANAIATOUAGUIZAUANLITLTY i1 nans
g9 A 0.005, 0.01 wag 0.1 mgrkg 1A mean % recovery aglueia 68-110, 64-113 wag 68-109
ANEIU FesinunainIsEansu Landiiuindsaiesgiianuudy 8niu aldicarb-sulfoxide, aldicarb,
carbofuran-3-keto, thiobencarb, indoxacarb,lag benfuracarb 1%A1 %RSD > 20 way % recovery LNy
\Eu

5. NNIMTIADU precision VIINISNAADUKLUU intermediate precision ﬂ‘a‘aUﬂqmzéﬁJmm
Wudu 61 nane g9 Ae 0.005, 0.01 waz 0.1 mg/kg TéA1 HORRAT aefluszning 0.08-1.17 , 0.05-1.64 uaz
0.11-1.06 MUY Feeinunasiniseausu (HORRAT < 2) wandliiiuindimszvilanudios dievinng
NAADUNEN1ITUINE LT UL TLANAIIR Y 8ALIY aldicarb-sulfoxide, aldicarb, carbofuran-3-keto,
thiobencarb, indoxacarb,uag benfuracarb %A1 HORRAT > 2 %38 % recovery LUNIULAU

A298190NN1ARDN

1. N13A9I988Y matrix effect lngn15inTeu calibration curve Tidauidudusglugas
0.002-0.8 mg/t Tnsuvsooniiu 2 4 yausnnIesly acetonitrile yaRaaunIoaly matrix fnninvouHa
nmsdeunslseninsituiildfiafuaududu nuinldindunsmiildfiaeswdainIoudannudulyl
waneng wazdiewmauduiiliunmuinaiauLanea (%RPD) NuTdiAALuAnsAIsweIANF UG
0.07-8.57% @ilA1 %RPD laitAu 10% (NATA, 2012) agﬂummsﬁﬁﬂam%’ﬂé’ Wan931 matrix ldfnanonns
NAEOU 8ALIU carbofuran-3-keto A1 AAIAULANAIVBIAMNTUYINAY 18.82%

2. A1 range WUINFWAMUTUTUTENIN 0.002 — 0.1 mg/kg UBINITIATIENUTUIUET
ANA1S LaA cyproconazole, tebuconazole, way indoxacarb 429ANUGLTUTENRINE 0.002 — 0.3 mg/kg
POINTIATIFAUIUIUEIIANANY LA carbaryl F29ANUTLTUTENIN 0.002 — 0.5 mg/kg UBINITUATIEN
USurauarsanaie lawn aldicarb-sulfoxide, carbofuran, - 3 hydroxy, carbofuran, methiocarb, &
triazophos 9219ANUTUTUTEIING 0.002 - 0.7 me/kg VoIN1TIATIEAUIUIUE1TANAS TALA aldicarb-

sulfone, methomyl, dicrotophos, mevinphos, aldicarb, propoxur, pirimicarb, imazalil, ethiofencarb,
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isoprocarb, dimethomorph, fenobucarb, promecarb, iprovalicarb, diazinon, Wag ethion F39A1Y
WUTUIENIN 0.005 — 0.5 meg/kg UOINTTILATIERUTUIUAITANAS LAlA carbofuran-3-keto 439713
WUTUTENING 0.005 — 0.7 me/kg VOINITIATIEAUSUIUNEIIANANS bALA thiobencarb et benfuracarb
Tasausziuamnududunsdddidonnn % recovery ldinunasi

3. /1 linearity léAnduuszavSanduiug (1) aglurae 0.9976-1.0000 suinasinseensy
Fauwanspuduiusiludunss snviu benfuracarb ausaussiuaududunssldifenin %
recovery NN

4. A1 LOD vasa1siwnnAsaazsiin JA11AU 0.003 me/kg hagAn LOQ Uasasiy
andudazsiln JAnu 0.005 me/ke anviu aldicarb-sulfoxide A LOQ Aildfiarnududud 0.01
mg/ke WBNINHUNUTN carbofuran-3-keto, thiobencarb waz benfuracarb Tilanansausufiudn LOD, waz
LOQ léilesan % recoveries lainnunass

5. MIMTITADU accuracy INMFIATIERATRANANATEUAGUIEAUAINTLTY f1 nans
g9 Ao 0.005, 0.01 waz 0.1 mg/kg LA mean % recovery agluyas 60-120 , 73-120 uay 89-114
AU dunagin seandu wandlidiuindsinsenianuudy enduiieududusedus 0.005
mg/kg §A1 % recovery lunnuinaust lawn carbofuran-3-keto, thiobencarb, wag benfuracarb finnu
Wuduseaunans 0.01 mg/kg HA1 % recovery lainutneal lawn carbofuran, thiobencarb, uag
benfuracarb A1ULTUTUTEAUAS 0.1 mg/kg AN % recovery Lids1utnaua laun carbofuran, kag
benfuracarb

6. N15M3I9@U_precision YINNISNAABULUY intermediate precision ﬂiaUﬂqmzéﬁJmm
udu 6 nang g4 Ao 0.005, 0.01 uaz 0.1 mg/kg lad1 HORRAT aglusening 0.2-1.8, 0.2-1.8 uag 0.2-
1.1 guddu mudsu 9 sirunasinseandu (HORRAT < 2) wandliiiuindsinsedainudio levi
mMsnadeufian1zwIndauiunauansieiu sniu eniu carbofuran fissduanududu 0.01 me/ke uay
0.1 me/ke 1WA % recovery laisnunaust benfuracarb fiszsumnududu 0.1 me/ke WA HORRAT > 2
STAUALILTY 0.01 me/kg wag 0.1 mg/ke 1A % recovery laurutneds

fragredaiingnn
1. N159539@0YU matrix effect Ingn15IWIeY calibration curve Tidadududuegluyae

0.002-0.8 mg/l Tnsutisoanidu 2 4 yausnwIeaflu acetonitrile ¥afanunIeslu matrix filne waan
nMsi@eunsserineiuildfesuanududu nunldndunsmilstiaewiafivioniinouduldunnig

WaLLI9UNANAMUTUN P UIAIUIUAIAIILLANAG (%RPD) NUILAIANULANAI9YBIAUTUYINTU 0.00-
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9.919% Failen %RPD luliin 10% (NATA, 2012) agluinausieusuls uansin matrix lifinadenisnaaey
¥nLIU tebuconazole Way thiobencarb HAIAIULANANTOIANUTUYINAU 10.59-15.21%

2. i1 LOD vosasiiuanaausazyila a¢lugie 0.003 me/kg waze LOQ Flgdaay
Wudui 0.005 me/kg w3 aldicarb-sulfoxide Ten LOQ Algiarududuil 0.01 meke wenanniy

WU3N benfuracarb ldanusausguiiuei LOD, wag LOQ atiladain % recoveries hitnuunmum

10. nsinanudeluldusslevd

38 nswiensogsdniunissataasfivandaluiiviifiuiiadiuazaaelsilags Tngldiedodlas
unnsmlusaaiUalnsimes (LC-MS/MS) defreldasiaiios finsldgunisalinemaniuazieiosdiolu
nsafindiligsenn dnsAnvnudnuarredisynliiAnanuiulainimanisieseivesie s fiansngy
fimuinsnsavasufisnazdadenisndn drinidouasimuinisinunsioni 2 ivglandanugnies

UndedemunaniziniswazansatnlUldinszilaassluiosuifns

11. Avaunal (i)
AZRYINATETeTeUAM Houien1sdtinddeuasiauinsinunsiund 2 fivadan uag §81u1en1s

nauiauINTITIRaeuigkasTadenisndsn Alinsatvayulun1siidensall uasveveuamd1sIvs

waznidnausmslunguiliaudigvaenisauilagnaen
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