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2. 1959115338 1ASINITIUNITHAILNINITNTIDIAT ISV THEANANYDLINGTUATIENINITNYAS
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3. dan1smaaas(nunlng) mansaaeunldlivesifiasgiamsivande ngu carbamate Tu
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4. AnzhAnduay

WINNNIMAGeY  URITMT ATEI199A dinIfeuazimunsinunsiund 3
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5. UNANED

nsnsvasunuildliveisnmilinssiansivendanguaduiumluuzihsiienisveiuses
voafuRnn5ves @m.3 1ne38 HPLC-Post Column Derivatization ififnsiaindurigosisaieud
(Fluorescence Detector ; FLD) Lﬁaﬁué’mﬂmé’ﬂwmzmaﬁ%ﬁlmw3‘1ﬁLLazUsmﬁué’w%’%mqaﬁa’jw 9
Ansgiiiamugndes wiugh undefewssmnzauiinriuldiduisinasgudmiuiesufoins
Tne3Snaaeuiithunldsnulawnainds QUEChERS 283 AOAC Method vhn1snadeukasUszidiuna
NNTAATIZIANG P85 N19EDR LAKN rang, linearity, accuracy, precision, LOD tag LOQ Asfiuii
nsnageuLduasnguasuimm 99uau 5 ¥l leun aldicarb, carbofuran, carbaryl, methomyl
way oxamyl WaaNN15ATIdeUAINLITIAYBIDTAT I8N ULN 1A rang Tugi9A1L N
0.02-5.00 fiadnsusionlansu TiAn linearity Tutispuidudu 0.02-5.00 Jadnsudenlansu lnedla
correlation coefficient (r) 5¥1314 0.998-0.999 NANIIATIVEOUAIULLIU (accuracy) UBIDIATIZH
Uszullunaann % recovery wusfiaanududusyiusi 0.20 fiadnfusedlandy da15en3ng
92.75-98.92 Wedidus fiarududuseiunans 1.00 fadnsusenlandy dAsening 89.92-102.67
Wesldud wasfimnuitutusziugs 2.00 fadnusedlaniy flA1szming 87.52-98.04 Wadldusd ns
R579A0UAIINLIUEN (precision) Uszidiuann % RSD fiasadudusedusii nans g9 dA1sening
1.41-4.36, 2.97-6.12 uag 3.87-9.16 nud1iu uaziflerluusziliu HORRAT (Horwitz’s ratio) wuin

14 3 sgauALiNtuilA1 HORRAT aglutnausimvua@ernlaiiiu 2 muinaaives AOAC wazgausy



a1 1

19 (Howitz’s ratio < 2) A9ilA19¥1313 0.10-0.95 A1 LOD waz LOQ ¥9335nnaauiian 0.02 wag
0.05 faansusioAlansy Mua1du FeannsusziliunanImmageulngdATIzRAIR1ee a1l WUl
negeuillinanisvegeveglunaurisensununueinissensvaina aunsaldiduisimsigin

Tinagndes uiugh wasausah Wi duiBunsgudmsuiesujiinnsla

6. AUN

A5UAN (carbamates) Wua1sindauuasnguiidlulasiaududiudsznouidify 3
Uszansamgalunistostuidnuuasdasiividosanannsaldidauasisiisuminduaistidn
uiasnguooinlueanedadanuduiivgs uiflanudufivienyudaeuirswuazamedaldisa s
Tidoaldtusgrsunsnanslutiogdu ngldisaanulnonsad fn nalsvdewdniiy daduanmaliias
yiadanddlunandamamainuns nutadluuudeuluudailuuinulndifesiinensnssy
1§ Inglamzdnfuismandamisnisinuaslnefssrogsnamdansdanuliufismeasyilias
nauilandlundananamainens dwadeffuslaald aruuminaseszuulszamlngeongns
Fudansyanuveteuledesdialaduiedmneisa (Acetyl cholinesterase 38 AChE) viiliansde
Uszamezisfialadugniinansanas vinliiAnnisazauveserdfaladuidunuldvonduusyaiy
desaneululliansnsalulelasladerdfaladuliiduladunaznsnesdanls JeviliAnnsnsedu
JangUszamifiniuegiann SuinenisfimiesannsihauresssudeUszam  laduedia
(cholinergic neurotransmission) ¥iN91UINAAUUNG msﬁﬁmLLuaamjzuﬁmmsm@@%umumaﬁmﬁq
1# Insnanesosunaviosentau fafumsndnisimsduialnenss Sufledhgirsnieenaiinade
o¥rwduInUesIene WU seuy Ussaw ndade navnglawavaueadusu Seguussasi

Tmdedinla (Gnawazaney, 2556)
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AT IENATRYANANNNGY
Arsuumlunesiag #9838 HPLC-Post Column Derivatization #iifnsa9¥adungesisaivud
(Fluorescence Detector : FLD) (Uszwnainguazaniy, 2550) Ingdanaaeuiiinaunlddnudasnain
75 QUECHhERS 4849 AOAC Method ¥Nn15vadaukasUszidunanisitasIziannge) f1e3sn19aia
lAun rang, linearity, accuracy, precision, LOD tay LOQ (351558, 2549) n1snsiadeuninulala
Yo3s AT i udumsfigaiisnmsmaaeuiliindanugnies wiud) yndedie aunsaaeunduls
uazimngaufivsihalfduisinassudmsuiesl fifinig Giwissa, 2549) sauranunsatnans
naaouildluifudeyalunisiuvefusesmmaninsariesufiRnisnmuszsuunmunw 1SO/IEC 17025
maly
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7. Asanums
7.1 gunsal
7.1.1 wdesiloinereans loun wiostsaziBen (analytical balance) ¥l 3 waz & FIunis
IeanissarsTinnaznou (centrifuge) A3 DV (funnel shaker) LA389LUE"
(shaker) iA3aINaNATTAZAE (vortex mixer) wp3asanU3unnsviin nitrogen evaporator Way
gﬁ@lmmm%’u (desiccator)

[

12 Faginermansuazinseswnniitlunisiiagieilaun beaker, cylinder, volumetric

~

flask (class A), centrifuge tube ¥u1m 50 Hadans, centrifuge tube VUA 15 Haddns,
dispense, auto pipette, glass vial for auto sample, glass syring ¥u1m 5 adang,
disposable pasture pipette Lag test tube

713 @151ad lawA acetonitrile (AR grade), methanol (HPLC grade), Acetic acid (AR
grade), Sodium chloride (NaCl), Magnesium sulfate anhydrous (MgSO,), OPA diluents,
thioflour Graphitized carbon black (GCB), Primary secondary amine (PSA),
o-phthaldehyde (OPA) waz sodium hydroxide solution

7.1.4 @15 9110 551U (pesticide grade)nquA1TULUN 31U3U 5 ¥ia baun aldicarb,
carbofuran, carbaryl, methomyl Wag oxamyl

715 A% Pickering ':;:u PCX 5200 Post-Column Derivatization

7.1.6 1A309M92971A 2R A1 TR B ANAN High Performance Liquid Chromatopgraphy

(HPLC) 8o Agilent U 1100 FaflvnsraTauia Fluorescence Detector (FLD)

7.2 38015
721 nSW3ENa1sHINggIU (standard solution)
7.2.1.1 w38y stock standard solution
W33 stock standard solution ¥83a1INBUINTFIUNGUAISULUN 5 ¥TA Lawn
aldicarb, carbofuran, carbaryl, methomyl e g oxamyl Iﬂaﬁﬁbﬂaﬂiﬁwm’lwig’mmju
asunauavadalildiminfiuiueu aglugiaUszana 10 dadn3u Tdluvin volumetric

flask vu1m 10 Tadans 1iu methonal (HPLC grade) Wioavangliiduillaimeaiuuasusu



V31105 9¢1¢ stock standard solution #iflanuiduduuszunas 1,000 ppm @adniuse
Hadans)

7.2.1.2 w3vu intermediate standard solution

W3eY intermediate standard solution Ya4@SNWLIATFIUNGUAITULLNLAD BT
Tnel3991991n stock standard solution il methanol (HPLC grade) iteavanelifwile
Aeatuuary3uusunnsagld intermediate standard solution vesansurarydiniiinau
Wintueglugie 10-100 ppm

7.2.1.3 w38y working standard solution

W38 working standard solution laaUiUs intermediate standard solution ¥4
ansiwnsgunguasulamusazsiialdsiuiuly volumetric flask Tuideaiu USudsuns
#18 methanol (HPLC grade) wewanliifuile e fu azld mix working standard
solution ﬁﬁmmvﬁuﬁuagﬁlwﬁmﬂssmm 0.05-5.0 ppm

7.2.2 MIH3EUATBIIATIENANTRYANAI HPLC AUANANTIZNITYINNIUTDUATEIRAIT

annznsiauvenaies HPLC 4ila FLD 8t Agilent U 1100

Column : Carbamate Column, C18, Stainless steel %umﬁuﬂwgu%m&
4.6 Taduns, 817 250 faawums, partical size 5 lupsou
Mobile phase: Methanol 12% : water 88%

dM31@UVBe Mobile phase tHuuuu gradient

= Y | 44' =
A15199 1 9ATIAIUVDIANTREAULNFLARDUN)

1381 (W) Solvent A (% Water) Solvent B (% Methanol)
0.00 88 12
2.00 88 12
42.00 34 66
46.00 34 66
46.10 0 100
49.00 0 100
55.00 88 12




ans1n15a(Flow rate) : 0.80 Taddns/u1¥

Stop time (W) : 55 W7

Post time (W17) : 5 min

gaungiAeauil(Column Temperature) D 42 parnwagyd
USunsfian(injection Volume) .10 lulasdes

Detector : FLD (Fluorescence Detector)

Excitation wavelength 330 nm
Emission wavelength 465 nm
7.2.3 Famsannsiieg19Useendis QUEChERS 984 AOAC 2007.1 Method
Hagegauzang 15 n3u asluvaen Centrifuge tube YA 50 Ta33nS
7.2.3.1 LU 1% acetic acid Tu acetonitrile Usunns 15 Sadans wernleieli
Wi 1 undt antuhluwendeedeseguuase (funnel shaker) 2 Wil
7.2.3.2 v magnesium sulfate (MgSO,) 4 NSU wag sodium chloride (NaCl)
1 % Wwedieienwgwude 2 uiil wdiluwedenIsanaualsazans (Vortex
mixer) 8n 2 W9

a

7.2.3.3 11135 Centrifuge finnuiaseu 4,000 50 URDUNN (rpm) BRYNEIRY
4 93ANTALTA(CC) U 5 W

7.2.3.4 YwWearsavairediuuu (aliquot) USuns 6 fiaddns 1d Centrifuge tube
Yu1A 15 Jadans A8 MeSO, 900 fadnu eraphitized carbon black (GCB) 45 fiadnsu
wag primary secondary amine (PSA) 150 fiaansu (mnduannld GCB 60 Jadnsu) 1wen
FeesenvEuuIne 2 und winhluwendae vertex mixer 8n 2 undi

7.2.3.5 411U Centrifuge #A11113950U 4,000 rpm gaumadl 4 °C 1unan 5 uni

7.2.3.6 DiUmansazanvdruuudsunms 2 ml asly Test tube 1U1lUandsuinsaae
N-evap 91ntusfia methanol 2 fadans tharsazatefilalurau Nylon syringe filter 0.2
Tumasou dludinszsiseades HPLC %ansa93awila Fluorescence Detector(FLD) safu
1384 Post-Column Derivatization (Pickering)
7.2.4 Fumpumsnagounulfldveisiases
7.2.4.1 M3VAdaUYUIN15In (Rang)
Wunsasaaeutrenududuresansilinage ufiaansaiaszilaogi
anAvuaziiugl ¥n1snageu sample blank LA spike mix standard solution W83
asfimumsgunguatiuam Wilanududusiieg 7 anududug ay 1 61 sihnsada

Aa9819n3sN15aintute 3 UiANlaly plot graph $81I19ANNTUTUYBIATUINTIU



(wnu X) fuitufildfaviopeak area (wnu Y) inrsansondurarududuiiogludisiiiy
LAURSS
7.2.4.2 Msnaaaupududunse (Linearity)

nadou sample blank 7iLfial spike mix standard solution ¥ 38157 u
1ASFIUNGUAITUAM Tisgduanudunely rang vesmIaaey 6 sefuamdudug ay
3 41 yhnsatasietmiansataiude 3 theildlu plot eraph sswinsaunduduves
AATFIU (UNU X) FU peak area (LNt Y) AurasAdl sednanduiug (correlation
coefficient ; 1) Lﬂm“ﬁaam%‘uﬁ correlation coefficient ; r > 0.995

7.2.4.3 ANSVAABUAINNLIY (Accuracy)

Hunsussduaanulndifestuseninmanisimsziildannisdsadnm
AUAND19B9INF0E19 NAEU sample blank wag sample blank iy spike mix standard
solution V@3N siwINATEIUNGUASULMTIsEFUANLIduAElut s INaaeUR 3 Sz
AUl 61 naa g4 (low, medium, high) Aanduduay 10 1 ¥hmsatanisnsade
Tute 3 dhlumuiaen accuracy nN1sALIMANUDSIEURA recovery Imi%’qmﬁ’aﬁ

nseuaMAnUesifuinsAunduraITAATIEI (% recovery)
NgAT % recovery = [(A - B)/C] x 100
Tefl A = anudutuvesiessiiiuansuinsgm (Spike sample)

B = Anuituduvesiogeililfifuasinnsgiu (Unspiked sample)

C = runduduresasavangumsgiuiiialusiegng

fvuaLnugin1seeNSuUasIdus recovery Ingldinauairnuunves Codex (Codex,

1993) fifneglugas 70-110 wWasidus

7.2.6.4 MsvageuALLdios (Precision)

L‘TJUﬂWiUiSLﬁuﬁ’]F’n’uﬂ,ﬂgﬂﬁﬂﬁﬁu38ﬂjﬂﬂﬁaiﬂaﬁ1éjﬁ]’mﬂ’lii"jmi’]zﬁ‘gﬂ
NA#aU sample blank G spike mix standard solution maamimmg’mﬂzjmm%mLamﬁ
suaudTuneTutsmIageU 3 sduAuELTy 1 nans g4(low, medium, hight)
AnudIduay 10 91 innsataniudsnisatnlude 3 Ywanisinsedildumidnaas
(Mean; X ) wag d’mﬁmwummgm (SD) va9HanIsNAday AWM ﬁamﬁmwummgm
&S (% RSD) Taeldgassedl

nsfuamdusLuuIaTguduTus (% RSD)

% RSD = _SD x 100
X



fuanusiniseansullesidud RSD TnaldinausinrunuesAOAC peer-verified
Method Nov. 1993 fiAliiiu 20 wWesidud dnlesidud RSD Meglunasifidmuaaiunse
Uszidiu precision 1ngld HORRAT (Horwitz’s ratio) NN

HORRAT (Horwitz’s ratio) = % RSD experimental

Predicted Horwitz RSD
AUl Predicted Horwitz RSD 1s1a1n Howitz equation Wuu Repeatability

(RSD,) @ugns

066 X 2(1—0.5 lOg Q)

Predicted Horwitz RSD
e C = Concentration ration
\NausINNTEBNTUAIL AOAC i1 HORRAT (Horwitz's ratio) < 2
7.2.4.5 mMinageuAnLduduigaiainsansaanuld (Limit of Detection ;
LOD)

Junsmegeumaimnanduduianiiniosamnsonsianuls lasvnluas
Husiumnududuvesansildauanondu 3 wih w03 SD w84 Blank 8961 LOD = 35D lag
yhnsvaaey MiAy spike mix standard solution Suaamiﬁwmmigmﬂfjmm%mmwﬁixﬁu
aududunigludisnismeaeu S1uru 10 41 vhnsadaniudsnisadalude 3 dnanis
AinseifildunUsediue signal to noise ratio (S/N) = 3 wnlld WEugue LOD fiseu
Aradududigeln

7246 n1InadounIAIA NI TuAgafiatunsaniusuald (Limit of
Quantitation ; LOQ)

Hunsmaaeumeimnududusiaaiiainsoiiesesiuaymenunaldegig
gndiee walug a1sunsasgauAla Tnerhluanfussduanududuvesansiilidyaandu
10 i1 989 SD ¥84 Blank #9A1 LOQ = 105D Taesin1snaaay sample blank fiiiu spike
mix standard solution Y8aTRINATFILAGNANSUIIMATERUAIIITLTUAe TS
Nadou $1uau 10 61 vinsatamuiinisadalude 3 dinanisieseiildundssdue
accuracy Wag precision 31oglutnaainiseausulaniuu1nsgiu Codex (Codex, 1993) 1N
lalsinuinaust awdowin1sBusudt LOQ fissfuanududuiigeduuasyhsrmudunouausiny
naINSUsEUIsgausuA LOQ
7.3 nanuazan i
sygnauiy 1 anAu 2555 — 30 funeu 2556
anuiduiuny  vesfuRmslengiasiuanda nguiannnseTaaeuiivua

J78NISHAR ANUNIULALWAUINITNYATUAN 3



8. HAN1SNAABILAZITA]

HANTIIATIVFOULATUTEIUNAAINAITIATITRAIAS 9 VoIn1snsIadaunuldlauesis
Ansgiasarsivanianguariuiumlungaing §1e38 HPLC-Post Column Derivatization Lile
finrsanmuinaeifidmunandrsiiiudunseazld rang vesansfivnguansuiiam s 5 vin Ae
aldicarb, carbofuran, carbaryl, methomyl tag oxamyl aglugasauduty 0.02-5.00 dadiniuse
Alanu wevlunsiaaeu linearity aglai@ correlation coefficient (r) Wiy 0.999, 0.999, 0.999,
0.999 wag 0.998 muddy eegluinamineensuls (corelation coefficient ; r > 0.995) (1157197
2) wan1sUsyiuAANil (accuracy) Ussdiuannanlesidud recovery muinfiannududusesu
1 0.20 fiadnsusedlansy fiAngewing 92.75-98.92 Wedidud fianududusziunans 1.00

a o A

fiadnusioAlansu dAnsening 89.92-102.67 Wesdud wazfinnuidudusefugs 2.00 fadnfusie
Alansu flA15zning 87.52-98.04 Wasiiust (1151971 3) Faoglunaeifidiinun (1AsuIN1) was
anansoveusula

NAN13UsEIIUA1AINLTES (precision) Useiuanndn % RSD fimnuidudiusedu s nans g9
fiA15e7i19 1.41-4.36, 2.97-6.12 uay 3.87-9.16 audsu waviieunluusuifiu HORRAT (Horwitz’s
ratio) WU 3 seduAauulian HORRAT agflutiag 0.10-0.95 Fsaglunmsisinundanlaiiu
2 (Howitz’s ratio < 2) wazsansuld (ms1sil 4) nansussdiudamnududusianiiannsansiany
18 (Limit of Detection ; LOD) LLazmamiUszLﬁummmLﬁuﬁwﬁl’wqﬂﬁmmmmﬂ%mmﬁ (Limit of

Quantitation ; LOQ) vai5nagau JA1vnAU 0.02 wag 0.05 Hadnsusoilansy auainy

AN997 2 NAN1TATIVADU range wag linearity V9I5VAADU

pesticide Range linearity
(me/kg) (correlation coefficient ; r)
aldicarb 0.02-5 0.999
carbofuran 0.02-5 0.999
carbaryl 0.02-5 0.999
methomyl 0.02 -5 0.999
oxamy 0.02-5 0.998

A13197 3 HANITATIVADU accuracy UsEiliuann %recovery



% recovery

pesticide low medium high

0.2 1.0 2.0

(mg/kg) (mg/ke) (mg/ke)

aldicarb 96.1 89.9 89.9
carbofuran 92.7 102.7 93.4
carbaryl 96.4 91.7 93.3
methomyl 98.9 101.5 98.0
oxamyl 95.5 97.3 87.5

A19199 4 NAN1IRTIVABU precision Uszliiuain %RSD uag HORRAT

% RSD HORRAT (Horwitz's ratio)
low medium high low medium high
pesticite 0.2 1.0 2.0 0.2 1.0 2.0
(mg/kg)  (mg/ke)  (mg/ke) (mg/kg) (mg/kg) (mg/kg)
aldicarb 4.36 4.69 5.50 0.32 0.44 0.57
carbofuran 3.51 5.58 9.16 0.26 0.53 0.95
carbaryl 2.72 6.12 3.87 0.20 0.58 0.40
methomyl 1.41 3.59 4.03 0.10 0.34 0.42
oxamyl 3.71 297 8.20 0.27 0.28 0.84

9. a3UNaNTIINARBILATTaLEUBUY
nsnsavseunuldliveismsinsgiarsfivandanguarsununlungiaaiionsue
SuseaieafUAn1s @3 ¢33 HPLC-Post Column Derivatization fiflfnsaaiaidungesisa
WU d (Fluorescence Detector ; FLD) 91U 5 309 lawn aldicarb, carbofuran, carbaryl,
methomyl kay oxamyl HanN15USEIHULATATIAADUAIAIGY LAWA rang, linearity, accuracy,
precision, LOD war LOQ agluinaudinvuawazeousula F997nn15UTEEUNAIINANTILATIZRAN
A9 9 mmﬁwudﬁ%mmaauﬁﬁmamiwmaauag”[,ummeﬁﬁmumLLazaam%’uléjmmﬂmsﬁmwam%’u
ana awnsaliiduisiinseiilinagndes wiudr wazannsaillduisunsgiud vy

WosUuRnsle



10. nsinasuIwlUlduse vl

1 o o

L 10wisumsgiulunisnsiadnsigiaisivandienguaisunumluusdasdn sy
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e JURAnN1TIATIBYaTHYANAN NaURRILINITATIvaauisuasladunisudn d1iniduwas

€

WauINIsInYaswai 3
2. M dudeyalunisvesusesanuaunsavesiesuuRnistusienisuageuaisiivandng

nauAsUInludzaae AagT8 HPLC-Post Column Derivatization
11. 1@N&1381989

I3MmIs Newwen. 2549. Allen1siigataulilivesisnaaeu (Method validation). Ngawmm :
dinideimundatunisnianisnisinens

fimnssas Tletfen. 2549, wuUFuRnmsveaeumgnAesvesiT e aailneviesU RS
R (A Practical Guide for Single Laboratory Method Validation of Chemical
Methods). WUNYS : NTUINGIMAATNITUNNG NTENTIATITUGY.

UszyaUng weufayley, Jway wasly way giiumn vy, 2550. N13nsIvaeumulYlavesis
nAdey N1smIaIsiivanAngua1sutunludn. ngamn : dinddeimuidadenisude
VNISNEATNTUIVINITNYAT NTENTINYATHALANNTAL.

10197 BaTeUNng, AEg1 @ war Nufin1 nuvees. 2556, nsvegeuaulylivesis
Ainszsiansnguaiiuum 8 wialuiiiednidaeds HPLC —Post Column Derivatization.
(Yu @ dudu 12nwgadnireu 255) a1n : URL

http://www.dld.go.th/qcontrol/images/stories/download/201109/2-8.doc



12. A1ANUIN

LNITIN58BNSU Recovery @MSUNANTUINITERNSU % recovery Lagnalu Analyte recovery Ua4

A15ANA19NNENLUAY LATENERINNA19IUBEIMS (MU Codex)

AMUTUTUVDY analyte % Recovery
< 1 pg/ke 50-120
> 1 pg/ke < 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

i : wnUfRnsmeaeuaugnieweisiinngimaailnevesUfiRnsaen
(A Practical Guide for Single Laboratory Method Validation of Chemical Methods).

NFUINYIFNERIAITUNNE NITNTNEAIBIIUEY.
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