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nswUISNTIegiasnguansuweludieg1anin lneAnwiannenmunzandmiuns

AATRAINFUNGUAISUINAMETTTNE Inwanfun1svinufisenseninasnguaisuiuniuaIsni iy

Inseefidu (p-nitroaniline) luannsiuaivianzan dmsurnisganiuuas (absorbance) fl Amax Va1

mimjmm%mmm U 4 ¥Hna"s (Carbofuran, Isoprocarb, Propoxur kag Fenobucarb) fginaila

n15¥9d Ui A1 Amax aglugie 507-512 nm USinasivszauesans 2.0 M NaOH Tun1sufAsen
Ao 2.0 HadanT pH WNAU 12.37 @13 0.05% PNA U381915 1.0 1ad8ns pH VAU 12.42 @15 0.2%
NaNO, USu1as 0.5 §addans pH wi1nu 12.42 wazn1snsivaeunuldlavesidnageu wuinan
ANMUFNRUSITUAUATS (Linearity) agluyas 0.50 - 8.00 HadnFu/Ans A1 R? iy 0.999 (1Nl
1IMIFIU > 0.995) N15NAFOUNIAT Limit of Determination (LOD) wag Limit of quantitation (LOQ)
WU31AT LOD = 0.01 mg/L uagan LOQ = 0.5 me/L N1SNAEBUAINMIY (Accuracy) WagauLies
(Precision) #UITHAN1SNAAOUHIY inaudin1seansy aunasinavunlaealuves Precision, % RSD
289 AOAC Peer-Verified Methods. Nov. 1993 i Lngwgigausua1 HORRAT (Horwitz' s ratio)
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aunsadumadendmiumsiiengimansnguasuinmeisnaaeudunui LagIng uing
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Abstract / Synopsis

Development of carbamate compounds in chili samples. The optimum conditions
for analysis of Carbamate group were determined by colorimetric method. The reaction

between the carbamate and p-nitroaniline in suitable base conditions. The absorbance at
Amax of four carbamate groups (Carbofuran, Isoprocarb, Propoxur and Fenobucarb) was

measured by colorimetric technique. The Amax values ranged from 507-512 nm. The
optimum volume of 2.0 M NaOH in the reaction was 2.0 ml. The pH was 12.37. The 0.05%
PNA content was 1.0 ml. The pH was 12.42. The 0.2% NaNO2 was 0.5 ml. The pH was
12.42 and testing of test methods. Linearity is in the range of 0.50 - 8.00 mg/L, R? is 0.999
(standard criterion > 0.995). Limit of Determination (LOD) and Limit of quantitation (LOQ).
LOD = 0.01 mg/L and LOQ = 0.5 mg/L. Precision and Accuracy found that the test results
passed. Acceptance criteria According to the criteria set by the General Precision,% RSD of
AOAC Peer-Verified Methods. Nov. 1993, according to the criteria established HORRAT
(Horwitz 's ratio).

Test results The development of techniques for the analysis of residues of
Carbamate residues. It can be used as an alternative for carbamate analysis using low cost
and fast test methods. It is suitable for analyzing samples with high contamination and

can be analyzed.
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1]
OCNHCH, OH
R 2 M NaOH at room teml:) R (1.1
R Hydrolysis R

Carbamate Phenolic derivatives

At room temp.
OzN—@NHZ +NaNO2 + HCl ————»  O,N N,*CI (1.2)

Diazotization

p - Nitroaniline p -Nitroaniline benzene diazonium salt
N2+C| - OH
R Alkaline Condition
+ > O,N N= OH (1.3)
R Coupling
R
NO, R

Color reagent product

A 1 UfAsensiindvesansnguaisuue (N. Chu and S. Fan, 2009)

waliAnsafnasnguAsUILLnveaNuTeiiuUsnausemaila Liquid microextraction
(LE) (N. Chu and S. Fan, 2009) Liquid-phase microextraction (LPME) (J. Zhang and H. K. Lee,
2006) Solid-phase microextraction (SPME) (B. Cavaliere et al,, 2012 and Y. Gou, et al., 2000)
Liquid-liquid extraction (LLE) (M. Liu et al., 2005 and J. Vichapong et al., 2011) Fanadaildlunig
afpansnguAsuLRAuTIaINYaTe Msiaenmaliansaiaininsauiunsieseansnguais
vnuadadudeddy

dmiumaiafifonldlunsiiesnesiarsnguaiviunlunuifefiiuadszneufemaia
Sequential injection analysis (SIA) (N. Chu and S. Fan, 2009) tn @i A High performance liquid
chromatography (HPLC) (J. Vichapong et al., 2011) waginaila UV-vis spectrophotometer (Y. Ni
et al., 2009 and Z. M. Liu et al., 2009) %aﬁmmmwmﬂwmmmﬁﬂ PIFURUAILIz AN WA
AATIRAINGUAITUNUAULA AT

TuAdediunldfins@nvsiavesasnguafuiunatssiiadasenaudie Carbofuran
Propoxur Metolcarb Fenobucarb Methiocarb-sulfone Aldicarb Carbaryl Ethiofencarb Isoprocarb

Baycarb Methiocarb Promecarb Propham Pirimicarb Methomyl Soprocarb Diethofencarb i &

2
=

Metholcarb n1staendnwiansnauaisununsialatuiuedivtadevalsusenis wu Auimizdgn

Y

YUARIDL1 NNTLAALIALATNITILUINVDILUAY TRAVDIFIDE1NDYUANYINIUSUIUNITANAIIVDIANT



nauaFuTeluATefiiiuindseneude fregiein fredhamalsl Fregraihainundsingg feehs
Hoidevy uaiedsiu Husy
m3Lﬂﬁﬁﬁ&Jﬂ%‘iumiaﬁmmiﬂdum%mmmiumu%%’aﬁmumﬂizﬂauéfaami EDTA, CH,CL,,

Hexane : Acetonitrile (v/v) (N. Chu and S. Fan, 2009) Methanol, Toluene, Hexane (J. Zhang and
H. K. Lee, 200 6) Acetonitrile, Methanol, Ethyl acetate (Y. Ni et al., 2009) Dichloromethane,
Hexane : Acetonitrile (v/v) (Y. Ni et al., 2009) Acetonitrile, Trichloromethane (Z. M. Liu et al,,
2009)
ingUIzeasn

1. Weniswaumeaindsnsinsziarsivanddludnualivasnaniusivnisnisinensves
AinseRaunsInensand 4

2. ieaunBnsiesgiansivanienguansuiuslildismmaaouiisimnusiag uaydl

AugNARduEgT karandunualEIelunTinsgiasnguAITuLLe

A5AdunIs

gunsaluazisnis
1. w3asdiafildlunisnaaas
w3eadlefildlunsveasstsznaudie
1.1 gi@deaUninsinlaiines (UV-visible spectrophotometer)
1.2 #303anU3u1ns (Evaporator)
13 ipdesamedion 3 fumis (Balance)
1.4 m’%iaqmammimmﬁaga (Homoginizer)

1.5 sevinanudunse wua (pH meter)



2. @154Adl
asndifldlunsneasslsznause
2.1 nsalglasaassn (Hydrochloric acid)
2.2 @15UINITIUNGUAISUINA (Standards carbamate)
23 oxdlalulnga (Acetonitrile)
2.4 wnuea (Methanol)
25 dndu (Water)
2.6 lunsulensonlyn (Sodium hydroxide)
2.7 w-lulesexdiau (p-nitroaniline)
2.8 Supelclean ENVI-Carb (particle size, 120-400 mesh)
2.9 BONDESIL-PSA

3 /N15NNABY
3.1 NssBNEIsIAN
3.1.1  @sagaguInsgIunauAsULIaNdY 1000 Tadnsusedng
%ﬂﬁﬁﬂ’]@]ig?ﬂﬂajmmgv’]m@l 0.10 N5Y A¥ANLMBLUNIUGA LAY
UsudTmmslilsuiinnssn 100 fadans Wivluviaufifddaiinda fAnaainszyie Suideu U
Time
3.1.2  a1sazaensiulnsesdau (PNA) Uty 0.05% (Govazlauuianalsuims)
H3a13 PNA 0.05 n3u azanesnensalalasaassnudul3uns 20
fiadans USuusinasestndulilausuinssiy 100 adans
3.1.3  arsazaelaeululasyl (NaNO,) 1WuTY 0.20% (Sevazlavuianalsunms)
F1a15 NaNO, 0.20 %4 azanedetindy YsuUsunsasthnduls
1aUSumssan 100 Tadans wihiu 0.028 lua
3.1.4 arsazaelapeulansenlen (NaOH) WUy 2.0luans
1 NaOH 8.00 n%a azanederinndy wasuduusunaseetnnauliusums
331 100 HUadans
3.1.5 @nsipdnay
nansazany 0.05% (Sesazlasinanalsuns) PNA 21nnsiaseude 3.1.2
USums 1.00 18dans way 0.20% (SesazlasulanouSuins) NaNO, 91nn15LAT8NTD 3.1.3

U3uns 0.50 fadans wawlidniu (mseseulvdnnassiiinimeass)

sTEZAIAdUNTS SR Aueney 2558 duan fa1eu 2560 iU 2 U
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dnunaiunIg s MeslURNsnquiaiuInsasIvaeuiviardadensuadn driinddeuay

WALINSINYATUAT 4 9.9Uas1¥511

HaN1MAARIAT I
HanN1sAHunuNIRTIIgeuAUliliveiznITlAsIERaNTiYINANGNAISUIAMEWATA
N1510d lneAnwannenmungauveansinssiasnguasuiualudieg1ansnaeiaing Ingede

ada

nsviuAsensemiansnguasuwaiuasnslulasesiau (p-nitroaniline) luannigwaivanyay

v aaa a
@Q‘UQﬂiEJ’WHlIﬂ’]WV] 1

Q
OCNHCH;, OH
@R 2 M NaOH at room temp @:R 0
1.1
R Hydrolysis R
Carbamate Phenolic derivatives

At room temp. .
OZN—@NHZ +NaNO2+ HCl ——— =  O,N Nz"CI (1.2)

Diazotization
p - Nitroaniline p -Nitroaniline benzene diazonium salt

N2+C| - OH
R Alkaline Condition
+ - 02 N= OH
R Coupling (1.3)
R R

Color reagent product

NO,
Ad 1 UfAsensiindvesansnguaisunie (N. Chu and S. Fan, 2009)

1. NAN5ANYIMIAINNIRANEUUAY (absorbance) #l Amax vasansnguAIuILLn S1udu 4
Binas ABNAtANITINE
alnasnsgandulasednsausinlfnUjAseinsindvesansand nguansuiiam
$ruau 4 fleans YiluTaszidiewrdes UV-Visible Spectrophotometer finnua1indu 400 — 800
ululums A1NNsRANALLAS (Absorbance) Wansfan159l 1 wazaunasINIgANAULAITiAINETIAGY

A19°) LAASAININT 2

M19197 1 UAAIAINIIAANTULANTDIAINGUAISUNNNTILIY 4 FTAanT (!N1Meaes 3 91)



YUAET (Absorbance) 7 Amax PH

$uau 1 2 3 \ndy 1 2 3 \ndy

Carbofuran 0.213 0213 0.213 0.213 1238 1239 1239 12.39
(515 nm)

Isoprocarb 0.285 0.285 0.285 0.285 1238 1239 1239  12.39
(507 nm)
Propoxur 0.305 0305 0.305 0.305 1236 1237 1238  12.37
(512 nm)

Fenobucarb 0.305 0305 0.305 0.305 1236 1238 1239  12.38
(507 nm)

107

0 _____ Blank

084 _____ Standard Carbofuran

0.7 _____ Standard Fenobucarb

061

Lo ) _____ Standard Isoprocarb

0.4

|0 400 450 500 550 600 650
nm

700

AT 2 AUNATINTRANFURANVDIANTNGUAITUUA T1UIU 4 Yilaans

2. uansAnyIanzimInganvasls I seiinldlunisiiaufize

2.1 gansAnwmUsunsilgauvesans 2.0 M NaOH

=

Lay 4.0 Hadans MIUFATEIRU 0.05% PNA UTu1ns 1.0 Tadans uaz 0.2%NaNO, U3uns 0.5

[%

f9d8ns (1N15NAad 3 1) NAUTUTUYDIEAITUINTFINNGUAITUMIA 4 TadnFuseilansy Wiy

AATIEINIAINITAANTUES AI8LATEY UV-Visible Spectrophotometer a4 A1E13AAY 507 WIlULUAT

NANIINARDILEAIAINITIN 2

ﬁﬂmmﬂ%mmﬁmmzamaqmsazma 2.0 M NaOH U3u1ns 0.5, 1.0, 2.0, 3.0




A58 2 HATsU3R 2.0 M NaOH (mL) vuiAeniu 0.05% PNA USues 1.0 Saddns uay

0.2%NaNO, Usuas 0.5 fiadans (Min1sveaes 3 97)

Usung
2M NaOH AINTYANAULES
(mL)

Sruaudh 1 2 3 \ade 1 2 3 \ade
0.5 0.149 0.149 0.149 0.149 1.54 1.53 1.52 1.53
1.0 0.228 0.226  0.227 0.227 2.26 2.26 2.27 2.27
2.0 1.008 1.006 1.008 1.007 12.34 12.38 12.39 12.37
3.0 0.641 0.642 0.642 0.642 12.59 12.60 12.61 12.60
4.0 0.495 0.496 0.496 0.496 12.67 12.68 12.71 12.69

2.2 WaNSANEIMIUSUINSIMNNZENUDIENS 0.05% PNA

10

ﬁﬂmmﬂ%mmﬁmmzamaamiazma 0.05% PNA U35u1%15 0.5, 1.0, 2.0, 3.0

Loy 4.0 daddns MIUGATeNAU 2.0 M NaOH USuns 2.0 1addns uaz 0.2%NaNO, Uuns 0.5

19883 (1N15MAE04 3 ¥1) NAMUTUTUYDIAITUINTFINNGUAITUIIA 4 TadnTuseilansy Wiy

TATILIIAINITAANTULAS MELATEI UV-Visible Spectrophotometer fu A13813AAY 507 ULULAS

NANIINARDILARIFINITIN 3

aaa

AT97 3 WAUDIUTNT 0.05% PNA (mL) ¥UARATe1 U 2.0M NaOH USuns 2.00 Sadans waz

0.29%NaNO, Usu1as 0.5 §adans (Vn1mvaass 3 941)

Usung
0.05% PNA AINIAANAUES
(mL)

Sruaudh 1 2 3 \ade 1 2 3 \ade
0.5 0.3814 0.3812 0.3809 0.381 12.59 12.60 12.61 12.60
1.0 0.9730 0.9729 0.9730 0.973 12.41 12.42 12.43 12.42
2.0 0.2467 0.2412 0.2398 0.243 1.85 1.85 1.84 1.84
3.0 0.2266 0.2252 0.2239  0.225 1.11 1.10 1.10 1.10
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4.0 0.2182 0.2210 0.2214 0.220 0.87 0.86 0.86 0.86

2.3 namsAnwIUSINASTmINEaLYesENs 0.2% NaNO,

AnwmUSinpsiuanzasuesansazats 0.2% NaNO, U3ans 0.5, 1.0, 2.0, 3.0
Loy 4.0 dadans Mv1UAATETU 2.0 M NaOH U395 2.0 f1addns uaz 0.05% PNA USu1As 1.0
fad8ns Ghnsnnaes 3 91) fenududuvesansuinsgiunguaiiuun 4 Sadndudedlandy Wil
AnTginansganauLaT feLA3es UV-Visible Spectrophotometer & AMMENIAGY 507 U1TUIIAS

NANIINARDILENIAINITIIN 4

A58 4 HaresUians 0.2%NaNO, (ml) ¥MUFATeN U 2.0M NaOH U3ans 2 Taddns uay 0.05%

PNA U311915 1.0 48aans (Y1n15veass 3 91)

Ysunsg
0.2%NaNO, AINIAANAULES pH
(mL)

Sruaug 1 2 3 \ade 1 2 3 \dy
0.5 1.071 1.070 1.071 1.070 12.41 12.42 12.43 12.42
1.0 0.965 0.965 0.965 0.965 12.43 12.44 12.44 12.44
2.0 0.943 0942 0.942 0.942 12.44 12.45 12.46 12.45
3.0 0.862 0.862 0.863 0.862 12.47 12.48 12.49 12.48
4.0 0.793 0.794 0.794 0.794 12.47 12.48 12.49 12.48

3. NANSNAFIUAMUTUNUSITUEUATY (Linearity)

Ia

IngUiUadansavalounsgnunguaAIsuunduty 100 adnsusedns Jsuins 0.125,
0.250, 0.500, 1.000, 1.500 wag 2.000 faddns ldluvindnusuinsauia 25 faddns nanududuns
lugls1uiniy 0.50 1.00 2.00 4.00 6.00 Uag 8.00 dadniuredns aua U ndsniufuasazans
2.0M NaOH V31105 2.0 fadans welinaudu ndsniufuansazaionausening 0.05% PNA uas

0.2% NaNO, 8m51@3u 1 : 0.5 Taaans Ysuusuinsmeunaulilausunmssiy 25 Taddns unluinan
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miamﬂﬁmmwaqmiﬁwwﬁ'aq UV-Visible Spectrophotometer 1% Reagents WJud collect blank ¢t

ANIIYANTULEEIEATNIAINLIARY 515 WITUUAT HANTVARDILAAIAINITIN 5 Uazn1nil 3 - 6

M13199 5 UAAIAINIIAANTULAIYDIATAZAY Carbofuran AIAuLUNTY 0.50 - 8.00 me/L

AaMududuasans Carbofuran AINTIAANAULEAS (absorbance)
(mg/L) s A =515 nm
0.50 0.0203
1.00 0.0475
2.00 0.1014
4.00 0.2179
6.00 0.3486
8.00 0.4736
Carbofuran
0.5
o y = 0.060x - 0.015
g 04 Rz = 0.999
& 03
£
g 02
O
< 01
0
0 2 4 6 8 10

Concentration

AT 3 LEAIAIAUEUNUSITUE B Carbofuran M5EAUAMILILTY 0.50 - 8.00 me/L (R? = 0.999)



M19197 6 UARYAINIIAANTLUEN YBIENTaraNY Isoprocarb 1AYNTU 0.50 - 8.00 mg/L

v v
AMULVUVYUVDNET Isoprocarb

AINTIRANGLUES (absorbance)

(mg/L) a4 A = 507 nm
0.50 0.0419
1.00 0.1012
2.00 0.2033
4.00 0.4389
6.00 0.6233
8.00 0.8560
Isoprocarb
22 y = 0.107x - 0.008

Absorbance
»]
I

R? =0.999

Concentration

1 6 3 10

13

AN 4 LARIANANNENNUSITUE DS Isoprocarb N5EAUAIIILNTY 0.50 - 8.00 me/L (R? = 0.999)

AMUYUTUVB9ETS propoxur

AIN3QANAULES (absorbance)

(mg/L) ol Amax = 512 nm
0.50 0.0263
1.00 0.0621
2.00 0.1402
4.00 0.2994
6.00 0.4493




8.00 0.6176

0.7
0.6
0.5
0.4
0.3
0.2
0.1

Absorbance

Propoxur

y = 0.078x - 0.015

R? = 0.999

0 2 7 6 8 10

Concentration

14

AN 5 LARIANANUENNUSIT A& B Propoxur NseAUAMMLINTY 0.50 - 8.00 me/L (R* = 0.999)

A1519% 8 LLamﬁhmi@ﬁﬂﬁmmwmaﬁazma fenobucarb 0.50 - 8.00 (mg/L)

AULIUTUYRLENS fenobucarb AIN5AANAULES (absorbance)
(mg/L) a4 A = 507 nm
0.50 0.0308
1.00 0.0619
2.00 0.1333
4.00 0.2976
6.00 0.4418

8.00 0.5901
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Fenobucarb

0.7

(\6 .....
0.5 Rz = 0.999
0.4
0.3

0.2
0.1

Absorbance

0 2 4 6 8 10

Concentration

AN 6 LanIANALENTUSIZUEUBY Fenobucarb Asedumadudy 0.50 - 8.00 mg/L (R? = 0.999)

4. NANINAFBUNIITNNTANAAIDENNINAINTUNITATIVNATIRETNEANAIINGUAITUUA
18350159504
thénegwinanulaziBeainndsuszann 10 030 HaTIIRsgIUNguAITUIIAT
seduAmITNdY 8 Hadnsusenlandy waRuaITazansfiuana1eiu §1uu 6 ¥ia (Acetonitrine,
Acetone, Methanol, Acetonitrine : H,O; 1:1, Acetone : H,O; 1:1, Methanol: H,O; 1:1) WWuaaly
F10819 USues 20 faddns Wilvweruiu 10 uif waisazaedilénsoswiuasnauszning carbon
way PAS dnsndau 1:1 Idansazanesnognsla ndminiudiunaisazatefie thandsung 5 Tadans
VwnansazarefiogauUsuins 5 daaans ldluriniausuinsounn 25 Sadans wdsarntuiy
ansavany 2.0M NaOH U315 2.0 fiaadns wenlinauiu ndsnduiivaisasanonausswing 0.05%
PNA @z 0.2% NaNO, §n51d1u 1 : 0.5 fiadans Usuusunsaoinndulilausuinssiy 25 fadans
ﬁ'}lﬂi’mmmi@mﬂﬁuuawmmiﬁast‘%'aq UV-Visible Spectrophotometer 19 Reagents 1Husa collect
blank Wfﬂ'wmi@mnﬁmmgaqmﬁmmmm?{u 515 11TUILAT NANTVIAADILARIFIANTIST O

M1919% 9 UARIAINIIYANTLILENTBIENTAZANEUAAL TN

o R AINIAANAULLES
AN0UN Yna15azany pH
A =515 nm
1 Acetonitrine 0.590 12.481
2 Acetone 0.530 12.429

3 Methanol 0.460 12.284
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4
5
6

Acetonitrine : H,0O (1:1)
Acetone : H,O (1:1)
Methanol: H,O (1:1)

0.420
0.440
0.200

12.238

12.211

12.224

5. nan1ImagauMIUTINE T EANAeNguA1TULNATuIBg1WINgR aindleasazany

Acetonitrine 1835015

ad v o

ehRloh

degnsnannuliazduntiudauseann 10 N5 AL aITUIATIIUNGUAISULLAT

SELAUAINULINTIY 0.5 — 8.0 Taansusanlansy a1u3sn15911 Standardaddition WaAUEITALAE

Acetonitrine LaNaslUFIBEaNINAA USRS 20 Hadans Wrluwe1uiu 10 uiil dhansazanefnlanses

NIUAISNANTEIINY carbon wag PAS ans1du 1:1 leansazatediagiala ndsanntulweansazans

F9g191USUINS 5 Tadans talurininuSuInsaun 25 1adans nadanntuivaisazate 2.0M NaOH

US11915 2.0 Tad8ans wenlnauiy ha9anntuiinaIsazatenansening 0.05% PNA wag 0.2% NaNO,

gn31du 1 : 0.5 faddns Usudsumsmetnaulilausuinssiu 25 Taddns dildinAinisganiuuas

YOIEAIHBLATES UV-Visible Spectrophotometer 14 Reagents Wusn collect blank lﬁﬁﬁm’i@mﬂﬁu

LLaaqaqmﬁmmmmﬁu 515 WLULLAT HANITYIAADILARAIAINITIN 10

M15197 10 ANNTAANFULAIYBIANTATAIEMBE1aNEN afnrlgansazaiy Acetonitrine

AMUdudu AINTIRANAULES (absorbance)
(mg/ke) & A =515 nm g
$1uue 1 2 3 1de 1 2 3 1de
GRERE
o . - 0.021 0.021 0.021 0.021 12.660  12.671 12.678  12.670
e NEN
0.50 0.245 0.245 0.245 0.245 12.651 12.660  12.666  12.659
1.00 0.458 0.458 0.458 0.458 12.632 12.640 12.651 12.641
2.00 0.722 0.723 0.722 0.722 12.656 12.664 12.671 12.664
4.00 1.240 1.239 1.240 1.240 12.646 12.653 12.658 12.652
6.00 1.482 1.479 1.479 1.480 12.652 12.662 12.668 12.661
8.00 1.910 1911 1.912 1.911 12.627 12.638 12.646 12.637




Absorbance

2.500

2.000

1.500

1.000

0.500

0.000

y=0.215x+ 0.183
R2=0.997

! 5 6 7

ANUINTY (Mg/kg)

AN 7 LARSAIANFURUSITAUVRIEN TAEAN UMD 1AL TNGUATISULA NTEAUANNTNTY
0.50 - 8.00 mg/L (R? = 0.997)

25 7

blank

sample

sample+

sample+

sample+

sample+

sample+

sample+

mix 0.5 ppm
mix 1.0 ppm
mix 2.0 ppm
mix 4.0 ppm
mix 6.0 ppm

mix 8.0 ppm

MW 8 AUNATINTYANTURANVDIATALANEAIDEAYANTNGNAITULN T1UU 4 Biinans

17



6. NANIASIFRUANU LT AVRIISNAFDU

6.1. nan1svagauANTudunse (linearity range) VBIAISNAUAIIUILUR I1UIY 4 ¥iia

18

m%waﬁmmgmmwau 91U7U 4 ¥iinans (carbofuran, isoprocarb, propoxur,

fenobucarb) AisEAuAUTLTY 0.5 - 8.0 Tadnsuredns lngendenisviiuiisenseniteaisnguens

vnunduasnslulasesiau (p-nitroaniline) luan1izivaiiwuizay Ysudsuinsaisuinaulile

USunssiu 25 daddns naaeuaududuag 3 91 d1luind1n1sganaulaswesansaioinieq UV-

Visible Spectrophotometer 1% Reagents Jui collect blank finue1IAdY 515 wlwwms Han1s

NABDIHANIAINITIT 10 ndayailaunadansmseninaduduiuainisganduuas nuinen R? wiriu

0.999 (NUFUINTFIY > 0.995) NANITNAFDULARAIAT NN 9

M19199 10 NANIVAFBY linearity range UBIANINFUAISUNNATINIY 4 ¥TA INNTIAAINITAANG

WAIENS (VNN11eand 3 91) N5zAUANLTLTY 0.50 - 8.00 mg/L

ALY ANIANGULES & A = 515 nm
(mg/L) (Frwau 3 91)

1 2 3 \ade
0.50 0.030 0.031 0.028 0.030
1.00 0.063 0.062 0.062 0.062
2.00 0.145 0.143 0.140 0.143
4.00 0.310 0.298 0.299 0.302
6.00 0.445 0.442 0.449 0.445
8.00 0.630 0.620 0.618 0.623
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y = 0.078x - 0.014
R? = 0.999

absorbance

0 2 a 6 8 10

concentration (mg/l)

AMF 9 uaRINaNIINAdEU linearity range mada’ﬁﬂfjumii‘mmﬁ?’]mu 4 wiln 6 level (0.50 -
8.0 mg/L)
6.2. HAN1INAHDUNIAT Limit of Determination (LOD) wag Limit of quantitation (LOQ)
Tnguiansazany Acetonitrine USu1ns 5 Hadans wWuasluviainusuinsuuin 25
adans ndeantuiuaisazas 2.0M NaOH U3uns 2.0 fadans werlinausy huaisazaronay
S¥IN4 0.05% PNA waz 0.2% NaNO, §as1du 1 : 0.5 fadans UfulSunsaetndulildusunssu
25 finaans Nedey 10 1 ﬁwiﬂ’;’mmmi@mﬁuuawmmiﬁ’mLﬂ%a UV-Visible Spectrophotometer

1AAINTAANAULAIEIEATNIANEIAGN 515 UTULIAT HANITNARBILARIAINTIN 11

M1319% 11 ANISRANTULAY (absorbance) YBsa13AZAY Reagents blank §113u 10 41

MUY AIN15PANEULES ad A = 515 nm

—_

0.0002
0.0001
0.0001
0.0001
0.0001
0.0002
0.0001
0.0001
0.0002
0.0002

O 00 ~N O U1 A VLW DN

—
o
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Mean 0.0002

SD 0.0000

nndeyananisvaaaunuin Andsauninsgiu (SD) widu 0 slianunsaduiaen Limit of
Determination (LOD) ¢/ sfsfufaduansuiasguansunuaiinnududu 0.5 me/L 9nturhufasen
sewinsansnguanuuaiuaisnslulasesdau (p-nitroaniline) Tuanigluaiivungan UfuUsanns
Frothndulildusinmssy 25 faddes naaeusiuau 10 41 thluinrmagandunasmesasieiaios
UV-Visible Spectrophotometer 1% Reagents Jud collect blank #inuenapdu 515 urluluns wa
MINARBIUARIAINITIT 12 waznuinandoyanan1snAaeuaINAITIei 3 Al LOD 91ngns
LOD = 3SD tansi191nn13AIu3adAT LOD = 0.01 me/L

InTuMAIINTIAT Limit of quantitation (LOQ) Aiszsuaruidudu 0.5 me/L Tneuseiiu
NAT ALNNTINNTERNTUYBINIATEIU Codex (1993) Aa HORRAT 1nausi < 2 nanisnaasuitldnuin
A1 HORRAT winfu 1.62 egluinamifisansuld uansiianandudusmaniianunsamuimals (Limit of

Quantitation ; LOQ) ¥0435Mad@au LOQ = 0.50 mg/L

M131991 12 AINSRANAULEY (absorbance) YBIENTAXAIBUINTFIUNGUATISUILLA 11U 4 Tlnans

AAMULTNTU 0.5 me/L T 10 97

AINIAANAULES

F1UUL A =515nm

—_

0.030
0.031
0.028
0.030
0.032
0.026
0.030
0.033
0.029
0.027

O 00 N O A WN

—
(@)
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Mean 0.030

SD 0.002
%RSD 7.29
Predicted Horvitz RSD 4.49
HORRAT 1.62

6.3. NANIINAFBUNIAT Accuracy WagA1 Precision
NIINAFDUAIULLIU (Accuracy)

- Y9@OU Reagent blank, Sample blank wag Fortified sample IsgAUANULTNTU
MelutnIegaau 6 sEAuANUILLTY (0.05 - 8.00 mg/L) Asduduay 10 @1

- MARRYVDINANTNAGOUAINTAANGULAY  (absorbance) (Mean; X))  Uagdu

WUeuunInggIu (SD) VaaHan1IAaeuy

AR @ lgauuannsgIuduius (% RSD) agldgnsnadl

% RSD = _SD x 100

X
Uszudiy Precision 1agld HORRAT (Horwitz’s ratio) 1138 910 % RSD 310gns

HORRAT (Horwitz’s ratio) = 9% RSD 21ANSNA884

Predicted Horwitz RSD

AU Predicted Horwitz RSD 1910 Howitz equation LUy Repeatability (RSD, )

ANGAS

Predicted Horwitz RSD 0.66 x 2(1:05 103 Q)

Lﬁja C = Concentration ration
NaTINNsEeNsyU AN vualaeluues Precision, % RSD 289 AOAC Peer-Verified Methods.
Nov. 1993 a3 LN ausuA1 HORRAT (Horwitz' s ratio) f9dd

AOAC < 2

Codex ,EU X2

[

NIINAADUAIINUAIY (Accuracy) WagAIULIEY (Precision) ¥89n1TnAaeslaltiiun1slagii

Magensnanriulazidentiuidauseunn 10 n5U ALE1TUIATTIUNGUAITURNATISEAUAINTNTY
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0.5 - 8.0 mg/L #1135n15%1 Standardaddition uallfna1sazaly Acetonitrine Whnaslusiegansnan
U3uns 20 fadans drluwgiunu 10 unfl thansavanefilénsesiuansnauszning carbon waz PAS
Sasndu 1:1 ldansazaneinodndla ndminiudinansazatefetanusunes 5 faaans ldluwanin
US1asuunn 25 Tadans ndsantuliuaisazans 2.0M NaOH U3uns 2.0 fiadans werlinauu
NTLRNENTAYANUNANTENING 0.05% PNA WAz 0.2% NaNO, 9n5187u 1 : 0.5 Hadans Ysudsunng
FrendulilasinsTu 25 faddns neaeunrududuas 10 61 dluTadinisgandunateesans
#re1A3e3 UV-Visible Spectrophotometer 14 Reagents tfu#a collect blank ladn1sganauuas
qqqﬂﬁmmmmﬁu 515 W lulng HANISNAABUALLIY (Accuracy) waz AMLBY (Precision) uans

(% P 1 i ¢ o [ v
AR 13 - 19 W'U’NNﬁﬂ’ﬁm@a@U@@ﬂumm%WﬂWWUWLLagﬁ']lnﬁﬂﬁl@llilliﬂ

A1519% 13 ﬂ'wmi@mﬂﬁuLLawmmiazmsfﬁhaemw%ﬂ anmeeansarany Acetonitrine 371U 10 91

U AN1sRANAULES a4 A = 515 nm pH

‘T}é'l 1 2 3 \ade 1 2 3 \ade
1 0.021 0.021 0.021 0.021 12.66 12.67 12.67 12.67
2 0.021 0.020 0.021 0.021 12.65 12.66 12.66 12.66
3 0.020 0.021 0.022 0.021 12.65 12.66 12.66 12.66
a4 0.021 0.021 0.020 0.021 12.63 12.64 12.65 12.64
5 0.022 0.021 0.021 0.021 12.66 12.66 12.67 12.66
6 0.021 0.020 0.022 0.021 12.65 12.65 12.66 12.65
7 0.021 0.020 0.020 0.020 12.65 12.66 12.66 12.66
8 0.021 0.021 0.021 0.021 12.63 12.64 12.65 12.64
9 0.022 0.021 0.020 0.021 12.65 12.66 12.66 12.66
10 0.021 0.021 0.021 0.021 12.63 12.64 12.65 12.64

Mean 0.021

SD 0.000

%RSD 1.313

Predicted Horvitz RSD 4.725

HORRAT 0.278

M13197 14 ANISAANTULAIYRIANTATANEMIBE 1NN afinRieansara1y Acetonitrine LANATTHATIY

1 [ dl % ¥ v [ 961
NHUAITUNNANTSAUAIULVNVY 0.5 meg/ke NAddU 1UIU 10 90
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y AnNspaAnaumas o A = 515 nm pH
AMUIUGN 5 3

1 2 3 128 1 2 3 1288
1 0.242 0.244 0.245 0.244 12.66 12.66 12.65 12.65
2 0.245 0.245 0.242 0.244 12.66 12.66 12.65 12.66
3 0.245 0.243 0.245 0.244 12.65 12.65 12.63 12.64
a4 0.243 0.245 0.242 0.243 12.66 12.66 12.65 12.66
5 0.245 0.244 0.245 0.245 12.65 12.65 12.63 12.64
6 0.243 0.245 0.242 0.243 12.66 12.67 12.67 12.67
7 0.246 0.245 0.244 0.245 12.65 12.66 12.66 12.66
8 0.245 0.245 0.243 0.244 1263 1264 12.65 12.64
9 0.245 0.241 0.244 0.243 12.66 12.66 12.67 12.66
10 0.244 0.242 0.244 0.243 12.65 12.65 12.66 12.65

Mean 0.244

SD 0.001

%RSD 0.256

Predicted Horvitz RSD 3.265

HORRAT 0.078
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M15199 15 ANISRANSULAIYRIANTAaYANEMIBE 1NN afinrieansaraly Acetonitrine WALATTHIATINY

NAUANTUNUANTEAUAIULTUTY 1.00 mg/kg NAFBU F113U 10 €1

y ANIRANGULES & A = 515 nm pH
V1UIUYN 5 3

1 2 3 128 1 2 3 1288
1 0.459 0.458 0.460 0.458 12,66  12.66 12.65 12.66
2 0.458 0.457 0.458 0.458 12.65 12.65 12.63 12.64
3 0.458 0.462 0.458 0.459 12.67  12.67 12.66 12.66
a4 0.458 0.458 0.458 0.458 12.66  12.66 12.65 12.65
5 0.458 0.458 0.458 0.458 12.66  12.66 12.65 12.66
6 0.461 0.458 0.458 0.459 12.65 12.65 12.63 12.64
7 0.458 0.461 0.458 0.459 12.66  12.66 12.65 12.66
8 0.458 0.458 0.460 0.459 12.65 12.65 12.63 12.64
9 0.455 0.456 0.458 0.456 12.66  12.67 12.67 12.67
10 0.458 0.458 0.454 0.457 12.65 12.66 12.66 12.66

Mean 0.458

SD 0.001

%RSD 0.216

Predicted Horvitz RSD 2.969

HORRAT 0.073
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M15197 16 ANNSAANTULAIYRIANTAYANEMIBE 1NN afinrieanTaza1y Acetonitrine WALATTHIATINY

NAUATUNUANTEAUAULTUTY 2.00 mg/kg NAFBU F113U 10 €1

. y ANsAnauLEs s A = 515 nm pH
31U . .
1 2 3 L2 1 2 3 12
1 0.722 0.723 0.724 0.723 12.66 12.66 12.65 12.66
2 0.722 0.722 0.722 0.722 12.65 12.65 12.63 12.64
3 0.722 0.723 0.722 0.722 12.67 12.67 12.66 12.66
4 0.722 0.724 0.723 0.723 12.66 12.66 12.65 12.65
5 0.724 0.723 0.722 0.723 12.66 12.66 12.65 12.66
6 0.722 0.721 0.722 0.722 12.65 12.65 12.63 12.64
7 0.722 0.723 0.722 0.722 12.66 12.66 12.65 12.66
8 0.723 0.723 0.722 0.723 1265 12.65 12.63 12.64
9 0.722 0.72 0.722 0.721 12.66 12.67 12.67 12.67
10 0.722 0.723 0.722 0.722 12.65 12.66 12.66 12.66
Mean 0.722
SD 0.001
%RSD 0.080
Predicted Horvitz RSD 2.772
HORRAT 0.029
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M13197 17 ANNSRANTULAIYRIANTAYANEMIBE 1NN afinnieansazaty Acetonitrine WALANTHATIY

NAUANSUNNANTEAUAUTUTY 4.00 mg/kg NAFY 11431 10 91

. y ANsAnauLEs &l A = 515 nm pH
MUY - .
1 2 3 a8 1 2 3 L1288
1 1.240 1.241 1.240 1.240 12.66 12.66 12.65 12.66
2 1.240 1.239 1.240 1.240 12.65 12.65 12.63 12.64
3 1.240 1.242 1.240 1.241 12.67 1267 12.66 12.66
4 1.240 1.239 1.238 1.239 12.66 1266 12.65 12.65
5 1.240 1.239 1.240 1.240 12.66 12.66 12.65 12.66
6 1.240 1.238 1.239 1.239 12.65 12.65 12.63 12.64
7 1.240 1.239 1.240 1.240 12.66 12.66 12.65 12.66
8 1.240 1.241 1.242 1.241 12.65 12.65 12.63 12.64
9 1.240 1.239 1.240 1.240 12.66 1267 12.67 12.67
10 1.240 1.239 1.241 1.240 12.65 1266 12.66 12.66
Mean 1.240
SD 0.001
%RSD 0.051
Predicted Horvitz RSD 2.556
HORRAT 0.020
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M13197 18 ANNTRANTULAIYRIANTAYANLMIBE 1NN afinnleanTaza1y Acetonitrine LANANTHIATIY

NAUANSUNNANTEAUAUTUTY 6.00 mg/kg NAFRY J11431 10 91

. y AN15RANEULES ad A = 515 nm pH
Fuudn . .
1 2 3 \ade 1 2 3 \adeY
1 1.480 1.479 1.479 1.480 12.66 12.66 12.65 12.66
2 1.482 1.480 1.481 1.481 1266 12.66 12.65 12.65
3 1.480 1.479 1.479 1.479 12.65 12.65 12.63 12.64
4 1.482 1.482 1.480 1.481 12.66 12.66 12.65 12.66
5 1.482 1.479 1.479 1.480 12.65 12.65 12.63 12.64
6 1.482 1.479 1.479 1.480 12.66 12.67 12.67 12.67
7 1.482 1.482 1.481 1.482 12.66 12.66 12.65 12.66
8 1.482 1.479 1.481 1.481 12.65 12.65 12.63 12.64
9 1.482 1.481 1.481 1.481 12.66 12.67 12.67 12.67
10 1.480 1.479 1.479 1.479 12.65 12.66 12.66 12.66
Mean 1.480
SD 0.001
%RSD 0.057
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Predicted Horvitz RSD

2.489

HORRAT

0.023

M13197 19 ANISRANTULAIYRIANTAYANERIBE 1NN afinRieansaza1y Acetonitrine WANATTHIATINY

NAUANTUNUANTEAUAIULLTY 8.00 mg/kg NAdeU 911U 10 91

. y AIN15RANEULES ad A = 515 nm pH
Fuudn . .
1 2 3 \ade 1 2 3 \ade
1 1.911 1912 1912 1911 12.66 12.66 12.65 12.65
2 1.912 1911 1912 1912 12.66 12.66 12.65 12.66
3 1.911 1911 1911 1911 12.65 12.65 12.63 12.64
4 1.910 1911 1912 1.910 12.66 12.66 12.65 12.66
5 1.910 1.910 1912 1.910 12.66 12.66 12.65 12.65
6 1.912 1911 1912 1912 12.65 12.65 12.63 12.64
7 1.911 1911 1913 1911 12.66 12.66 12.65 12.66
8 1.910 1911 1912 1.910 12.65 12.65 12.63 12.64
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9 1.911 1.913 1912 1911 12.66 1267 12.67 12.67
10 1.911 1.911 1.912 1.911 12.65 1266 12.66 12.66
Mean 1.911
SD 0.000
%RSD 0.022
Predicted Horvitz RSD 2.395
HORRAT 0.009

dyunan1vnasuazdalauauuy
1. NansANEINIAINITHANAUUAS (absorbance) 71 Amax vasansnguasuun 31w 4 ¥ila

@15 (Carbofuran, Isoprocarb, Propoxur Wa¥ Fenobucarb) aregmaian1sind wuii A1 Amax ¢
U9 507-512 nm
2. wamIAnwanngivieauvesamaedililunisifiaufite,
2.1 mamiﬁﬂmmﬂ%mmﬁmmzammms 2.0 M NaOH WUd’lU‘%mmﬁmmzaﬂumi
Ufisenna 2.0 Haddns pH wiriu 12.37
2.2 HaMIANYIMIUSLINS LT aLY99815 0.05% PNA wuiUsunasimanzanlunis

a a

As1fe 1.0 Hadans pH winu 12.42

[l
£9)

2.3 namsANwIMUTINATAWINEaNYedaNT 0.2% NaNO, nuisinasimangasluns
UfA5e1Pe 0.5 Tadans pH Wity 12.42
3. Han1sNAdoUANFNTUSITUA RS (Linearity) Wuina1snguatsuiLun via 4 winans
(Carbofuran, Isoprocarb, Propoxur K% Fenobucarb) SAudunusidsidunss (Linearity) aaﬂusﬁm
0.50 - 8.00 §a@n3u/ans WAz R? Wiy 0.999
4. NaMINAFBUNISNTANARIBENINEINTUNIINTIVIATIB AN TTIYANAINGUATULALAEY
FB9I8Ynd nuinansazans Acetonitrine annsaadamsiuanAanguAsULLaldINzaNTiga
5. Han1snaaeumUSinaE siiwanAnauasulualudiegansnan afamyansazane
Acetonitrine 1ng33n1535 AT standardaddition wuinldnuansiennAenguansununlufiedng
Winanftihunaaey uagnuden R2 Wiy 0.997
6. Han1snTvaeunltlaveisnaaey
6.1. nan1svAgauUAITULEUASY (linearity range) Ya3aNINENAISUNLA F11IU 4 VA
@13 WU (carbofuran, isoprocarb, propoxur, fenobucarb) fiszdiuanandudu 0.5 - 8.0 fadnusie

an3 A1 R? Wiy 0.999 (nausiumsgiu > 0.995)
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6.2. HANISNAADUNIAT Limit of Determination (LOD) wag Limit of quantitation
(LOQ) WuA1 LOD = 0.01 mg/L agA LOQ = 0.5 meg/L

6.3 HANITVIAABUAILLIY (Accuracy) warAufies (Precision) WUIKaNSVAABY
U LneuTinsEeNsy snunaiivuslaesaluves Precision, % RSD 989 AOAC Peer-Verified

Methods. Nov. 1993 anu 1neugigausua1 HORRAT (HorwitZ' s ratio)

nsuwauIeUIdUsElevd

1. ihlUldoyaiugudmsugnasiummnallnTsn15n 1A e RaN S EANANGUAITULLA
- Yoo = 1Y) < 9 ° ¥
Welnlasnisneaeunusendn wazsiadumngauiunsunluldanu

2. hluaemesliuniesujiRnsnsainsziasivanaie eilunisimulaziiudnanin
YoIIUH UANIINTINIATILAATHYANANVDINTUIYINITNYAT

v o & oA vy a 4 a 14 & [ o
3. Imhduenansmeundivelignaulansialiesgvansivanaansluniaizuasienyuily

naaousazltlunisufiRauasla

LNE1TDN9D
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