4

FIPUNANUSDLANNTVIARDTIFUER

[ % LY v

1. ¥alA3eN153Y  InasiimuUadensHann1enIsinens
2. 1954115398 1A5INTIWNTHRIVINTATIVIATIR AT HYANA10e TS URTIENY
nsineRs gnaes uilug) mMuLnsgIvEaIna
fanssu nsmuIkazATIaeUmNldlaveITinT g siuANA1
fanssuges  nsiwumAlianTns g sivanAslulnraliilasndndaeiniemnis
LNYAS
3. dan1smaaas(nmunlng) nsnsndeumuliliuediFiinneiansiuands nau
organophosphorus Tusgaing
%amwmam(mmé’eﬂqw) Method Validation of Organophosphorus in Mango.

4. AnzgAnduY

N
N
N

FIMUNINITNNADY  WITYSING  ASAIN9A AN IFULaTWAILINITNEATIIAN 3

N
N
N

NITUULaTNAILINIAYATIURT 3

Y [y v

NITLarNAILINIIAYATIURA 3

At Ngl wia3eyy anganssel @
Wedadng winaas ol

5.UNANED

msnsvadeualdliveisimssndunszuiunisiasiigalinigiasginiiunldly

a

Weslfuanisiiannumunzay linan1snaaeuignsedwazindsie agiin1siigatniy

Y Y

W’liﬂﬁma%@hmﬁa Range, Linearity, Limit of detection(LOD), Limit of Quantitation(LOQ),
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organophosphorus Tuuzi24 @1siuNvinn1snageuyUszneunay chlorpyrifos, ethion,

v

snveelfusnasldlunig

a

fenitrothion, pirimiphos-methyl, profenofos Wa¢ triazophos 7
NAARUANTRYANA1FE S NnaeUifnLUA191NT3UBe Steinwandter(1985) NM3ATIAOUAIIY
16&’?1@1’50@@'3%”3mswﬁaqﬂmalé’éﬁ’qﬁ range YO4ISNAADUBYTENIN 0.01-4 mg/kg A1 Linearity 31N
A1 Correlation coefficient : R? fA19¢11919 0.9997-0.9999 @1 LOD waz LOQ wod3snaaauil
A1 0.005 WAz 0.01 me/kg MUAIRU N153LATIZY Accuracy TaeUszadfiuainei % Recovery i
SEAUANUNTY 0.01, 0.05, 0.4 uag 1 mg/kg agluyie 60-120, 70-120, 70-110 wag 70-110
INNTIATIEA Precision Useldiuain % RSD fimdmdudussium nans ge Se1sgning 5.2-
13.1, 4.0-7.8 uag 3.2-4.3 MU uaziileyrluuseifiu HORRAT( Homwitz' s ratio Jnuined

Tutnaugifinrun (Horwitz' s ratio < 2)  #991n1n15UELUNANITNAADULABILATIZRAIAINE
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zdoviniInsaaeuauldlivesdsiiaset dsnsnsieasumuldlivesisiases
(Method Validation) t{w38n1sTunisguduaiuaiunsaresisimsiziinfiniiugndisausiug
MUVENAINAENTUIIATING VIR, 25564 wagqed), 2554) Tagvinisiigadaunisiiives
14 9 Ao Range, Linearity, Accuracy, Precision, Limit of detection(LOD) k& ¢ Limit of
Quantitation(LOQ)
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7. /A nAUNT
7.1 gunsnl

7.1.1 Erlenmeyer flask ¥u10 250 ml

7.1.2 Volumetric flask, Class A 9u1d 5, 10, 50 ml

7.1.3 Flat bottom flask au1m 250 ml

7.1.4 9aldsa9819 (Duran) 3u1A 250 ml

7.1.5 Sodium sulfate (Anhydrous granular)

7.1.6 3890 TIANATIZRETREANANS Gas Chromatography (GO) Hnsaainwiia
Flame Photometric Detector (FPD)

7.1.7 Homogenizer

7.1.8 Rotary evaporator

7.1.9 Micro pipette range 2-20 pl, 20-200 pl ez 100-1000 pl

7.1.10 Dispenser range 1-10 ml &g 20-100 ml

7.1.11 w3osfamaflon 2 fuvts uasnadon 4 fumi

7.1.12 Ethyl acetate (Pesticide grade)

7.1.13 Acetone (Analytical grade: AR)

7.1.14 Dichloromethane (Analytical grade)



7.1.15 asunsgiunguessniluneains (Organophosphate) 6 wiin laun

chlorpyrifos, ethion, fenitrothion, pirimiphos-methyl, profenofos &g triazophos

7.2 35m3
nsnsaeuauldlivediinagey NslAsisaIsaLuaIngy organophosphorus
Tuneaha ngldufalasulans il fedsfidaulaainiiues Steinwandter(1985) Fauansly
Al 1
Fr0819UAdU 25 + 0.1 ¢ + 50 ml Acetone Tu 1 w1, 13,000 rpm
l +8 g. Sodium chloride +40 ml Dichloromethane
u 1 winesdaisBlvnnnznoy
widula Td Flask (25 wnnan 75 ml)
+Sodium sulphate 2 Foulfiy
l Fainald 10 unFi@ern)
wendunsins
N599H1U Sodium sulphate 2 Fouldz(nsiensoq)

Td Volumetric flask Tila 50 ml

a8 sol” 911 Volumetric flask Td Round bottom flask

|

8149 Volumetric flask @ 10 ml Acetone
anUSunnsauLNauLa (Water bath 40°C ,P 500 bar)

1% Ethyl acetate (PR grade) @19 Round bottom flask ld Volumetric flask T9ilg 5 ml

|
GC-FCD

=] aca ¢ A Y 1
AN 1 19UATIENENTNEANANNEGN organophosphorus

HoAMIUNITATAR9819MINITNITASUAIULAY  FWINIsnadauA Nl lave3IsN1g

fana seealull



7.2.1 11911 Range laevadou reagent blank, sample blank wag Fortified
sample 6 AILTLTU AT 1 8 plot graph 5¥1I9ANULTNTUVBY Fortified sample (WA X)
U Area Response (i Y) ud1fiarsauntaafiluidunss

7.2.2 M9 Linearity lnenndau reagent blank way Fortified sample i
aududunely Range vaansmadeu 6 mnududusay 3 91 plot graph sewinsmududu
¥4 Fortified sample (N x) AU Area Response(ni Y) Aueunn Correlation Coefficient
(R nauaitunisgausual R?> 0.995

7.2.3 N5 Limit of detection(LOD) Tne3ias1gs Fortified sample fisgéiu
aududunelugasnsnegey 3 seiuamududunas 10 81 A SD vesHanIIVadeU
WAAazAIINLULTU plot graph T¥RINNAMNTUTU(LAY x) AU SDEAY y) 1141 So lae
extrapolate t@unsludaLAY Y azld LOD =3 So

7.2.4 N19%1A1 Limit of Quantitation(LOQ) A1uadA1 predicted LOQ 1ng
LOQ = 10So0 w3y Fortified sample fiaududuiindu predicted LOQ 31A5199 Fortified
sample 10§71 AuABIAN Accuracy wag Precision Wnasin1seansugiosrunsussidiufimmun

7.25 n599d@8U Accuracy 1aunNAd@aU Reagent blank, Sample blank wag
Fortified sample Fsgruanududuniglutiansaaey 4 sydu dadl 0.01, 0.05, 0.4 wag 1
me/ke AmTzaisziivay 10 SudmAedsvemantsmadey thausudiu % Recovery

% Recovery = (X, - X;)* 100

C
Tngi C = arwduturesasumsgiuiiiuaduiieeig
X, = anudiduresanslusegiliifuasuinsgiuGample blank)
X, = mududuaievesmsunsguitinldvdanduasunnsgm

7.2.6 A519d8YU Precision lnunaaau Reagent blank, Sample blank wag
Fortified sample fiszuAududunislugisnismadou (Ranges) 4 seduaadudu fell
0.01, 0.05, 0.4 waz 1 mg/kg  AATIZH level ay 10 1 Tufinuanisnagou AuwanAade X
WA SD VDINANITNAFDUAIUIU % RSD
% RSD = SD_x 100

X
Uzl Precision Ingld HORRAT ( Horwitz' s ratio ) #38210 % RSD

HORRAT (Horwitz' s ratio) = % RSD 210015NAa84d

Predicted Horwitz RSD

Predicted Horwitz RSD Aunadl@ann Horwitz equation



Repeatability: RSD = 0.66x2 (10518 9
NAUTN580NSU AOAC : HORRAT (Horwitz' s ratio ) < 2 n3eautnagiinnuuasialuves
Precision, % RSD 989 AOAC Peer-Verified Methods. Nov. 1993
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8. Namiwﬂaaau,aﬁmmj

8.1 979924n159A (Range)

NAABU reagent blank, sample blank wag Fortified sample 6 AUNTU A 1 %
plot graph $¢#119AMULTUTUVDY Fortified sample (LAY x) AU Area Response (WAU Y)
ﬁ'ﬂ]’]'ﬁmq"d?ﬂﬁlLﬁULé’umiﬂ U'ﬁgLﬁu&jﬁﬁlaWUW’WﬂMﬂqWﬁ 2 WU'j']eJ%‘ﬂ']5W@aaUﬁﬂ’1uqiﬂmijf\]ﬁaU

ansfiwanAenaueesniluneamesa lalugaeisud 0.01 83 4 me/kg

pirimiphos-methyl chlorpyrifos
20000.00 25000.00 -
20000.00 -
15000.00 -
15000.00 -
10000.00 -
* 10000.00 - +*
3000.00 1 5000.00 -
. .
* *
0.00 T T | 0.00 T T T T T T 1
0 0.5 1 15 2 25 3 3.5 4.5 0.5 15 2 2.5 3 3.5 45
fenitrothion profenophos
30000.00 20000.00
25000.00 -
15000.00 -
20000.00 -
15000.00 - 10000.00 -
* *
10000.00 -
5000.00 -
5000.00 - *
+* *
0.00 T T T T T T 1 0.00 T
0 0.5 1 1.5 2 2.5 3 3.5 4.5 0.5 1.5 2 2.5 3 3.5 4.5
ethion triazophos
40000.00 30000.00 -
35000.00 25000.00 -
30000.00
25000.00 20000.00 -
20000.00 15000.00 -
L 4
X *
15000.00 10000.00 -
10000.00
5000.00 - ¢ 5000.00 4
*
0.00 T T T T T T T 1 0.00 T T T T T T 1
0 0.5 1 1.5 2 2.5 3 3.5 4.5 0.5 1.5 2 2.5 3 3.5 4.5




AN 2 92901539 (Range) w84 pirimiphos-methyl, chlorpyrifos, fenitrothion, profenofos,

ethion wag triazophos ANMULINTY 0.01-4 mg/kg

8.2 ANUFUNUSITFU (Linearity)

NAEDU reagent blank way Fortified sample A3 UNTUN18TU Range 909019

NAADU 6 AUTLTUYAE 3 91 plot graph TEWINAMNLTUTUYDY Fortified sample (AU X)

U Area Response(ni Y) @519 Regression line 1ag/ld Method of least square lapduuse

a & o a . . . Y a
ansnisanaula(Coefficient of determination : R?) Lnauaitun1580u5UAT R? 2 0.995 MIUATNT
3
pirimiphos-methyl chlorpyrifos
20000.00 4 25000.00
4
20000.00 -|
15000.00 -
15000.00
10000.00 -
10000.00 -
y="54285x-122.57
5000.00 - 5000.00 - R?=0.9998
y=4376.4x+1.2435
R?=0.9997
0.00 I . . . . . . . . 0.00 f T T T T T T T T 1
0 05 1 15 2 25 3 35 4 45 0 05 1t 15 2 25 3 35 4 45
fenitrothion profenofos
30000.00 - 20000.00 4
25000.00 -
15000.00 -
20000.00 -
15000.00 - 10000.00 -
10000.00 +
y=6280.2x-104.1 5000.00 - y=4516.9x-31.4
5000.00 4 R?=0.9998 RZ=0.9998
0.00 % T T T T T T 1 0.00 % T T T T T T T T 1
0 05 1 15 2 25 3 35 4 45 0 05 1 15 2 25 3 35 4 45
ethion triazophos




40000.00 - 30000.00 4

35000.00 - 25000.00 4 y=6188.4x - 53.076
20000.00 | R?=0.9999

20000.00
25000.00 -
20000.00 - 15000.00 -
15000.00 -

10000.00
10000.00 |

- ] 5000.00 -
£000.00 y=B8987.5x - 4.6732
R?=0.9999
0.00

0.00 = T T T T T T T T 1
0 0.5 1 1.5 2 25 3 3.5 4 4.5

AT 3 ArAUENRUSIBREUee pirimiphos-methyl, chlorpyrifos, fenitrothion, profenofos,

ethion wag triazophos A1 Coefficient of determination : R? > 0.995



8.3 Limit of detection(LOD)
A4As129 Fortified sample fisziuaududu 0.005 me/ke S 10 1 & 11 9

SR9189UVDY signal/noise VBILFAAZANTABDILAILINNTT 3 (s/n > 3) ASUUAT LOD 18435015

NAABULINAY 0.005 mg/kg

8.4 Limit of Quantitation (LOQ)
3uAs199 Fortified sample 71528U 0.01 mg/kg 10 91 A1UIBIAT Accuracy way

Precision H1WNMNINISEBNTU HANISVIARBIANUAITNN 1 HIULNATIHNIASFIUAAMUA

8.5 Accuracy

nadou Fortified sample fiszdiunnuidudunielutasnisnageu 4 sz fsil 0.01,
0.05, 0.4 wag 1 me/kg AATITRTEAUAL 10 $1 mAedsTeNansIndey sz Accuracy
NAT % Recovery laginain1seausu Recovery lolnausinnunues Pesticide residue Way
Veterinary drug(Codex, 1995) nan1snadaukansin Fortified sample fimanuidudusis 3
Aulumaunaeifiasi@auandunseit 1) nsnsiedeu Accuracy vosianadey ag/luinouet

WRsgIULazasagaNsula

8.6 Precision

nAdeU Fortified sample fisgiuaududunislugisnisuagau (Ranges) 4 sedu
Ay fell 0.01, 0.05, 0.4 uaz 1 mekg AT level az 10 91 Tuitnuanisnadeu
AUIALEAE X WAz SD YBIHANSNAGDY AN %CV= % RSD Useidiu Precision lagld
HORRAT ( Horwitz' s ratio ) %3991 % RSD Wan15vadou na9ieousuA1 HORRAT( Horwitz'
s ratio ) < 2 MUAI519T 1 HANIINAGEY Precision T833BnaaeunnsefuAMTNdy agly

NU9NINATIIU ADANNTAIUINAT % RSD laagisening 2.36 - 13.08 uay HORRAT < 2



a

A1519% 1 N

Y

4

Accuracy tag Precision Ninsdudunngg 4 seaulutienisigsu(Range)

%ams A4 Accuracy Precision
sty Recovery Lneua X + SD (mg/kg) % wneusi | HORRAT
Spike (%) (%) RSD | (%) | wnoust <2
(mg/kg)
pirimiphos-
methyl 0.01 78.30 60-120 0.0078 + 0.001 13.08 21 0.60
0.05 77.28 70-120 0.0386 + 0.0016 | 4.20 15 0.24
0.4 80.79 70-110 0.3138 + 0.3016 | 4.28 11 0.34
1 84.79 70-110 0.8479 + 0.0272 3.21 11 0.30
chlorpyrifos 0.01 94.50 60-120 0.0095 + 0.001 10.26 21 0.48
0.05 87.80 70-120 0.0439 + 0.0016 3.67 15 0.22
0.4 90.46 70-110 0.3697 + 0.3276 | 4.02 11 0.33
1 97.38 70-110 0.9738 + 0.0405 | 4.16 11 0.39
fenitrothion 0.01 98.60 60-120 0.0099 + 0.0005 5.22 21 0.25
0.05 91.94 70-120 0.046 + 0.0011 2.36 15 0.14
0.4 94.00 70-110 0.3929 + 0.3154 | 6.69 11 0.55
1 99.14 70-110 0.9914 + 0.0426 | 4.30 11 0.41
profenofos 0.01 81.80 60-120 0.0082 + 0.001 12.65 21 0.58
0.05 88.96 70-120 0.0445 + 0.0013 2.88 15 0.17
0.4 94.73 70-110 0.3965 + 0.3181 6.73 11 0.55
1 100.36 70-110 1.0036 + 0.0411 | 4.10 11 0.39
ethion 0.01 92.70 60-120 0.0093 + 0.0007 | 7.78 21 0.36
0.05 89.20 70-120 0.0446 + 0.0017 | 3.77 15 0.22
0.4 94.87 70-110 0.3866 + 0.3402 4.80 11 0.39
1 97.01 70-110 0.9701 + 0.04 4.12 11 0.39
triazophos 0.01 93.60 60-120 0.0094 + 0.0008 | 8.23 21 0.39
0.05 97.36 70-120 0.0487 + 0.002 4.17 15 0.25
0.4 100.19 70-110 0.422 + 0.323 7.78 11 0.64
1 105.34 70-110 1.0534 + 0.035 3.32 11 0.32




9. agUNaNIINARRILATTaLEUBLUEY

nsnsaaeualdlivedidiiassiansiiynnA1angs organophosphorus Tusizaiag
anansoagUnaldfal

9.1 A1 LOD %@4@13iuanA9ngs organophosphorus agjﬁiz U 0.005 mg/kg

9.2 A1 LOQ veansiiymNA19NEY organophosphorus agui‘ﬁ'ss U 0.01 mg/ke

9.3 /i Range aglut1981319 0.01 s 1 mg/kg

9.4 Linearity 3lf1 R231nndn 0.995 lunnansiiviimsvaaey

9.5 Accuracy Ussiiuannan % Recovery vadansivandnsiissdiuanudiudu 0.01,
0.05, 0.4 uaz 1 mg/kg BgluyI 77.28 - 105.34 % AUAWY

9.6 Precision AuIuAT % RSD liagse1ine 2.36 - 13.08 hay HORRAT < 2
1 S & i v as =

IINWANIINAAOUNIMLATING1IINT WudIn1snsavaeuauldlivesisnaaeuilianiy
wingadlunImageunansiivanAengu organophosphorus Tusigsine Iaganunsaiasey
megaleeggnasdnazuiugt Beunsaasllainismsiaseilianunsalvnan1sins e

v o A A vy

gniesliuduazeiiola
10. nMsudnanuIeUIgUs o

16 wIsnslunsndesziasiiuanAangu organophosphorus Tuwzaia

11. 19NE15919949

A010UNINTINGWAITIR. 2554. Analytical Method Validation. tona15uUsznaun1sinausy

An1UULINTINY AT IR
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12. A1ANUIN

NN 158805U Recovery lagldinaueinnnuadinsu Pesticide residue wag Veterinary

drug(Codex, 1995)

AMUTUTUVDS analyte Tudoeng Range of mean % recovery
< 1 pg/ke 50 - 120
> 1 pe/ke < 0.01 meg/ke 60 - 120
> 0.01 mg/kg < 0.1 mg/kg 70 - 120
> 0.1 mg/kg < 1 mg/kg 70 - 110
> 1 mg/ke 70 - 110

WUNNISEBNTU % RSD 989 AOAC Peer-Verified Methods. Nov. 1993

AMUTUTUYDIRDENY % RSD

100 % 1.3

10 % 2.8

1% 2.7

0.10 % 3.7

100 ppm 53

10 ppm 7.3

1 ppm 11




100 ppb 15
10 ppb 21
1 ppb 30
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