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Iivinnsmsadeuanuldldvesitnisinseiarseangnilundadusiingdunsionis
msinens 4 ¥ilnas laun chlorpyrifos, cypermethrin, carbaryl wag carbosulfan 1ae chlorpyrifos
way cypermethrin Mwailanisimsnzsiufinaiseiewnies sas chromatography (GO) fidifhnsiadu
%iln Flame ionization Detector (FID) @ carbaryl kag carbosulfan limatian1siasizviuinans
fewp3ed Ultra-High Performance Liquid Chromatography (UHPLC) Ran1s053988ut34u89n153a
(range) ¥84d15 chlorpyrifos, cypermethrin, carbaryl Wag carbosulfan infiu 0.25-2.5, 0.25-2.5,

0.10-1.8 waz 0.03-0.25 mg/ml MuaIU wazAduUsEaNSandunus (Correlation coefficient; r) >
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0.995 d@umranududunse (linearity) Tuusiavanseglugisaududu 0.25-1.5, 0.25-1.5, 0.20-1.4
WAy 0.03-0.18 mg/ml mudau taedlen r = 0.995 lunnvllnans N1595I9aUANLIUNITOAIY
andes (accuracy) 1e3an3vis 4 ¥ila nuitlunnauiduduiiviiniamaaey lua % recovery o)
Tutis 99.43-101.42 Wesidus iunasinseeuiuves AOAC Aifvuaan % recovery aglutiig 98-
102 Wosidud LLazﬂ’lﬁm’J’%aaUﬁ’lﬂ’J’lmﬁm (precision) ﬁgﬂLLUUmiWJu%’l (repeatability precision)
Larn159i19n (reproducibility precision) lunnafinaislvinan1snaasun HORRAT < 2 1aenns
NAdDU repeatability precision Lae reproducibility precision nﬂmwwﬁwﬁuﬁmaau IGGR
HORRAT o¢lut14 0.230-0.966 wag 0.200-0.369 MIUAINU LWULALITUNANITNARDUAIAIINAINY
U435 (robustness/ruggedness) #ilsien HORRAT < 2 Tneans chlorpyrifos, cypermethrin, carbaryl
uag carbosulfan finanisnaasuiilsien HORRAT oglutiag 0.238-1.346, 0.419-0.757, 0.118-0.328
WAy 0.158-0.555 muaau ann1suseiliunanisnaasuluynnisiimes sgluinuageusula
ans s uAB RS ulumInIlie i vesiesUfiing Aliatinsevignieas

wilug sausulalusyeuaina

Abstract

Chlorpyrifos, cypermethrin, carbaryl and carbosulfan were tested to validate the
analysis method. Gas chromatography (GC) with flame ionization detector (FID) was used for
chlorpyrifos and cypermethrin whereas carbaryl and carbosulfan were measured by Ultra-
High Performance Liquid Chromatography (UHPLC). The results showed that the range for
analyzed of chlorpyrifos, cypermethrin, carbaryl 1@ ¢ carbosulfan were 0.25-2.5, 0.25-2.5,
0.10-1.8 and 0.03-0.25 mg/ml, respectively. The linearity or relationship between the
responses to the concentration of the analyzed were 0.25-1.5, 0.25-1.5, 0.20-1.4 and 0.03-
0.18 meg/ml for chlorpyrifos, cypermethrin, carbaryl and carbosulfan, respectively. The
correlation coefficient (r) of range and linearity were more than 0.995 in all substances.
Accuracy was verified as the term of % recovery. The result showed between 99.43-101.42%
which AOAC accepted (98-102%). In addition, both repeatability precision and reproducibility
precision gave the appropriate value of HORRAT (< 2) as same as robustness/ruggedness
method in range of 0.230-0.966 and 0.200-0.369, respectively. The particular values of
HORRAT for chlorpyrifos, cypermethrin, carbaryl and carbosulfan were 0.238-1.346, 0.419-
0.757, 0.118-0.328 and 0.158-0.555. All parameters showed the result that gave a good fit for

use as standard method in laboratory.
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7. Asanduns
7.1 gunsal

7.1.1  i3eaile Gas chromatography (GC) §ifn 793 uviin Flame ionization
Detector (FID)

712 wheadmadey 4 suvs muandesluniseny 0.0001 fidumsaeuiiiou

7.1.3  Micropipette ¥u1% 0.5-10 ul, 20-200 ul, 200-1,000 ul &g 500-5,000 ul ‘ﬁtki’]‘u
nsERULigy

714 a3eadriausunns leun volumetric flask wu1a 5, 10, 25, 1000 ml (class A)
firunisaeuieu

7.1.5 Dispenser 92911519971 20-100 ml

7.1.6  awnbuuianUe (Duran)



7.1.7
7.1.8
7.19

7.2 33019
A15M539@0UANNTYLAVD 9T

chlorpyrifos, cypermethrin, carbaryl uag carbosulfan dUunauAail

7.2.1
7.2.2

7.2.3

7.2.4

7.2.5

beaker ¥u1® 100 ml
U9 vial YU 2 ml
a15uadl 1auA Acetonitrile (HPLC grade), Methanol (HPLC grade) way water

HPLC grade), Acetone (Analytical grade) hagansiAluIATFIUALUTANTE
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yhnmsaeuisuiedesile gunsalinemand edesut Aifinanensiinsiz

MSM3ENANTNINTEIU MielnSEufaganstesiuidndngity dsasny

droiniiduan Weldldrududuiigonis antud whuavaglufvhazane

fivunzay lng chlorpyrifos wag cypermethrin agazatyni8 acetone @1

carbaryl aza8¢18 acetonitrile Waw carbosulfan aza18 a8 methanol Lile

avaneanslufaianeudliilwelnidfusnadeseinios ultrasonic bath
uddshlUusulinnms

USusunmuedesdiofifeinsldnaaoy maﬁ%‘mmaauﬁﬁaamimwﬁqaﬁmw JGE
Snansazaneunsgruduedemansen Tildan %RSD wanaslsiAy 1%
NAFDUAILINNIZLAAS (Specification/Selectivity) Ingn1snadaun1ssunIu
vosvhavaredenisansvhasanglunneildneaey

NINTI9ERULIANM T AR TS (range/linearity)

721 M9 range (¥3311539) vilagn1seseuasunsgulviaseunaueng
Tuethetios 6 Anududug az 1 91 (mhedu meg/ml) antuduily
Fadna3aaiionnaou Tna chlorpyrifos wag cypermethrin 3As123ida8
A58 GC-FID du carbaryl iaig carbosulfan FAs12AI8LATE HPLC
LagNanITIATIeRAziaNTaNeInaT duuseandanduius (Corelation
coefficient; r) #elda1nnsasransmseninaaududuiuan response
vsauildin (area) Insnasionsunu AOAC Fosiie r > 0.995

7.2.2  n1sm linearity (M1sasaageuaaduidunse) vlagnisidendeniny
duduainde 7.2.1 uagiwIsuanududuliedluriidensdslios 6
aududu ax 3 91 (uaedu me/ml) anduFuhludadieiesile
naaou Ine chlorpyrifos way cypermethrin A5z hd8LA309 GC-FID

a

d7u carbaryl wag carbosulfan ILAT1LNAIBLATES HPLC LagHanis

£ v o ¢

AATILNILNITUINNANFUUTEANTANFUNUS (Correlation coefficient;



7.2.3

7.2.4

) Falgarnnsadrsnsseminsmnududuiiuan response viseituiilidin

(area) Inatnawigansuaiu AOAC fosdlAl r > 0.995

NIATIAABUAN accuracy (ANUKIW/AINYNABY) fdunoussil

7231 afunsmasazangansgiuilesnaies 3 seduaududu ann
stock 1998198EALUINIFIU

7232 wRpuansazans original sample voswanfwe ogetios 10 91

7.233 1wy fortified sample 71 3 sefuANLITY 1 nans ge A
Huduay sgretion 10 o1

7.2.3.4  UseidiuAn accuracy 970 % recovery Wnaugigausun1y AOAC

18N1SANUINTDYALNIINAUAUYDIETNILATIEI (Y%recovery)

Mlganannis
Y%recovery = =X x|100
C
e X, = Usmuansluaisazaiy fortified sample (mg/ml)
X; = Usmaansluaisazans origin sample (mg/ml)
C = Y3u added sample (mg)

NNATIVEOUAT precision (AINULTEN)
NIIATIVADUAT precision AVINILUY repeatability precision Fanagau
[ = [y T ere .. P < 1

nMeluiufeaiy wagluu reproducibility precision @9UuUnISNARRUANY

Tuiu loeilivunounil

7241 @59nIMEN8La18UINIFIUN0E1NURY 3 TEAUAMULTUTY 21N
stock 199E13REAYUINTZIU

7.2.4.2 939NEITAZANUAIDENHAANLY 91 3 STAUAMUTNTU A1 NATY
g9 Auuduay egetay 10 9

7.2.43 Usziiiuan precision aglda1 HORRAT Lnausieansu Codex, EU;

HORRAT < 2 Tpen1suUsgiiiumn precision ATUIUAINENATT

HORRAT (Horwitz’s ratio) = %RSD 31nN15NAADY

Predicted Horwitz RSD
Tned

Predicted Horwitz RSD, 0.66x2 105929 (repeatability precision)

Predicted Horwitz RSDy = 2 (1:05t0%9 (reproducibility precision)



C = concentration ratio

7.2.5  N1IATI9EOUA Robustness/Ruggedness (ANUAIUYBIIE) Iaetiiunis

NAABITUREINU precision watUdsunMglunmadauu1elTEnIs
Useiliunalaglyan HORRAT nausigausu Codex, EU ; HORRAT < 2

7.3 Lauazaniuin
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8. WanNINAaBILazIANTA

nsnsaeuaNUldliveitimmeinanduningdunsen1enisinens WU 4 vinans

laun chlorpyrifos, cypermethrin, carbaryl wag carbosulfan linansil

8.1 an1zimanzanlunisnsisaauanuldlivasizimsesindndusiingdunse

8.1.1

8.2.2

@13 chlorpyrifos (AlAs18%M8LATEY GC)

Capillary column : HP-5 (30m x 0.32 mm (i.d.), 0.25 pm)
Oven temperature : 250°C

Injector temperature : 260°C

Detector temperature : 260°C

Split injector : splitratio50: 1

Gas flow rate : Helium (carrier gas) 2 ml/min

Hydrogen 40 ml/min
Air 400 ml/min
Nitrogen 35 ml/min
Injector volume o1l
Run time ;6 min (RT = 4.209 min)

@13 cypermethrin (AlAs12#978LATO9 GC)

Capillary column : HP-5 (30m x 0.25 mm (i.d.), 0.25 um)
Oven temperature :220°C

Injector temperature : 260°C

Detector temperature @ 260°C

Split injector : split ratio 50 : 1

Gas flow rate : Helium (carrier gas) 2 ml/min

Hydrogen 40 ml/min



Air 400 ml/min

Nitrogen 35 ml/min
Injector volume ot
Run time : 18 min (RT = 15.639 min)

823 @3 carbaryl (BiAs1zsidneLA3es UHPLC)

Column . Poroshell 120 EC-C18, 4.6 x 75 mm, 2.7 ym
Column temperature  : 40 °C

Mobile phase . acetonitrile : water (45 : 55)

Diode Array Detector (DAD) : 280 nm

Flow rate : 0.3 mUmin

Injection volume 5l

Run time : 9 min (RT = 7.238 min)

824 @15 carbosulfan (LASIEYAELASE UHPLC)

Column . Poroshell 120 EC-C8, 4.6 x 30 mm, 2.7 pm
Column temperature  : 40 °C

Mobile phase : methanol : water (88 : 12)

Diode Array Detector (DAD) : 280 nm

Flow rate o 0.4 mU/min

Injection volume 5l

Run time : 4 min (RT = 2.127 min)

8.2 n15MsARFaUYvaIA YU URT (range/linearity)
8.2.1 N1IATIVFDUYNVBINTIA (range)
nsasREeUTIvesnsIaluatsie 4 wia téun chlorpyrifos, cypermethrin,
carbaryl waz carbosulfan WU31 P25 TaveuRazsdnasiauanaeiy wasliaduussans

ANduNUS (Correlation coefficient; r) > 0.995 LAAINARIAITIIN 1



A15190 1 AduUsEansandunius (Correlation coefficient; r) 31NN1SASIVABUY VD

n1539 (range) Tuans chlorpyrifos, cypermethrin, carbaryl wag carbosulfan

Pesticides Range (mg/ml) r
chlorpyrifos 0.25-2.50 0.99999
cypermethrin 0.25-2.50 0.99999
carbaryl 0.10-1.80 0.99995
carbosulfan 0.03-0.25 0.99981

8.2.2 nsnTI@euANNdudunse (linearity)
[ 1% gj a 4 ! . .

NIMIIABUANILTULEUATI @159 4 YRR tALA chlorpyrifos, cypermethrin,
carbaryl wag carbosulfan wui TvswesAiunnaeiuTuivautRvesasunazein lneluais
chlorpyrifos aglidr9vesaadudulunisnsiagou range AU linearity LHugiaiediu waly
cypermethrin, carbaryl kay carbosulfan azfigaeauduidunssmmunzanlunisimsiey
(linearity) NiwAUNTT range LB NAMUTNTUNZwINtY Fsdidisuniudyaialunisin Feeiaiin

. . a o A g = TR a ¢ = P

970 impurity 989a13 aniaiatdunisananuidsersspeauildlun1siiaszt JudenaA1t19Ues
linearity 1911031A1 range WaNINLNUI ANGUUSEENTaNEUNUS (Correlation coefficient; r) 984

a15YNYIALIAT = 0.995 FINWNUNNITUTEEY WAAINARINNTIN 2

A15197 2 AnduUszansanduius (Correlation coefficient; r) 31NN15ASIEBUANUTU

L&UnTe (linearity) Tuans chlorpyrifos, cypermethrin, carbaryl wag

carbosulfan
Pesticides Range (mg/ml) r
chlorpyrifos 0.25-1.50 0.99999
cypermethrin 0.25-1.50 0.99999
carbaryl 0.20-1.40 0.99998
carbosulfan 0.03-0.18 0.99953

8.3  MIATIVEBUAIANMULIU/AUYNABY (accuracy)
8.3.1 chlorpyrifos
lUnN199599@0ULYINNTEAUANUINTUNTEAUA 1A LALEIURIYINITIAT

Duidunss (inearity) Winfu 0.5, 1.0 waz 1.5 me/ke MA1adaaea % recovery wWinfu 100.38,



100.24 4@z 100.30 % AIUAIGU TIN1UNNUAN1TUTEIIUVRY AOAC NMUALA % recovery Bg

Tur19 98-102% HANIINTIVAOULAAIAINITNT 3

M1390 3 N13NTIAEBY % recovery TUNENSUINTNTUNTIENINITNEAT chlorpyrifos

AMadudy 0.5 mg/ml AMadudy 1.0 mg/ml AU 1.5 mg/ml
szglé'lﬁ Origin Spike | Added % Spike | Added % Spike | Added %
(mg/ml) | (mg/ml) | (mg) | Recovery | (mg/ml) | (mg) | Recovery | (mg/ml) | (mg) | Recovery
1 5.909 10.898 5.000 100.432 15.829 10.000 99.523 20.889 15.000 100.080
2 5.826 10.953 5.000 101.528 16.009 10.000 101.320 20.882 15.000 100.033
3 5.876 10.867 5.000 99.799 15.797 10.000 99.202 20.908 15.000 100.208
4 5.903 10.851 5.000 99.491 15.940 10.000 100.636 20.811 15.000 99.561
5 5.907 10.865 5.000 99.772 15.872 10.000 99.953 21.086 15.000 101.391
6 5.866 10.881 5.000 100.087 15.963 10.000 100.863 20.827 15.000 99.670
7 5.870 10.853 5.000 99.532 15.959 10.000 100.821 20.832 15.000 99.700
8 5.887 10.954 5.000 101.534 15.854 10.000 99.768 21.028 15.000 101.005
9 5.882 10.881 5.000 100.073 15.875 10.000 99.983 21.016 15.000 100.926
10 5.844 10.957 5.000 101.598 15.907 10.000 100.306 20.937 15.000 100.399
Mean 5.88 10.90 5.00 100.38 15.90 10.00 100.24 20.92 15.00 100.30
8.3.2 cypermethrin

$NNSASIABUNTEAUANULVUTUAT NATY LLazqwmﬂmmﬁmﬁL“f]mﬁuma

(linearity) 16w 0.5, 1.0 wa 1.5 me/ke LiATLaABa89 % recovery WU 99.43, 100.22 was

100.15 % ANUARY PIN1NaIINISUTEIEINYEY AOAC Aifinunlyt % recovery agllutyae 98-102%

NANISASIVADULAAIAIAIGIN 4
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M1 4 N1INTIAEBU % recovery TUNENSUTNTNIUNTIENINITNYAT cypermethrin

ANt 0.5 mg/ml

AMududy 1.0 mg/ml

AMUTNTY 1.5 mg/ml

62915'117; Origin Spike | Added % Spike | Added % Spike | Added %
(mg/mU) | (mg/ml) | (mg) | Recovery | (mg/ml) | (mg) | Recovery | (mg/ml) | (mg) | Recovery
1 5.589 10.331 5.000 99.262 15.365 10.000 99.972 20.132 15.000 98.424
2 5.589 10.359 5.000 99.818 15.397 10.000 100.287 20.568 15.000 101.332
3 5214 10.298 5.000 98.607 15.489 10.000 101.215 20.381 15.000 100.084
4 5.299 10.279 5.000 98.226 15.505 10.000 101.366 20.565 15.000 101.311
5 5.227 10.358 5.000 99.797 15.210 10.000 98.417 20.262 15.000 99.290
6 5.395 10.285 5.000 98.337 15.506 10.000 101.383 20.378 15.000 100.068
7 5.351 10.450 5.000 101.631 15.546 10.000 101.776 20.498 15.000 100.868
8 5.344 10.276 5.000 98.169 15.381 10.000 100.126 20.460 15.000 100.615
9 5.354 10.309 5.000 98.829 15.255 10.000 98.866 20.330 15.000 99.747
10 5.318 10.450 5.000 101.650 15.244 10.000 98.756 20.329 15.000 99.743
Mean 5.37 10.34 5.00 99.43 15.39 10.00 100.22 20.39 15.00 100.15
8.3.3 carbaryl

$NNNSASIADUNTEAUANUVUTUAT NATS LLazqwawﬁwmﬁmﬁﬂmﬁumq

(linearity) léwA 0.2, 0.6 waz 1.0 mg/ml lfiA1adeuas % recovery Winfu 100.90, 101.20 uay

101.26 % AWdIFU FeriuinmsinsUsziliures AOAC fifnuualsl % recovery aglugag 98-102%

NANITATIVADULAAIAIAITIN 5

8.3.4

carbosulfan

N1sRTIvdeUisEAuAMUNdUd nas wargeuestiensiailudunse

(linearity) léwr 0.05, 0.1 waz 0.15 me/ml léAadavas % recovery WU 100.59, 100.83 uay

101.42 % ANUARU PINWNAIINTUTEEIUYEY AOAC ivunalyt % recovery agluyag 98-102%

NANIIATIVEDULAASAINITINT 6




M9 5 N139TIIEBU % recovery TUNENSUNTNYIUNTIENINITNYAT carbaryl

11

AUty 0.2 mg/ml

AMUdudY 0.6 mg/ml

AMUTNTY 1.0 mg/ml

62!4’1‘17; Origin Spike | Added % Spike | Added % Spike | Added %
(mg/mU) | (mg/m) | (mg) | Recovery | (mg/ml) | (mg) | Recovery | (mg/ml) | (mg) | Recovery
1 1.012 3.001 2.000 100.265 7.097 6.000 101.688 11.098 10.000 101.022
2 1.001 3.021 2.000 101.266 7.053 6.000 100.953 11.132 10.000 101.364
3 0.996 3.013 2.000 100.863 7.041 6.000 100.753 11.136 10.000 101.401
a 0.993 3.008 2.000 100.636 7.068 6.000 101.207 11.128 10.000 101.325
5 0.991 3.014 2.000 100.931 7.062 6.000 101.108 11.119 10.000 101.237
6 0.992 3.015 2.000 100.966 7.098 6.000 101.702 11.113 10.000 101.176
7 0.996 3.012 2.000 100.830 7.063 6.000 101.124 11.111 10.000 101.155
8 0.994 3.020 2.000 101.238 7.056 6.000 101.002 11.121 10.000 101.253
9 0.992 3.019 2.000 101.150 7.072 6.000 101.274 11.122 10.000 101.267
10 0.990 3.012 2.000 100.832 7.070 6.000 101.235 11.131 10.000 101.356
ﬂ"‘ILQ’gEJ 0.996 3.014 2.000 100.90 7.068 6.000 101.20 11.121 10.000 101.26
MTNA 6 MIATINEDU % recovery Tundniamiingdunemaninaems carbosulfan
AadudY 0.05 mg/kg AMLdNTY 0.1 mg/kg AMadudy 0.15 mg/kg
sz}éﬂﬁ Origin Spike | Added % Spike | Added % Spike | Added %
(mg/ml) | (mg/mD | (mg) | Recovery | (mg/ml) | (mg) | Recovery | (mg/ml) | (mg) | Recovery
1 0.041 0.541 5.000 100.121 1.044 10.000 100.337 1.561 15.000 101.342
2 0.041 0.542 5.000 100.148 1.046 10.000 100.515 1.561 15.000 101.362
3 0.041 0.542 5.000 100.174 1.047 10.000 100.626 1.560 15.000 101.292
4 0.041 0.545 5.000 100.919 1.052 10.000 101.075 1.564 15.000 101.561
5 0.041 0.545 5.000 100.802 1.050 10.000 100.915 1.562 15.000 101.445
6 0.041 0.546 5.000 100.986 1.050 10.000 100.886 1.562 15.000 101.422
7 0.041 0.544 5.000 100.696 1.049 10.000 100.845 1.561 15.000 101.347
8 0.041 0.544 5.000 100.692 1.051 10.000 101.067 1.563 15.000 101.467
9 0.041 0.544 5.000 100.631 1.051 10.000 101.047 1.564 15.000 101.544
10 0.041 0.545 5.000 100.769 1.050 10.000 100.941 1.562 15.000 101.424
ﬂ"]LQﬁIEI 0.041 0.544 5.000 100.59 1.049 10.000 100.83 1.562 15.000 101.42
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8.4 NIATIVFBUANUTIES (precision)
8.4.1 mam’;%aummLﬁ&mwumu%’jﬂ (repeatability precision)

ﬁﬁmﬁmwaaummmmLﬁawaqaﬂiﬁmaailmﬂﬁuLamﬁ’uﬂqﬂ%’] 11U 4
%iln léwn chlorpyrifos, cypermethrin, carbaryl wag carbosulfan Aiszduanuudunielugaenis
a 3 szfuanududu lnsaseuaguadududufisedusii na1s uazgs Ae chlorpyrifos uaz
cypermethrin ¥1M1N1901579@9UA1 repeatability precision fimnududu 0.01, 0.1 way 1.0 meg/ml
carbaryl finaududu 0.2, 0.6 waz 1.0 me/ml way carbosulfan firanududu 0.05, 0.1 waz 0.15
me/ml Tngvemnunduduay 10 91 Fsmansnaaoanuin i 4 a3 1en HORRAT < 2 Farunausinns

Useliuwea Codex, EU WANNSNARDILARIAIAITIN 7

M19190 7 AN repeatability precision YaaNdnug TngIUATIENNITNYAT

chlorpyrifos, cypermethrin, carbaryl iag carbosulfan

Pesticide Concentration %RSD, HORRAT
(mg/ml)
chlorpyrifos 0.50 1.404 0.966
1.00 0.718 0.495
1.50 1.357 0.893
cypermethrin 0.50 0.483 0.329
1.00 0.816 0.556
1.50 0.617 0.401
carbaryl 0.20 0.543 0.404
0.60 0.522 0.388
1.00 0.476 0.352
carbosulfan 0.05 0.481 0.313
0.10 0.504 0.328
0.15 0.381 0.230

VB N9INTEeNsy Codex, EU : A1 HORRAT < 2
8.4.2 NIIMTIVADUANLTENUUUYINGN (reproducibility precision)
MIN1TMTIVFOUNIAIAMULTBIVDIATNNAFDUAIITY 97UU 4 3ila TawA
chlorpyrifos, cypermethrin, carbaryl uag carbosulfan NisgAuaAINNTUA1ETUEINITIA 3 S2AU
ANANTY IngATEUARNAIIIINTUTITEAUAT NA UALES AR chlorpyrifos Wag cypermethrin 11

13959980UAN reproducibility precision finanadud 0.01, 0.1 wag 1.0 me/ml carbaryl #imay
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WUTY 0.2, 0.6 kag 1.0 mg/ml way carbosulfan AA1MUNTY 0.05, 0.1 Wag 0.15 mg/ml Tagvin
NaNUA 10 U ANUTUIUTURY 1 91 JIWANITNAABINUIN 919 4 @15 IR HORRAT < 2 FINIULNEUD
A15Us2 uYe9 Codex, EU NaN1SNAaadLaniInInis1ei 8

M19199 8 AN reproducibility precision YBINENTMINTNYTUATIENINTNEAT

chlorpyrifos, cypermethrin, carbaryl i carbosulfan

Pesticide Concentration %RSDg HORRAT
(mg/ml)

chlorpyrifos 0.5 0.440 0.200
1.0 0.745 0.338
1.5 0.849 0.369
cypermethrin 0.5 0.467 0.210
1.0 0.694 0.312
1.5 0.778 0.333
carbaryl 0.2 0.635 0.312
0.6 0.445 0.218
1.0 0.553 0.270
carbosulfan 0.05 0.646 0.277
0.10 0.514 0.221
0.15 0.679 0.270

MNee : INaNseeusu Codex, EU @ A1 HORRAT < 2

8.5 NITNTIVEDUAIAINAINUVDIIS (Robustness/Ruggedness)
' aa o vy ‘:4' & a
NIMTI@OUAIALAINUYBND ilnelulinisiudsuanzlutunsunisitaszily
Jumnaulatunaunils udae1 precision (GLATIER 10 91) IliRaN1TIATIENNGIAEAULTNEY
WHoWRNNTEANINGANYTO L NUTINISAAFN AIINAT HORRAT < 2 Far1uLNUINITUSEITUAY
UINIFIU Codex uaz EU wazlunsazans laasuaniaslunisingis qeni51ei 9 dmsunanis
M3IADUAT Robustness/Ruggedness UBINANIUaINIUNTIHNNNITNYATVIINUA WU HIUNEUI

uNIR55IU Il HORRAT < 2 (119797 10) wansliliudisn1sinszindnduaningdunsiems

MsnEnst danursmusneniswasuwdassatatedandouniudsululs
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= ! aa
15190 9 @n1glunN TR UAIAINAINUYEITS (robustness/ruggedness)

maamamﬁwﬁi’mqé’umwamqmsmwm chlorpyrifos, cypermethrin,

carbaryl kag carbosulfan

Pesticide a0z H Tnsd
muasuulas
chlorpyrifos  WWAgudnazey WNANATINT LUUNA UNEANIRINT AAUReA

WA UADANUN AT IEN

capillary HP-5
(30m x 0.32mm 1D,
0.25 pm film thickness)

capillary HP-1
(30m x 0.25mm 1D,
0.25 pm film thickness)

cypermethrin

wWaguimagey

YNFNANING LUUIA

v ¢

YIEAITING A1AUNIA

WaguRoa U LA IEY

capillary HP-5
(30m x 0.32mm ID,
0.25 pm film thickness)

capillary HP-1
(30m x 0.25mm ID,
0.25 pum film thickness)

carbaryl Wisugnaaey WNAIANTINT LUUNA TinFeunIngarssiian &
Wagudnsdiuves Acetonitrile : Water Acetonitrile : Water
fvhazaneiadoun 45 : 55 55: 45
(mobile phase)
carbosulfan  WUAgudnagey WNANIATINT LU MTounIvgnsalan dYis
Wagudnsdves methanol : water ¥1fiu methanol : water 11U
Mvhazangiafoud 88: 12 80: 20

(mobile phase)
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1597 10 AISNAFRUAIAINNAINUYBIID (Robustness/Ruggedness)
maamamﬁwﬁi’mqé’umwamqmﬁmwm chlorpyrifos, cypermethrin,

carbaryl kag carbosulfan

Pesticide anaznsisunuas Concentration %RSD, HORRAT
(mg/ml)

chlorpyrifos  WAsugMadey 0.5 1.958 1346

1.0 0.955 0.657

15 0.385 0.253

\WabuAeAUIR AT 0.5 1.658 1.139

1.0 0.739 0.508

1.5 0.361 0.238

cypermethrin  LUABugnAgeY 0.5 0.879 0.599

1.0 0.721 0.491

1.5 0.646 0.419

\WabuAeAUIR AT 0.5 1.086 0.740

1.0 1.111 0.757

1.5 1.008 0.655

carbaryl Wasugnaaey 0.2 0.158 0.118

0.6 0.441 0.328

1.0 0.305 0.225

\WasuSasduves 0.2 0.406 0.302

mobile phase 0.6 0.405 0.302

1.0 0.329 0.243

carbosulfan  LWABUEMAGEY 0.05 0.364 0.237

0.10 0.244 0.158

0.15 0.922 0.555

\WasuSaTduves 0.05 0.642 0.417

mobile phase 0.10 0.627 0.407

0.15 0.739 0.445

MNee : NaNseeusu Codex, EU @ A1 HORRAT < 2

9. @3UNaNTIINAaRILaTTaLEUBUY
IINNITATIVFDUNEATUATAYIUATIENIINITNWAING 4 ¥TUAAT5 Lawn chlorpyrifos,
cypermethrin, carbaryl &g carbosulfan Imaﬁwmsmwaammé’ﬂwmsﬁ AU A1MTIEB ULV

1597 (range), N13n339aUANLTWENATY (linearity), A1AIINKLIL/AINNYNABY (accuracy), AN
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AT (precision) WILUUNITNIUGA (repeatability precision) hag 1591197 (reproducibility
precision) kagAIAIUAINUUBIID (Robustness/Ruggedness) Tinanisnaasuluwsiasauanyue
sunurinisUsadiu SveasBenagulawsd
9.1  NISMIIADUYIVBINITIA (range)
chlorpyrifos 892901539 0.25-2.5 mg/ml (r=0.99999)
cypermethrin 4929011590 0.25-2.5 mg/ml (r=0.99999)
carbaryl #%939n1159m 0.10-1.8 mg/ml (r=0.99995
carbosulfan 1%13n1159A 0.03-0.25 mg/ml (r=0.99981)
21NAITNIA range NNENTHILINUIEOUTUYDS AOAC A AduUsEANSanduius
(Correlation coefficient; r) = 0.995
9.2  msasvasuanududunse (linearity)
chlorpyrifos feaandudunse 0.25-1.5 mg/ml (r=0.99999)
cypermethrin 929n159A 0.25-1.5 mg/ml (r=0.99999)
carbaryl #29n1159A 0.20-1.4 mg/ml (r=0.99998)
carbosulfan #%1411537 0.03-0.18 mg/ml (r=0.99953)
21NM1IAT linearity inasHIUNMTiBN3UTEY AOAC Ao AduvssanSandusiug
(Correlation coefficient; r) = 0.995
93  AMNULNUMIBAINYNABY (accuracy)
chlorpyrifos 11167 accuracy finaududu 0.5, 1.0 waz 1.5 me/ml liAnaiaves
%recovery AU 100.38, 100.24 tag 100.30 A1UAINU
cypermethrin 11181 accuracy fian1ududu 0.5, 1.0 wag 1.5 me/ml ldAadaves
%recovery WU 99.43, 100.22 Laz100.15 AuaIaU
carbaryl #1171 accuracy fina1ududu 0.2, 0.6 way 1.0 mg/ml liA1adeves
%recovery AU 100.90, 101.20 tag 101.26 A1UAINU
carbosulfan %161 accuracy fimnududu 0.05, 0.1 wag 0.15 me/ml lfAadsves
%recovery AU 100.59, 100.83 tag 101.42 A1UaI6U
IINNISUIAT accuracy VBINI 4 813 WUIWMUAH1UN T BeuSUTes AOAC Al
%recovery DE/luYIe 98-102%
9.4  FALTiEs (precision)
9.4.1  MIMANAMNUTIBRUUNNINIUG (repeatability precision)
chlorpyrifos #1A1 repeatability precision fiaududy 0.5, 1.0 wag 1.5
mg/ml 19iA1 HORRAT 1inAiu 0.966, 0.495 way 0.893 AILARU
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cypermethrin ¥11A1 repeatability precision fiaududuy 0.5, 1.0 uay 1.5
mg/ml 19iA1 HORRAT 1inAiu 0.329, 0.556 Way 0.401 AIuaRY
carbaryl #11A1 repeatability precision Fienaududu 0.2, 0.6 wag 1.0 mg/ml
16iAn HORRAT winfiu 0.404, 0.388 waz 0.352 N6y
carbosulfan #1A1 repeatability precision Faududu 0.05, 0.1 wag 0.15
mg/ml 19iA1 HORRAT 1inAiu 0.313, 0.328 Wway 0.230 AIua16U
21NN151IA repeatability precision YDINT 4 @15 NUITIMUAR UL T
goufuT89 Codex, EU fil¥idn HORRAT < 2
942 mMIMAAMUTIEUUNTTIE (reproducibility precision)
chlorpyrifos %1A1 reproducibility precision finradudu 0.5, 1.0 uag 1.5
mg/ml 19iA1 HORRAT 1inAiu 0.200, 0.338 Wway 0.369 AIua1Ry
cypermethrin %1A1 reproducibility precision frududu 0.5, 1.0 uag 1.5
mg/ml la@1 HORRAT wihifu 0.210, 0.312 wag 0.333 Aua s
carbaryl %#1A1 reproducibility precision faududu 0.2, 0.6 Lag 1.0
mg/ml 19iA1 HORRAT 1N 0.312, 0.218 way 0.270 AIUa16Y
carbosulfan ¥11@1 reproducibility precision Faudud 0.05, 0.1 wag 0.15
mg/ml 19iA1 HORRAT Winu 0.277, 0.221 way 0.270 Auaeu
21NN1511A reproducibility precision YOI 4 &15 NUIINUARIULN QU]
gouUVa Codex, EU fIl¥iAN HORRAT < 2
9.5  AIAMUAINUTDNIS (robustness/ruggedness)
chlorpyrifos 1A robustness/ruggedness Faudud 0.5, 1.0 uag 1.5 mg/ml lng
nsasununagey TeA1 HORRAT wihfu 1.346, 0.657 wag 0.253 auandu naviasuneduily
MMTIATIEYENT 1aA1 HORRAT 11U 1.139, 0.508 wag 0.238 ANaIAU
cypermethrin ¥11@1 robustness/ruggedness finududu 0.5, 1.0 uag 1.5 mg/ml
Tnoniswasununageu 161 HORRAT WU 0.599, 0.491 way 0.419 MuAY waziUasurodul
TunsiAT1E9ans taA1 HORRAT winfu 0.740, 0.757 wag 0.655 Aua1iu
carbaryl #1A1 robustness/ruggedness fenududu 0.2, 0.6 wag 1.0 mg/ml lawns
Wasuaunaaeu 16A1 HORRAT winifu 0.118, 0.328 way 0.225 mMuasu waviUasusnsidiuues
Wazanewdoudl 1A HORRAT Wiy 0.302, 0.302 waz 0.243 AUaIsU
carbosulfan #1A1 robustness/ruggedness fimnududu 0.05, 0.1 tag 0.15 mg/ml
Tnenisiasununaasy 1@A1 HORRAT tMAfU 0.237, 0.158 Wag 0.555 AuEAIFU waviUasy

Snsnduvesivhazanandouil 1aa1 HORRAT wirfu 0.417, 0.407 uay 0.445 MAasU
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N1911A1 robustness/ruggedness YOINI 4 @15 NUITHIMUARIULN AT ouTUT B
Codex, EU #il#en HORRAT < 2

mnmamageuaulilivesitiinseinanfusiingdunsenisnisinuas s 4 wie
a3 wud dhunasinsUssdulunnnismedey wandiduin ansatismslinseridluladuis
mmsglunssaieneisheddluiesufuansld Taslinansinsziiiignies wiudh sensuls
Tuseduana uazdoyaninnismaaouvesis 4 a1s anunsadluldluusenaunisiureiuses

119351 1ISO/IEC 17025 161

10. n1suwanuIdelulguslevd

'
\'Lwndq & a [ LY al

AI5ATZRNANS I TN Sunse NmunzauiunseslialunesljURn1s wasnans
nvaeuAldlaveidiner aunsaiiludseneunistuvesusesiotuURnsauunsgu
ISO/IEC17025: 2005 Litosiudnauaiunsavissufuinstimnienlussiuuiugd wasaiunse

YeNeYaUYIEeIUURN1T ISO/IEC 17025:2005 iveLiiufngn wlifuniieulasednns
11. Avaunnl (§3) : -

12. 1@N&1531989

NUNNST B0V LALTINITIN flatfee. 2547. Method Validate. Lana15Usznaun1siinousy
NFUINIMANTNITUANEG NTENTIEATITUE,

nuil fuAAILF uazguIng guiae. 2544, nsfigarmnuldldvesitnaasuniaai (Chemical
Method Validation). tonansusenaun1sineusy NTNeIAansusnIg NsensINansIsaan.

fimassas datler. 2549, WU fuRnsvedeumugniwesisiinseimaniiiaeves foRnisiien.

NIUINIMIANTNITUNNEG NTTNTIEATITUEY,



13. A1ANUIN

19

A19199 11 N1SATIADUAMULTBILUUNITNIULG (repeatability precission) Tun@nsiaua

[

LY

AODUANTIUNINNTNBAT chlorpyrifos

aMududy 0.5 (mg/ml) AMududy 1.0 (mg/ml) AMududy 1.5 (mg/ml)
viwiin % viwtin % viwtin %

il (mg) finsranu (mg) finsranuy (mg) finsranu
1 314 38.454 62.4 39.898 92.9 39.851
2 31.2 39.341 62.4 39.251 93.2 39.934
3 31.2 39.236 62.4 39.331 93.2 39.759
4 314 38.693 62.4 39.183 93.6 39.889
5 32.2 38.267 61.5 39.637 92.9 39.584
6 30.5 39.234 61.3 39.847 93.7 39.524
7 30.8 39.275 61.7 39.489 93.3 39.071
8 30.9 39.966 61.5 39.035 934 38.704
9 32.4 39.623 62.9 39.290 93.2 38.708
10 31.9 39.596 61.3 39.370 93.4 38.625
Mean 39.17 Mean 39.43 Mean 39.36
C 0.392 C 0.394 C 0.394
SD 0.550 SD 0.283 SD 0.534
9%RSD 1.404 %RSD 0.718 %RSD 1.357
Predicted Horwitz RSD 1.454 Predicted Horwitz RSD 1.453 Predicted Horwitz RSD 1.519
HORRAT 0.966 HORRAT 0.494 HORRAT 0.893
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M99 12 N1TATIVEDUATILTBNLUUNITNIUGT (repeatability precission) Tundnsioun

o

MOBUATIENINTINEAT cypermethrin
il AU 0.5 (mg/ml) AMududY 1.0 (mg/ml) AMUTNTY 1.5 (mg/ml)
% % %

dhaidn (me) | finsranu Ywmtin (mg) finsranu Ywidn (mg) fimsranu
1 36.2 35.217 71.1 35.845 107.0 36.121
2 36.3 35.507 713 35.408 107.1 35.836
3 35.6 35.383 71.5 35.100 107.1 36.350
4 35.0 35.226 714 35.445 106.0 35.937
5 355 35.399 71.1 35.709 107.9 35.811
6 34.8 35.619 71.8 35.956 107.9 35.575
7 354 35.571 71.0 35.103 107.1 35.880
8 34.8 35.210 71.4 35.427 107.9 36.032
9 35.1 35.168 714 35.693 106.4 35.851
10 35.1 35.110 71.3 35.384 107.2 36.195
Mean 35.34 Mean 3551 Mean 35.96
C 0.353 C 0.355 C 0.360
SD 0.171 SD 0.290 SD 0.222
9%RSD 0.483 %RSD 0.816 %RSD 0.617
Predicted Horwitz RSD 1.469 Predicted Horwitz RSD 1.468 Predicted Horwitz RSD 1.540
HORRAT 0.329 HORRAT 0.556 HORRAT 0.401
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A1919% 13 N1TAITIADUAMULNBILUUNITNIUGY (repeatability precission) Tundn s

o

MOOUNTININITINEAT carbaryl
ALY 0.2 (Mmg/ml) ALY 0.6 (mg/ml) AMUTNTU 1.0 (Mg/ml)
Yiwtin % viwtin % Yiwiin %
B (mg) finsranu (mg) finsranu (mg) finsranu

1 5.8 84.087 17.8 84.19 29.5 84.097
2 5.8 84.319 17.8 84.32 29.0 85.087
3 59 85.096 17.7 84.55 29.0 84.355
a4 59 85.491 17.7 84.34 29.0 84.162
5 5.9 85.201 17.8 85.21 294 85.345
6 5.8 85.341 17.4 84.59 29.3 84.856
7 59 85.027 17.3 84.26 29.3 84.893
8 5.8 84.952 17.3 85.51 29.2 84.759
9 5.8 85.106 17.3 84.27 29.2 84.787
10 59 84.784 17.3 84.46 29.3 84.468
Mean 84.94 Mean 84.57 Mean 84.68
C 0.849 C 0.846 C 0.847
SD 0.461 SD 0.441 SD 0.403
%RSD 0.543 %RSD 0.522 %RSD 0.476
Predicted Horwitz RSD 1.343 Predicted Horwitz RSD 1.344 Predicted Horwitz RSD 1.353
HORRAT 0.404 HORRAT 0.388 HORRAT 0.352
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A1919% 14 N1TAITIVADUAMULNBILUUNITNIUG (repeatability precission) Tundn s

o

MOOUATILNINISINEAT carbosulfan

g1f | Aududu 0.05 (mg/ml) AMUTNTU 0.1 (mg/ml) AMUTNTU 0.15 (mg/ml)
Ywiin % Ywtin % Ywein %
(mg) finsranu (mg) finsranu (mg) fimsranu

1 6.4 21.494 12.5 21.491 18.6 21.887
2 6.3 21.743 12.5 21.526 18.6 21.933
3 6.3 21.660 12.5 21.650 18.7 21.857
4 6.3 21.814 12.5 21.800 18.9 21.691
5 6.3 21.799 12.5 21.708 18.7 21.914
6 6.3 21.790 12.5 21.816 18.6 21.906
7 6.3 21.773 12.5 21.745 18.9 21.776
8 6.3 21.811 12.5 21.722 18.9 21.787
9 6.3 21.797 12.5 21.597 18.9 21.767
10 6.3 21.848 12.5 21.637 18.9 21.747
Mean 21.75 Mean 21.67 Mean 21.83
C 0.218 C 0.217 C 0.218
SD 0.105 SD 0.109 SD 0.083
9%RSD 0.481 %RSD 0.504 %RSD 0.381
Predicted Horwitz RSD 1.539 Predicted Horwitz RSD 1.539 Predicted Horwitz RSD 1.660
HORRAT 0.313 HORRAT 0.328 HORRAT 0.230
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A1919% 15 N1IATIAE0UANULTERLUUNIIYINGT (reproducibility precission) Tuxan e

g

UNTIENNTITNEAT chlorpyrifos

AMATNTY 0.5 (mg/ml)

AMUTNTY 1.0 (mg/ml)

AMUTNTY 1.5 (Mg/ml)

Asq Y % Y % Y %
i (mg) finsranu (mg) finsranu (mg) finsranu
1 31.2 39.24 62.4 39.28 93.7 40.10
2 31.1 39.19 62.6 40.03 93.3 39.07
3 31.2 39.49 62.6 39.17 93.4 39.15
4 31.2 39.58 63.0 39.40 93.6 39.65
5 31.2 39.17 62.6 39.54 93.6 39.60
6 311 39.02 62.9 39.27 93.2 39.21
7 31.1 39.25 61.9 39.19 93.6 39.09
8 311 39.37 62.9 39.85 93.0 39.05
9 31.3 39.23 62.7 39.32 93.7 39.33
10 31.2 39.36 62.8 39.22 93.7 39.36

Mean 39.29 Mean 39.43 Mean 39.36

C 0.393 C 0.394 C 0.394

SD 0.173 SD 0.294 SD 0.334

%RSD 0.440 %RSD 0.745 %RSD 0.849
Predicted Horwitz RSD 2.203 Predicted Horwitz RSD 2.202 Predicted Horwitz RSD 2.301
HORRAT 0.200 HORRAT 0.338 HORRAT 0.369




o

MYOUATIINNANTINEAT cypermethrin

24

M99 16 N1TATIVFDUALTBNLUUNITYINGN (reproducibility precission) Tun@esiau

asalt | Audutu 0.5 (me/mU) AMUTNTY 1.0 (mg/ml) AMATNTY 1.5 (mg/ml)
Yiwtin % viwtin % Yiwein %
(mg) finsranu (mg) finsranu (mg) finsranu

1 35.6 35.81 70.6 35.86 107.1 35.88
2 35.0 35.59 71.3 35.60 106.9 36.07
3 35.0 35.69 71.0 35.98 107.9 35.58
4 354 35.60 70.7 35.64 107.4 35.78
5 354 35.55 71.8 35.79 108.2 35.82
6 355 35.75 715 35.45 108.3 35.77
7 353 35.87 71.5 35.55 107.1 35.53
8 35.0 35.76 714 35.23 107.6 35.48
9 355 35.32 72.0 35.59 106.9 35.39
10 35.2 36.03 71.5 35.22 107.8 35.12
Mean 35.70 Mean 35.59 Mean 35.64
C 0.357 C 0.356 C 0.356
SD 0.167 SD 0.247 SD 0.277
9%RSD 0.467 %RSD 0.694 %RSD 0.778
Predicted Horwitz RSD 2.224 Predicted Horwitz RSD 2.224 Predicted Horwitz RSD 2.336
HORRAT 0.210 HORRAT 0.312 HORRAT 0.333
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M990 17 N1TATIVEDUAINLNBNLUUNITYINGA (reproducibility precission) Tun@ensias

o

MOOUNTILNIINTINBAT carbaryl
AMATNTY 0.2 (mg/ml) AMUTNTU 0.6 (Mg/ml) AMATNTY 1.0 (mg/ml)
Ywein % Yiwtin % Ywein %
day (mg) finsranu (mg) finsranu (mg) fimsranu

1 5.8 84.087 17.4 85.19 29.3 85.097
2 5.8 84.319 17.4 84.32 29.1 85.087
3 5.9 85.396 17.7 84.55 29.2 85.155
4 5.7 85.491 17.7 84.34 29.0 84.662
5 5.7 85.201 17.7 84.62 29.3 85.045
6 5.8 85.541 17.4 84.59 29.3 84.556
7 5.9 84.427 17.3 85.06 29.3 84.293
8 5.8 84.952 17.4 84.51 29.2 85.759
9 5.8 85.006 17.4 84.77 29.2 84.477
10 5.9 84.384 17.3 85.46 29.1 84.268
Mean 84.88 Mean 84.74 Mean 84.84
C 0.849 C 0.847 C 0.848
SD 0.539 SD 0.377 SD 0.469
9%RSD 0.635 %RSD 0.445 %RSD 0.553
Predicted Horwitz RSD 2.036 Predicted Horwitz RSD 2.036 Predicted Horwitz RSD 2.050
HORRAT 0.312 HORRAT 0.218 HORRAT 0.270
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A1919% 18 N1TATIVFDUANLTBNLUUNITYINGA (reproducibility precission) Tun@ensias

o

g

DUNIIYNNNITENEAT carbosulfan

AULENDU 0.05 (mg/ml) ANUENTU 0.1 (mg/ml) AMUGNdY 0.15 (mg/ml)
dwiin % twiin % i %

day (mg) fimsrany (mg) finsranuy (mg) finsranuy
1 6.4 21.694 124 21.891 18.7 21.437
2 6.3 21.744 12.5 21.556 18.6 21.563
3 6.3 21.660 124 21.850 18.7 21.857
a 6.4 21.814 12.5 21.802 18.9 21.691
5 6.3 21.499 12.5 21.733 18.7 21914
6 6.3 21.790 124 21.816 18.6 21.576
7 6.4 21.773 12.5 21.745 18.9 21.776
8 6.4 21.421 12.5 21.798 18.8 21.787
9 6.4 21.797 12.6 21.597 18.9 21.767
10 6.3 21.398 12.5 21.637 18.7 21.779
Mean 21.66 Mean 21.74 Mean 21.71
C 0.217 C 0.217 C 0.217
SD 0.140 SD 0.112 SD 0.147
%RSD 0.646 %RSD 0.514 %RSD 0.679
Predicted Horwitz RSD 2.332 Predicted Horwitz RSD 2.331 Predicted Horwitz RSD 2517
HORRAT 0.277 HORRAT 0.221 HORRAT 0.270
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chlorpyrifos Mmensiasugvagey

N15M3I980U robustness/ruggedness TuNANS N TnY

LY

q
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BUATIYNTNTTENYAT

g1i | Aududu 0.5 (me/mU) AMUTNTY 1.0 (Mmg/ml) AMUTNTY 1.5 (mg/ml)
Yt % Yt % Yl %
(mg) finsaany (mg) finsaany (mg) finsaany

1 31.60 38.205 61.8 39.602 93.6 39.327
2 30.40 40.364 61.6 39.254 93.7 39.387
3 30.20 39.254 61.5 39.354 935 39.291
4 30.80 38.721 61.6 38.592 92.9 39.268
5 30.90 39.394 61.6 39.478 93.6 39.056
6 31.20 39.441 61.5 38.971 93.6 39.413
7 31.60 40.176 61.7 39.240 93.2 39.032
8 30.30 38.587 62.6 39.640 93.4 39.147
9 30.30 39.411 63.3 39.857 93.0 39.066
10 31.20 38.078 62.9 38.980 92.8 39.406
Mean 39.16 Mean 39.30 Mean 39.24
C 0.392 C 0.393 C 0.392
SD 0.767 SD 0.375 SD 0.151
9%RSD 1.958 %RSD 0.955 %RSD 0.385
Predicted Horwitz RSD 1.454 Predicted Horwitz RSD 1.454 Predicted Horwitz RSD 1.520
HORRAT 1.346 HORRAT 0.657 HORRAT 0.253
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N15M3I980U robustness/ruggedness TuNANS N TnY
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q

chlorpyrifos Frensadsy colurnn 90 HP-5 18w HP-1
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BUATIYNTNTTENYAT

il AMududy 0.5 (mg/ml) ALY 1.0 (mg/ml) AMATNTY 1.5 (mg/ml)
viwiin % viwtin % Yiwiin %
(mg) finsranu (mg) finsranu (mg) finsranu

1 31.3 38.993 61.5 39.500 93.8 39.240
2 31.2 38.651 61.5 39.098 93.8 39.218
3 31.6 38.565 62.9 38.999 93.8 39.116
4 31.4 38.460 61.6 39.540 93.6 39.102
5 31.2 38.817 61.8 39.267 93.2 39.292
6 30.5 38.435 61.6 39.592 93.2 39.004
7 30.9 38.117 615 39.479 93.8 39.107
8 31.6 40.315 62.6 38.715 935 39.118
9 32.8 38.719 61.6 39.466 934 39.092
10 31.6 37.986 615 39.511 93.7 39.504
Mean 38.71 Mean 39.32 Mean 39.18
C 0.387 C 0.393 C 0.392
SD 0.642 SD 0.290 SD 0.142
9%RSD 1.658 %RSD 0.739 %RSD 0.361
Predicted Horwitz RSD 1.456 Predicted Horwitz RSD 1.454 Predicted Horwitz RSD 1.520
HORRAT 1.139 HORRAT 0.508 HORRAT 0.238
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LY

A9 21 N1ATIAABYU robustness/ruggedness TUNAAAUT INTUATIBNIINITNYAT

q

cypermethrin men1siaguvagey

il AMududy 0.5 (mg/ml) ALY 1.0 (mg/ml) AMUTNTY 1.5 (Mmg/ml)
Yiwtin % viwtin % Yiwiin %
(mg) finsranu (mg) finsranu (mg) fimsranu

1 35.2 35.490 71.2 35.901 107.4 35911
2 354 35.361 70.8 35.827 107.0 36.159
3 35.2 35.862 717 35.199 108.0 36.075
4 35.0 35.163 70.6 35.857 107.5 35.915
5 35.6 35811 714 35.650 106.7 35.969
6 355 35214 71.2 35.650 107.9 35.669
7 35.1 35.926 713 35.692 107.5 36.137
8 35.1 35.526 71.3 36.161 108.0 35477
9 35.7 35.012 70.4 35.813 106.9 35.602
10 354 35.621 71 36.005 107.2 35971
Mean 35.50 Mean 35.78 Mean 35.89
C 0.355 C 0.358 C 0.359
SD 0.312 SD 0.258 SD 0.232
9%RSD 0.879 %RSD 0.721 %RSD 0.646
Predicted Horwitz RSD 1.468 Predicted Horwitz RSD 1.467 Predicted Horwitz RSD 1.540
HORRAT 0.599 HORRAT 0.491 HORRAT 0.419
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cypermethrin Frensasy colurnn 90 HP-5 18w HP-1
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N1393I988U robustness/ruggedness TUNENFUINTNIUNTIENINITNEAT

il AU 0.5 (mg/ml) AU 1.0 (mg/ml) AMUTNTY 1.5 (mg/ml)
viwtin % viwtin % viwtin %
(mg) finsranu (mg) finsranu (mg) finsranu

1 355 35.557 71.5 35.805 107.6 35.841
2 352 35.803 714 36.065 107.1 36.104
3 35.4 35.810 71.3 35.465 107.1 35.940
4 35.6 36.211 1.7 36.305 107.2 36.324
5 355 36.351 71.3 35.569 106.9 35.934
6 35.1 36.271 71.2 35.066 107.1 35.175
7 352 35.374 714 35.510 107.2 35.396
8 355 35.906 714 35518 107.4 36.297
9 352 35.942 713 36.158 107.4 35916
10 352 35.158 71.3 35.755 107.5 36.020
Mean 35.84 Mean 35.72 Mean 35.89
C 0.358 C 0.357 C 0.359
SD 0.389 SD 0.397 SD 0.362
9%RSD 1.086 %RSD 1.111 %RSD 1.008
Predicted Horwitz RSD 1.467 Predicted Horwitz RSD 1.468 Predicted Horwitz RSD 1.540
HORRAT 0.740 HORRAT 0.757 HORRAT 0.655
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BUATIYNTNTTENYAT

AMATNTY 0.2 (mg/ml) AU 0.6 (mg/ml) AMUTNTY 1.0 (mg/ml)
viwiin % viwtin % viwtin %

i (mg) finsranu (mg) finsranu (mg) finsranu
1 5.9 85.373 17.4 84.679 29.1 84.934
2 5.9 85.176 17.4 84.612 29.1 84.264
3 5.8 85.195 17.8 85.108 29.6 85.076
4 5.9 85.281 17.8 84.759 29.4 84.691
5 5.9 85.087 17.8 84.571 29.2 84.770
6 5.8 85.156 17.7 84.262 29.4 84.585
7 5.8 85.050 17.7 84.334 29.1 84.276
8 5.9 84.990 17.7 84.184 294 84.639
9 5.9 85.027 17.4 84.169 29.2 84.705
10 5.9 84.942 17.3 85.249 29.3 84.495
Mean 85.13 Mean 84.59 Mean 84.64
C 0.851 C 0.846 C 0.846
SD 0.134 SD 0.373 SD 0.258
9%RSD 0.158 %RSD 0.441 %RSD 0.305
Predicted Horwitz RSD 1.343 Predicted Horwitz RSD 1.344 Predicted Horwitz RSD 1.354
HORRAT 0.118 HORRAT 0.328 HORRAT 0.225
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N1393I988U robustness/ruggedness TUNENFUINTNIUNTIENINITNYAT

AMATNTY 0.2 (mg/ml)

ALY 0.6 (mg/ml)

AMUTNTU 1.0 (mg/ml)

Yiwtin % viwtin % viwtin %

i (mg) finsranu (mg) finsranu (mg) finsranu
1 5.9 84.373 174 84.679 29.2 84.934
2 5.9 84.676 17.4 84.612 29.2 85.264
3 5.8 85.195 17.8 85.338 29.4 85.076
4 5.9 84.281 17.7 84.759 29.4 84.691
5 5.9 85.087 17.8 84.471 29.2 84.970
6 5.8 85.156 17.7 84.962 294 84.585
7 5.8 85.050 17.7 84.334 29.1 85.276
8 5.9 84.490 17.6 84.184 294 84.469
9 5.9 85.027 17.4 84.549 29.2 84.705
10 5.9 84.642 175 85.649 29.3 84.715
Mean 84.798 Mean 84.754 Mean 84.868
C 0.848 C 0.848 C 0.849
SD 0.344 SD 0.343 SD 0.279
%RSD 0.406 %RSD 0.405 %RSD 0.329
Predicted Horwitz RSD 1.344 Predicted Horwitz RSD 1.344 Predicted Horwitz RSD 1.353
HORRAT 0.302 HORRAT 0.302 HORRAT 0.243
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carbosulfan men1sidgugMagey

N15M3I980U robustness/ruggedness TuNANS N TnY

LY

q
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BUATIYNTNTTENYAT

il AU 0.05 (mg/ml) AMududY 0.1 (mg/ml) AMALNTY 0.15 (mg/ml)
Yiwtin % Yiwtin % Yiwiin %
(mg) finsranu (mg) finsranu (mg) finsranu
1 6.3 21.803 12.5 21.531 18.9 21.775
2 6.3 22.048 12.5 21.616 18.6 21.399
3 6.3 21.913 12.5 21.633 18.6 21.425
4 6.3 21.878 12.5 21.559 18.6 21.355
5 6.3 21.827 12.5 21.620 18.6 21.405
6 6.3 21.826 12.5 21.464 18.9 21.845
7 6.3 21.787 12.6 21.557 18.9 21.767
8 6.3 21.957 12.6 21.574 18.9 21.763
9 6.3 21.864 12.6 21.571 18.9 21.733
10 6.3 21.839 12.6 21.631 18.9 21777
Mean 21.87 Mean 21.58 Mean 21.62
C 0.219 C 0.216 C 0.216
SD 0.080 SD 0.053 SD 0.199
%RSD 0.364 %RSD 0.244 %RSD 0.922
Predicted Horwitz RSD 1.538 Predicted Horwitz RSD 1.540 Predicted Horwitz RSD 1.662
HORRAT 0.237 HORRAT 0.158 HORRAT 0.555
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carbosulfan fen1sUasUSRIIEIUTDY Mobile phase
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N1393I988U robustness/ruggedness TUNENTUINTNIUNTIENINITNEAT

AMULTNTY 0.05 (mg/m) AMududY 0.1 (mg/ml) AMUTNTU 0.15 (mg/ml)
viwtin % viwtin % Yiwiin %

B (mg) finsranu (mg) finsranu (mg) finsranuy
1 6.3 21.833 12.4 21.831 18.9 21.885
2 6.2 21.648 125 21.616 18.6 21.719
3 6.3 21.553 12.5 21.633 18.6 21.425
4 6.2 21.878 12.6 21.779 18.6 21.675
5 6.3 21.827 12.5 21.620 18.6 21.405
6 6.3 21.826 12.5 21.464 18.9 21.845
7 6.3 21.787 12.6 21.557 18.9 21.767
8 6.4 21.487 12.6 21.874 18.9 21.763
9 6.3 21.864 12.5 21.591 18.9 21.762
10 6.2 21.839 12.6 21.612 18.9 21.707
Mean 21.754 Mean 21.658 Mean 21.695
C 0.218 C 0.217 C 0.217
SD 0.140 SD 0.136 SD 0.160
9%RSD 0.642 %RSD 0.627 %RSD 0.739
Predicted Horwitz RSD 1.539 Predicted Horwitz RSD 1.539 Predicted Horwitz RSD 1.661
HORRAT 0.417 HORRAT 0.407 HORRAT 0.445
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