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fanssy 1 : NNSHAIUILAZMATIEUANNTTLAUIT AT ITTEN T REANAY
fanssugay 1.2 : WA mAadANISIASIERaIsRYANAIIUEN NallLasNAnAUNNI9NITNEAT
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nau phenylurea luraldl

Fon1snaaas : Development and method validation of phenylurea herbicides in fruit

4. Anzganiiuau

Wntin1maaag : e Taes nauITeingiiyn1sinuns aun.
K391 L AN Setiding nauITeinginun1snuns aun.
s anwil wyysnvune  nguideingiiivnisinuns auw.

5. UNANED
v ¥ aada 6 o v v A I aa a

nsiaukarnsIaeuaultliveisiiasenarsindniviiunguiliagie (phenylurea) Tu
walsl WunisWauinazU35uitnisanniduinsgiu Ao QUEChERs, Swekt Method wag Steinwandter
(1985) Ingidondsn1snnsivaeuadldlavetidiinsennianugnaesuiugieglunusiesusuunld
@) ada ¢ o [ a wva = = aa v O aal [ a k% 1% aa
Judsaesend murie sl jURnts a1nniswSeuiisuisnisadais 3 35 nsadnansiiunnanenieis
QUEChERs (Quick, Easy, Cheap, Effective, Rugged and Safe) linan1snsiaaeuniusz@nsningan
Feannmieg1edulesnaae acetonitrile, magnesium sulfate wag Sodium chloride vindgunanaleld
Mn1599ndeudeu (clean up) A28 primary secondary amine (PSA) Lag magnesium sulfate a7
U lUn5193LA918%A281AT89 HPLC UV detector vinn1sasiageuminuldlavesisiiasisilaonisly
wialla fortified sample N5EAUAMULTUTUFINY NEN phenylurea NIN150TIvERY Lo diuron wag
isoproturon Wﬁﬂ:ﬁma%ﬂ Alalunisnsiaasu laun range, linearity, accuracy, precision, limit of
quantitation (LOQ) ez limit of detection (LOD)

NAN1IMIIAEBUNUIN range/linearity U89815919 2 ¥l A1 correlation coefficient (R?) =
0.99974 - 0.99998 Faagluinaaeeusuld lag range vasn1sMAdaUagluYId 0.01-2.00 HadnTuse

I & a

Alan3u n15#@atl accuracy 31NN % recovery agluyae 81.6-106.8 Wasiun i %RSD Tutas



2.07-3.81 precision asansiwAnAa JA1 HORRAT Tutias 0.14-0.32 Fsegluinauminisseniu fid1 LOD

WinAU 0.005 Jaansumenlansy wagdan LOQ winAvu 0.01 daansumenlansy
Key word : phenylurea, QUEChERs Method, SweEt Method, Steinwandter Method

6. AN

ol UAnsnsudvInisinens neviesl JURNINquIuIdeasiunnae nauidedngiiiy
nMsAs dainldeauitdadnisuannienisiness darsnadaylunisnsiaiiasziansiuanaiglu
finwaldl waana nandasimienininues daduedestielunisduasesiusineanielulssme n1sdseen
Tumiesssena uagiiieundesdauindon Snvienissniuniséseninssanalagianizdudi
nwasludagtusidudesiuiunismuminsnisuazdeditasiie ffmuatulasmiasauviessdns
TR M ikaznagevisduinisddnlunisivesiuniseuanasnsiug dnas ua
thlldenldognafiussansnansanminguszasd Wioliosufuinisnsudvinmisinuns Wufindu
ALATNANTNAADURIBE N aNTinENS sliFudavihsruugun el fURNT muNinsgIuaIna
ISO/IEC 17025:2005 “Farhwuaiialuindisauanansaiesufinsvaaeuuazaouiiiou” udauad
2546 uazihtanmuayndeunldujuinuluynnuneaeu lealdsunissusasnuaiunsaieauuanis
udtu Befesduiumsinwanimveuiemnadeuiildunisiusesnnunasgiudnauda fies
Winveutenaaaeulrlazunisiusest deld maiannuagnsnasunuldlivedislinmeasiide
Fuitwngu phenylurea Tunalsl 1unisdfiuAanssuiieuanafanuiulaléin sanmsmeaouiildiuain
HosUfURnsiu gndas wiudt uasidodieldvislulsemanarseninassina lne3in1slinae
FudufesimadenliiBvaauiimnyay waziunsnmaaeuauldlin

U iRin139esosld5unsg1u (standard method) Wit windinisusuisnisviedndudy
101 Sududosiumaasuiilefigetnuldlivesidiasesi (method validation) a1y parameter 7
Avun lawn  linearity / working range, accuracy, precision, limit of detection (LOD) wag limit
of quantitation (LOQ) laginni1snaaeuluduIn/szauaIuTuTY warsruaug s mun Weoru
nausEpuSURNY parameter AifvunwdISeannsatdnseiiunildly F93nhndansie
ANA199981133 A9 QUECHERS method, SweFt method wag Steinwandter method (1985) 11335
1nsgIudmIUITnInT e ngiasivandaludnuasnaliilifunisdeuegrauninaislungy
Ussinaglsluaransgoiwdnluvned lngtuldvaaouussdnsamnisiingei uaznaaey
ANNAN30Y0I5NT IR IUURN39 IR IeREsHEANANN (collaborative study)

QUEChERs method (Quick, Easy, Cheap, Effective, Rugged and Safe) Iy Anastassiades
wazany Tiiau13s QUECHERS Faduismsainfedisidie azan a5 :enliune awnsaldiu

[

fwuaringiiuvatgridalunsinseiasauiel SINMVANAITNYRINANITATIAIATIZVEY andunay



warwsanuaulunIsaiaflng1s Idansieiuasiasaswnitey (Anastassiades, et al.,, 2003) 35115 SweEt
I~ a

method 1Uw3sn1siWaunTuuilee Dr. Tuija Pihlstrom wasamz Faduisnsnldduisuinsgiuves

Uszinaadinu agiduiinisannisidansindilvldtdosngauasiionarsiiinansenutiossogiinsieiuas

Y

] J

Zsuandeu (Tuija Pihlstrom, et al, 2007) 3371USUa1n Steinwandter method Taenduisnisiingy

q

NUITEAsHEANA1 NaRIdeTngiifiunIsinens Mn1susudulaznsasuauldlavesisnisngy
organophosphorus, pyrethroid, endosulfan, carbamate Tu@aoe19ga19 wag abamectin Tudiegis
W3 wagldlureUuRn15n5993AT 18R TR EANAIMINLIATIIY ISO/IEC17025:2005 YBINGUITU

(Steinwandter, H. 1985)

7. FAIUNT

\n3silauazgunsel

1. Teflon centrifuge tubes YuUM 50 Haddns
. Micro centrifuge tubes YU 1.5 Uadans
. Auto sampler vials for HPLC au1@ 1.5 Uadans
. Auto pipette U9 0.1-1 HadaNs
wseadsluiheiavafon 5 dumis way 2 Funs
. IA30IUARBE1Y (Food processor) Way Vortex mixer

) Lﬂ%@ﬂLLﬁT’Uﬁﬂﬁhm i volumetric flask, beaker, cylinder

o ~N o U B W DN

WATBINTINATIENYHA uasUSIUaTRYINA19vaY TRl HPLC UV detector

GREIGEY
1. 1501955 UNguMInTuiy nay phenylurea laln diuron, isoproturon
2. Acetonitrile, Hexane, Methanol, Ultrapure water, Wae Toluene ¥UA Pesticide grade (J.T
baker)
. Anhydrous Magnesium sulfate (ACS powder-Fisher) BT 500°C W 5 Halu
. Sodium chloride (NaCl) %1in Analytical grade (Merck)
. SPE sorbent i@ Primary-Secondary-Amine (PSA varian)
. Graphite Carbon Black (GCB)

AN O AW

ad
/N3

1. MBAUNITANIUNTS


http://www.springerlink.com/content/?Author=Tuija+Pihlstr%c3%b6m
http://www.springerlink.com/content/?Author=Tuija+Pihlstr%c3%b6m

Anwvayaiazisnismaaeunisiineidieg aldlunisnsiaasunageuAineideiuns
JLAs1gs lawn range, linearity, accuracy, precision, Limit of Detection (LOD) wa ¥ Limit of
Quantitation (LOQ)

2. dsuasunsguililunismagey
2.1 MIwWIeNaNTaraeNINIgIY
2.1.1 MIwiguaIsazateuInggIu stock solution NENMIAIYNY
2.1.1.1 wiBal stock solution YesasazaesNAsgIUnguidaiviiy Inedansnnsgiu
Tl gminfiuiuouly volumetric flask vwia 10 fadans wazthen % purity snduanduduimin
a137uiase Illanududuvesaisuinsgiu 1 Jadnsusefiadans 14 toluene PR grade 1Tudivin
azany
2.1.1.2 w384 intermediate solution Yedd15aTa1BUIMIFIUNFUAIATYNYUAALVIIA
nte 2.1.1.1 laanudnduyingu 100 wilunsuselulasans 14 acetonitrile Wudviazane
2.1.1.3 @384 mix herbicide spike solution 917 intermediate solution 19 baA214
WUTUVRY mix herbicide spike solution WU 5 wilunsuselulasdns
2.1.1.4 w383 mix calibration standard solution LW3811NLIDA1 mix herbicide
spike solution Aga1TainduUzIAlU acetonitrile TTAMUITUTUIEAU 0.01, 0.025, 0.05, 0.1, 0.25,

0.5, 1.0 wag 2.0 wlunsusslulasans

3. NFANARIDEN

3.1 33 SweEt method lddunewidnisnisatafesns muumunmil 1

New advances in Ethyl Acetate Method

Tuija Pihlstrém, Gun Blomkvist, Paula Friman, Ulla Pagard and Bengt-Géran Osterdahl,
Analysis of pesticide residues in fruit and vegetables with ethyl acetate extraction using gas and
liquid chromatography with tandem mass spectrometric detection, Analytical and Bioanalytical

Chemistry, 2007, Volume 389, Number 6, Pages 1773-1789


http://www.springerlink.com/content/?Author=Tuija+Pihlstr%c3%b6m
http://www.springerlink.com/content/?Author=Gun+Blomkvist
http://www.springerlink.com/content/?Author=Paula+Friman
http://www.springerlink.com/content/?Author=Ulla+Pagard
http://www.springerlink.com/content/?Author=Bengt-G%c3%b6ran+%c3%96sterdahl
http://www.springerlink.com/content/m534h22w7144111w/
http://www.springerlink.com/content/m534h22w7144111w/
http://www.springerlink.com/content/1618-2642/
http://www.springerlink.com/content/1618-2642/
http://www.springerlink.com/content/1618-2642/389/6/

10 g sample + 10 mL acetate

1 ¢ NaCl + 8 g MgSO, Anhydrous

Shake 15 min in Agytax

Centrifuge 5 min 3500 rpm.

Evaporate 1 mL and reconstitute with 1 mL
ACN:H,0 (6:4,v/v) Final extract 1 g
sample/ML

w1 Sumews Swekt method
3.3 33n13MU5Ua7n Steinwandter method (1985) lagngueuidarsivandng nguide
fngifiunmainuns [dunouiBnismsadaiedn suuwunind 2 ddluresfoinnsaieaed
A3 NEANANANNLINTFIY ISO/IEC17025:2005 vaanguaue Iaglasunissuseinsnsiadaseiansiy
MNA1Y Ngu organophosphorus, pyrethroid, endosulfan, carbamate luf708g19ug139 Uag
abamectin Tudaenansn
Steinwandter, H. 1985. Universal 5 Min on-line Method for Extracting and Isolating

Pesticide Residues and Industrial Chemicals. Fresenius Z. Anal. Chem (1985) 322 : 752-754.

25 + 0.1 g sample



+ 50 ml acetone

l Homogenize (13,000 rpm for 1 min)

+ ~ 8 g NaCl
+ 40 ml dichloromethane
l Homogenize (13,000 rpm for 1 min)
Take solution to Erlenmeyer flask
+ Na,SO, ~ 20 ¢
Let it stand for 10 min
Aliquot 50.0 ml, concentrate ~ 1 ml
by Rotary vacuum evaporator (~40 °C)
v
Dissolved and cleanup

adjusted with acetonitrile 5 ml

Take 1.0 ml

|

HPLC-UV detector
WHUAMT 2 TumenianisTiusuann Steinwandter method

3.3 3% QUEChERs method lddunauisnsnisadniesng muukunini 3
Anastassiades. M., Lehotay. S.J., Stajbaher. D. and Schenck F.J. 200 3. Fast and Easy
Multiresidues employing Acetonitrile Extraction/Partitioning and “Dispersive solid-Phase

Extraction” for determination” of Pesticide Residue in Produce. AOAC. Int.86, 412-431



10 g sample + 10 mL Acetonitrile

Shake 1 min

Add 4 g MgSO, anhydrous + 1 g
NaCl, 1 g Trisodium citrte dihtdrate,
0.5 g Disodium hydrogencitrate
Sesquihydrate Shake 1 min

Cleanup 5 ML extract by dSPE 750
mg MgSO, anh. + 125 mg PSA Shake
30 second

Centrifuge 5min 3500 rpm.

Evaporate 1 mL and reconstitute
with 1 mL ACN:H,O (6:4,v/v)

Final extract 1 g sample/mL

WHUNNT 3 Fumeuds QUEChERs method

thansazanefegnaiildainisanisnsfiussqegluran HPLCvial tludeiinmzsidenios
HPLC UV-detector
Instrument condition:
HPLC-UV parameter for phenylurea
Instrument: HPLC binary pump with a UV variable wavelength detector

Detector : UV at 254 nm
Column : RP Select B (5 um)
Mobile phase : Isocratic 65% ACN, 35% H,0O

Flow rate : 1 mL per min



Injection volume : 20 pL
Column temperature : 40 °C

Stop time: 12 min

a

4. n15ns2vdaunUlTlavIIT AT

a

AYUANIIASIVE0Y parameter Tun13fiagauauldlaves?
(ISO/IEC17025:2005) loiwn

§3A5129 (method validation)

4.1 linearity/working range

linearity WuAuanunsavesisiaTed Wethamiufls peak vesansun plot Weufuaiaw
Waduvesansiumedns Fellauduiusidudunss lnenaaeufinnududulufegiasy 8 seauany
Wudu enududuaz 1 97 diu range Wurmaududuvesarsludagisiiamnsadnssild aae

= N i . . = o ! 1 L3 o o . . .

uisasaniieglu linearity ¥4l A1 accuracy aglunueigeusu vinisnaaey linearity/working range
Aeuuduludiegeegetoy 7 AnudNtug az 3 91

4.2 accuracy/precision

s & ¢ a ¢ o & o aNa A

N13MARBY accuracy len U EUAYEINITNTITATIANGUAY (% recovery) VoINgINY
wnadluiiege vimsvegeuiaudutuludiieg1s 3 sedufe @9 nae waze naaeuALluay
10 91 precision {Wun1sinnnuLiug19e935A 189 Inedinan1531As1E9 accuracy 41911 %RSD
(relative standard deviation) wag@1 HORRAT FaiduaniilaannnisiuSeulisy %RSD #laa1nn13
NAa0InNU Predicted Horwitz RSD U84 repeatability &4 Predicted Horwitz RSD ﬁqmﬁ’lmm (Food

Standard Agency, 2004) (Horwitz, W., 2000) $4i
Predicted Horwitz RSD = 0.66x2 0\

Y 1 =

C = dnsdruanututurasingiivlufiogsmiulun1snsiaimaei (du 0.5
mg/kg, C= 0.5x10 ©)

4.3 Limit of Detection (LOD) \fluanndudusanvesanslusegsfianunsonsiafinseils
lnglaifeeiigal accuracy wag precision lagA1 LOD = 3SD Whag A& 1un15indaeden signal to
noise ratio > 3 ¥AUTEINMAT LOD 2Mnn1sAnn wagvaaeuianudutuluiogisiiuszanals
57 10

4.4 Limit of Quantitation (LOQ) Juauidudusianvesaisluiiegieiiaiuisansa
Aaseils Inedianugnees (accuracy) wazusdugh (precision) agluinausigeusu laga1 LOQ = 10 SD
(SD ; standard deviation vesauLfuTuiosfigaiviinismeasy) 1n1sUsERINAT LOQ 91AN"S

° PN I ) A v Y
AU LLagﬂmﬁ@‘U‘Vlﬂ'J']llLSUZJSUUELUW’JE]EJ'NV]Uﬁgll']mI@ 334 10 9

YSLIAN faAd 2554 - AUEN8U 2555
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CY v v

AuinIfeimundadunisndaniamsinens AsUIINSINEAT LWAIRINT

NIUNNA

8.. HAN1NAABIALINTA]
msnsaeuanldlivesitiinseiasivandisngu phenylurea Tuduuysndadusunuves
waldl Wun1sWauinazu3uisnisanniduinsgiu Ae QUEChERs, Swekt Method wag Steinwandter
(1985) lneidenisnisfingavasuanulflsvesisineiniaugnieausiugregluinausisensuunld
HuAsieseidmiuiesl §URng wazasiadingedt arsiuandnadneiaios HPLC UV detector Tag
MII9E@0U parameter #13°) Toun linearity, working range, LOD, LOQ, precision L% accuracy lngil

LNAUFNUIATFIUVBY parameter FNT AINITIN 1

1599 1 NQUTINIANTIUYRY parameter 7199 YaInsiigataultlavesitiiase (Codex, 1995)

parameter criteria
linearity R?> 0.995
working range R? > 0.995

% recovery = 50-120 (< 1 pg/kg)
= 60-120 (> 1 ug/kg < 0.01 ug/ke)

LOD LOD= 3SD uag S/N > 3
LOQ LOQ = 10 SD
precision HORRAT < 2
accuracy conc. (mg/kg) % recovery
< 1pg/kg 50-120
> 1pg/ke < 0.1 mg/kg 60-120
> 0.01mg/ke < 0.1 mg/kg 70-110
> 1 mg/kg 70-110

5.1 n3nsaadauauldldvasitimsnziansiiunndnengy phenylurea Tuduuzsn ¢ae335
SweEt Method (Ethly Acetate)
$79819610819 T TlUNITNAEDU YUININTIDIATIZNEITREANANANNITANTANNUA Ha

NIRTIRATIERlnUasiuAnAeNgY phenylurea



HAaN1INAdaUA1TNEANAINEGY phenylurea 2 ¥l lawn diuron wag isoproturon kUInIY

(%
Y A

parameter #199 (ANS197 2 wae 3) wazinawiniseusy (M9 1) agulanadl

5.1.1 linearity/range firaduduluiiogns sau 7-8 sesfu anududuas 3 41 wudn 3
A1 correlation coefficient (R?) = 0.99985-0.99997 %qagluLﬂm%mwmigﬁu Ao A1 R? > 0.995 (FDA,
2005) WAL % recovery 70.3-105.4 (15199 2) Faogluinusisoniufe % recovery lutas 70-110
(Codex, 1995)

5.1.2 accuracy uag precision fimnunduduluseds s 3 sedu Anududuaz 10 91
WU31 1A % recovery Tugag 72.0-106.8 & %RSD Tuai9 1.89-3.78 A1 HORRAT Tutag 0.11-0.29
(1571991 3) FaA1 accuracy wag precision agluinauaieausu fio % recovery Tumae 70-110 wazdien

HORRAT < 2 (Horwitz, 2000)

M5 2 wan1svadau linearity/working range Tusieg19dulesnNNTNAGOU 7-8 SEAUAINLTLTY

AMUIUTUAY 3 T

range no. %recovery

Name R?
(mgrkg) of level| min max
1 |diuron 0.01-2.0 | 0.99997 7 70.3 105.4
2 lisoproturon 0.01-2.0 [ 0.99985 7 71.8 100.2

M15°9% 3 WANITVAGOU accuracy wag precision Tuiieg NEUULIAMNNITNAADU 3 TEAUAINTLTY

AMUNTUAE 10 90

conc. (meg/kg)

0.025 0.05 0.2
Name
Y%recovery precision |%recovery| precision |%recovery| precision
min | max [%RSDIHORRAT| min | max |%RSDIHORRAT| min |max|%RSDHORRAT
1 |diuron 75511029232 | 0.13 |73.4(999|249| 0.15 |72.01(93.73.51| 0.27
2 |isoproturon 75.8 11068296 | 0.16 |74.1|98.7|1.89| 0.11 |7281(93.4/3.78| 0.29




5.2 MInsadauauldldvasitinssiasiienndnangd phenylurea lududzsn dae735%

J5UaINI5n15909 Steinwandter method (1985)

$79819679819 T TlUNITNAEDU YININTIDIATIZAAITREANANANNITANTAAINUA Ha

N3RTIRAATIERlnUaIiYANANNEY phenylurea

HAN1INAAOUAITNEANAINEGY phenylurea 2 ¥l laun diuron wag isoproturon kudnIy

parameter #1137 (115197 4 wag 5) Waginaein1seeusy (51991 1) asulaeall

(%
Y A

5.2.1 linearity/range NANUUNTUTUATIDE1 590 7-8 SEAU ANUTNTUAE 3 91 WU &

fin correlation coefficient (R?) = 0.99981-0.99995 Faagluinasinnsgiu fe A1 R2 > 0.995 (FDA,

2005) 4AL% recovery 72.3-101.2 (115197 4) %qagiumwﬁaam%’uﬁa % recovery Tua19 70-110

(Codex, 1995)

5.2.2 accuracy Wag precision NAIILTUIUAMBENN 590 3 S¥AU ANILTUAE 10 90

WUI1 A1 % recovery Tuaig 71.0-107.6 & %RSD Tuaie 0.89-3.88 &A1 HORRAT Tuwa9 0.05-0.30

(1157991 5) A1 accuracy wag precision agluinauaigeusu e % recovery Tutaa 70-110 uax

HORRAT < 2 (Horwitz, 2000)

IS

aAn

AT 4 wan1snaaau linearity/working range Tusiog19dulssnNNTNAGOU 7-8 STAUANLTLTY

AMUIUTUAY 3 T

range no. %recovery
Name R?
(mgrkg) of level| min max
diuron 0.01-2.0 | 0.99981 7 72.3 110.4
isoproturon 0.01-2.0 | 0.99995 7 74.8 101.2

MITNT 5 WANIIVAGBU accuracy Wag precision Tufiiag NAUUZIANNITNAFOU 3 T8AUAIIULTUTY

AULLTUAE 10 91

Name

conc. (mg/kg)

0.025 0.05 0.2
Y%recovery | precision |%recovery| precision |%recovery| precision
min | max |%RSD|HORRAT| min | max [%0RSD|HORRAT| min | max [%RSD|HORRAT




1 |diuron 74.51106.2| 286 | 0.16 [74.5|96.9]0.89| 0.05 |71.0]|945]3.05| 0.23

2 |isoproturon 73.21107.6| 297 | 0.16 |74.1|97.8|3.18| 0.19 |78.2]|97.3]3.88| 0.30

5.3 N139523d0UANN1ElAUa IS AATIERETNEANA1NEN phenylurea Tuduussn Aa873
QUEChERs method
Fregaiegn Saiuildlunisveaey thinasalesmgiasfivand1aenudsnnsfidivmue na
NIRTIATIERlnUasiYANAeNEY phenylurea
HAN1INAAOUAITNEANAINEGY phenylurea 2 ¥l lauwn diuron Wag isoproturon kUdnIy
parameter #iN97 (A9 6 - 8) LaglNAEINITEBNTY (ANT7971 1) aqﬂlﬁﬁqﬁ
5.3.1 linearity/range irvanduduluiogne sau 7-8 szdu anududuas 3 51 wu 3
A1 correlation coefficient (R?) = 0.99974 — 0.99998 Fsagflunaueismsgiu Ae fiA1 R2 > 0.995 (FDA,
2005) kA% recovery 81.6-109.1 (115197 6) ?fqagﬂummsﬁaam%’uﬁa % recovery 1u479 70-110
(Codex, 1995)
5.3.2 accuracy ua precision finududulusnegns 2 3 seiu Arududuay 10 $1
WU11 1A % recovery Tuda9 81.6-106.8 & %RSD Tua19 2.07-3.81 dA1 HORRAT Tuta9 0.14-0.32
(1571991 7) FaAn accuracy wag precision agluinauaieausu fio % recovery Tumae 70-110 wazdien

HORRAT < 2 (Horwitz, 2000)

AT 6 Wan1InAaaU linearity/working range Tusiog19duUzInINNTNAGOU 7-8 STAUAMLTLTY

ANMUIUTUAE 3 T

range no. %recovery

Name R?
(mg/kg) of level| min max
1 (diuron 0.01-2.0 | 0.99974 7 81.6 109.1
2 isoproturon 0.01-2.0 | 0.99998 7 85.9 101.2

AN 7 NANIINAADU accuracy Wag precision Tuf198 198 UUZINAINNTNAFOU 3 FTAUAULTUTY

AMUNTUAY 10 9N



conc. (mg/ke)

0.025 0.05 0.2
Name
%recovery | precision |%recovery| precision |%recovery| precision
min | max |%RSD|HORRAT| min | max |%RSD|HORRAT| min | max |%RSD|HORRAT
1 [diuron 94.21106.8| 3.81 | 0.23 |94.1/100.5/ 2.07 | 0.14 [81.6(94.1|3.81 | 0.32
2 |isoproturon 96.31105.2| 2.64 | 0.16 |93.3]|100.3| 226 | 0.15 |81.8]93.4|3.60 | 0.31

5.3.3 LOD way LOQ A1 LOD 91nN1SANUIMNAINTD 4.3 waziin15USuseauA UL

Tudeg1aariinisnaasy wuan LOD fseauainududuludiegie 0.005 Jadnsunanlansy dan

=

signal to noise ratio (S/N) 8¢lug1e 5.8-6.8 ALaGEWINU 6.4 Funugisausumeilal signal to noise

ratio > 3 A1 LOQ 3MANISANUIUAINTD 4.4 wazdn1sUsuszauanuldutulusiagaazinnIsnaasy

WU31A1 LOQ $A 0.01 fadnsusieanlansy & % recovery Tuaie 84.7 - 101.2 & %RSD Tuwa9 5.04-

6.31 wazAn HORRAT Tutas 0.24-0.30 Gefisysu LOQ AN accuracy ua precision aelulnmusivensy

wazlfimsmen signal to noise ratio (S/N) agluzaa 8.5-13.5 Aadewiniu 9.4 uaz 12.2 (13137 8)

A15197 8 Wan1sVaaaU LOD way LOQ Tudiegneduiysnannnisnagay 10 90

LOD signal/noise LOQ |%recovery| precision signal/noise
Name conc. conc.
min|max|average min | max [9%0RSD| HORRAT | min |max|average
(mg/kg) (mg/kg)
1 [diuron 0.005 |58|68| 6.4 0.01 |84.9|983|504| 0.24 |85 (102 94
2 lisoproturon | 0.005 |6.6| 75| 7.1 0.01 |84.7|101.2] 6.31 | 0.30 |10.7|13.5] 12.2

8. ajUnan1snaaauazdaLauauuL

NNan1nIvaeuANldlaveiainsvansiivnnA1angy phenylurea Tududssa fae733

SweEt Method (Ethly Acetate) Wu11 range/linearity U84a19%4 2 viia A1 correlation coefficient

(R) = 0.99985-0.99997 Fsegluinasifiveniuls lng range vaammaaeueglutiig 0.01-2.00 dadniu




soflansu n15Mgan accuracy 91NN1591 % recovery agflugae 72.0-106.8 1Wasidud § %RSD lugas
1.89-3.78 precision waansfiumndng flA1 HORRAT Tu24 0.11-0.29 Gsaglunasiniseensu

Mnransmsaaeumniltlivesisinsesiansivandangy phenylurea Tudutzsn deisa
U¥ua1n38n15984 Steinwandter method (1985) Wu31 range/linearity 39381393 2 ¥ia A
correlation coefficient (R?) = 0.99981-0.99995 Faagluinasinueniuld 1ny range vosnismadeuey
1914 0.01-2.00 fadnSusieflandu N13iigaw accuracy 31NN1IU1 % recovery aglutae 81.6-106.8
Wesldust i1 %RSD Tutag 0.89-3.88 precision wasansfiumnAns flen HORRAT Tuv2a 0.05-0.30 Feagly
\NINSEaNSY

1NNANTIIATIEUANLEIAveITIAT e siwAnA1aNaN phenylurea Tududgsn meds
QUEChERs method WU 11 range/linearity ‘U@Qﬁﬁ‘ﬁzﬂ 2 ¥ilm 1A correlation coefficient (R?) =
0.99974 - 0.99998 Fsegluinmsineeniuld Tny range voan1snaaauaglutis 0.01-2.00 fadn3use
Alansu n13figanl accuracy 99NN % recovery 08luY79 81.6-106.8 Wosidud T %RSD lutas
2.07-3.81 precision YasansiwnnAa JA1 HORRAT Tutias 0.14-0.32 Fsegluinausiniseeniu e LOD
winfiu 0.005 fiadnsusiafilansu wagilen LOQ wiriu 0.01 fiadnsusenlansy

MnuansaTaeuauldldvesisinsesiansfivandrendy phenylurea lududesn viaanu
Fsarn szuiuldinnisatinansfivanfeenes QUEChERs method Tansmsiaaeuiifiuszansam
avan TnglfidenBnmstunilensaaeuanulfldveisinmeiliinugniesuiugreglunmsiseniy

Y & ada ¢ 9 [V a va = v a ¢ Yo N
ozl duis e idmsuriesfuiins Gsaunsaaguteyananisiigatianuliladmisd 9

13799 9 a3UANUAINNITAVRITTLUNITNTIINATIENATANYANAIINEGN phenylurea NHIURGIUAIY

Taloludagedudzsn

Papaya

name conc. (mg/kg)

LOD [LOQ| range

1 (diuron 0.005|0.01 | 0.01-2

2 |isoproturon 0.005(0.01| 0.01-2
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