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Abstract

Because the analytical laboratory methods may be standard or adapted from standard
or self-developed methods (In-House Method), Method validation is required to confirm the
development. Suitable for laboratory analysis, testing, and equipment materials in accordance
with ISO/IEC 17025: 2017 clauses 7.2.1 and 7.2.2 Trueness, precision, and linearity range are
required to ensure accuracy. The laboratory currently lacks the method validation, which is an
important information used to expand the scope of laboratory certification. In addition, method
validation research for certification and scope expansion in accordance with ISO/IEC 17025:2017
international standards in central and regional laboratories of the Department of Agriculture
increases the laboratory's potential to be recognized in accordance with international standards.

This research project was studied to achieve the accurate, precise, convenient, fast, and
fit for purpose results of agricultural production analysis including fertilizers, soil conditioners,
and plant growth regulators according to 1SO/ IEC 17025 and international standards. This
research accomplished that 1) accuracy and reliability: methods according to international
standards for water soluble calcium, magnesium and sulphur in chemical fertilizer analysis with
the information on storage time of the chemical fertilizer at 12 months was sufficiently stable 2)
analytical methods by X-ray diffraction method for determination of marl, dolomite, hydrated
lime and gypsum in soil conditioners 3) single analytical methods for imidacloprid, fipronil and
carbendazim detection in hazardous substance agricultural products 4) Multi-pesticides method
with gas chromatography-mass spectrometry (GC-MS) techniques 5) Multi-pesticides method
with HPLC technique for determination abamectin, acetamiprid, fenobucarb, carbosulfan and
fipronil and 6) analytical methods method on plant growth regulators for determination of
auxin gibberellins and cytokinin in agricultural products by liquid chromatography mass
spectrometry (LC-MS/MS).

These results of specification/ selectivity, working range/ linearity, precision, accuracy,
LOD/ LOQ and robustness/ ruggedness parameters confirmed that these analytical methods were
fit-for-purpose and situable for using as standard method in laboratory according ISO/IEC 17025
2017. In addition, the effective system was successfully supervised to the fertilizers, soil
conditioners, agricultural hazardous substance products and plant growth regulators under DOA
responsibility. As the project succeeded, this has led to the enhancement of potential capacity

of agricultural inputs laboratory in Thailand.
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Oemsmansii 6 sunisufuaunauaziannszuunmsuimsinnniass

nsUSuaeun1asy Bavean “nasgueslsevivuiveyuseuvuuasUselevidiusin”
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3. 2RuuUszannau 1. Nlaudaasslutlauussanm wa. 2565 Iu.............
3,899,778........ UM

TUSUASUAULEAL 4. Folasesnisnmelglasensive suusza
(v )
wwasrlosudl 3 - n9isenavads | Tasansidedi 56 WawszuunsRsIasuTes 3,899,778
winnssufierfindaninuanunse Ao ndadenisudn Lﬁ'aa%ﬁqmmgm wag
QRS gnszauAunmMvewiBaluRnslulsendalny
TUsunsudl 12 :Iﬂsaa%ﬁqﬁugm TassnTidedosd 281 Wamnszuunsiuses 1,436,600
NAUNINUALUINSLATYIND UIMTFIUNIATIABUAUN N LA
uInnITU UINTFIUAINS
TassMTisedosf 282 Waun wasdaviinae 817,500

INTFIUNTATIVTUTOESUTUUT AU
Wuansa Yulalalust Yuvd wagdudy)

TassnTisedosi 283 Asewauimalianig 1,107,650
NAFBUKLUATTILAEASLABTlIN TR N
wAn ST ingdunsevansinumsfiamungly
VLNLRE

1ASINNTIVLLDYN 284 FFUWATHAIUUNANANTT 538,028
P3IAABUATSAIUANNISAS A UTvRIlY

RER TWNIUATININTNYAT

SAUNIRU 3,899,778

4. 1yazdenlAsenIg
NUUaEANNEIRY/MANNITUALIVIANG

mMafiufnenmszuuMInTafusesnunnde asuulssiumsmununsissapivladiy uas
Fagdunsemenaneasilunsensziuaunm wazansgIuvesiesUjufinisiesziveansuivinis
nwms Sadumbenuelulsamalnesinih sl uagauay aunmiadunisude
fi Smte sasnsdduazdsenn lngran1snageunviesujiinisazgninluldlunismiiv uag
Haduldmunsgavdyadde wa. 2518 uflufufulagnszsvtydfde @Tufl 2) wa. 2550uas
wizsuUyalAingdunse w.a.2535089lsmudagiudsluinismuauanmuninansusuusiu Fedu s
Sududpsadianamiuinsgiu warsruumsnnaiusesnunmliidussuuilduinsgiu vieniunns
sousuluszdvaina iieanudusssuuigninuazguilan wonanil dn1syndransivig an
iaUszma viemaiiuansastuluiiadenisudn uanihluneliiuinemns silfszuunisnsaiusesdi
foglinsouagunisiiasginmuadidmualilulsenia vieTslesgiiivesufoRnsldegdaidasia
maiadl Fdludlagtiu mnuivthveamaluladuazieiesile vinlianunsnantedrinvesnsiiagsinis
wafias 1y mamedanisdenvuiidiond wiauitanaienehiietusuiadsnmuainlunis
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a

figrillassadavesansuszneulundniog wazasalinseiidalinnanesarsuszneu wWislddudeya

Y

W31n15 wazsnedanunguuneg wazldiluinasinivauauninvesdn sumniniigluiioinain
delinunsnslaldndndausinlanunin silvaasununisnds wenaintl nsmuauAnnIasUeiu

0 v o |

AdnAngY wavansauaNNsasiulnvesiivndminsluremaialvlauinsgiununse s1vdys

[ [y

MOAUNTIY N.A.2535 LitoAuUaaniBvasnunIng wazguslan MiesluRn1fensiadins1ening
anneunaaInsryviselitagiu inwasnstienldarsiniiinuasiiiolilinandndiuiuuin wazanns
gadennmsvinatevesiingity Jeuaslilaiasialiinuasmaldmareuywduazdwminaeu Sgua

eatvayuliiinslondnduiansiidun adnaniy naunuieannisidasiaiiinens NsuIvINIg

PO )

nnsiudaiunnuddnyiidesmunununmuessdnsusinadlild elfnunsnslignionuisuan
MsoIndsasInan Ssiagiuriesufiinsmaasuanslundndnsiifiosaiafie uagldszoziiainis
noaauuu fvhavaneUiinann vililvesdedunse wagvaeduneden diu Seiamumaia
n3nsITAswirdaansuuuTmvesarstestuidadnsuazarsamuaunisiaiaiulnvesiiy 7
Uudoulunandasiansiaisae arsatnaniivlinsiveda (Unknown  sample)inamailn GC-MS,
HPLC uay LC-MS/MS dsanansansiaaeulivarsaiaanslumsnagevasaien vilvnanismaaoud
AINNABIRATTINLSIVTURENSITN VBN YATNT waziUsznaunIs anUsuIuvendudunsny uas
asaaounuldldvesiSnsinssiansifedlundn fusiasdestuidndngivuazarsaiuaunns
WsyAulnvaaigmematin HPLC wag GC-FID N1simussuunisnsiasusasqaunnle a1susulsenu
asmuaunsssauiulafiy wagingdunmenanisinuns G9isnaaeuiiinunsasaaeunuldlives
Favgnindmununass e nesivesssmdlng wazdrenonliifuiosfofnisiiedeis
A1A% UMINEEE wazlenTuReY WewauesufUANIA19q TiTlauanunsoriaien Wunns
8nIzAUToIUfURNIIA199 IﬁlﬂummgmlﬁmﬁuﬁaﬂsmmLLamﬁuﬁaau%’ummmmgmmﬂa
aonndosnunagnste 2.3 unagiannitnisnsisaeuiiion1siusesnigu aun At
oty wazadunisndnaiinudeiuuaznmdnuaififdedudinunaidunisaiediuans
foseuaytitTaruasalunM sutsturesyive
UszaAvalaIINIg

3) WeWauwardaiinueinnssussuuMInTaiusesnunmdsasusulsiuastestu
Adndnsiivuazansmugumaeiqiulavesiiviliinumsnsidldndnssindnanmesenaiiaannssy

1) wesnszduinasguresfiAnislulsemalnelfinesgudeafuduluamunesguana
vilvimsiiumuauguaranmiladensuannungrneidsiuldaienudussalituinuasnsuas
AUsENaUNS

YDULIANTITANE

AN ueiNAsgIUTEUUNIRTIRUse AT iuAne A NAIEINsaYemiesU RN Tunns
ATIvusasnunsasUsuUTRu Tnsmsiamnuazasaaeuauldldvedisingest iilefmunidy
FBasrefusesmiuinsgiuresusamalng uazairsunsg1uisnsiaiusesveios Uftannsg
vieafiRnsiedevnglugfinia uazanaonyu WlsiBnmmmalnseiiniunsiuses uaziduiivensu
Tuszdvanna dawasiomuindefevemwanisiinsey Weliuszneunshluldmuaugunmiade
nsHARAIUANNTIHAR uazdsminedadenisudnlifinunm sauidaiinasiinasgusruunmee
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(% L3

SusesansUsulsenu Badagludslisinguinevsenisauauaun nveIndnfusininitglurawaia
Welvinsudvinisinunsinludeduldinduaivau wasquanuninde wazaisusulaauny
wsgs1yigifdon.a. 2518 unluiuiAnlaensgsivdyadide (adun2) w.a. 2550 wazniy

>

va v LY

w3zTdylATngdunsien.a. 2535 wasunluiiuinwazasiainsgiuiusesnunmdadonisuin

@ 4
=

iialinAutusssuiugUsEnaunT wardnwinaUseleviveununIng waganAuldeneiiingin
nsldnansdaililananin

Heudni
1) avaeurnulilavedis wnels nstudulaenisnsivaeuuazdavimanguinilugusssu e
waneidammvuailiawing 4 dmsunmsldmunaslalilaenmnzannsoussaralaasuii”

2)  Range Mneis PaeUSinamesansiiidvegeu S935nnaouainsadiesziile

3)  Linearity el aAnuduiusseninsUSinawesansiisnaaevannsaiinseild fudaaod
aTadale (Response) fnnuduiusfududunss

1) Accuracy vaneds mnalnddestusywinsmamsiessiannislitaildnedeuiu fuAdneds
NNFeENAEITY UanwnaluzUves %Recovery

5)  Precision U188 mmlné’tﬁemﬁ’uswiw%’aagaﬁlﬁf\]’mﬂ’lﬁLﬂi’wﬁs{j‘;’] wananaluguved %RSD
uwag A1 HORRAT %a’%mﬂugﬂmaamsﬁw Repeatability Lag Intermediate precision

6) Repeatability vanefis wadiléiannnisind1arnsesufifnindeatu fnaaeaientu wisslo
denfunmeluszesnaiilndfesiu

7 Intermediate  precision vinefis nan1snadeudildainnsingilaeesujoRnsdieaty
FLHLIALANANAY

8) Reproducibility mamimmaauﬁié‘{mﬂﬂﬂiﬁ'}%ﬂiwdwﬁawﬁﬂ’aﬂ'ﬁ

9) Robustness vy grANTATUARTINTirLAMUReMIUAB UL ANV TAFDU LY
gamnil pH nandild Sas1nsiva Wusu

10) Ruggedness vuN8E4 AMaNUR U9 Repeatability ¥asnsnaaey aeldaniiznisegeudni
W Wasugveaey Wasuuneaey s winamsvageudinaiy

11) Specificity viangiia Msiiadmmeiiemus e iuasisesmsnsaawiniu arsvineu 1 L
HNATUMUNIRTIVIA

12) Selectivity e Aruaninsovedisnndey fianunsouendsiideaniseanaindsdevuduls

13) matrix effect ved HansEMUINARTeULluBIFUSENE TR EN1INTITTATIEN

14) LOD "a1ede Anuadusingafaninsansivinlavedisdinsieyt (limit of detection)

15) LOQ vnefia enududusingaiianunsnimsgsimu3anails (imit of quantitation)
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Unf 2 A5n15AHUIU

1) Wawazasvdeuauldlivesitinseide BAnssiuaa@en wuntilen Auziu Tugun
azaeululeinll LasVefaUANNEDYTYRISINaNSUARTEN winti@ey waziuzauludand

1)

2)

10)

JownTen Yan aunsal fidedltlunsveaey uazdnmniansedsiuses (Certified Reference
Material; CRM) #ifif Certified Value uag Uncertainty fiagadewail (sample blank)
Wan1EinuIvauenaies  ICP (Inductively ~ Coupled  Plasma  Emission
Spectrophotometer) Tun15tAT1g9 wAaon wundil@on nugdu ﬁazmaﬁﬂuﬂmﬂﬁ
asraaouauldlivesidinsisilaendrernududufinadeu (Range) AuduRuSLT
1@UnTe (Linearity) Wanseynuvasuning (metrix effects) Iadndalun1snsrany (Limit of
Detection; LOD) ¥ad1finlun1sini@auuna (Limit of Quantitation; LOQ)uaziigatiaiy
Qn#es (Trueness) MBS (Precision)ingiinszviiansnadefuses (Certified Reference
Material: CRM) fisgsuainadady g9 nang a1 Aieseanudutuay 10 91 AulNanis
AATILINERR M1UNIMSFIU Eurachem (2014) uag AOAC (2016)
UssifiuAanulduiueuresn1sin (Measurement uncertainty)
A379d0UALAMUTDIITNAaeulnsn 1 sWAsuLUataniasifisintesananiizund
(Ruggedness) 1 ArmEasoulunsivgn meugitldiugn Usunaninduiildivg nainsade
QNN SrEIAIN1INTBY MFUINUATTAZANe LU

wisnshegelaladidmiunamaaoy TfuAdedafien (Single fertilizer) 10 Faog1a ol
Usenau (Compound fertilizer) 5 Mageuagleidanau(Mixed fertilizer) 15 Moe
AnwiAnuaiesvesUTINusmeImstumeglunigldanitzaiuaulussuzen (Long-term
stability)

wusegadeiaiianseneg ldvawanaindeUnvinas 15-20 n$u lnswendu 2 nqu fie nqu
‘1'7iLﬁﬂuﬁmmumm%uLLazﬂajmﬁLﬁuiuqmmﬁﬁaqLﬁunm 0, 6, 12, 18, 24, 30 Wag 36 LAOU
Tngdudognaleninia 2 ndu munaniidmuadiediay 4 mnseadsiufindnuazma
MeamiidinisiUaeuudastl wdnd 2 990 dednseianudu wavdn 2 van dhlvundae
inesunsegalelagiunzunsannagida 0.5 Tadiuns
Aszimusinaueadenuniifoniuz iy wazanudulaeliiinuussnanssnsansyns
wagannsal 1309 AMruANTIABNIATIaTATIEvideiadl w.A 2559 (S1wRaanunw, 2560)
Tnousazaswinmsiesnesine ¢ va (agdessivsinaunadouuuniifounas iy
$1UIU 2 90 UATANTUEN 2 WIR)TIRAL 2 91

WATIERNIEDR Regression analysis a3 1ISO Guide 35

A31981N1TAILNANDYLTILEU (Simple linear regression) WAAYAMNAUNUSTENINIFILUT
9ase (X) fip szgzliauazmLUInY (Y) Ao USHausneIvns
nagouANLdITUS ST INTEET e AT UTINAUIS NS InenaapuautRgIuieafuamdy
ToddunnneY (3;) EMSUNITNAADUAIULEDYS

NTAATIERNTONODYAILANADR t

ATIATIERANULUTUTIUVRINITNAFDU F 31nA1579 Regression
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11)

12)
13)

(%
o

AnwravesguiidonuatiusvesUsinusnemsiustegelelussugdu (The short-
term stability)

wussegdeniignsaneg Tdviauimeglien vinaz 3540 n3u Tnsuenilu 4 ngu fie
nquiloulugoueneafeudissdiugumgil 40, 55, 70 uay 85 Clasduiaogiatemuiani
AMUUARAB0, 2, 4, 6 way 8 dUA1vAeg Ay 4 PARDASI LTINS YR B M AN
Wasuuadly wéih 2 1 delessiarutiu uagdn 2 11a dlvuadeeiesuniiegis
lngrunzknsuIngdn 0.5 Taduns

AnszinUinuueadeuuniifoufueiu wevauiy

AATILINERR MU 2.3

AULAYIIBUNANITNARDY

2) WAILNABNNINTIAAANTBLETUTUUIRY waznsaadauanuldldvasismsinseiideqanin uaz

WaUTunawasyusnda Yulalalu Yuwd uazdudy

1)

Jamarsuinsgrudmsunislglunisiessiasisaeuanuldliveisinssimematinnis
Aeawusvdiond Usznoude asinsgiuyuinianieusnifonaifuaiunaaniand 99.6%
(CaCOs, purity 99.6%, Merck Germany) a1sunsgiuyulalaluvivsouwnaidouuuniie
m%umumm’mu‘%qw%{ 98.0% (CaMg(COs),, purity 98.0%, Central Geological Laboratory,
Mongolia) mammgmﬂuumm‘%aLmaLﬁ?iamiamaﬂlezjﬁmmﬁqmé 95.7% (Ca(OH),, purity
95.7%, Sigma Aldrich, USA) msmmsgm@ﬂ%’w’%aLmaLe?jsJaJ%’aLWmlmlmmmmmu%qwé 99.7%
(CaSO4*2H,0, purity 99.7%, Merck, Germany)
mannEvrauveaiadlunTieeifetne Tngauny (Scan) fogasunsg s
é}QEJLﬂéa\‘i XRD Lﬁamamwﬁmmzau W Start angle, End angle, Step size, Time per
step, Tension, Current Tun1siigaugnanuaivasansuiul sy
nv1aaeuAldlivesisiinseiiBanmnn Tngnadeuauiiles (Precision) vasiumisiia
(Position) A31183%83A (Intensities) AMSEUIUTENINNEN (d-spacing) UseiliuanAosay
drudeauuinnsgudning (Grelative standard deviation, %RSD) meldfan 1ty ivanya
$117U 7 91 Ra1A1 %RSD vesumaTA (Position) AY1EHwaITA (Intensities) A13EUTY
3¥UINKEAN (d-spacing) laeAnualiaAlnuginIseaNsu %RSD  AssdAmtasnin 2% way
M3I9dRUNUFIUTELAB1984 ICDD (PDF-4) (ICH, 2005)

MTIVHBUANUYNABAUTIUTUY NAADUAINALTES (Precision) LaZANUYNABY (Accuracy) Ved
U3NMAITHIRSEIU $119U 7 91 Anadies (Precision) Ussiiiuainandesazdrudeaun
WINTFIUENNS (%relative standard deviation, %RSD) %RSD #9eilAtaend1 2% AL
9nAe3 (Accuracy) UsglliuanaA1segagn1sAUNGy (%recovery) waziafilaufIuI
%recovery WNTINITEBNSU 95 - 105%

vUTInasgafiannsainedld Tasvimsiiuansunsgiu Yusnsa Yulalalusi Yuvnd uay
gUdu U 0.5 - 10% aslundnsdaeiansusuusedu Mg(OH), ﬂmimgmmummgmmu
¥935ad0nd (XRD Patterns) fUsIngdunusuazaugavesiia fanansodwunlaindy
19351 Yusnda Yulalalusi Yud uasBUdu (ICH, 2005; Gaudin et al.,, 2017; Dobelin,
2020)
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6)

ayUNaNIIVIAAB LAWY

s
3) W%I‘LﬂLLZ‘]uﬂi’J?\]ﬁQUﬂ?qﬂimﬂﬂlaﬁ’ﬁﬁﬁqi‘ﬂaﬂﬂUﬂﬂﬂﬂﬂ@l‘i‘l/\l‘l] ?Lﬂi’]u‘iﬂﬂiu’]mﬁﬁiaaﬂq%ﬁ falaan
30 Winsdla wazmsiuunTu LL‘U‘U’s‘I’liWIEJ'J

1)

4)

Fovnansiadl arsumsgiu nandasiasteafuidndagity gunsalineimans 1wy edesuin

Usuns reduy iadesdiolawmesesudud dadn Tasunlnnsaw (High performance  liquid

chromatograph : HPLC) ffns1adusiin lalenendise (DAD) uay wdesdoufalasuiinasam

(Gas chromatograph: GC) dfnsraiuriiamsulessluswdu (FID)

manmzfiunzatlunsinsiuasaaauanundotvenaiosiounisanaisazatesdn tne

Anansinmsgugfuvateasiaus et Peak area Midnusaasaiiuanssiuliiu 2 %

nsnTdeuAUltlAveIsIlAT I

- yAdeurn Specificity / Selectivity Taefia1sai Chromatogram 3flansdudilifiafieniu
anstiaulandeld

- psedeuteAuduldunse (Range /Linearity) M579&@0UA1 Range laglm3ouansazans
wasgIudl 6 seduauduty q oz 1 41 Iieseunquiaeilden nsvageu Linearity on
Aududu 91ne1 Range  Tlwdunss 3 avanduduy Tﬁagiuﬂhﬂﬂélﬁmﬁuﬁiﬁﬁmuﬁ]‘%ﬂ
nduedsuanududulfazidoniudy 6 ssduanududuas 1 91 Fededlden
correlation coefficient (r) 2¥@A8s1NAIN 2 0.995

- mmaaummmm (Precision) U Repeatability (T,@swnmsmaaqmalmummﬂu) ik
mimaaummummmmu m Na"e g4 pg1atieY 5 §1 WU TnsmAgeuTisTiuay
it i nans g eehatles 5 Frinauinnseensy AOAC Wihifu 0.3-1.3

- aya9deuUALNY (Robustness/Ruggedness) TnatUasuan1izlunsmaaouuiansines
Wy anadunsa-ang Wasuaedul gumgll insmaaeuisziuaaduty d nans ge
agatios 5 81 nasinnsgesumIL AOAC Wiy 0.3-1.3

- avndeuANkiL (Accuracy) tnefiansan % Recovery vnisnadeudisyiuaududy s
NAN 4 DE1HIDE 5 1 LNEIN1SEBNTURIL AOAC

- mMsmAANulilULeuYeINITIn (Measurement Uncertainty)

Juiinuazagunanisnnaes

o/ )

4 NAUIKAZASIEaUANTTAUD935 AT RNNUILANRUUEITIINVDIE5UDINUNIIAARTNY
e lduselevllun1s3AsI RN AR A U TN UNKALESENNAINNY 108 GC 31U 30 Yiin

1)

v

fndoanaiadl ansogs wartangunsalingg iueedutl inTesufuiues Tulastn way
ANTNAIFILINUTENENER Dr. Ehrenstorfer mau3anslaitfonndn 95% $1uau 30 wila lén
acetochlor, alachlor, ametryn, atrazine, azoxystrobin, bromacil, buprofezin, chlorfenapyr,
chlorfluazuron, clomazone, chlorothalonil, diazinon, difenoconazole, etofenprox,
fenoxaprop-P, flusilazole, hexaconazole, metalaxyl, metolachlor, oxadiazon,
pendimethalin, pretilachlor, procymidone, profenofos, propargite, propiconazole,

tebuconazole, tebufenpyrad, tetraconazole ey thiobencarb
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USuannefiuvunzauveandesiiowdalasunlnnsil - wuaawnlnsiivs (Gas Chromatography
Mass Spectrometry : GC-MS) @msuinlAasLuusmLeninana e 19TALIU

NAEBUAN Specification/Selectivity wag LOD

Juiinuazagunanisnnaes

Wawuazasadaualdliveisiinssinmunzanwuuassinvasaslasiuiidndngiiyly
walduszlevilunsudnduadanuuazasannainiy Ing HPLC 989613 81595UNUNAY B2
Fmiinsa Wuyarsu arsludauny wasillnsila

1)

fndoYangunsnisneg Wy Aedutl LaTesutuTuns lulastiun (Micropipette) wag ansiad
LAZATAIDYY W%fam%’m%amimmgmazmLuﬂau (abamectin), 9@ 1ANTA (acetamiprid),
Wluymsu (fenobucarb), A1sTudauniu (carbosulfan), Winsila (fipronil)
USuannzreaesedolawmesnesuuud da3a Tasuilvnsml (High performance liquid (High
performance liquid chrochromatograph: HPLC {if#5233u%iin  DAD)
Anwameiimnganiivilfansuuunauenfinesnainiuegsiaay

NAFBUAN Specification/Selectivity kag LOD

Juiinuazagunansnnaes

Wauazasaauaulydlivasisdasieriaansad (Screening  method) #15AUANNTS

w3gyLAUlAvaINY ngueandu Juivaisaau lelalatu lundadudiasdinue a1sainainig
laiszyatia (unknown sample) fematindadalasuninansduuaaalasums (LC-MS/MS)

1)

manMEvrauveLasasLlaaUalasines

- Lm%umiazmﬂmmgm Indole acetic acid (IAA) Indole butyric acid (IBA) Gibberellic acid
(GA;) Gibberellin (GA,) Gibberellin (GA;) Kinetin Zeatin Way Benzylaminopurine (6-BA) 14
Tanuuduvesasuaazstainiu 0.1 ug/ml

- hmsaaasedkuaailalasines  lnen1susuanieeanIng Ly YSualnasnie
WA (Source tuning) tazUiuA1a1susenau (Compound tuning)
v = ¥ o 1 .«.:4' 5 1 ‘:{' U dll a [

- Yuiindeyauasihanldlunseimngauvesnisuivanneaseuuaaalasiines

2) MEANNILMUMULENTBLATBIAMINLATUN NN UNSHENENS

- ASHUANTATANENINTFIUNANYRY Indole  acetic  acid (IAA) Indole  butyric  acid (IBA)
Gibberellic acid (GA;) Gibberelin (GA;) Gibberellin (GA;)  Kinetin  Zeatin  uag
Benzylaminopurine (6-BA) Tifianuitnduvesasiusazsiiamnnu 0.1 ug/ml

- duduniseaeulasnisaadieaiesdaislasuilnsnsuiaaalasines Afin1suiu
anzeneg dail gunniivesnoduy gamnlivesnedns Snsinislnavemandeud uay
dandruveulandoud (Hudu

- duiindeyauasthanildludiemfunzaumeuaiodainlasuinsnsmuaaalasiines

3) VAHUANTHINTFIULNOATIAADUANYNABIVDIFIUTBYAATAIUANNTITYAULMDIIY

- WRHNANTAEAYAN TN IUNANIATITIIUATUINTTINIAY 0 2 4 6 wae 8 inas Lag
fAnunTuYesasumazsiiawindy 0.1 ug/ml ag19ag 10 €1
- yhnmsaaasesdrinlasinsnsnunaaUalnsiine s
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- Juiindeyan1svadey
4) MAADUNIAT Specificity/Selectivity
- m3PNESeany Spiked standard aslu Sample blank @1sazaesiiegs Laza1sazaiy
Sample blank 9¢198g 3 8
- nsEadniaieddainlasuiivsnauuaadelnsiivies
- W19 lon ratio Spectrum wag Chromatogram
5) mAdadiAnsgafiamnsainle (LOD)
_ wisuasazans Spiked standard asluansarane Sample blank §112u 7-10 91
- nsEadniasedainlasuiivsnauuaadelnsiivies
- ‘Wm'wLaéaLLaszﬁmwummgm
6) VadoUMBENENITI S nwazansatafiv il Matrix s
- wisudnegeanstasasiuazansatiniiy fogieas 2 91
- Fudunsmeaeulaenisindiedesdeinlasinsnnuiaalalasives
- #9158 Spectrum Chromatogram Wag lon ratio
7) Tuiinuazaguran1sveaes

3. M5USULNLIUUSZU U SZRINeT
QL M WuoyfRdetudl we. 2565 vensszegnadiiiunstadiou duiau 2566
(MANUIN 4)
O wWasunUassuyssanas TUSAOBUIEAITIUREUIUB oo

O wWasuwasingUszasd/mandn TUsnoSurenSURHUIURAT ..o
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= =
UNN 3 WaNI19ANTN

3.1 wan1saiuauveslasenig
1) Wanuaznseseuanuldldvesdsinmziles 33mmziueaden wundi@on fuzdy Tugui
armenluilondl uazvagauauatsveasmaInsuAaIBeL wundidey uaziuedululoed
IFnanmsianszuunsmsnaeuLeaden uuniiden uarduediluguiavanedilulowd e
gagldan (nstrument working range) waztaeAufudunss (Linearity) v8aa3a ICP-OES fimmnuidiudy
asazaneNInIgIULAaW@eN 10, 40, 80, 120, 160, 200 fiadnsusiadns wunilley 10, 20, 40, 60, 80, 100
JadnsSuredns wazA1ugau 10, 40, 80, 120, 160, 200 Aadn3uUMDANT NUINAMNFUNUGTEWINAIL
\WUUAUAT Emission intensity Immﬁuﬂﬁv\mmagmﬁﬁwé’mﬂizﬁwéawé’mﬁué (Correlation coefficients; r)
7 3 429 TAWIAU 0.9999 wansEnUTeLLTENTdensMaNATTIULAITEY wuniliFe uasfuzdy
(matrix effects) HAuduuananafuAndu%RPD Windu 3.00, 2.07, 3.51 AuE19U STa1ilunIngia
WU (LOD) fiemuidiudu 0.10%Ca. 0.03%Meg, 0.03%S wazdasinlunsiadasuna (LOQ) firuidudy
0.65%Ca, 0.65%Mg, 0.65%S lagUseiliuaugnaes ld %Recovery Wity 100.97, 98.84, 102.13
ALAIRU wazAaLTies (Precision) TneUseifiuain HorRat (Horwitz’s Ratio) Méiwinfu 0.33, 0.26, 0.20
AUy inududus 0.949%Ca, 5.36%Mg, 11.15%5S TngUszidiupugnees 1 %Recovery Wity
101.95, 101.55, 101.39 AuaGU LATAILTE (Precision) IaeUseidiuann HorRat (Horwitz’s Ratio) ta
WiNAU 0.23, 0.08, 0.18 MudIRU %Qﬂ’nugﬂé’ammmmsﬁsam%’umm AOAC 2019 uazauLTiess N
gouSU HorRat Haundn 1.3 Nansvndeu mum1s1ei 1
a159fl 1 wan1snadeu Linearity LOD LOQ Trueness Wag Precision vasupaiden wuniifiey waz
i Ineldia3es ICP-OES

Matrix v u Trueness Precision
318NT Linearity ~ Working AANALYNYU
, effects -~ LOD (%Recovery) (HorRat)
(Wuw) n range (r) T 7 T
(%RPD) LOQ " LOQ #N LOQ AN

uAaLTEN (%) 0.9999 0.9999 3.00 0.10 0.65 0.94 100.97 10195 0.33 0.23
wunil@en (%) 0.9999 0.9999 2.07 0.03 0.65 5.36 98.84 101.55 0.26 0.08
Auzau (%) 0.9999 0.9999 3.51 0.03 0.65 11.15 102.13  101.39 0.20 0.18

NINAFBUNAYRIgUNYIsieAMaiysYasTIAs WM TLAITEY LuNTI@eN uaziueiuly
Jeadl 1w 30 o leun Jeldaien+sinesses 9w 10 feg1e Ju51me1vnsses S1uu 5
79819 UagJullanal+51991113589 914U 15 éhasmmaslﬁamwmmﬂuswzﬁgu (The short-term
stability) Mieulufeuenmafeudigaumad 40, 55, 70 eswnwaldea seoziIan 2, 4, 6 uaz 8 dUn
wuiegslinanatios udfigamail 85 ssrwaldea wuitiiog1aUdsuanin drunmageuny
wtesveslTunasiuaaden wuntdley duzduludegiidenelianiieaivnulussezeny (The
long-term stability) fiszaziaan 6, 12 e wuiifegefianuaios

2) WAILIIBNNINTRAANTBNAITUTUUTRY wazasiasauaullivesisnisiaszidenanin waz
Wasunvasyuanda Yulalaluni Yuvid wazdudy
nan1snavaeuatlilinedsnisnsiatinszidanses nan1snaaeuAuLies (precision)
YesismInnaiinnzidansondsnunin lunsnsadanseadiesuunlassaiiamdn wazdnlszney
Baus Inen1suseiiiy %RSD vassmumiafia (Position) Augaasiia (Intensities) A15¥UIUTENINHEN
(d-spacing) InsnaaouasuInsg1uyussa Yulalaluv Yuvn uazdudu aneldangiimanzan
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(Dobelin,  2020) WU usagiuntsfinretasuInsgILYuInTa Yulalalul Yuwnd wazdudu fian
9%RSD 8511719 0.00 - 0.03% AIUGFIWDHA HA1 %RSD 0gs¥NIN 0.48 - 1.91% UALAITEUIU
JEWIWAN HA1 %RSD 985¥MINa 0.00 - 0.14% HAaNd1 2% WIUNMINITEOUTU UagnTIady
AnugndeIwaIn1sIuuniugudoyadneds ICOD (PDF-4) wuin dumsitaiildlunisduunansyu
wsa Yulalaluy Yuvrd wagdUdu aseiu kG (10 4), hk(: (1 0 4), hkl: (1 0 1) uag hkl: (0 2 0)
anuddu Tnefiawaridufiafidl Relative intensity 111U 100% (Zhao et al., 2017; ICDD, 2019)
(A51971 2 wazn Wil 1) HaNTMA@BUAILTES (precision) LazAINUYNABY (Accuracy) WeUIUIMYDS
a151195511 Yuansa Yulalalust Yuwnd wasBUd USuna 25.34 1 24.94 1 24.35 : 25.37 % au@16u
WU TAT %RSD AU 1.15, 1.82, 1.71 wag 1.09 sua1fu A 1Deen31 2% HIUNUNNITEBUSU kA
$1A1 %recovery WU 102.44, 100.93, 95.63 uar 100.85 MUANU 9g5¥NI19 95 - 105% HIWNAI
M3BeNTU (13797 3) wazNaMITNAAUNUTINAAgATaNNTaleT Ll TnevhnsiRsansunsgu
Yuansa Yulalalust Yuvn wasdudu YSunm 05 - 10 % aslundadadiansusulsdiu Mg(OH),
ﬁmiﬁmg‘dLLUUﬂﬂngaaLuuﬁuaa%’aﬁLaﬂ% (XRD Patterns) Wuin U'%mwi"ﬁqﬂﬁmmm%lmwﬁ Yuinsa
Yulalalunt wasdudu whiu 2 % warUSinasmagaiianansndins1esiyun Wi 4 % (i 2)

M15199 2 HANNSNAEDU Precision Y@esusfia (Position) AMgeUasiia (Intensities) AS¥UNU
5¥I9NAN (d-spacing) (position, intensities, d-spacing, and FWHM values) 04813
3 ¢ a o v =
Wwsguduansa Yulalalum Yund uazdudu meldannsivnzay

miller Average of peak profiling results (n = 7)

indices 0] RSD Peak Relative  RSD d-spacing [A] RSD FWHM [°26] RSD
(hk0 [%)] intensity  intensity  [%] [9%)] [9%]
values [cts] (%]

CaCO,

(104) 293717 0.01 6,878 + 67 -100.00 0.97 3.041 £0.0003 0.01 0.130 +£0.0001 0.00
(110 35.9562  0.03 758 + 14 9.64 1.84 2498 £ 0.0008 0.03 0.130 + 0.0001  0.00
(113) 39.4011  0.01 957 + 14 13.91 1.46 2287 +0.0001 0.01 0.130 + 0.0001 0.00
(202 43.1456  0.01 805 + 12 11.71 1.49 2097 +0.0001 0.01 0.130 +0.0001 0.00
(018) 474747 0.01 1,129 + 17 16.41 1.50 1915+ 0.0001 0.01 0.130 +0.0001 0.00
(116) 48.4702  0.01 1,118 £ 8 16.26 0.71 1.879 £ 0.0001 0.01 0.130 + 0.0001 0.00
CaMg(CO»),

(104) 31.0007 0.01 14,133 + 68 100.00 0.48 2.885+0.0002 0.01 0.173 +0.0001 0.00
(006) 33.5754  0.02 522 + 10 3.69 1.91 2.669 +0.0004 0.02 0.173+0.0001 0.00
(113) 411909 0.02 986 + 18 6.98 1.82 2192+ 0.0005 0.02 0.173+0.0001 0.00
(202) 449912 0.01 530 + 10 3.70 1.88 2.015+0.0002 0.01 0.173+0.0001 0.00
(018) 50.5635 0.01 1,146 + 17 8.11 1.48 1.805+0.0002 0.01 0.173+0.0001 0.00
(116) 511082 0.01 1,003 £ 9 7.09 0.89 1.787 £0.0001 0.00 0.173+0.0001 0.00
Ca(OH),

oo 18.0516  0.03 1,117 £ 20 68.12 1.79 4914 +0.0013 0.03 0.217 +£0.0001 0.00
(100) 286736 0.01 435 + 8 26.52 1.83 3113+ 0.0009 0.03 0.217 £0.0001 0.00
(101 34.1024  0.02 1,640 + 27 100.00 1.64 2.631 +£0.0004 0.02 0.217 £0.0001 0.00
(102 47.1038  0.02 521+ 7 31.47 1.3¢ 1929 £ 0.0004 0.02 0.217 £0.0001 0.00
(110 50.7797  0.02 515+9 31.39 1.74 1798 £ 0.0003 0.02 0.217 £0.0001 0.00
111 54.3379  0.01 239 £ 4 14.07 1.67 1.688 £ 0.0006 0.03 0.217 £0.0001 0.00
CaSO,+2H,0
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(020) 11.5882 0.01 81,185+653 100.00 0.80 7.626 +0.0104 0.14 0.108 + 0.0001  0.00

(021) 20.7236 002 2,625+ 35 3.32 1.33  4.284 £0.0008 0.02 0.108 +0.0001 0.00

(040) 233970 0.01 10976+ 195 13.52 1.77  3.802+0.0003 0.01 0.108 +0.0001 0.00

(041) 291043 001 4,318+43 532 0.99 3.068 +0.0001 0.00 0.108 +0.0001  0.00

(06 0) 353970 0.01 360 + 6 1.21 1.66 2535+0.0005 0.02 0.108 +0.0001 0.00

(080) 47.8288 0.00 982 + 10 0.47 1.01 1.902 £ 0.0001 0.00 0.108 +0.0001  0.00
1:1:1:1 standard mixed [l Celcite; CaCO, (25.8%)

Hydrate lime; Ca(OH)2 (23.7%)

Dolomite; CaMg(CO,), (25.5%)
Gypsum; CaS0,*2H,0 (25.0%)

O1-072-1937F

00-036-0426

Fi | | Ll I ll I“- I I T R TR N TR T T T T

00-03232-0211
T 1 ]
T T T T
20 30 40 50 S50 rgel 80 20 100 110

Peak position 2theta (Copper)

No. [Vish.. |Rer. Coae CompoUNG M| Chemica) Fotm.. |Scors |Beais | Spectrums scan |u.,p\.yc.;.. Quaiity
Carbonate bl an
1 ¥ oo 01-072-1937 35 0,069 o Blue |SALT

Subfil.. | Crystal System |Semicuant [ | Database 1D
Cemant

MINZO19

Calelum Ca(OH)2 100 - A
o 50 100
s CaMag (C O3)2 100 . -
3| %  |ifoo co-oss-oaze | z8| o472 o I._._-,_Luu-_.-.-——l .-_,my s MINZOTS

Calei
Hyelr

o B0
100 A &
0.142 o Mar.. (s
o o an 20

1| 1w o 00.033.0311 MINZO19

AN 1 NIRTIFBUANYNABIVBINTIUNAUF UL ICDD (PDF-4)

M5199 3 WANTIMAEBUAILTEY (precision) WAEANNGNABY (Accuracy) LBIUSINAIYBIENS
W51 Yusnia Yulalalunt Yuvn uagBudu USunn 2534 1 24.94 : 24.35 : 25.37 %

PUAINU
XRD weight percent measurement
Mixtures CaCO; CaMg(CO3), Ca(OH,) CaSO4e2H,0 Rwp
% % % %
1 25.80 25.50 23.70 25.00 13.52
2 26.10 24.90 23.30 25.70 14.27
3 25.50 25.30 23.60 25.60 12.82
a4 25.90 25.70 22.80 25.60 13.29
5 26.20 24.40 23.70 25.70 14.63
6 25.80 25.50 22.80 25.90 12.76
7 26.40 24.90 23.10 25.60 13.44
Accuracy (%recovery) 102.44 100.93 95.63 100.85
Precision (%RSD) 1.15 1.82 1.71 1.09
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C = Calcite D = Dolomite  H = Hydrate lime G = Gypsum

8.0% spiked

|
® (020
(001
021)
©40)
Q104
o (104)]
(101)
(102
110)
004
(113)
(2 03)
@11
212

6.0% spiked |

L1
(113)
203
?(ZH)
212)

(101)
102)

enda
s 4.0% spiked

|
@ (020)
040
O (104
O (104)
(100)
I (101)
(113)
(203
(2 11)
212)

2.0% spiked|

0.5% spiked

p— ) (020)
©01) ©01) ©01)
©21)
©40)
L O (104)
O (104)
= (100)
(101)
(102)
(110

(101)
(102)

Intensity value (a.u.)

(004)
113)
(203)
(2 11)
212

I T O |
(100)

B I S s R Control
JL_ 5 A Ao A S-S - S

Peak position 2theta (Copper)
] a o A a v o a 4 ¢
AT 2 NINAFBUMUTINAIEANA5aAATIERLS Iagynisifitansuinsgiu Yusnda Yulalaluy

Yur17 wagdUdu Usuna 0.5 - 10 % aslundnsdaeiansuiuusseiu MgOH),

3) Wannuazasaseuaruldlfvedisansasiuidadagiis Snseivuamssangrisiailaan
3 Winsdla wazAsiuum@u wuuasfen
nansnTadeunuldldvefiiseiiievusunas imidacloprid 10 % w/v SLlunAnsaust
IWROUATIYNINITNYAS
1) Specificity/ Selectivity n3iiaaaszdiiaus e fuansigesnisnsaatawindu as
¥iindu Lifnasuniunsnsadn eruausavesisnaaeu fianunsausndsiisesnis

29NNFWIDUUDULA

DAD! B, Sg+254.4 Ref~360, 100 (8502031650203 2022.02-03 1047 25\1AE0601 D)

AT 3 NsugnuazRetention Time 184 imidacloprid
2) Precision 9nASIMTIATIZIARE
WUU Repeatability Tngvinisnaaesniglutufientu wagvhnsvageudissiuamnududu s
na19 ad (0.80 1.00 ag 1.20 mg/ml) Aiduduag 10 1 HansVAAaUAN Precision 19 3 SEEUAIN
Wudulunmsnsaseunisnugn (Repeatability) fauanslumsnait 4 inasinnseeusu HORRAT 0.3-1.3
(AOAC, 2016)
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asei 4 WesidusfinTanuiiaududu 3 sedu 91nn13v9n (Repeatability)
imidacloprid 10 % w/v SL inauin1seausu HORRAT 0.3-1.3 (AOAC, 2016)

ALY (mg/ml)  %RSD  Predicted Horwitz HORRAT LNATINTEONSU
0.80 2.0930 251712 0.83 03-13
1.00 2.2600 2.51390 0.90 03-13
1.20 2.1791 2.51357 0.87 03-1.3

a1519% 5 Weddudiinsamuiirnudiudu 3 sedu 99nnsmaugn (Intermediate precision)
imidacloprid 10 % w/v SL 1nadsin158e35u HORRAT 0.3-1.3 (AOAC, 2016)

AILINTY (mg/ml)  %RSD  Predicted Horwitz HORRAT LNATINTEONUSU
0.80 2.6719 2.51068 1.06 03-13
1.00 2.0590 2.51411 0.82 03-1.3
1.20 2.4350 2.51293 0.97 03-13

3) NNINTIVABYU robustness/ruggedness
Robustness / Ruggedness PnMIMAaeIeIsnswisusnsinisinavesasazansiarsnnduaes
ansazanefinnududy 1 fadnsusefiadang WanaNaluguTes %RSD hay HORRAT HAULNAINTS
gaUTUVDI AOAC
a1579fl 6 HAN19MIIVEOU Robustness / Ruggedness imidacloprid 10 % w/v SL
NUIN158815U HORRAT 0.3-1.3 (AOAC, 2016)

HORRAT

Flow 0.3 ml/min Flow 0.4 mU/min

imidacloprid 10 % w/v 0.55 0.75

4) ANTNTIVADUANULLUE (accuracy) 1MW % recovery
M13199 7 N1IATIEBU % Recovery Tundnsiaiansdasiumdndngiie imidacloprid 10 % w/v SL
nauin1sEau5U (CIPAC:3807)

AULVNTU (Mmg/ml) %Recovery LNUIINITYRUSU
0.80 99.69 98 - 102
1.00 99.72 98 - 102
1.20 99.75 98 - 102
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Han1snsIadeuaLldlivedisiinsiziiemusuna fipronil lundniadiingdunsnenianisinens

5) NAN1IMIAABUAT Selectivity /Specificity ¥a3a1500ngn3 fipronil
NANITNAADUNITNAABINT Selectivity @usauenans fipronil 19’1’asmgﬂéfmuazLLm'ushLLamﬂ
A1 Retention time (RT) Wiy 2.911

DAD1 D, Sig=230,4 Ref=360,100 (650118_FIPRONIL\FIPRONIL 2022-01-18 11-14-03\SIG1000006.0
mAU ] ‘

|
|
i

= 2.911 - fipronil

1000

e RN SE ) (RN Rer e e, EE e

AWA 4 KEARINITHENVDIATAYANENINSFIU fipronil 5% w/v

6) Precision anMs¥hMsiaTzsise
LUU Repeatability Ingvnisnaaesmeluiuieats wavinisnageufissiuainududy s
na1e a1 (0.80 1.00 wag 1.20 mg/ml) Aiduduag 10 1 NansNAABUAN Precision 11 3 SERUAIY
Fudulunisnsavaeunismiug (Repeatability) sauandlunsiedl 4 inasinnseeusyu HORRAT 0.3-1.3
(AOAC, 2016)

A5197 8 Waddudfasianuiieuidudu 3 sedu 9nn1svinen (Repeatability) fipronil 5% w/v
an3 SC inaueiniseauiu HORRAT 0.3-1.3 (AOAC, 2016)

ALY (mg/ml)  %RSD~  Predicted Horwitz HORRAT LNIINITIDUTU
0.80 0.54 1.32 0.41 03-13
1.00 1.33 1.32 1.01 03-1.3
1.20 1.43 1.32 1.09 03-1.3

A5 9 Lﬂ@%Le‘z‘iuﬁﬁmwwuﬁmmLﬁé’l’m%’u 3 5¥AU ANNISNIULT (Intermediate precision)
fipronil 5% w/v gns SC WNEINIS88N5U HORRAT 0.3-1.3 (AOAC, 2016)

AILTNTY (mg/ml)  %RSD  Predicted Horwitz HORRAT LNAUIINITIDUTU
0.80 0.39 1.32 0.30 03-13
1.00 0.68 1.32 0.51 03-1.3
1.20 0.68 1.32 0.51 03-1.3
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7) N1IRMTIADY robustness/ruggedness

A15797l 10 N13ATI9EBU robustness/ruggedness lundnsuriasUesiufidadngie fipronil 73
A Tnsnsivasu column 18y column C-18  fipronil 5% w/v gas SC inausing
gaU5U HORRAT 0.3-1.3 (AOAC, 2016)

ALY (mg/ml)  %RSD  Predicted Horwitz HORRAT LNATINTEONSU
0.80 1.12 1.32 0.85 03-13
1.00 1.68 1.32 1.28 03-13
1.20 1.63 1.32 1.23 03-1.3

8) N1INTIVADUANULLUE (accuracy) ImnN151I % recovery
M15199 11 N13M5I980Y % Recovery Tundnsdiua fipronil 5% w/v lugns SC inaein1seeusy

(CIPAC:3807)
ALY (mg/ml) 9%Recovery NINTEONSU
0.80 100.82 97 -103
1.00 99.06 97 - 103
1.20 100.77 97 - 103

nsnsandeuadlildvesisinsesianseeangns A1siuumds (carbendazim)
9)  ANUINNIZIANZ (specificity/selectivity) V09a15AI5LUUAITN (carbendazim)
HANISNAABINUIT 1ATUILALNTUTVDIAITUIATFIUAISLUUAIBY (carbendazim) Laifideyayne
peak UMY wanIndl specificity/selectivity iR fan1nil 1

DAD1G,Sig=280,4 Ref=360,100

T T T T T T T T T T T T T T T T T T T T T T T T T
02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50
Time [min]

dl o o 2 U = L3 a .
ai 5 Tasunlaunsuvesanstesiumdndngiiva1siuunidy (carbendazim)

10) Precision 99nmMs¥msiaszsisie
WUU Repeatability tngvinisnaaesniglutudientu wagvhnsvageudissiuaududu s
nae g1 (0.80 1.00 Wag 1.20 mg/ml) ANMLINTUAE 10 1 NansNIARBUAN Precision 1 3 SYAUAIY
Wudulunsnsiveeunisniugi (Repeatability) fauanslumsnait 4 inasinnseeusu HORRAT 0.3-1.3
(AOAC, 2016)
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a1519t 12 Wesidudfinsranufiennududu 3 sefu 99nn159i9 (Repeatability) carbendazim
500%w/v @03 SC 1nauin13eeusy HORRAT 0.3-1.3 (AOAC, 2016)

ALY (mg/ml)  %RSD  Predicted Horwitz HORRAT LTINS DUSY
0.08 1.517 2.267 0.669 03-13
0.10 1.288 2.265 0.569 03-13
0.12 1.767 2.268 0.779 03-13

a1519t 13 Wesdudasamuiienudiudu 3 sedu 99nnsmaugn (Intermediate precision)
carbendazim 50% w/v g3 SC LWNEINIS88U5U HORRAT 0.3-1.3 (AOAC, 2016)

ALY (mg/ml)  %RSD  Predicted Horwitz HORRAT LTINS DU
0.08 1.608 1.608 0.711 03-13
0.10 2.215 2.262 0.979 03-13
0.12 1.128 2.262 0.498 03-13

11) AIMTIVABYU robustness/ruggedness
M13199 14 N1SATIVABU robustness/ruggedness Tundnsiaaianslesiunmandngiy carbendazim # 3
ANUNTY carbendazim 50% w/v  lugas SC lnenisiasugmagauinasiniseeusu

HORRAT 0.3-1.3 (AOAC, 2016)

AULNTU (mg/ml)  %RSD  Predicted Horwitz HORRAT LNUTINTEDUSY
0.08 1.152 2.258 0.510 03-13
0.10 2.258 2.257 1.040 03-13
0.12 0.510 2.261 1.105 03-13

12) N1IRSIVADUAIULAIY (accuracy)
M13199 15 N15M1 % Recovery lundnsiusianstosiumdndngity carbendazim 50% w/v Tugns

SC NaunNN15eauUsu (CIPAC:3807) 98 — 102 %

ALY (mg/ml)  %Recovery LNUTINSEOU5U
0.08 99.607 98 - 102
0.10 99.571 98 - 102
0.12 99.429 98 - 102

4) ﬁ’@umLLaszaaaaUﬂmﬂ%’lﬁ%aﬁ%ﬁLﬂiﬁzﬁﬁmmzamLm‘umsifamaaa'\sﬂaeﬁ’uﬁﬁﬂﬁ’mgﬁw
Walduslenilunishnseindndneitasudiuazasainaniie Tne GC S1uu 30 ¥iia
13) n1snegau matrix effect

foyailfiannnnsiiasest standard in matrix Wa standard in  solvent tha31ang
AMNAUNUSTEMINFYYIUNTIAVULAUY Y AUAULTNTUTOIATIUAIDE19UULAY X U1AIAINTUAIN
AUNTAUATY YIINTAIWIANT Ymatrix effect (%ME) WUl %ME U838N3aEa18a13119TFIUIINY
30 il agluyie 0.01 91 8.98% Urdesndn 10% agluinawiniseeausiuves %ME<10% (NATA, 2018)
LaninansEnuetetdusznavduludiesiindn Sudianstisusiuazaisatnainfivlisuniunis
Ansei arsavasansinspuiivisaludwhasaneisaesdelinanisinseiliuandaaiy Fafy
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nsTeanstesiumindnsiivituiu 30 vila lundnduntidamiazansainainiiy matrix effect
Lifnansynusensiiaszineaey Jsaunsamien standard curve ldislu solvent waw matrix
solvent s1eaziBunsuanslunsned 16

a1519fl 16 wan1s@ne matrix effect lushognandnSaaianstasausivasasatnandi

slope of standard curve Matrix effect

No. Pesticide %ME
standard in matrix  standard in solvent (9%6ME<10%)
1 atrazine 2104 2018 4.28 Not different
2 clomazone 5732 5872 -2.37 Not different
3 chlorothalonil 4392 4767 -7.87 Not different
4 diazinon 1184 1138 4.00 Not different
5 acetochlor 1394 1396 -0.16 Not different
6 alachlor 1493 1455 2.57 Not different
7 metalaxyl 1107 1100 0.59 Not different
8 ametryn 2278 2188 4.11 Not different
9 bromacil 2220 2037 8.98 Not different
10 metolachlor 4675 4803 -2.67 Not different
11 chlorfluazuron 2514 2356 6.72 Not different
12 thiobencarb ar97 4540 5.65 Not different
13 tetraconazole 3397 3324 2.20 Not different
14 pendimethalin 2000 2000 0.01 Not different
15 procymidone 3013 2909 3.59 Not different
16  hexaconazole 1233 1216 1.37 Not different
17 pretilachlor 1769 1700 4.02 Not different
18  profenofos 881 886 -0.48 Not different
19  oxadiazon 3190 3247 -1.75 Not different
20 flusilazole 5252 5048 4.04 Not different
21 buprofezin 2467 2395 3.03 Not different
22 chlorfenapyr 4169 4259 -2.10 Not different
23 propiconazole 654 657 -0.39 Not different
24 tebuconazole 1539 1541 -0.11 Not different
25 propargite 2306 2323 -0.71 Not different
26  tebufenpyrad 2214 2204 0.45 Not different
27 fenoxaprop-P 2302 2251 2.25 Not different
28  etofenprox 9343 9244 1.07 Not different
29  difenoconazole 917 979 -0.12 Not different
30  azoxystrobin 2521 2523 -0.09 Not different

14) NMIVAFBUAMUTLNIZIINZA (specificity/selectivity) 09353LATIZN
WaNa1sanlasulaknsuYed solvent blank @1582818815UIMIFIULALAITALANAIBEN WU
NAYBIAITUINTFIUI 30 WHaaN1TanenoanINAule waziliolTeuiisudynyinnisnsiainly
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a1sazatemegsiuatsazatsasunsgulilidygrmunsnsaiafisuniuasuinggiu wansiiuds
AMNELNTaTENIs ATIzMluNTenasaulaliaTzioonanaNTIUe) TIuvasUuideu asiiinain
NTAAUAILAZIIVIING AIUUITIATIZRULIAIUTINIZIANZ A 2HAINEINTO U TLENANTNRs 08NS

719 30 YRANYINNITHIIDIATIEI

35000 4

30000 —

25000 —

chiorthalani

atofenprox

20000 —

fonexaprop-P

e Il

15000 4

10000 o

5000 4

e o g el . e e b s
[Time—= 10.00 20.00 30.00 40.00

A 6 lasulawnsuansavatgansuinsgiunuvesastesiuidadagity 30 viln

15) anududusaniianinsansiatelivesisiingiest (imit of detection, LOD)
NageulneNISHNE1SNINIFIUTI (fortified mix standard) asludioganEnduadIfudiazans
afnnfinfiszdumaniiannsnleszild $1uu 10 1 vn1eTatiesied wmandsauumsgy
(standard  deviation, SD) Uszifiumnnudududigafiarunsansaataléain LOD  winfu 35D
(Eurachem, 2014) wudansdaaiumindngity 30 vila dld1 LOD wuildyaansase arenunuas

v o A [

#iAn signal to noise (S/N) > 3 Faa5Ulad1A7 LOD vaa3siinsgvianslasiumandngiydnuiu 30 vin

Y

lundndnndisaruaraisainainiiy egluyis 0.50-1.00 Tadn3ustedng
16) mnududusanitansnsaiiesesimuiunald (imit of quantitation, LOQ)

nadoulagNISANANTIINIFIUTIN (fortified mix standard) aslusiegkEnfuNTIS LAY
arsataanfisfiszdusiigafiaiunsadinsedld S1uau 10 61 insmsantiesiest mandesuu
173514 (standard deviation, SD) UszifiuAanudidumanianunsniinszsimuianald 91n LOQ
Wiy 105D wuthanstiesturndndngiis 30 wiia fie LOQ astlesturhdndngiinita 30 vlin eglu
\nausieausy fifn %recovery aglumal 70-120% uaz %RSD<20% (SANTE/11312, 2021) tdun1studu
a5 Aeesifisedu LOQ fimnugndes usiug fadur LOQ wesiflinsevianstlasturindngity
1w 30 ¥ila lundndueitidunuavarsaninaniiy egluyie 1.25-2.50 dadniuseding

M13199 17 M13UseLiy LOD vedisimmeianstesiumindngivdnuiu 30 vlialundndundidueiuag

asannINNY
No. Pesticide replicate SD (3SD).;c (10SD);t  LOD (mg/L)  LOQ (mg/L)
1 atrazine 10 0.080 0.240 0.800 0.50 1.25
2 clomazone 10 0.056 0.169 0.563 0.50 1.25
3 chlorothalonil 10 0.074 0.224 0.747 0.50 1.25
4 diazinon 10 0.097 0.291 0.972 0.50 1.25
5 acetochlor 10 0.092 0.278 0.926 0.50 1.25
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No. Pesticide replicate SD (3SD)est (10SD)eyt  LOD (mg/L)  LOQ (me/L)

6  alachlor 10 0.088 0.265 0.885 0.50 1.25
metalaxyl 10 0.098 0.294 0.981 0.50 1.25
ametryn 10 0.071 0.215 0.718 0.50 1.25
bromacil 10 0.101 0.304 1.014 1.00 2.50

10 metolachlor 10 0.100 0.301 1.004 0.50 1.25

11 chlorfluazuron 10 0.056 0.170 0.567 0.50 2.50

12 thiobencarb 10 0.069 0.209 0.699 0.50 2.50

13 tetraconazole 10 0.094 0.284 0.948 0.50 1.25

14 pendimethalin 10 0.093 0.279 0.932 0.50 2.50

15 procymidone 10 0.095 0.286 0.954 0.50 1.25

16  hexaconazole 10 0.159 0.478 1.594 1.00 2.50

17 pretilachlor 10 0.087 0.263 0.877 0.50 1.25

18  profenofos 10 0.084 0.252 0.841 1.00 2.50

19 oxadiazon 10 0.061 0.184 0.616 0.50 2.50

20 flusilazole 10 0.044 0.134 0.447 0.50 1.25
21 buprofezin 10 0.128 0.385 1.285 0.50 1.25
22 chlorfenapyr 10 0.128 0.386 1.288 1.00 2.50
23 propiconazole 10 0.215 0.645 2.150 1.00 2.50
24 tebuconazole 10 0.136 0.409 1.365 1.00 2.50
25 propargite 10 0.173 0.519 1.732 1.00 2.50
26  tebufenpyrad 10 0.047 0.142 0.473 0.50 1.25
27  fenoxaprop-P 10 0.102 0.307 1.024 1.00 2.50
28  etofenprox 10 0.068 0.205 0.685 0.50 1.25
29  difenoconazole 10 0.149 0.448 1.495 1.00 2.50
30  azoxystrobin 10 0.158 0.475 1.586 1.00 2.50

5) Wawwazasivdeualliveiiinszinmunzanuuuasrinvasaslasiumdadagiylu
- 1%} a_ v 4o v o @ - a
walduszlevilunisnaninaidinueivazansaninainivy Tag HPLC U99815 a1592UUnAY 92
Fmiinsa Nuyarsu asludauwny uazillnsila
17) n1svegayu matrix effect
v av v a ' . . . ° 14
ToyailanInNn153AsIeyt standard in matrix Wwag standard in solvent 1@ enT v
AMNFUNUSTENINF YU TIAVULAY Yy AUAIMLTNTUVDIENTIUAIDEIUULAY X UIAIAINTUIIN
AUNTITHEUATY YIINITAIWINT F%matrix effect (ME) WU %BME Y0981588a8d15UINTFIUTIUU 5
yiln agluyae -0.51 f1 4.11% dlateundt 10% agluinaminiseeusures %ME<10% (NATA, 2018)
LAR9IINANTZNUYDIRIAUTENaUBUlUM B INEn MY ST A asLazansadaaniglisunIung
AT A1sazatvansuInsgIunwIsnluivharateaesuininan1sinsnziliuansaneiu dadunis
Baszvaslesiumdadngivdiuiu 5 vila lundndasididunuazansadnainiiy matrix effect Lidl
HANIZNUADNITIATIZANAGDU F98UNT0LA38Y standard curve 19idlu solvent Waz matrix solvent
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AN5199 18 WaN15AN®I matrix effect TuA7I0819HAN A UNANSTIN U WAz ESANAIINTY

slope of standard curve

Matrix effect

No. Pesticide %ME
standard in matrix standard in solvent (%ME<109%)
1 acetamiprid 1183 1136 4.11 Not different
2 fenobucarb 295 296 -0.51 Not different
3 fipronil 1164 1183 -1.64 Not different
4 abamectin 302 317 -4.52 Not different
5 carbosulfan 612 621 -1.48 Not different

18) ASNAABUAMNTWNIZLANZ (specificity/selectivity) UDIDUATIZN
dlefinnsaunlasunlaunsuves solvent blank ansazangasATgILLaTaNTaTaIefIDg1 WU
ﬂﬂsuaamsmmgmﬁy’a 5 wfaauisousnesnanduld wasillowSsuiisudygiunisnsiataly
miazm&Jéf’gaeiwﬁ’umiazmsaﬂimmgmlzjﬁﬁ’zyfymmim’sﬁ]i’mﬁiumumimmgm wan sl
muEnsave R Twssilunswenasiiaulalinssdesnananssug ssasludew asfiinen
A1SEANEMAILATLUNSNG (Belouafa et al, 2017)
muanIselunsLenasinseasi 5 wiaiivhnmsnsaiaesi

[ VWD A, Wavelength=245 nm (MUTI17-8-85\S1G10044.0)
maLl

A9UUITAATIEATLANUTNILLIN LA T

2.283-
26,644 - carbosulfan

% 4371 fenobucarb
o
= 6,692 - fipronil
tm 953 - sba B1b
19.262 - aba B1

L

A 7 lasunlannsuansazangansiinsgiusinvesanslesiumindngiy 5 ¥ila

T T T T
20 35 20 L

3
o

19) anudiudusanitaninsansiatelivesisiingiest (imit of detection, LOD)
NAFeUlAENANA1TNINTFIUTIN (fortified mix standard) asluiegandndaugididniuazans
affnnfisiiseduigaiianutsoiiasedld $uau 10 91 insnsariesed mandeauuinnsgu
(standard deviation, SD) Usziflusimnududuianiiamisansaaialéain LOD  windu 35D
(Eurachem, 2014) wuanstesiumindngity 5 vila did1 LOD veddimneviarstdesiumindngity

i 5 vila lundadundidunuazaisainainiiy agluyie 0.003-0.03 dadniuseliadans

20) ANULLTURIEANAINNIATIEINNUTINALA (limit of quantitation, LOQ)
nagoulaeN1TLANATTUINSIUTI (fortified mix standard) aslusiegeHEnTMNTIA NI LaY
a1vannniieiiseAuiigaiaInnsadtasedila 9119 10 91 vN15ATI9TATIET Andeuy

UM3§1U (standard deviation, SD) UsgiliuAimnududusingaiaunsadinsieimusunala a1n LOQ
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gudiudn LOQ lngn1sAuins %recovery uag %RSD wuitanstesiumdndngiivns 5 vila oglunue

A v

gau5U Tr1 %recovery aglugag 70-120% wag %RSD<20% (SANTE/11312, 2021) unsdudulein

ada ca o = v e W & ada I3 v o o w
WimTennszau LOQ HAugnaed wiugdh Auliudn LOQ vedisinsigansdasiumidndngitvdiuiu
5 ¥ila Tundndandadunuazansainainiy aglugae 0.01-0.1 Tadniusiedng

[

M19199 19 N15Useliu LOD uag LOQ vedishnsiznanstesiuimdadnsiivinuiu 5 ylalundnsdoue
Az sannanng

LOD (n=10) LOQ (n=10)
Pesticides
Conc.(mg/ml) peak area S/N>3 Conc.(mg/ml) peak area  S/N>10
acetamiprid 0.003 27.8495 153.5 0.01 332.3928 307.7
fenobucarb 0.003 7.7612 64.8 0.01 5.5995 80.5
fipronil 0.003 13.0813 70.7 0.01 43.0600 119.8
abamectin 0.03 4.0062 7.9 0.1 435121 17.9
carbosulfan 0.03 116.1760 159.2 0.1 1223.70 364.3

6) WauaznTvaauaUltldvesisinsnzidnnsas (Screening method) &15AUANNTS
winAulnvasiy nduaandu Juaisadu lelalatiu Tundaduetanstiadne arsainanily 4
laiszyatia (unknown sample) AaaatingadnlasualnsnsWuuaaAlAsUNS (LC-MS/MS)

21) MsfnwanngiivanzauvesisfnnsesasmuaumMasydulnveadi
nsUsuRsanTIzTeneies LCMS/MS Tumsnmniiesesiansmuaunmsisyiulnvosis

MsrTTieneiasmuaunsiyivlnvesivmeieies LCMS/MS §eliflgudeyavie Library wisld

Huunmdunmannalienes fuulsfesdinsmaniizveasios Mass fwanzau delildafmuaiild

Tunmsaseiaasmuaunisiaiadulavesits v 9 slaluasifieatu Faldun Precursor on (Q1)

Product ion (Q3) Declustering potential (DP) Entrance potential (EP) Collision energy (CE) Collision

cell exit potential (Cxp) (AN57391 20) mnuheflglulsusenveneies MS/MS wasdnwantisi

wanwanveaeses LC ieldlunsamaiinneansmununisigiivinvesits Sedanneded

Mass conditions: lonization mode: Electrospray ionization (ESI) Positive-Negative mode, Curtain
gas: 25 psig, Collision gas: 9 psig, lon Spray Voltage: Positive (5500 V) Negative (-
4500 V), Temperature: 500 °C, lon Source (Gas1): 50 psig, lon Source (Gas2): 60
psig, MS/MS Scan Parameter: Multi Reaction Monitoring (MRM)

LC conditions :  Column: Phenomenex Synergi fision RP 80 A° 50 x 2 mm., 4 um , Column
oven temperature: 40 °C, Injection volume: 5 pL, Flow rate: 300 pL/min,
Gradient Program: (A=0.1%Formic acid : B=Acetonitrile) 0-1 min (A:B ratio =
95:5), 1-4 min (A:B ratio = 5:95), 4-6 min (A:B ratio = 5:95), 6-8 min (A:B ratio =
95:5), 8-10 min (A:B ratio = 95:5)
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M19197 20 aN1ILYBRATEY Mass NLEluN1TnTIVTRNITAIUANNITIATIYAULIvRTY 9 ¥l

Analytes  Precursor Scan Product ion
, EP CE Cxp
ion (Q1)  mode (Q3)
IAA 176 Positive 130 18 11 23 10
103 18 11 42 7
IBA 204 Positive 186.1 25 10 19 13
130 25 10 37 10
GA; 345.1 Negative 143 -70 -7 -35 -10
239 -70 -7 -21 -7
GAq 331.1 Negative 243.1 -31 -5 -27 -14
257 -31 -5 -34 -20
GA; 329 Negative 223 -41 -5 -27 -15
211 -41 -5 -38 -7
Zeatin 220.1 Positive 136.1 56 7 26 10
148 56 7 23 11
Kinetin 216 Positive 81 38 8 34 8
148 38 8 18 11
6-BAP 224 Negative 133 -92 -9 -28 -8
106 -92 -9 -45 -10
CPPU 248 Positive 129 18 12 25 9
155 18 12 21 5

22) msAnwanmenmizailunsuensiinansaiuaunsiasydvlavesity
NSANENATAL AU AAADUNIMLNLEL TA8N1SHANTUNLASUINLNSULAaLIUSaULiBU AN

Intensity ¥94ANIAIUANNITATAUIIYRINY Wiazan1Izn1snaaey (21w 8)

W condition1 M condition2 condition 3 M condition 4
300000

250000

200000

INTENSITY

150000

100000
o I II '
. l.l__l.- .

zeatin kinetin 6-BAP CPPU

PLANT GROWTH REGILATORS

AT 8 NS EULBUTENINAT Intensity VB9ENTAIUANNTATIYAULIvRINYNS 9 vlln uiag
ANNENITNAEDU
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MneanInaedlumInTalinTsiansmuaumaaigdulaesiions 4 anegnsnaaeuls
A1 Intensity  vasansTiwansnetu Tnsansuiazedinasdanuswnsiuasazanamandouiisnetu 99nms
vieaeusBan1ILi 1 Aoltinaindeuiiu 0.1% FA in H,0/ ACN wuimnlasninsunsuvesansuenan
nsuUMlAR Nnansilen Intensity g Asfulddaauie a3 GA; uag CPPU dwidumavaseuluanned 2 Aeld
wlapdeudidu 0.1% FA+1 mM ammonium acetate fiu acetonitrile TWnauesAT Intensity V83815 IAA,
IBA, GAs GA; Wz GA, 1 dumsnadeumsansvadeud 3 Aslimandoudidu 0.1% FA in H,O U
methanol uaz annenadeuil 4 Ao Iwawndewdidu 0.1% FA +1 mM ammonium acetate AU
methanol W7 SfinUENTBUINTUNIL 815 GA; INHANTMARBUT LRI sansaEenansazanema
Lﬂﬁauﬁ 0.1% FA in H,O/ ACN lunsvegeunaly
msfinwsvhavatefivunza Tnefinnsanlasuunsulasiuiouliiaus Intensity 109875
muauNssyAulnvesivusazannzmadey wuinsuuasuriinvesininazas 5 vila lrien
Intensity filiuansnei uinisidenldassosinnsanlasulnunsudilése Famuiiniswisuaisazas
38 0.1% FA in MeOH uaz 0.1% FA in HO/ACN 9n31dIu 50:50 vinliinwes Kinetin dgnuning Tl
ﬁ’]iﬂiﬂLLElﬂ’e]E]ﬂ‘i]’mLiJVliﬂ“d@u 7 18 (1l 9) warnsazatedae 0.1% FA in ACN Vilvifinues  6-BAP
glausnns uonani msmsmmsauawma 0.1% FA in H,O /MeOH 8m3187u 50:50 vinliinues
Zeatin gnvzoonui) wazdfinvesansdusuniu (nmil 10) Fousdlgidonldssihazans 0.1% FA in
H,0 Tumsnieuasazans ddvinavedlasunlnunsunazen Intensity irdmsunnuiinasinaaou

b, i

FUL Epi:1 914 Kinetin () i I|1 gg- Kinetin (ii)
. i i 199!
l; :W)J Ir‘I ] :‘ 1000 1'{ ’.'E |
i [ [l
- i w0
b T
= i A 1 b 5 — L R ———

T, min T, M

Al 9 Snwaislasuilvisunsuues kinetin AwSeusae () 0.1% FA Tu MeOH, (i) 0.1% FA lu H,O/ACN
PR3181U 50:50

. I T .
i | 2 632 6-BAP (a) a-: Zeatin (b)
| - 06

Wi

1 | Lh

i ' I ; .I 1 ] i e s .:.l.l.mq.l.l_ﬁl.-.l.ll
| | ] { 1

i

AT 10 SnwarlasnInsunsuues 6-BAP Tn3eudae @) 0.1% FA in ACN, (b) uway zeatin TitwSeadae
(b) 0.1% FA in H,0/MeOH 8n51d31 50:50
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NNTAAFTALANLUINTFIUTI AWEN1IETInzauiils wud ansusazyingnuzeenu waz
ATIVIALARNAIRUTDIANTAIN Zeatin, Kinetin, 6-BAP, GA; IAA, IBA, , GA;, GAq, Waiz CPPU il Retention
time WinAU 1.05, 2.02, 2.78, 2.84, 3.00, 3.34, 3.45, 3.47 uag 3.47 U9 eUaIU (NNA 11)

2 Peak ID
1.00e6 4 “ .
9.5005 ] | 1.Zeatin
|

- 1 2. Kinetin
8.50e5 { | ‘
| 3 6-BAP
7.50e5 4 ‘ ‘
7.00e5 4 ‘ ‘ 4.GA3
6.50e5 4 ‘ ‘
6.00e5 4 “ ‘ 5 . |AA

g'., 5.50e5 4 | ‘

2 5.00e5 | ‘ 3 6.1BA

& |

= 4.50e5 4 ‘ ‘ 7 . GA
4.00e5 4 [ ’\ 6 !
1 | I 8.GA
3.00e5 4 N h 4
2.50e5 { “‘ [ 9.CPPU
2.00e5 4 “ “‘ [
1.50e5 { | |4

| | 5
1.00e5 4 /
5.00e4p / :
J A

0.00e0 — e

0.5 1.0 1.5 3.0 4.0 4.5 5.0

AMWA 11 81AUlATHIVSUN TV TAYAEUINTFIUVIETAIVANNTSLS QYLAULAviY 9 ¥l
nanASuRgIMEEnsazaaandou 0.1% FA in H,O/ ACN

I1NNIINTIIANNTBIAITATUANNI TS YA v IRy lufitoEg19a 5T T oual WU 95InUans
muauMsisIAvlavesiivd i 3 viln Ae 6-BAP, GA; uaz IAA (MWl 5a) WaZaINNTNTINFANTEN
TuAI9E1981581ANNY WU ATIVNUAIIAIUANNTLATYAULAYRINYTIWIU 3 ¥lla AD 6-BAP, IBA
uaz CPPU (1wl 12)

Peak ID 3 Peak ID
,,,,, 3 - v .
(@) 3 6-BAP N (b) 3. 6-BAP

4.GA, - 6. IBA
i S 9.CPPU

AN 12 1AsUNINTwNSUYeIansNnTnUluA19819815T18 U9 (3) 1ATUINTLNSTUVBIAITNNTIINU
Tusneg1asanmnanig (b)

23) M3nsvdeuAUltlireisAnnIaasAIUANNSSIRULATiY
HaUInLia (False positive rate) Wagkaauifia ( False negative rate )
PnnsnaaeuuIndialufieg1asTasu Tnefinnsana Response fildannn1san
Sample blank 9117 25 @19813 WU ATILUNUET IAA, GAs, GA, , GA;, Zeatin Wway Kinetin Tu
9819 Sample blank wﬂmamq Wazdn1TMIIINUANT IBA, 6-BAP uaz CPPU og9az 1 feaee Tu
mmummm 25 AN Luaﬂmﬂu False positive rate HAWYINAU 4% dun1Inegeu False negative
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rate WU AFIANUETT IAA, IBA, GA;, Kinetin, 6-BAP wag CPPU Tughognevanun 25 feghe AnLdy

ATI9NU 100% @AUENS GAs, GA, Wa Zeatin fin1snsranuansly 24 shegrswesiedieiaun Andy

HANINTIINU 96% LaennasAnilu False negative rate JAWVINAU 4% Fawaviniiiouazwaauiiialag

Wwasdirtesnin 5% faandlunisned 21

15197t 21 wauInuia (False positive rate) waznaauwia ( False negative rate Jlusiegsansdasas
U 25 F98

PGRs True negative False True positive False
positive rate negative rate
(Fp< 5%) (Fn< 5%)
IAA 25/25 <5% 25/25 <5%
IBA 24/25 <5% 25/25 <5%
GA3 25/25 <5% 24/25 <5%
GA, 25/25 <5% 24/25 <5%
GA; 25/25 <5% 25/25 <5%
Zeatin 25/25 <5% 24/25 <5%
Kinetin 25/25 <5% 25/25 <5%
6-BAP 24/25 <5% 25/25 <5%
CPPU 24/25 <5% 25/25 <5%

PnMsnageuIndisluiiegsansainanniiy lnefiansanen Response Aildainnisin

Sample blank $1UU 25 $10819 WU ATIALUNUETS IAA, GAs, IBA, GA,, GA;, Zeatin tag Kinetin Tu
A18819 Sample blank YNA18819 kALINIINTIINUATT 6-BAP Uay CPPU atiway 1 Mogne luduiu
v 25 fhethe WeAndu False positive rate AAWVINAU 4% @1UNISNAADU False negative rate
NUIT MTIINUETT IAA, Kinetin way 6-BAP Tusegaman 25 fegns andunsiany 100% druans
IBA, GAs, GA,, GA,, Zeatin waz CPPU fimsasranuanshu 24 fegrsvesiegiaioun anfunsiany
96% TaeynansAniiiu False negative rate fiAwyiniu 4% Fsuaviniviauaznaauiiialagiadedinies
171 5% Fawanslunsnad 22

A15197 22 waulniia (False positive rate) waznaaulyia ( False negative rate Jlufegnsansannain
WYIIUIU 25 F0E9

PGRs True negative  False positive rate (Fp< 5%)  True positive  False negative rate (Fn< 5%)
IAA 25/25 <5% 25/25 <5%
IBA 25/25 <5% 24/25 <5%
GA, 25/25 <5% 24/25 <5%
GA; 25/25 <5% 24/25 <5%
GA; 25/25 <5% 24/25 <5%
Zeatin 25/25 <5% 24/25 <5%
Kinetin 25/25 <5% 25/25 <5%
6-BAP 24/25 <5% 25/25 <5%
CPPU 24/25 <5% 24/25 <5%
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24) aula (Sensitivity)

31nn13nAaeunIAullun1snsIvinaIsAtuAuNIsIs R ulavesiy 9 wlia Tu
NARA AT WU Tenuhlunisesiateans IAA IBA, GA,, Kinetin 6-BAP way CPPU Antdu
100% tufeillondlanaauiion 0% wasfianulalunisnsiainans GA, GA, was Zeatin andu 96%
TuReillenalsnaauiiiaf 4% Amduaiiuluedomaiu 98.7% wazannisnageuninanulalunis
nadnasmuaunsasiulaveiiy 9 vila Tuaisadnainiie wudi davulilunisnsiainans 1Aa,
Kinetin uay 6-BAP fimmilaogd 100% tufeillonalsnaauiiiail 0% uaziinulilunisnsiainais
IBA, GA;, GA,, GA;, Zeatin waz CPPU flaulafi 96% dufeillonaldwaauiiiaf 4% Anmdumiuls
WAy 97.3% sananslunisned 23

m15197 23 anuhilunisanainansaivaunisasybivlavesiia 9 ¥lla Tundnduaanstidusiwazans

anmaIndiy
Sensitivity rate (%)
PGRs
Biochemical samples plant extracted samples

IAA 100 100

IBA 100 96

GA; 96 96

GA4 96 96

GA, 100 96
Zeatin 96 96
Kinetin 100 100
6-BAP 100 100
CPPU 100 96
Mean 98.7 97.3

25) AUAIMNILLAE (Specificity)
1NNITNAABUNIAUTUNIZEI12LUNTNTIVINANTAIVANNITLATYLAULAVRINTY 9

siin TunanAausiansTaias wudn F30iANSUNIZaEeTUAS IAA, GA, GA, , GA, Zeatin Uag
Kinetin Antfu 100% Tudeillemaldnauiniiiaf 0% wardnusinizianyasiuas IBA, 6-BAP way
CPPU Aoy 96% tudeilondlduauinidiafl 4% amdunnusiniziaizasedomitu 98.7 % waz
IINNINAFBUMIANTNNILLAIZALUNTATITAATAIVANNITAS ULAUIAvaIY 9 vllalundndue
ansafmaIniiy WU AREANLS NIz AiUENS IAA, IBA, GAs, GA,, GA;, Zeatin Wag Kinetin A
Ju 100% Tudeillenalanauaniiafl 0% warinausnizianzasiuans 6-BAP way CPPU Andy

96% TUABILONALANAUINAAN 4% AATUAMUINNIZLANZANRAULYINAU 99.1% AIandlun1SI9N 24
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M15197 24 NMIVPFOUMAUTINIZATUNIIHTIVTRENTAIUANNITASURUlvRY 9 Filn
TUNARAUNENTTIN U LAy @SaNnNAY

Specificity rate (%)

PGRs
Biochemical samples plant extracted samples
IAA 100 100
IBA 96 100
GA; 100 100
GA, 100 100
GA; 100 100
Zeatin 100 100
Kinetin 100 100
6-BAP 96 96
CPPU 96 96
Mean 98.7 99.1
26) IAIINUBIN1TATIINU (Detection limit)

NNTNWATIIAVBINTNTIINUENTAIUANNIAT AU Ve sy lui e 1andndaaians
Fasfust wuiiBtanansodansesasmunumaaiauiulnvesitndueendu Suwaisadu lelalafiu o
9 4ilnans Ingenududumgaiianinsansiainldvesans IAA uay BA Wi 1.4 uag 1.8 ng/mlL aadIsy
a3 GA; GA, thag GA; WinAU 1.1, 3.5 lag 3.7 ng/mL AWEINU Lazans Zeatin, Kinetin, 6-BAP wag CPPU
WU 1.0, 0.9, 1.1 wag 2.9 ng/mL MUa19IU UagaInn1smwaTinveInInsIanuansnIuANmM s aule
yosiilusieg vansatinaniis wuih audidusiiaaiinsaildvesns I way IBA windu 1.7 way 2.2
ng/mL MLAINU @13 GA; GA, g GA; WAy 0.9, 3.7 1ag 3.9 ng/mlL MUY LWazas Zeatin, Kinetin, 6-
BAP wag CPPU winfiu 1.2, 1.2, 0.9 Uag 2.7 ng/mL snuasu Sauanslupsned 25

M19197 25 YAARTRINIINTIRANUENTPRUANNMSRS A UlvaIalufteEsHEn e TIinu wasans

aneaninag
PCRe Detection limit (ng/mL)
Biochemical samples plant extracted samples
IAA 1.4 1.7
IBA 1.8 2.2
GA; 1.1 0.9
GA 35 3.7
GA; 3.7 3.9
Zeatin 1.0 1.2
Kinetin 0.9 1.2
6-BAP 1.1 0.9
CPPU 2.9 2.7
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3.2 nanAnTiaTua3e (Output)

F8azdun
NANER
NANAANUAITUTDY U | ey KANAATIAATUTIS | ety | (Wiouuuy LTIRRUNN
nangIw)*
*

1. Mdau visenhenu | 20 AU |- BUTNANEYBANTEUIUNS| 30 AY | nunTA i bAIsungu
AldFunsiannineg WNMINTIRAANTOUT Han 2.1 | Tun1snsiadanseads

1.1 Tan/dnfnw AMNTNLAZLTIUTLUVDIENT AN LALLT
szaulIes USuusaiuusennyu me USuuueeans

- DUTHENEmeN waliamstanuussdiond Yuugaiumenaina

NILUIUNITIBNIIATIVAN (XRD) wniids/in@nw nsideavudiend
NIOUTIAUNINVBIANT U3y vidnamsiadl (XRD) wazaninsn
UFuuseau Ussnnyueig nMainuAs SuTi 3 018N9AIBNITNTIVAN
wadadeuuidiond UAINIRENATANENS nsodla
1. Mdau visenheny | 9 AU |- BUsNAIEYEN 15 Ay | onune | leasmsunesguly
AldFunsiannineg NITUIUNTIATIIA HUIN 2.2 | N1SASIFABUEANT

1.16 YAaININIASY AN mvaseesluuiiyly NaueaNTU JULUD

- AUINAENEA HARuTTEITIA T kaEENS wadu lelalatiuly
NIPUIUNITIBNT anpemallagaInlas RLRGIRID
MTIVADUATNANRONTU IR e EERICIER R UATIENI
Juiveisadu lalalafiuly (LC-MS/MS) unyaaing nsnuRsAIemalia
AN IR BUATIENS 1Ay amalasulnins i
MSNERIMEmMALAGAT GERICENE
alasumsnIluuaan (LC-MS/MS)
105603 (LC-MS/MS)
2. fuatuunANLiY 1 Gos |- thiauouneruiAdeluny 1 Gos | mumn | WWiSuesglunns
(Manuscript) UsyradmsAuuase HUIN 2.3 | ASIVARNTBNT

2.3 UnAY WA ASadl 7 o gueu A LlaAALEN
meludseina Wenemansuazinalulad YuuseLnneingg sag

- WBMINTIRAANTDS unTInede WGesvl Yudl 7 - wadlAnsiAIUL
\Banauamiilednuenyu 9 $unAu 2565 1304 “N3 Sedend
UTELANmnge WallagnTadeualyle

YBIIBNINTIVAANTDIYU
w1sa Yulalalum Yuwn
wazBUdy Tundnsiuaians
UFuUgehu sremalianig
Aeauussdiond (XRD)”
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2. suatiuunAuie Fes | - naueunanuidelunu Foe [ e | llERuess
(Manuscript) UsegadvINITsEAuTIA n%q nuan 2.4 | Tun1sdnnsesdmsu
2.3 UnAY 71 19 lunmsdndusuuas a13NGUeBNTU U
melulszine UsegivN1sau LNeAS walsadu wavlele
- 3BnN1395Id0UAS mAunsiay Useand 2565 Tadulundn s

NANPDNTU IULUBLIARY seminefuil 8-9 Sunau TWOUNTIEN
lalalatulundndniing 2565 4 unINendy nsinensiagmalia
SUATIBNNNITNYATHEY NEATAIANT TNELVG) amalasulnsnsil
wialinaadnlasulnsn Munasay Jamdinuasusy wnaaUAlnsung
luuaaalnsun3 303 “n1sfinuIBAnnTes (LC-MS/MS)”
(LC-MS/MS) dmiuansnguesnduy Ju

worsadu wazlglalatiuly

HANAUITINOBUATIENIS

MINERIInBLALAAAT

alasunsns HuaaUaln

FLUN3 (LC-MS/MS)”
4. AURUUNENST0U91/1130 NS | 1) Adniigafiannsa nszwau | enuana | ladsunsgiulunis
waluladl/nszuiunis sl | Tisnegdld uaeftanunse n1svg | Wwan 2.5 | #3deULAaLEe
Tnal visouTnnssung Fe9UNa Ao LAaLITs wunilden Mg
fapu wunfidey fugdu 7 1ugﬂﬁazawafﬂu
4.4 viswealulad/ avaetilutowed & Yewail

ASTUIUNS NN SEAU
o uRng

1) Aehiigadianngn
p512Ale uasfiannse
S1eUNa AT LAALTL
wuniiFey fuzdu 7
avanuthlutewnd

2) AnsEfigsvesUsine
TWuAALTEN winTigey
Muwaulusitegeely
syuzan 1V

Yadinlun1sesiany
(LOD) finnadiudu
0.10%¢Ca. 0.03%Mg,
0.03%S LagUndnnnlunis
SodeUsina (LOQ) Fian
LUNUU 0.65%Ca, 0.65%Msg,
0.65%S
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2) MIANWIANULADETVD
V9IUINUGIND IS
uAaLdL wunTigun uag
mugauludowd nela
anmeeuauluszzdy
(The short-term stability)
fevlugousmadoud
gaunndl 40, 55, 70 BN
WaLtYd SyeLian 2, 4, 6
wag 8 dUmIE WuIeieENa
fanuadies dwunela
aneAiualusTese
(The long-term stability)
fiszozinan 6, 12 o
NUIBE19EIATiAIY
GARE

4. AULUUNARAUN 13D
wialulad/nseuuns T
WIDUTRNTIUN d9AN
4.4 walulad/
ASTUIUNS NN SEAU
o uRn1g

1) WhaTeiUsuaans
penqVis kAR SuTians
tosturndadagiin A
AsasIRdeuANNlYla
Y033 3 38 el
- WA 1eRUSIENS
penqvisaiailaania
(imidacloprid) (@9w.1)

- FASAUSINENS
enquisilnsia
(fipronil) (&7w.4)

- WAswRUSHMENS
pengVsANSULAITY
(carbendazim) (3W.6)
2) 3AAzifivnzay
WUUASTINUDIETS
ﬂaqﬁuﬁﬁﬂﬁmgﬁmﬁaﬁ
Usglovilunsiasigi
NANAUNTIN T LATETS
annaniiy 1y GC
31U 30 Vi

ASEUIY
sty

1) 19353wmseiUsunaeans
enqvislukanSusias
Uoaiumindngiey iy
nsnsvaauanultlave
8 335 ol

- WeseiUsunuansesn
quisadalaansa
(imidacloprid) (#an.1)

- WAswrUsunuans
oenqusilnsda (fioronil)
(@an.4)

S ATNAS IR USHNENS
genqVsANSIULAITY
(carbendazim) (#IW.6)

2) 1$38nseiivanzay
wUUASINvesastlaeiu
fdndmgiiadieliuselon
TunsiAs1zsindnsineian
Auguazasannainiiv
1ny GC F1u3U 30 viln

ASEUIUY
A3 LML

MIUANA
WUIN 2.6

1) 1938umsgulu
NTIATIZRUTUN
ansoongsly
nanSustanstosiu
fdndngity Ay
N13MTIVAOUAIIN
¥ldvodis 3 38 sl
- FIATIAUTUIN
asoongsdanle
an3a(imidacloprid)
(@mn.1)

- WAzl
ansoonavsiinsda
(fipronil) (&aw.4)

- WAl
ansoongVsAsUY
A"@3(carbendazim)
(@IN.6)

2) l§Bnnsgud
WNTANWUUASTIM
993a15U89AUMIn
ﬁmgﬁmﬁaﬁf
Usglevilunns
IATITVIRARNUNT
Ausiuararsannain
e lne GC 91UIU
30 vin
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3) ATz 3) IR eiTuangay 3) l§Bnnsgui
WUUANTINYDIENS wuvansTInvesanstosiu WU SALLUUAN T
Jostuidadngiialuite fdndngfinluiield vasanstesiumdn
Tselovilung Uselevdlunisuansineds dngialuileld
RERLI PRI TEER R fusiuazansannainiiy Uselowillums
afnanniiy laeg HPLC 1y HPLC ¥89a13 HEARSuTTua
UB9&NT abamectin, abamectin, acetamiprid, LATATANANIY
acetamiprid, fenobucarb, carbosulfan, a8 HPLC w@9a1s
fenobucarb, fipronil abamectin,
carbosulfan, fipronil acetamiprid,
fenobucarb,
carbosulfan,
fipronil
4. FULUUNERSIN Y30 1| nsgvau | logdeyadwsumsnsia | 1 | nszuau | auma | ladsuinsgiulung
wialulad/nseuiuns il nstvdl | aevansnguesndu Julue nsbad | wwIn 2.7 | asiadnansesans
M3BUTINTIUN1 FeA wadu lelalafiuly AIUANINTS
4.4 walulag/ HANSUITINOBUATIENS WwiAulavesialy
nsyuuMsv sedv NSNEATEIENATLATAT HERS a1 TR
Mo uRn1g alasumsnafluuaaale BUATIENI

- §UdBYAIEN1INTI W3 (LC-MS/MS)
ApUaINGNeNTU JU
walsadu lelalatuly
AN IR BUATIENS
nslnYRIIsIAtAGAT
alasulnsnsdluaaia

1asuns (LC-MS/MS)

ASLNYAT AIY
wiatla LC ms/ms

* ldnanannlaniuA1susas

** yAngIuBUsEAnvvenananliuaneseazidealunianuan uazuuulng Besmuddunandn

o ada X a ¥
3.3 NAANSNNAYURSY (Outcome) (813)

v sda X a aa a o ¢
NAAWSTAATUDI VNAanaaws
o aa Y aa % a wa L2 4&1
AMsuTIsRllwIsuesguluesUufns Al 2565

1. Snrsiunaifon winfidey fusdu luguilasaeilutond ussvnaeunuaiosvessnomns
whalTen uunili@ey waziuzduludewnd

2. FBmswsrdnansesansusul i uweensrdeunuldldveismainsemianunin wasidelsuiuees
Yuunsa Yulalalunt Yuvd uazdudu

¢
Saa

3. AFeniUTinuasesngvsddalaanie ilwsia uazadivumBuuuuaaifen

4. Fiengifivsnzauuuuanssnvesasieatuidndnsiiviielivss lomilunmiinsesinds fausitn
fusiuavansainainiia lag GC 311w 30 ¥ila

5. FAAeiimzauUUasTesasleatuidndngfivluilelfusslovilunisndnsasidaiosi
wazansananiy Ing HPLC vedans anserununiy axdniinga Wluya1su arsludauny uazsillnsla
6.353:A312ARNS0Y (Screening method) a15AIUANNMSISQYLAULITEINY Ngueendy Fuivalsadu lu
Tnlafiu Tundndfusiansdaias arsadaainiiy filiszyia (unknown sample) Femaiindaialasunly
snaTutaaAlnsuns (LC-MS/MS)
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“Wadns : wadnsninainnisinandn (Outputllusiesen nsiUdsuguremandnliguuuuiilduszlonilaogns

% =~ 4' a 1a a1 = 1 v a a = o a
e wiensimdeunandnlughanssuiiseies Gneliianisiuasuwlas (Change) MUsIngdn wazdl

ANAIMNALATEENY AU Lazduinaey

da £ a =
3.4 HANSENUIMANTUISE (Impact) (813)

da X a
NANITNUNNAVUIIN

aa a
dninananssnu

AIUAIAN ¢ MIBNUVBINTHIVINITNEAT (NANAITINTNEAT AUATIVNY drnauAIUALNLaY Tan
msinuas, dinidenagiannsinuasiund 1-8 ) ddegananismaaeululdlunisdudunsaugunis
ey uazHEn N IngounTIENIINISINYAT AunseIrdyade w.e. 2518 wAluifiandy (avud
2) W.A. 2550 MUNTEI1VUNYLIATNOIUATIONIUNYAT 2535 wazuAludfisdn @TUT 3) we. 2551 wax
(Uil ) ne. 2562 ifmﬁgamimmmamﬁmﬁmiﬂ%’wqﬁu AUUTZNARMENTIUNTIWILRAN 519
ARUUNY Laidl 139 nouiilAy 181 9

2565

Audeny : FBNTIATIEInAaeUAINITaaeNenkATeU  URNMTININe1dy mhenudmugiinig wag
el uRnsusEnenyuls

2565

* jansyny - wauseleruiliinduainnsiasunuasn unaans (Results of the change) @sinlagrstmaunazd

aNFIUUIING TR (Evidence-based) nesuiAsugia diau uasddwanasu Maninludausualauay

Lile nansznuenadulaianisuinkaznisau

3.5 n1siwanuIdeluldussle vl
A5n1s/nszununisuanauaulIeiuldusslevd

Auuleue MIeUTINTUIVINTNEAT (NFUAITIATNEAT ATUATIFNY d1inauAIUANNYLaYIan
msinems, driniseuasiamnmsineasind 1-8) thdeyaluldlumsdidunisauaumssminede
LagnAn i ingdunsenanisinens aunse eyt we. 2518 wAludady @ud 2) e,
2550 MUNTEIVUYARTNNIUATIUNIUAYAT 2535 wazudluisndy (Uil 3) we. 2551 uay @S 4)
WA, 2562 TaensnauAuEAn fusiasUTUUTA  auUssniAugnsTINITidisaain 91973991
WUNW LaY 139 pouiiley 181

Fudsau inunsnsuazguilae loldndn fusindnaunimasmiuaain wazauautd neldaiugunis
Sviely wazndniariingdunemamanues aamszvtyaide we. 2518 wAludfisdy dud
2) W.A. 2550 ANUNTEINYUYNAINOUATIENIUNYAT 2535 wazuAludfisdin @UUT 3) we. 2551 uay
(Uil 4) A, 2562 sauﬁamsmuqmwﬁmﬁ’msﬁmiﬂ%’wﬁﬁu AUUTENIARYNITTUNITINAILRAIN 5%
A991LUNWY 1y 139 meufiey 181 9 Bwnniinisliuandusiuaoy uavilansande viendnsasilallsd
1MSFILENARIHARNANG Lavnaldededuandon yuvy Lazguanle

AuLATEEAY UTENENYU §UTEnauns UIsn1sesivaey lWldlunisaivnuaunmueindnineiing

o

JUATIENNNITINEATIRBINTTUNLTBUNGALarTIine dnaseyarin1siminedy a1suiuls

9

AU
arsUesiufmdndnginy uazansarugunsiasyiulavesiiy uasinunsnsiavusiaa lalduandusind
ANAMATINNURAIN harAnaLTR @usnanauy wasiiuUssaninmninanla

AIUIYINS VUIBNUVDINTHIYINITINYAT UNINEIFE MIIBUTIVNT ket JuRnisaiaenu

lpfuanus nnsweunsnuinnEanuylde lnensdnnsiinausuuasnsiiauaunanuide lawn

aq




) msdansiineusundngnsiies Mmalleiisnunimyessesluufitlundniasiaisdh
fasiuazansaia shemadndeinlasinlnsnsfiusaaiUalasiun (LC-MS/MS) Fufl 1 Suen 2565 a
Wossyyunguideinunsall NoideRauIUatun1sHEnNININEAT NTUIYINITNYAT

2 msdamsiineusumdngasiios msnmafansoudsun ez dTinavesmsUTuUTsAY
Ussunnyu dhewadanisidsauuiediond (XRD) Fufl 2 furew 2565 w HesUssrunguidoinunaiad
NeaIALUIEMINEANINISINEAT NTHIVINTNEAT

3 uneaAdenauninng Bes Mmyleneidsaninvessesluuiitlundnfusiasti
fuduazansana memadadaialasunlnsnsiuuaailalnsuns (LCMS/MS) Tun1suseyaudvnnis
sefurRnsaft 19 uardszmpuianesy wnivendoinunsmans funsuau Uszsnd 2565 sswinaiudl
7-8 5u1AU 2565

g uneAteranumMAnng Bos meianuazaeaeuasldlivesitnisnsaianses
Yusnda Yulalalasdt Yurn uazBudu Tundndasiansiulssiu demaiianisidonuuisdiand (XRD)
nsuaneunANIdeluaulssyainnsAuLasde i Adsil 7 o grenIngmansiavinalulad
uTinende Wodlvl sewinatudl 7 - 9 funnau 2565

unil 4 dyunanazafiusnena

FmTieeiiunaeinageuadldlamudeimua ISO/EC 17025 : 2017 ¥inlAlids
wnsgrudmiuiesufoins Tumslieneiuaaden winiiden ey Tuguitasansd-lulownd uay
NAFBUANNETYTVRIE WO WNSWARLTEN wunTidey waridzduludendl MInTiadansesansUTulTaRy
wagnsvaeuaNUlElavedisnsinseiidenan i wesdelsinaesuinia Yulalalun Yuvn uae
BUtu mslnsziUsinaensoengvsdlintlaanse fllnsda uazasiuunBunuuasife: MUy
asrmvesenslostuidadnginfielivsslovilumsinneindnsamidfusinavansadaaniis lng GC
$1uau 30 viln MAwTgiLUUaTIvesloatuindndnsidluiioltusslevilunsndngdamidto
wazensannnity lag HPLC voswenseeulindu asgminsa Mluyaisu esludawnu uasillnsta uaznis
1ATWNAANTBA (Screening method) a15AMUANNTTRSYAULEYENY NdueanTu Fuivaisadu lalalatly
Tundnsiausiansadae asataaniy Aliszyeia Unknown  sample) femaindaialasuilnsns il
wuaaalasamd (LCMS/MS) adarnidefiolunalinmeiifiuanniu aunsoldlumssidumsmns
VI WazaevendsmsinneiuiviesljiAn1sdun nslanzegdsausaiteyailiainnsds
miagmsrsaauaunnlUldlunsaidunsmuaumsdmiieds waskandne IngounsIENINISNYRS
munsysvUaRde w.e. 2518 uilufisniy @TUAl 2) we. 2550 MUNTEIVUR TN OUATIENIUNYAT
2535 uazuAlufisidn @Iuil 3) e 2551 uag @UUT 4) we. 2562 33u1715qmﬁmmm5mﬁm%miﬂ%’w'ga
At AUUTEMARLIYNTIINTINILAAIN TIAIUUNY 1a 139 sauiliety 181 9

darauauuzdagingadasdmiunisaniuauluszessialy

Jaynnuazguassalun1svinau
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Development and Validation of Soeening Method for Detection of Marl, Dolomite,
Hydmated Lime and Gypsum ine Soil Conditioners by using X-ray Diffraction (XRDY)

il gl 3%l nee el gea InBdued st Sedemon
marryml urfisrny weanad gom S nineed usr ofar Tend
Jtirart Choockut”, CHarat Supfa Photichan, Tarmifichs Mao-aed,
Coavgtrant Pal y Farthana Klaksew and Eoreah Birlss

e itk meT car T i ST 1B
| h ond Doy o Dieimon, Daportmarst of Agricobhure, Chofuchol, Bonpick 10900
‘Commponiling cudthor. Fmal o fmrohiiymoileom

Absiract:  The objactrea of this shudy was to desdop and validste a rapd, nor-destructive: technique for
the determinastion of marl, dolomita, hydated bme, ard gepsum in sod conditioners. For this purpasa,
-y diffraction {XFO) conditiors wess vanied, ard the method for conoumant: detectitn of these substances
was optimized. Srning paramatens lke step sive and tme par step wers: epesimarTied on measurermant
scan rarge 5 - 100 =28 with Cu BT enerpy [k =150 A) at 75 °C. The identificationyal these phasas wene
perionmed using the Rietveld refinement method, simultarera ety detecting them based on the 28 of peak
poeition and miller indkoes (Al values. Crystalling phases were confimied Azing the search: librany match
databemes CD0 (FOF4). Depending on the okservation, & 17 'seronds per sep with & step sise 0LOLL0=
oarmbination wes found to be optimal in 2n overall messrement Bime of .33 minubes. XRD Difaciogram,
position, imtersities, and dspacng values of pure and ysEfline standards under optimized conditions use
o validate the XFD method, in which statistical wlidation perametars such & aonuracy, precison, and limit
of detection. In summary, the XFD method was yalidater], which can be wsed a5 2 sreening methad for the
determination of marl, dolomite, hydrated bime, ard gypsum in sol condiiorers.

Kepwords  Soreening method, methodyalidation, x-ray dfiaction (XR0), soil conditioners fmard, dolomita,
Frydratad lime and! qypeam)
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i)
@ CERTIFICATE OF ANALYSIS

WSL-0265-01
Assigned Value | Standard Deviation
e ) | o
Water Soluble Calcum (Ca) { 517 | 0.16
Water Soluble Magnesiurm (Mg) ‘ 5.23 | 0.16
Water Soluble Sutphur (5) i 699 021
Water Soluble Motybdenum (o) | 267 | 009

NOTE

1. This certificate is valid untk November 2027. Thi certificate s nullified if the material s
damaged, contaminated or otherwise modified.

2 To maintenance of this material. the stabilty studies will be conducted 3t 6-month intervals.
Therefore, this validity of Ltemﬁca(e may be chenged 23 further cvdg\qcl{s!aoity. Please
combine long term stability testing cedgificate where applxable.

3 This materal hes been assigned under the resporsitility of System Research of Sok and
water Quality Sub-group, Agricultural Chemistry Gioup, Agricultural Production Sciences
Research and Development Division, Department of Agriculture

-
Prepared By A2 Approved By.
(Mrs. Songkrant Malisorn) (Ms. Charirat Kusonwiriyawong)
Sclentist, Professional Level Scientist, Senlor Professional Level
Issue date: November 2022

DESCRIPTION OF THE SAMPLE
WSL-0265-01 is available n plastic bottles conmtaning about 30 g of powdered material
(particie size < 40 mesh 0420 um).

ANALYTICAL METHOD USED FOR CERTIFICATION

Water Solutie Catoum (Cad : Inductively coupled plasma emission spactroscoplc methoao,
Atomic absorption spectrophotometric method

Water Soluble Magnesium (Mg) : Inductively coupled plasma emission spectioscopic method,
Atomic absorption spectrophotometric method

Water Solubté Sulphur (S) : Inductively coupled plasma emssion spectioscopic method,

Turbidimetric method
Water Soluble Molybdenum (Me)  : inductively coupled plasma emission spectroscopic method,
Sodium thiocyanate method

INSTRUCTIONS FOR USE
WSL-0265-01 should be used “as is*, without drying. The bettle should de thoroughly mixed
before taking samples.

STORAGE

W5L-0265-01 shall be stored in a desicator. After using, container should be tghtly closed 1
prevent any gain of moisture, If changes of physical properties (color or lump forming) are
observed, potential affecting the certfication before the expration of this cerficate, this
material should be discarded.

HOMOGENEITY

For homogeneity testing, 10 bottles were chosen by stratfied rancom sampling. Two
subsamples from each bottle were randomly analyzed under repeatability conditions. The
evicence indicates that WSL-0265-01 s adequately hamogeneous.

ASSIGNED VALUE AND STANDARD DEVIATION
Assigned value snd standard deviation were statistically calculated from the proficency testing

of chemical fertlizer analysis program using 150 13526:2015.
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Tvai sefuripsUfanis 1) FFenesiviinuamsoongyslundnfnsiastiostuidndngiiy Aiunsnsaaouaiu
o938 335 3 nszuaums deil

1 Feseivinaanseangusddalaanin (imidacloprid) (@m.1) 3lesgriuiutnanseengydilngda (fipronil)
(@m.9) warTFrTesiUiinaanseengysAsiuunBu (carbendazim) (@m.6)

Data File C:\HPCHEM\1\DATA\651017\002-0301.D

: 10/17/2022 10:19:06 AM Seq. Line : 3

: Std Imida 98.5/1 Location : Vial 2
: Sakorn Niyomsat Inj : 1
Instrument 1 Inj Volume : 10 ul

Injection Date
Sample Name

Acg. Operator
Acqg. Instrument :

Acg. Method
Last changed

Last changed

Analysis Method :

: C:\HPCHEM\1\METHODS\IMIDA.M

: 10/17/2022 9:25:32 AM by Sakorn Niyomsat
C: \HPCHEM\ 1\METHODS\ IMIDA.M

: 10/17/2022 11:23:36 AM by Sakorn Niyomsat

(modified after loading)
Column thermostat functional test method

DADT A, Sig=254,4 Rof=360,100 (6510171002-0301.0) R
mAU ] ]
&5
900 - 2
i
800 [
8
700 -
600 -
500 4
400
300
200- i
mi
5 e = ¥ 3
. * weg -
A ¢ £
PR
z T P m

M3IRTRUsIuEseengrslngta (fipronil) (aamn.4)
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Single Injection Report
Sample name: s2
Cata file: S220220828 2122423_+NN1 A Oparatar: |SYS]TFM
Instrument: LC1260 Injection date: 2022-08-26 21:29:25+07:00
Inj. volume: 1.000 Location: D1F-AS5
Acq. method: carbendazim.amx Type: Sample
Processing method: *3D uv Calib Level:
Quantitative_DefaultMethod _pmx
Sample amount: 17.90
Manually modified: None
DAD1G Sig=280.4 Ref=380.100
504 .-S"\é\
o &
&
40 &
120
= 1004
g \
&0
50 |
404
204
o J
02 ©04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40
Time [min)
Signal: DAD1G.Sig=280.4 Ref=360,100
Name RT [min] RF Area Amount Concentration Group
[mg]l [%])
carbendazim 2.27 454 194 1056.897 2327 13.000
Sum 2.327

NMTIATIRUSHINETBONNEANSLULATY (carbendazim) (@3M.6)

2. WieseiimugauwuvansTuvesanstesiuidndaginieldusslovdlunsimaevindnduntifugiuagans
afinanity lag GC 917y 30 vila

e :D:\MassHunter\GCMS\1\data\multi30\sample\std_multi30.D
Operator H

Acquired @ 20 Oct 2022 08:51 using AcqMethod multide_2.M
Instrument GCMS

Sample Name:

Misc Info

vial Number: 1

Abundance TIC std_multi30 D\dala ms

18000/
16000
14000
12000
10000'

8000

sooo‘
[

i

Me—— e b - v - T e ——
15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00

o 6 o

3. Wieneiimugauwuvansuvesastesiuidndnsitluieldusslovilumndniunididusiuavaisainain
W Ime HPLC 909415 abamectin, acetamiprid, fenobucarb, carbosulfan, fipronil
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[—— — - _ — S _
ata File C1\CHEM32\1\DATA\MUTI14~10-65\1UTTES 2022-10-18 09-20-50\001-0102.0 A
fample Name: std.mix
Seq. Line : 1
Acq. rator : Tassanee y
Ac:. cx’pn:tmm : Instrument 1 Location 1 vz;x 1 . E
injection Date 3 10/18/2022 9:56:15 AM Ind @ f
‘ In) Volume : 10.0 pd
Acq. Method + C:\CHEMI2\1\DATA\NUTI14-10-65\MOTI65 2022-10-18 09-20-50
Last changed . 871872022 3159151 MM by Tassanee
Analysis Method C:\CHEMI2\1\METHOOS \MUTI65. X
tast changed : 10/16/2022 1:11:58 PM by Tassanee
(modified after loading)
Additional Info : Peakis) manually integrati
e am (W SEPMUTIRS 2032
-y
B
2 4
18
b l I
PP . v
! 8 32
4 - -
017—"37‘&!* .L e St
L] - Al
Sorted By ' Signal
Calib. Data Modified 1071872022 1:11:58 ™
Multipller: : 1.0000
Dilution: . 25.0000 .
Sample Amount: ¢ 1.00000 [ng/u§

Use Multiplier § Dilution Factor with 1STDe

Jignal 1: VNDI A, Mavelength=2435 nm

fetTine Type Area Ant/Area
i=in] nAD
....... '------‘----—--
2.23¢ VB
§.3%0 VB 9.1
€.742 W 12.
19.040 VB 21.
26,186 v 385.1
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AAKUIN 2.7 4. FuluuRaniet vise wialulad/nssuiums il vseuTnnssunie dew 4.4 walulad/nseuiuns
Tl sedueaU AT 1 nssuauns taun lagudeyanisnsivaevansnaueendu Juiveisadu le
Tnladulundndadiingdunsemenisinyasmeamalindeinlasuninsnifluuaaalasums (LC-
MS/MS)

ol UEd i)
o Wl gk -

T T4y
IR T e} -
C 000y WA | -
00 St Tt sk - Yl St

ne

figure 1 The typical overispped MRM chromatograms for @ PGRs
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AMAKUIN 3.2 MIDUITUAENBANTFUIUNTAAT TR NVt Sluuitlundnfusianstdusiwasansarineiae

watladadalasunlnnaiudaalalasiuns (LC-MS/MS) wiyaaInsn1asy 31w 15 Au
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4. S rimnofng 70 [5] 533
5. ana T Engu el 3 [5] 520
63 75 520
T2 75 6.0
] 520
. o
Srrsinemadln LC-) 63 75 BAD
2w rrnsiilafimmu rrsesignunm
drametie LC-MEMS 4 75 B53
3. avad st iafmiun e’
A Enadn LC-ME [ 75 BT
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s serrl S ver S rm i furde Julsld o wedh b
Ttz deoelrmsdeonsaland peo)
Development and Validation of Soeening Method for Detection of Marl, Dolomite,
Hydmated Lime and Gypsum ine Soil Conditioners by using X-ray Diffraction (XRDY)

il gl 3%l nee el gea InBdued st Sedemon
marryml urfisrny weanad gom S nineed usr ofar Tend
Jtirart Choockut”, CHarat Supfa Photichan, Tarmifichs Mao-aed,
Coavgtrant Pal y Farthana Klaksew and Eoreah Birlss

e itk meT car T i ST 1B
| h ond Doy o Dieimon, Daportmarst of Agricobhure, Chofuchol, Bonpick 10900
‘Commponiling cudthor. Fmal o fmrohiiymoileom

Absiract:  The objactrea of this shudy was to desdop and validste a rapd, nor-destructive: technique for
the determinastion of marl, dolomita, hydated bme, ard gepsum in sod conditioners. For this purpasa,
-y diffraction {XFO) conditiors wess vanied, ard the method for conoumant: detectitn of these substances
was optimized. Srning paramatens lke step sive and tme par step wers: epesimarTied on measurermant
scan rarge 5 - 100 =28 with Cu BT enerpy [k =150 A) at 75 °C. The identificationyal these phasas wene
perionmed using the Rietveld refinement method, simultarera ety detecting them based on the 28 of peak
poeition and miller indkoes (Al values. Crystalling phases were confimied Azing the search: librany match
databemes CD0 (FOF4). Depending on the okservation, & 17 'seronds per sep with & step sise 0LOLL0=
oarmbination wes found to be optimal in 2n overall messrement Bime of .33 minubes. XRD Difaciogram,
position, imtersities, and dspacng values of pure and ysEfline standards under optimized conditions use
o validate the XFD method, in which statistical wlidation perametars such & aonuracy, precison, and limit
of detection. In summary, the XFD method was yalidater], which can be wsed a5 2 sreening methad for the
determination of marl, dolomite, hydrated bime, ard gypsum in sol condiiorers.

Kepwords  Soreening method, methodyalidation, x-ray dfiaction (XR0), soil conditioners fmard, dolomita,
Frydratad lime and! qypeam)
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AANUIN 3.5 nsunTieszieadeuuuniiden duzdu fazaeiludowd WHIWITIeseilunislia
Mnuavewiieg1919Baely

J(30¢ )8
@ CERTIFICATE OF ANALYSIS

WSL-0265-01
Assigned Value Standard Deviation
Parameter
(C) (%)
Water Soluble Calcum (Ca) i 517 i 0.16
|
Water Soluble Magnesiurm (Mg) 5.23 1 0.16
Water Soluble Sulphur (S) ! 6.99 1 021
Water Soluble Motybdenum (o) ( 2.67 ; 009

NOTE

1. This certificate is valid unth November 2027. Ths certificate s nullified if the material s
damaged, contaminated or otherwise modified.

2 To maintenance of this material. the stabilty studies will be conducted at-é.month intervals,
T'we‘m-. this validity of ge(tvﬁcote may be chenged 23 further evidence ©F stabiity. Please
combine long term stability testing cerdificate where appucable.

3 This materal has been assigned under the resporsicility,of.System Research of Soi and
water Quality Sub-group, Agricultural Chemistry Group, Aefiedtural Production Sciences
Research and Development Division, Cepartment of Agricdlture

- -
Prepared By......... q Lol Approved By,
(Mrs. Songkrant Malisorn) (Ms. Charirat Kusonwiriyawong)
Sclentist, Professional Level Scientist, Senior Professional Level
Issue date: Novemnber 2022
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