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WANTTUUMINIERULAAITEN wintideu uwasiuzaulugunazanetrludeindl
Method Validation and Development of Water Soluble Calcium

Magnesium and Sulfur in Chemical Fertilizer

WIFTIA uiigy  vesduns Aiuviinys  gassal Asnesduns
Pongpit Kaewsuk  Tongchan pimpet Suwannee Sritongin

[y

nNaXIdENLATAL NaINALITIYNTHEANIINTNYAT

ABSTRACT

Development system for the determination Calcium Magnesium and Sulfur of water-
soluble in chemical fertilizers by ICP technique. The wavelength for Calcium 317.933 nm, radial
view Magnesium 285.213 nm, radial view and Sulfur 181.975 nm, axial view. Working range
Calcium 0 - 200 meg/L, Magnesium 0 - 100 mg/L and Sulfur 0 - 200 mg/L. The coefficient of
determination (R?) greater than 0.999. The matrix effect had significantly different of slope 0.85
0.11 1.62. The LOD base on the standard deviation of blank is 0.0977%Ca, 0.0300%Mg and
0.0336%S. 5 concentration levels of Calcium 0.6570 0.94 9.85 21.90 36.11%Ca, %Recovery 99.89
101.91 98.65 101.87 101.84, HorRat 0.33 0.20 0.39 0.42 0.52, %RSU 16.70 11.48 9.28 4.38 2.50.
5 concentration levels of Magnesium 0.6499 5.362 5.67 20.30 25.53%Mg, %Recovery 98.85 101.55
101.73 99.75 99.59, HorRat 0.26 0.08 0.22 0.21 0.62, %RSU 6.46 1.47 1.40 257 2.39. And
6 concentration levels of Sulfur 0.6509 0.9779 11.15 24.23 26.64 36.79%S, %Recovery 101.99
102.74 101.39 98.62 100.27 98.54, HorRat 0.20 0.20 0.22 0.45 0.21 0.76, %RSU 8.16 5.70 1.78 2.75
249 3.13. %Recovery acceptance criteria and HorRat acceptance criteria of < 1.3. Therefore,
Calcium Magnesium and Sulfur method by inductively coupled plasma spectrometry technique
is accurate. Calcium Magnesium and Sulfur methods in the concentration range of
0.66 - 36.11%Ca, 0.65 - 25.53%Mg and 0.65 - 36.79%S are suitable for testing chemical fertilizer
samples in water-soluble. Measurement uncertainty evaluation use of repeatability,
reproducibility 3 concentration levels of Calcium 3.26 10.11 25.23%Ca, %RSU 6.75 6.13 8.01.
4 concentration levels of Magnesium 1.51 3.44 5.48 19.66%Mg, %RSU 6.62 6.39 6.93 8.74.
And 3 concentration levels of Sulfur 4.43 17.03 25.27%S, %RSU 10.74 11.78 7.58. The evaluation
uncertainty from repeatability standard deviation (S,) and the reproducibility standard deviation
(Sp) of each laboratory compared to the true value specified in the 95% confidence interval

to acceptance criteria.

Keywords: Method validation; Water soluble calcium, magnesium, and sulfur
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UNANED

msiRLsTUUNITRaULeaden wunfiden wariuefluguiieraeilulend Teldnada
mMeAeTEiMUT NS ReeIAT 09 ICP-OES Tnsanniziimnzamasmsiianesiunaiden uuniidon ua
fuwiu finuemadu (Wavelength) 317.933, 285.213, 181.975 WUIAT AUSISU Tdas13194 (Plasma view)
Radial dmiuAinsesismuaaden uunfideu diuyuues Adal dwsuiesevism iy Heldesiigaii
Wherwidaumnzauaunimiluldningusraiidonsldou Soihnmseaeumnuldlivedisi
gramslinurenedefietruainvndeuneadeufivnsenududi 0 - 200 Fadnsusedns wndleudivag
i 0 - 100 fadnsusedns wassuzduiitasmududu 0 - 200 fadnsuredns wuiiladulseans
nsAnaula (Coefficient of determination; R?) 11nn31 0.999 NaNTENUTBINNING (Matrix effect) iAnA1L
UANEINSTIALTU (Slope) Wiy 0.85, 0.11, 1.62 mma1siu HA1 LOD Wiy 0.0977, 0.0300, 0.0336 nSusio
Wil e%pun AUEITU MIVAEEULARLT BLINENTTINTIUAT 5 SEAUAIE LYY 0.6570, 0.94, 9.85, 21.90,
36.11%Ca AUIUAT %Recovery TALM1AU 99.89, 101.91, 98.65, 101.87, 101.84 A1 HorRat LAy 0.33,
0.20, 0.39, 0.42, 0.52 1A %RSU WU 16.70, 11.48, 9.28, 4.38, 2.50 MMUa1RU NSNARBUWUNTLTLLNET
finsUAn 5 syRumdudu 0.6499, 5.362, 5.67, 20.30, 25.53%Mg AR %Recovery vy 98.85,
101.55, 101.73, 99.75, 99.59 1 HorRat LAt 0.26, 0.08, 0.22, 0.21, 0.62 A1 %RSU AU 6.46, 1.47,
1.40, 2.57, 2.39 MUY MINAFOUAINZEUINAISTNTIVAT 6 STAUAIIT LT Y 0.6509, 0.9779, 11.15,
24.23, 26.60, 36.79%S A1UIUA 1 %Recovery La L1117 U 101.99, 102.74, 101.39, 98.62, 100.27, 98.54 A1
HorRat la1tvinu 0.20, 0.20, 22, 0.45, 0.21, 0.76 &A1 %RSU WU 8.16, 5.70, 1.78, 2.75, 2.49, 3.13 A sy
NnMsfigatianugndes uazANaiies wui1 iveaeuueaiden wniiley Auzdu feowedadudnd
wadmTanaanaalasiam’ Janugnde diunamiesusu %Recovery wagilnnuiies dunamiseusy
HorRat < 1.3 flafuiEnaaouwead ey wundifoy wazsueduasysumuELTY 0.66 — 36.11%Ca, 0.65 -
25.53%Mg uar 0.65 — 36.79%S fiAwanzauaunsvaaouies oadlugUiazaneniily daudssdiue
AUNlU LU WOUAIN Repeatability, Reproducibility NSNAADULAAIT BT 3 SEAUAMT LYY 3.26, 10.11,
25.23%Ca §Ifin %RSU Wiy 7.19, 6.24, 8.34 saiszsuemudydiu maviedeuuindidend ¢ sesuemuidudi
1.52, 3.46, 5.49, 19.81%Mg &A1 %RSU iU 6.86, 5.45, 7.38, 7.88 ANUI¥AUANUINT U UazN1SNAdDU
fueduil 3 seduruidaiiu 4.43, 17.03, 25.27%S §ifn %RSU winffu 10.72, 11.78, 7.58 snuszduruidardy
Arrnalaludueuiiuseiiuann Al smwummgwumﬂmiﬁﬁ?ﬁ (Repeatability standard deviation; S,) liazAn
\HeausnasgruanasiestfiRms (Reprodudbility standard deviation; Sr) vesusiazesl iAoy
AUARSTIsILARLANT1S 95% Arindei dunasieeusy

AdNAsy: NMsnTadeumlElPueiSngey; wraley wintidew tasiuzdunazaiei
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Fommuaf1uAMAIN A8 ISO/IEC 17025 : 2017 Arvualsi 35 n13TiAT1esi i uhanldly
vieafiRnsdedlaiiunsnsaaeuaulilivesds dudumsiigaiiniFiesgilirnumngauanungn
ihlldninguszasdnsldon Tnsdaimdngnduduiieuansisuszansnmuesitnaaou (Junun
Fug1y T uazywuIn uad, 2555) @aanunsafiansunldain 1 anududunss (Linearity)
fio AuannsavesiFilengilinam A ngiidudadnuiunmnduturesansiinszsiludisnn
Wudui MuuauszifivainArdudszdns nsdadule (Coefficient of determination; R 2. n15%1
Fasrialunisnsiany fIsnszdaunsansianuls (Limit of detection; LOD) wagmdnsidalunis
imL%QU%mm LOQ (Limit of quantitation) ImamﬁLﬂiﬂvﬁﬁ’;@&iwﬁﬁé’ﬂwmvLﬁamﬁmﬁauéf'saéw uilal
flansfideen153Ase9 (Sample blank) A1 LOD @310 3 iinvesAnd gUVUNINIFIU (Standard
deviation) W3eimAUA Al ofiegauAA T Ay mumimmmmLsumumammmiw
FoamsiaTgh Feanusassnutiinaildlaeifinnuwiu uazaiuiies el LOQ Ao 10 Witwes
Adesuuanigiu viemufudtadsidefedsuuasdddygin Susur LOQ vesn1siinTe
fhetheiifiuTinuasindud LOQ dadlduasgluinasivonsy anuusiu (Accuracy) Usenause Ay
QN#8a (Trueness) 71AN9INAINARIALAG BUVBITLUY TUAINLT B3 (Precision) T11AN91NAIN
AANALAA DULUUEY AUgNABsariansanlugUuuuYes Auouldos (Barwick, 2016) Tnenns
Wisuiflsunainneiilatuaiuseses Yandedeiuses vefsensu avuidiss iunsuansan
Indissamanisinneiseadeiuin neldanemaaeuiitvun anngnsmdeyauuuin
Junisinseianeldannsiiuionn 1aun fr0g19 103 eeile @15l F3naaeu (Repeatability
condition) wuviiaeadunsiasgineldanneiy luiesujuRnadu Tusianamils Faamisn
ATDUARUNTTUE BUUUAIT 8191 aT U U Mnaey 1A oeille a19.Afl (ntermediate precision
condition) wuuitamiduaningmsiesgisegiaiy saieslfiinng msUseiiunaniiiss lgld
HorRat (Horwitz’Ratio) uagfvusnaeiseniu Tnsisuifisuesiduidiudenvunassuduivg
(Relative standard deviation: RSD) #il#a1nn153LAs 129 f‘ﬁ"uLﬂ@%l,%uﬁdaul,ﬁmmummsgmé’mﬂ’wﬁ’ g
MnMsAImaLdLturesas lnsdenesidmetsinsuauiueu nioTansidsiuses (Certified
reference material; CRM) #iflususes uazannsaaounduludsluiuses nietonansdulafieanlng
mhenuiilinisiuses Weneuaussdunnududu f nans wargs vewhods uenanidaiinisfiga
Ay wazauisdlusednsdefiidnunsonieats (Matrix) Weafusegnefissfunandudusi
nana ga adlufegns (Cantwell, 2025) e IsAneidldinuntu wiediussyndunanisinmed
u1nsgIui Teguds unltluies joansdsdndudosmaaeunnuldldvesisinneiunaidon
winiifey wagtmgdulusuiiazansdn (EN 16962, 2018) fimunnnzauvdelineuiuldou e
$993UNMINAADUSIARMNITBIMNUTENANTIIVINSNNAT (309 ndnina F5msuazeuluieafule
Algsunmseniulddesiunzidou aumszseygAte wa. 2518 Faudludiudilaensysviydade
w.Ai. 2518 (UUR 2) WA 2550 w.A. 2564 (s19RaUNE, 2564)
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AsandunIs
aunsal
i3 Inductively coupled plasma- optical emission spectrometer (ICP-OES)
wsostalulfimatou 4 duvs
w3aiaUsuns class A ldA volumetric flask, pipette

LATeLLUENENTATANY

NITATYNTDNUDS 5
waeananaintuies
gunsalgA-IgaTazany
sample blank (641-1129 gn5Ue 6-32-32)
10.  Jane98eTuTen (certified reference material) 6091984 (reference material) LAzENSTINTTUAT

1
2
3
q
5. wdestumies
6
;
8
9

%019
1. Anwran1eflmuizanvesnsiinszduaadoy wunidou wasruzdu dremadadudnd
wadmdananauaalasuns Gy wasaus, 2552) Tnsusuantizveanies laud Plasma flow,
Auxiliary flow, Nebulizer flow, RF-power, Flow rate uag Flush time
2. msandeuanultslaresicnageu

21 whldauiduduns (Instrument working range and linearity range)

U )

2.1.1 Fadog13t8 Sample blank Wnansunatdon uuniidon Auzdu Ansruanududy
wiiuou 5way 7 arandudu anududuay 3 60
2.1.2 dudunsienzinugielsiinszideinisinemisses sigermaiasalugud
avanenlg Waza1IVY (NSUAMINSINYRS, 2565) TneTadieiA3es ICP-OES a5ensmsewinsanududu
YosensaraInIgIL Audnanveadesie
2.1.1 Usziium Correlation determination; R?)
22 NMIANYINANIENIUYBIIVE NG (Matrix effect) a3 suiiaunuty (Slope) veansmlansazaney
LNPISEU LaUNT WRIBIESaTaNEA ATy UL 1908 1nausinsAon %RPD < 10 (NATA, 2018)
23 msAnmANgnAes (Trueness) agaaidies (Precision) vodisnagouneluesfiRmsiaen
(Single-laboratory approach) maematia Inductively couple plasma spectrometry
2.3.1 MAAFiAlUN15953aNU (Limit of detection; LOD) kazdaidnnnlunisiadausuin
(Limit of quantitation; LOQ)
2.3.1.1 Hsfeelatls Sample blank Tntudiumsmudileislensidualimennsse: 519
ol Ulavmeni I uazanmvy (saAvmsinuns, 2565) TeTdeiied ICP-OES Summas 1061
2.3.1.2 fmueuAn Standard deviation (D) Wems3 e eviciee AR en Lanti@es uwavinaeiy
2.3.1.3 AuniAn LOD wae LOQ 31nans
LOD = Anadesegtoiilifisiiaula (X ) + 35D (1)
LOQ = Andeiesleilifsniiaula (X) + 105D (2)
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231 Anwdnwaziegatly TdwareTadidnlunsiaduimna
wisuiegwsidsmaiedadifnlunisindeinnuesisinneidesinemsses
TugUitazanelé egstios 4 faoeh
2.3.2 mAeugnAe LavAailes Asgduanududu d1 nans wazge
Jowen Yan gunsal ssnasgu Adedldlunsvedeu uasdavmansinuan lusems
Jirserineaen lown 0.94+0.02 %Ca, 9.85%Ca, 21.9%Ca way 36.11%Ca 578M53A5vkinii@em Teown
5.362+0.027%Meg, 5.67%Mg, 20.19%Mg, 25.53%Mg 5180153 1A51¥9 Auzdu Ta WA 0.9779+0.0080 %S,
11.15%S, 26.64%S, 36.79%5S
2.3.3.1 4aeealls Sample blank WsansivuAnsEdvAtiu LOQ (1) anu
Wadunan g9 nuswag 10 41 (nevhneziiinansineiu fuas 161 Huaa 10 Yu)
2.3.3.2 afiunsnugledsia e nlenilsnne1msses ﬁ'w;a'mma%ﬂugﬂﬁazaw
1hld wawansuy Tneindeiedos ICP-OES
2.3.3.3 UYsluanIvingeu Lasmunvneen % Recovery uag HorRat < 1.3 (AOAC, 2023)
N1SAUIN % Recovery NNENT

%Recovery = Adildannnsiesizd x 100 .(3)
A3
ANSANUI Precision
RSD (7)
HorRat (r) = —_— ()
PRSD(R)
SD
RSD (r) = x 100 ..(5)
mean
PRSD (R) = 20013 ..(6)
Wi C (mass fraction) @B ANLRANANISNAEDU X 107 11 9AINULY UV UVDIR 108 WL YUY
JullaanSusiedns

2.4 Uszdiuarmulduuueulunisia wuu Bottom-up approach ngenisfieaauliduiuauyn
uias8e8 (EURACHEM /CITAC Guide, 2012)
2.4.1 a%f'mLLmugﬁsﬂ”’umumimaauaﬂNsia (Flowchart diagram analysis)
2.4.2 fmusgnslunsdnndsiiie
2.4.3 milmeauvasnmliniueuveinsin lasfinnsananuvanuiliniueuaingss
MMM Ladaviuauginan
243 Ussfiumarlsiuiuouresnmvadeunaaiden uuniifen uaiusduiiavanei
TnpmaiaulduiusuvessurazdnUangeslunislaman uazsauaiauluiuiueuyes
uiaeisUamdn Mntuuasrenaliiveuudazuna adurenuliudueumnasg Tneaiaalsl
wiuauil ldmseesams (Divisor; d) §ams sauaa il wueuwsazunas (Combined uncertainty) ua
veneAlsiwiueusi (Expanded uncertainty) Inegausern Coverage factor (k) fisestumsidosiu 95
% v k = 2
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25 UssduaalBiliueureanisin (Measurement uncertainty) 910 Repeatability, Reproducibility
2.5.1 assmesdjURnis (Recruitment of the laboratories) iaswunmsvageu
252 Wwi3Bafeeetle (Preparation of the materials) asEMANSEVITIINYATUATANNTA] (303
fuansaAsMInTITIRTZitowsl WA, 2559 lilemsvnaeuuaadey wintide uaviuzdu uiarsenis
fsvduamdudu (Level) i nans ua ga 1unu 6 feg degsas 20 n3u
2.5.2 fmuareasdeadldlunsmadeusazsenunansageu
2.5.3 AIUMTIATIEANAN0TE AT 18 eLAll 5199115584 ﬁmmmim%ﬂu';;ﬂﬁ
azanethld WaZEnINY
2.5.4 AATITVNANNEDR (Statistical analysis) @14 1SO 5725-2 (2019)
2.5.5 agunan1snaaey wasUssliuainuliuuueu iy (SO 21748, 2017)
3. pyRdsUALAMUTEsIsagaUlnensAsuLadnsdntesananizuni (Ruggedness)
(Miller et al., 2018)
31 FNYRENTEIUINMSURELMUAIIMIZIING BN FREMSVIRFBY Rugsedness 1HLNSVIAREY 7 67
w5 8 rsviaaes Mviraesas 4 81 Ineldadii Youden Steiner testing Sanseft 1 uaw snsnedl 2

A5197 1 waneskUsntglun1snaass

Fauusil R :imm GEeH Und (A-G) Wasuulas (a-9)
1 Na UBinmsthndunouwen 100 mL 150 mL
2 B/b ANNSITOUNSLEN 200 rpm 180 rpm
3 C/c SPYLIAINITVEN 30 W1l 25 W1l
4 D/d dnllavesensazarufieeng NFBEINUNTZATYNTOI No. 5 Centrifuge
5 E/e Anadudunsaludiinasgare 0.50 M HNOs 0.45 M HNOs
6 F/f Pipette Volumetric pipette 20 mL Auto pipette 20 mL
7 G/g SEYLIANIATIUAITATAUFIDE 3 4l 4 4l

A1 2 UARASAITINNURNUNNTNIAABY

Experiment Design %Recovery
1 A B C D E F G R1
2 A B ¢ D e f g R2
3 A b C d E f g Rs
4 A b c d e F G Ra
5 a B C d e F g Rs
6 a B ¢ d E f G Rs
7 a b C D e f G Rz
8 a b ¢ D E F g Re

3.2 ALIUMTIATIZHAULHUASIAaBLARLTYN LunTidau muzau Laald CaCly.aH,0,
MgCl, thaz (NH4),SO4 RINUE1RAU

3.3 AUIMNANTENUYIALUT (E) vadusiazdilys 7 @uds 210 8 n1snaaes

3.4 WAl | E | vesusiazdiunds 7 fuds laedn
|E|> S wansi SransenumnmaUasustasnmsnindenvessvngeu (David Harvey, 2008)
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FTYLLIAT SUAY FlaNAN 2564 Fugn Aueneu 2567
douivinnmeass naldeinuasall nedideimundadunisnannianisinyms

a ¢
NANTIINADILLEASIVTIIEUY
1. ANSANYIANIILNNUIZANVBINITILATIZWABLT N wUNTILYEU wazn1NoU FI8WATADUA N

wadndanaraunaalasums Insusuannzvonades laun Plasma flow, Auxiliary flow, Nebulizer
flow, RF-power, Flow rate wag Flush timednmyil wanyauveINsIe e unad oy winiiF ey fuvdu
firnue1edy Wavelength) 317.933, 285.213, 181.975 uiluiuns mudsu 1aues (Plasma view) Radial
dwsviwswisguealey winii@en duames Adal dvsuieseianniugdu e Plasma flow, Auxilary
flow, Nebulizer flow, RF-power, Flow rate iag Flush time i 15 8nseouit, 0.2 anseeudt, 0.8 8ns6auUT,
1300 30, 1.5 Tadanssiewndl wag 15 Ul mudiiu dmsuninensingsn

2. MsnsadeuauldlfvesiSnadeu

21wl nuiidudunss (nstrurmnent working range and linearity range) 93sAmaid udumss
ez 2919 9U (Linearity range and Instrument working range) (Eurachem, 2025) Nan153LAS1EAaENSLARLY bl
WIEAIN 1000 HaanSumeans ¥83a15 CaCly.4H,0 FanuUudu 0, 10, 40, 80, 120, 160 way 200 Haansy
foans wasuuni@eufiwieuain 1000 fadnsusedns vesans MeCl, Fasamnudud 0, 10, 20, 40, 60, 80
uay 100 dadndusiodng ansazansanasguiuzduiidsanududu 0, 10, 40, 80, 120, 160, 200 Hadniusio
ans wdnilundewses ICP-OES Tnendanen Intensity (unt y) sia Asidudu (unu x) vneanududunss
MnaumsaRass (Regression) wWuinfiandudszavismswedula (Coeffident of determination; R?) iy 0.999 T
MemTensiweaden winifey fusdu S 1

3500000 5000000 100000
3000000 e 1000000 . o
L« @rep.1 v=37,700.20042x+43,595.32153 . @repl y=447.87924x+796.88371

<

5 2500000
q
g 3000000 # R*=0.99975 2 50000 R0 =0.99991

g @rep.ly=14,841 54765¢+13,356.77105
S 2000000 - R?=0.99998
@rep2 y=37,756.58919%+27,472.80704 rep.2 y=45181192x+573.03819

R*=0.99999

Int. (count/s)

$ ]
i. 1500000 rep2 y =14,766.39218x +8,696.44395 2000000 i f 10000
§ 1000000 R2=0.99393 [ 9 2

[ .. N 1000000 rep.3 ¥ =37,771.41635x+27,380.62036 20000 rep3 y =449 4550x4749.78671
500000 rep3 v =14,743.63181x+11,423.89949 ~ & 099969 e

0 R*=0.99934 0 0

0 100 200 300 0 50 10 150 0 100 200 300
conc. (mg/l) conc. {(mg/l) conc. {mg/l)

(a) uAALTYY (b) wuniligey (c) fAuzeiu
AW 1 uassaNENTusI R unseInsansaraeunsgIuiNiaegely Sample blank

22 MSANYINANTENUTRNNING (Matrix effect) MAas s uealden wintli@en Mugiu
WUIN NTENTATNERNASEIL UazansazaneAsTUTRLR 883y Sample blank HAPLANA R
U (Slope) i1AU 0.85, 0.11, 1.62 MR & WAUNAUT YU ANLLANANTBS Slope < 10% (NATA, 2018)
il 2
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3500000
3000000
2500000
2000000
1500000

Int. (count/s)

1000000
500000
0

y =14,870.30424x +2,599.60891

o

¢

0

100

o
® Std

@ Spiked matrix

y =14,783.85721x+11,159.04016

200
conc. (mg/1)

300

Int. (count/s)

4000000
3500000
3000000
2500000
2000000
1500000
1000000
500000
0

y=37,699.95707x + 15,315.20299

0

.
» o 5td

@ Spiked matrix
y =37,742.73530x +32,816.28471

50 100
conc. (mg/1)

150

100000

80000

60000

40000

Int. (count/s)

20000

0

0

|".I“
o

Y =442.49504x- 146.08429
3

100 200
conc. (mg/1)

y =449.71541x+706.56790

® std

@ Spiked matrix

300

(a) wAALTYY

2N 2

23

(b) wuniidey
LEAINTSIUT BUEUANUTUYBINTINATAZANENINTTIU UAENTINYRIENTAL LN TTIUNLAY
mogee Sample blank a) uAaldey b) winili@ey o) Mugdu

(©) NMuzau

NMSANEIANUYNABA (Trueness) UavATINNEA (Precision) YesisnaaeumeluiosUifinig
W (Single-laboratory approach) MmismatiadudnInaantananauaualnsuns

23.1

PUATINALUNITNTIINU (Limit of detection; LOD) wagIAannatun15InLT

USuad (Limit of quantitation; LOQ) lngvinuigalindndalun1snsiany (Limit of detection; LOD) way
FadnialunmsiadeIanas (Limit of quantitation; LOQ) (Eurachem, 2025) nsviiung LOD 9nAdesuy
WM IUV9R 1881908 Sample blank (LOD base on the standard deviation of the blank) Wu31id1
LOD ( X + 35D) Wiy 0.0977, 0.0300, 0.0336 Wa31dus uaz LOQ (X + 10SD)  L91nnnsvinune
(Predicted) winffu 0.2616, 0.0736, 0.0448 Wasidus lusiensimseiwaadoy winde way Musdu
ALAAY

232 Anwidnuaiziedele idwmaredndidalunsiadaliuia ldannsaseany
walsoEausiudnseungImnuyEndnnTndrindeiinanlsinnedesnndnuagiedeiisloyna
wadnueliavaneiniu dwadedasfrlunsiadenameisinseilesne s TugUiiasas
1hld Faannmeaeuiegnadefifeyniavuiadnnitsnsuresnszatunsonued 5 (2.5 lursew) uag
ansavaneiiinunszanunses wiennmstiuwissiy wlfaseraeduifivadniios wuin manveaeuly
FIUNIVAFOURALTENT LI 4 FIee19 wunTlleudnunu 4 faegne danegluyae 0.31 - 0.64 %Ca, 0.02 -
0.63 %Mg uadiu fanmdl 3 JedndudeafindadrinidaUsmnanneimssesiissiuanududu 0.65
Wosigud

Y%WCa
R-1590 R-1591

0.7

06
05
0.4
0.3 L
0.2
0.1

R-1604

R-1639

sample

%WMg
R-1590
07

0.6
0.5
0.4
0.3
0.2
0.1

R-1591

L]

R-1604 R-1639

sample

(@) wAALTYY

2NN 3
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2.3.3 MANAUYNADY uazANITis Asedumnudndy i nans WAZES

2.3.3.1 MIVAEOULARLT BUNENSTINTIUAT 5 SERuUAMUIE LT Y 0.6570, 0.94, 9.85,
21.90 uae 36.11%Ca AUIUA" %Recovery Ialvniu 99.89, 101.91, 98.65, 101.87 waz101.84 A1 HorRat 141
WINAU 0.33, 0.20, 0.39, 0.42 Uaz 0.52 mUAIRU

2.3.3.2 Myvnd@eulniifesnnansfingiuan 5 sesunnududy 0.6499, 5.362, 5.67,
20.30 uay 25.53%Mg AIBA1 %Recovery AU 98.85, 101.55, 101.73, 99.75 Wag 99.59 A1 HorRat 161
WIAU 0.26, 0.08, 0.22, 0.21 Way 0.62 MUAAY

2.3.3.3 mMyvpdeuUiusuanasingiuan 6 suumnududu 0.6509, 0.9779, 11.15,
24.23, 26.64 Uag 36.79%S A10MAT %Recovery AN 101.99, 102.74, 101.39, 98.62, 100.27 uay 98.54
A1 HorRat Tewinfiu 0.20, 0.20, 22, 0.45, 0.21 @y 0.76 AAGU

M54 3 NaMIREIUANYNABA (Trueness) UazAINALTIEN (Precision) TR UAMIITNTUA NN Wargy

Trueness Precision
Parameter Material Concentration Mean
level (g/100g) SD %Recovery % RSD, PRSDg HorRat
(g/100g)
EDTA-Ca (dilution) 0.6570 0.6563 0.0093 99.89 1.14 4.26 0.33
BCR 114 0.94 0.96 0.01 101.91 0.82 4.02 0.20
Ca EDTA-Ca 9.85 9.72 0.11 98.65 1.12 2.84 0.39
CaCl,.4H,0 21.90 22.31 0.23 101.87 1.05 251 0.42
CaCl, 36.11 36.77 0.44 101.84 1.20 233 0.52
EDTA-Mg (dilution) 0.6499 0.6424 0.0073 98.85 1.13 4.28 0.26
SRM 929a 5.362 5.445 0.01 101.55 0.25 3.10 0.08
Mg EDTA-Mg 5.67 577 0.04 101.73 0.68 3.07 0.22
MgSOq 20.19 20.14 0.11 99.75 0.53 2.55 0.21
MgCl, 25.53 25.43 0.39 99.59 1.52 2.46 0.62
(NH4),SOq (dilution) 0.6517 0.6639 0.0057 101.87 0.86 4.25 0.20
Std. S 0.9779 1.0047 0.0079 102.74 0.78 4.00 0.20
< ZnS04.7TH,0 11.15 11.31 0.07 101.39 0.62 278 0.22
(NH4),SOq 24.26 23.87 0.27 98.62 1.12 248 0.45
MgSOq 26.64 26.71 0.14 100.27 0.51 244 0.21
NazS,03 38.54 37.98 0.67 98.54 1.76 231 0.76

2.4 Usziluamanuldudusulunisin wuu Bottom-up approach Tageidstemnnulaiuiueu
ULy (EURACHEM /CITAC Guide, 2012)
2.4.1 a%ffmLmuﬂ”ﬁ%umaumimaauaéwda (Flowchart diagram analysis)
2.4.2 ﬁmmqmﬂumﬁwmm?aﬁi’m

% WCa, WMg, WS = (mg/l from standard curve) x dilution factor x 100
wt. of sample (g) x 10°
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2.4.3 MNU1999LMnaIANN UL UL UTBINITIA tngRaNTNNEraIAY LUk LUaURNN
gRINIAWIN UAITRYILALAINUaN fdannd 4

l

‘ Water (Up to the mark line) and mix ‘ \ w2 Y ez T

:
I

\ \
plastic ware ‘ \ \ %

‘ Sotution

[ Fipette 20 mi in volumetric fask 25, 50, 100, 250 mt |

standard 1000 ppm

< Addsmimo, i . . 4 i

Working standard solution = 6 point (0.5M HNO,

final volume)

Water (Up to the mark line) and mix (0.5M HNO, in ‘

in final volume) / Voltam e

(@) uNuHITUABUNTNADY (b) wnuginneUan

[

A4 UAANUQITUABUNITVIAEY UazUNULIA1aUM

24.4 Ysmdiumanaliwiueuvesmvageuuaaiden wniides wastueduiiazae
2.4.4.1 MIVAEEULAALT suANUE LT UT 315218 0.66, 0.96, 9.72, 22.31 uay
36.77%Ca muwaiatanulautueu lawiniu 0.11, 0.11, 0.90, 0.97 uaw 0.92 HenTesazanuliuiuounuy
FU5 (%Relative standard uncertainty; %RSU) 11U 16.70, 11.48, 9.28, 4.38 Ly 2.50 Aa6U
2.4.4.2 MmavadeuLuni@suanud udundnsesile 0.64, 5.45, 5.77, 20.14 uay
25.43%Mg AwnauAANuliiLueu L 0.04, 0.08, 0.08, 0.52 wag0.61 fiA1 %RSU WA 6.46, 1.47,
1.40, 2.57 Uz 2.39 AWEWY
2.4.4.3 mavpaeufzdurituAeTeild 0.66, 1,00, 11.31, 2387, 26.71 wae
37.98%S Amunauenaslsiiiuey lawinu 0.05, 0.06, 0.20, 0.66, 0.66 Uag1.19 de1 %RSU Wi 8.16, 5.70,
1.78, 2.75, 2.49 uay 3.13 AMUAWY
25 Ussdluarubiiiueuwesmyin (Measurement uncertainty) 970 Repeatability, Reprodudibility
25.1 assvesfiAinTg (Recruitment of the laboratories) tileldnsunsyagou
viesfuRmsiiumstineusimugiie s eseileind smewnsses smewnsasy
TugUiiazaneunls uagansmy TeesesufoRmsidrimnimesou IWud FesfuRnmsndumadessuy
nsnaeunmnms WesufuRmsdimdauasianmsinues weil 1 Weswfofnsuienle @ 7 Sumed
wiuuua 1 e fURnmsuTEnlnedunia s1da G amszusseSegsen e fuRnmsuienilne
Wumsa 9109 @nww) awrayvsusns FesUJURnmsuseneaiied $1in WosufuRnisusevuuaslng
e waziosUfURAMIUTEmelnsg weshlawes 411
252 wigumeg1ale (Preparation of the materials) AMuUTENANTENTIUNYATUAL
avnsal 15e9 AMvuansasmInTadenesitoindl wa. 2559 ilemsmaaeuuaaldes uuniiden waz
fugdu wiagsensfissiuaadudu (Level) s nans waz ga $1uau 6 fedns Msg1say 20 n3u

(%

a1l
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2.5.2.1 fregneil 1 Tereiweadey anududuleussana 3%Ca
2.5.2.2 fegedl 2 Tinmziueaden wundi@ey fuvdu eududulaeyszana
10%Ca, 3%Mg, 4%S
2.5.2.3 §regneil 3 Tiasviwealdey 25%Ca
2.5.2.4 feg199 4 Teseiuunii@on fuzdy 1%Mg, 17%S
2.5.2.5 fog3dl 5 Tiaseiuuniidon fuzdu 5%Me, 10%S
2.5.2.6 f081971 6 Tiameiuunii@on fuzdu 19%Me, 25%S
2.5.3 fmuareazdeaildlunsnadeu
2.5.3.1 wAliAN151AE8Y Inductively coupled plasma spectrometry
2532 maaawmwﬂmmam (Worklng standard) ag1ilee 6 0
2533 mmmwaamsmaau 3 41
2.5.3.4 n3Fanmingaoe19 0.500¢ N3l

YSunsvesininusunng

2.5.3.5 191399 9@1582a18 WU USHnsisua x — —
Usnnsvesasazanendiue

2.5.3.6 N37RMWaNIsVAgeuUmeiaunaiey 2 sunislunioosidus (%)
254 fmiummrueliels T mideed smenmes smenmahsUasmenidl uarany
2.5.5 ATIEiNaNISaia (Statistical analysis) @14 1SO 5725-2, 2019
MvedeuLAael wint@en 191U 8 Weslf Uins WiswnnseRuAndudy
MIedoURLEEUT 3 syFuAUTNT Y 810U 6, 6 way 5 Wl UAng mudny A8 BUDILA AL
vosUfuRms uaviiayseiumtatu M 8 warAdesumsnessIu Fwnse 9 FsmIvnaeuuaaden
71 3 SusuPUISITU 3.26, 10.11 UAY25.23%Ca uuntifend 4 seumudisu 1,52, 3.46, 5.49 way 19.819%Mg
fudui 3 sesiunuidudu 4.43, 17.03 uay 25.27%S wansHansvndeuteisiaesUf URMsunnsneanen
nens (m) fanmil 6

N19M59@0U Outliers mawauammaa Tneladadf Grubbs test ‘1/1 1 ﬁmmam

Y
v o

ey 1 YAEER WU Gexp DoRhek Garit msnaaeuldiidudAey ‘Ug]Lﬁﬁ HoliJLUu outliers LLau‘Vl 2 ‘Uﬂ@ﬂﬁ(ﬂ

o

o w

Wy 2 YAENER WU Gexp Nalalaele Garit msnaaeuldidedny ‘UQLﬁﬁ Ho 13JL‘1J‘LI outliers GNG]’]TN‘VI 10

o

M15197 8 wARIARAURANIINAdRURAALTEY wintiFey Ay Tudawed

Cell means (¥;)

Ca Mg S
Laboratory
Level Level Level

1 2 3 1 2 3 4 1 2 3
1 3.20 10.10 25.42 1.55 3.41 5.54 21.18 - -
2 3.32 10.24 25.53 1.48 3.37 5.38 18.85 4.54 17.48 25.41
3 3.21 10.12 25.44 1.51 3.44 5.54 19.65 4.61 18.24 26.43
[ 3.17 9.89 23.01 1.48 3.48 5.32 20.11 4.03 15.47 20.91
5 3.18 9.62 24.56 1.47 3.43 5.34 19.07 4.30 16.24 23.81
6 3.47 10.60 26.20 1.61 357 5.82 20.35 - - -
7 3.34 10.30 25.50 1.53 352 5.48 20.09 4.52 17.45 25.45
8 3.19 9.99 26.18 1.50 3.44 5.48 19.21 4.60 17.33 25.25
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M990 9 UanA e uLINATIIUHAN SRR ULAReN wintdey Muzdy Tulewad

Standard deviations (S;)

Ca Mg S
Laboratory
Level Level Level
1 2 3 1 2 3 4 1 2 3
1 0.101 0.101 0.351 0.040 0.184 0.403 0.252 - - -
2 0.012 0.142 0.255 0.026 0.030 0.044 0.075 0.065 0.182 0.186
3 0.085 0.127 0.275 0.010 0.053 0.035 0.025 0.087 0.152 0.031
4 0.047 0.230 0.193 0.042 0.081 0.044 0.032 0.070 0.163 0.291
5 0.023 0.092 0.133 0.006 0.038 0.061 0.090 0.061 0.076 0.214
6 0.091 0.081 0.160 0.021 0.042 0.031 0.160 - - -
7 0.060 0.174 0.293 0.006 0.100 0.045 0.075 0.121 0.071 0.165
8 0.023 0.156 0.181 0.015 0.015 0.101 0.110 0.046 0.199 0.416
im=-326 ! m=10.11 im=2523
-.e - @ :’ 8 -
e e - ee - -
¢ e e = : * @ 5 ——
.e £ * @ H 5 -
- s T elie — oo
- ¢ @ poe
. P PR 1 - e 1 . oo
=
(@) wAaLTYL
: m =152 R i m-sas . m-1981
. e . - . b w——
- 7 e e s -
@ - = H - H b z | —
- :: o < PR ; - H
- . N L.
* oo - e @ - * e - e
a A
(b) wuNULTY
P m=aa3 ' m=17.03 | m=25.27
e = e . g
e o - -
oo H - o :
P : 1, e
oo s -~

(c) MUY

a i d' ~ a ° a H + )~
AINN 6 LEPIAILQARUNANIINAFDULLAALYEN LLUNULGEU AUSOU wazmauﬂéﬂuﬂamm

AN5197 10 LERINANTINTI9@aU Outliers 1nally Grubbs test SN8NSVAFBULAALT LY WUNTITY Laviuyay

Ca Mg S
Level 0 Single Double b Single Double b Single Double
Low High Low High Low High Low High Low High Low High

1 8 0.882 1.979 0.912 0.865 8 0.896 2.027 0.834 0.968 6 1777 0.772 0.757 0.803
2 8 1.659 1.699 0.965 0.917 8 1.380 1.796 0.733 0.847 6 1.567 1.208 0.576 0.923
3 8 2.150 0.936 0.990 0.835 8 1.048 2.093 0.919 0.999 5 1.556 1.233 0.576 0.987
4 8 1.247 1.767 0.742 0.756

Note :

o

1. #53988Y Outliers 71 19AM1GALAY 19AFIEA WU Gexp < G et mvedeulifited ey Uias Ho litdu outliers

o

2. 937340 Outliers 71 29ARGALAY 290FIAA WUT Geyp > G crt mvaaeuldiided iy Uiuas Ho Ly outliers
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2.5.6 Uszidluarmnuliwiueu au (SO 21748, 2017)

wansUszIfiuAAssmuduIuTeal §URn 5T Smmedey sunaiue
mallsiuaiuauil 95%mnudiesiy (SO 5725-2, 2019) Manadouueaides wuniiden uaziuzdui 3, 4
uay 3 syuarandudu muddu mmeaeukeaden wundifenivesfuiRnsidhsumeaoumuszdy
anuitaduduIu 8 WesUfiRnng ynsgduaadudu drummeaouruzduiivesl foAnisiidisau
VAFBUANNTEAUANUTUTUTIUIU 6, 6 wae 5 osUURNIT MUTEAUANUTNTUIDIAI0E1 WU Sou
avaliiniueuvesnvaaeudn feazenaliiutueuvesnsnageuindmiesufoing wasaenu
liuiuourens Fmnsad 11 maTeuiisuraranalivieuidualdiuaimiliviuouaded
95% A3 03T (IS0 5725-2,2019) s4A1579 12 uag il 7 I@EJ?W"]LﬁBQLUuuﬁﬂijﬁufmﬂﬂﬁﬁ’]"?}é’]
(Repeatability standard deviation ; S,) LLath‘ﬁEJQL‘U‘umﬂmig’luﬁl’mﬁhﬂﬁawﬁﬁams (Reproducibility
standard deviation ; Sp) AifnuldEAToEnIAIe3eR 95% Arnderiu

M13197 11 wansArauldbiueunyuselivainandeauuinnsguanaeieslfufnig

Elements Level p m S, Sk RSD, RSDx %A, %Ar  %Ag (ISO5725-2)  %RSU
Ca 1 8 3.26 0.064 0.117 0.020 0.036 35 33 44 7.19
2 8 10.11 0.145 0.315 0.014 0.031 35 35 a4 6.24
3 8 25.23 0.241 1.052 0.010 0.042 35 39 44 8.34
Mg 1 8 1.52 0.025 0.052 0.016 0.034 35 34 a4 6.86
2 8 3.46 0.085 0.094 0.025 0.027 35 23 29 5.45
3 8 5.49 0.152 0.203 0.028 0.037 35 27 29 7.67
q 8 19.81 0.124 0.781 0.006 0.039 35 39 51 7.38
S 1 6 443 0.079 0.238 0.018 0.054 40 44 52 10.72
2 6 17.03 0.149 1.003 0.009 0.059 40 47 60 11.78
3 5 25.27 0.237 0.958 0.009 0.038 a4 56 57 7.58
PLNBLNR) ©

P = Number of laboratory

m = mean of concentration

Sy = Standard deviations of repeatability

Sk = Standard deviations of reproducibility

A, = The uncertainty of an estimate for repeatability
Az = The uncertainty of an estimate for reproducibility

No RN e

U = Expanded uncertainty using a coverage factor 2 (u(y) = Sg) which gives a level of confidence of approximately 95% (ISO 21748, 2017)

Thate gewasinnt Ery whichy 5, can D enpeeciind o e faoes the tue walue
whithin » probakiling evel of 95%

A7 nTIMINTeyaTInnY ISO 5725-2, 2019 dmfuilguingunaiiuseaiuanAndeauu
WINTFILIINNTYIGT bagATeauuLInIgINAINATeIUURNTS

ANNUAL REPORT 2024 No.1 14



M1519% 12 uanadeyaaseniy SO 5725-2, 2019 d@msuiuIguingunan Uszunuainandgauy
UINTFIVAINNTYIET wazAnTesuuLInIgIUNAiesluRns

No. of Ag
laboratories A y=1 Y=2 Y=5
() n=2 n=3 n=4 n=2 n=3 n=4 n=2 n=3 n=4 n=2 n=3 n=4
5 0.62 0.44 0.36 0.46 0.37 0.32 0.61 0.58 0.57 0.68 0.67 0.67
10 0.44 0.31 0.25 0.32 0.26 0.22 0.41 0.39 0.38 0.45 0.45 0.45
15 0.36 0.25 0.21 0.26 0.21 0.18 0.33 0.31 0.3 0.36 0.36 0.36
20 0.31 0.22 0.18 0.22 0.18 0.16 0.28 0.27 0.26 0.31 0.31 0.31
25 0.28 0.20 0.16 0.2 0.16 0.14 0.25 0.24 0.23 0.28 0.28 0.27
30 0.25 0.18 0.15 0.18 0.15 0.13 0.23 0.22 0.21 0.25 0.25 0.25
35 0.23 0.17 0.14 0.17 0.14 0.12 0.21 0.2 0.19 0.23 0.23 0.23
40 0.22 0.16 0.13 0.16 0.13 0.11 0.2 0.19 0.18 0.22 0.22 0.22
Note :

1. The estimated standard deviation (S) can be expected to be within A either side of the true standard deviation (0°)

2. For asingle level of the test, the uncertainty in the repeatability standard deviation depends on the number of laboratories (p) and the
number of test results within each laboratory (n) for the reproducibility standard deviation, an extra factor ¥ is needed, representing the
ratio of the reproducibility standard deviation to the repeatability standard deviation ¥ = Or/ 0,

3. The estimated uncertainty 95%

For repeatability 95%

A, =196 ’Zp(n 5

For reproducibility 95%

_ pl1+n@y?-1%2+(n-1(p-1)
Ap = 1.96J P T——

3. aTREUAYINAMUYBiERdeUlnemMsUAsuarnnedntesananmsuni (Ruggedness)
PINNIF N INANTNUINNIFUA BURUAIENMITIING B FA8N1TVIAADUAINLAIYILTEYIS
(Ruggedness) In8n3auNUnITMAGEs 7 fauls 8 mMannass minaassas & 91 uavUsud ulngldadn
Youden-Steiner testing Wu31 NANISNAADULARLTYLN WINTILTL muvau Tnel CaClo.dH,0, MgClz, (NH4)2504,
EDTA-Fe mudsiu famsnail 13 LazHANTY yuTesiauls ()1 7 fauds wudn madiuindunouwg il
100-200 fia3AA5 ATIEITEUVEINIUE 71 180-200 S8UANTI SeEgrIAEL 25-30 WTl NsnTesEnsEAY
N394 No.42 uazmstiuses msduduresnseluuiunnsanine 0.45-05 lwa1s msld Volumetric pipette
U Auto pipette 20 fadans warmsldaduns i unsetdaiunsn 0.5 Tuans lumsvegeu
upaWEL 2A1 | E | winAU 0.24, 0.44, 0.06, 0.31, 0.30, 1.12, 0.24 A &R U Faouninan S 7 1.31 mInegeu
wniBen fien | £ | Wiy 0.75, 043, 0.23, 0.82, 0.29, 0.05, 0.16 aad iy etfosndnan S 7l 1.09 Msvingeu
faedu fien | £ | Wiy 1.05, 0.5, 0.34, 0.51,0.79, 0.34, 0.84 srsidndiu Fetlosninan S i 1.56 fwnaedl 14
Faduanmsiasuasnmesingn slifinanssnusensmadeuneaon windFeu fuzdu & wandi
WhiEveseuiimnuamusemsUasuwUasannzndu
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A1519% 13 ALRALNANISNAZDULAALTEL LUNTLTYY NMULEY 8 NISNAADY

%~Recovery
Experiment CaCl,.4H,0 MgCl, (NH,)2S04
Ca Mg S
1 100.51 98.94 97.33
2 101.37 99.49 98.70
3 102.15 99.22 97.88
[ 101.23 99.99 98.24
5 100.64 99.14 97.41
6 101.37 99.43 95.51
7 102.13 98.11 97.28
8 100.15 97.96 97.75

A5197 14 wansENuUveeRkls (E)

NANITENUVBIAIMUS (E)

fuus (E) CaCl,.4H,0 MgCl, (NH4),S04

Ca Mg S

0.24 0.75 1.05
En=[R1 + R2 + R3 + R4)/4 - [R5 + R6 + R7 + R8l/4

-0.44 0.43 -0.55
Eg = [R1 + R2 + R5 + R6)/4 - [R3 + R4 + R7 + R8l/4

-0.06 -0.23 0.34
Ec = [R1 + R3 + R5 + R7)/4 - [R2 + R4 + R6 + R81/4

-0.31 -0.82 0.51
Ep = [R1 + R2 + R7 + R8]/4 - [R3 + R4 + R5 + R6)/4

-0.30 -0.29 -0.79
Er = [R1 + R3 + R6 + R8)/4 - [R2 + R4 + R5 + R7)/4

-1.12 -0.05 0.34
Er = [R1 + R4 + R5 + R8)/4 - [R2 + R3 + R6 + R71/4

0.24 0.16 -0.84

Ec = [R1 + R4 + R6 + R71/4 - [R2 + R3 + R5 + R6)/4

2 1.31 1.09 1.56
s=_2/7xX(E7)
Note :

[E|> S uane dnanssnuannisiuasuiuaiansiindauainisuagay
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dyUunan1Inaasg

mavadoULAaLdes uunfiFen wasiuzduluguitaranelulond taewmeia Inductively coupled
plasma spectrometry F3nsiinuvesesasdioavesmnadeunraileyiitisudydu 10 - 200 fadnsu
#odns winfidoufivasnuududy 10 - 100 fadnTusiedns wagtugduiivasnnududy 10 - 200 fadndy
Hodns nuinfiAndulsyans msRnaula (Coefficient of determination; R) 113N 0.999 HANSENUVEILN
309 (Matrix effect) kunausinseessuiruduumnenaiulsiifiy 10% l6en LOD wiriu 0.0977, 0.0300 uae
0.0336 n3usevilsfouniu mudiu MInTdeumNgAFes (Trueness) IneUszidiun %Recovery Uaz
AL B9 (Precision) TngUseLiuan HorRat 98935 nadeuneluviesuju@nisiies nuin I3veasy
waaldey wuniideun Auzdu sgwmaiadudninddmlanarauiaalasiuns danugnass W1y
neuTEausyu %Recovery wasiinNuie Kunasiseusu HorRat < 1.3 dadannumunzaudngu
NAFUsIADIMNITs3UT arateld ludeidl figasszduaududy 0.66 - 36.11 %Ca, 0.65 -
25.53 %Mg way 0.65 — 36.79 %S Usziiiuaranuliuuusulun19in wuu Bottom-up approach au
Toyavesrugnaes drumsustdiuAranilivdueuveinsin (Measurement uncertainty) 310 Repeatability,
Reprodudibility fieinAailaiwiueuduivg (Relative uncertainty) 3nngadi 11.78 Tusnenisvaaeuriuizdu
Aenalliluueufivssdivan Andeauunasgiuanmsying (Repeatability standard deviation ; S) wae
A sauusnnsgIuanA19iealfAns (Reproducibility standard deviation; Sq) YedusagweasUfiAnTs
Fieufumaseafifmuanumsng 95% aadesiu lunaeisansu dumsnTITdeunTAVLYeTISNAFaY
7 fuls Tifinansenustensvngeu wandhiiuirisnadeuiiaunmusensasuuas feluisnnaeu
{1337 Anavinga (appropriate methods) dw§uriasfuAnislunsiiensineaden winddeou ua
iy TugUiazaneni Tuewed

nsuwanuIdglUIgUsele v

1. WudeyaiieUsznoumsvesunsiusesiesufiRnmsnamnnsgiu ISO/IEC 17025: 2017

2. 1 Junsensgiuries fuAnislilsunsgiuaina nadiaszsidannugndes ustug) yndeie
ansonmaaeudounduld ahsmnuidesiulazanteliudwemansiingz

3. weund wazdroneawaluladnsnmasusesteliudidmiivesfofinsianiasy wae
Aaenvy Weliudnsamvesiesl U sl eitdelulssmalnglidunsgrudefuduluam
1nsgruana limsiiumuauguanaunndadenssdamungranediteduld afrsmnudussu
IAfuNuAINg wagdusenaun1s NsANISEUUNINTITUTRIRN Ny
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nIATINTNYT, 2565, AileTTTEAlaAT : SeTTes sme s TusUTlasaneld uagans
. faninsad 1. nadfeinynsell nedldeinundadennEnnianisinens nsudvnsness.
NFUNN. 33 . ISBN 978-974-436-960-4

ffunn fugnyTand wasnum wd. 2555, wavsmsnsdeurulldldvedisnaaoumandl. fanindsd
1 é”lﬁﬂqmammiuﬁu@u ﬂii@maﬁﬁﬂi’ﬁuﬁuﬁ’]uuazmimﬁ?NLlﬁ'. N3N, 107 v,

wifu pusAnS eus mvsan R Wendan efinen ASAgamuwi aiala loneRnann uas guns quii.
2552. vénmauazmadlemMTAles i aesosle. USe vauflant 50 $1in. ngavmanmuns. 676 uth.

Ussmansidvnsinuas Boe vdninaset Smaasdeulufentutlelsiumseniulifestumadeu ey
nsyswUalAdy w.e. 2518 GquLLﬁ”lGULﬁaJLaaﬂmsJWiziﬂﬁnﬁzygjﬁﬂEJ w.el. 2518 (Uil 2) W, 2550 e
2564 (2564, 4 fANAL) TWARUNW. Lax 138 noufilaud 243 4
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NRIUITZUUNNSATINEDUINAN d9n28 LuenIfla Noaes uazluaunu
Tugunazanenlulewnd]
Method Validation and Development of Water-Soluble Iron Zinc

Manganese Copper and Molybdenum in Chemical Fertilizer

WIFTA U9y Meavuns uinys  o75¢7 Yuuszlay
Pongpit Kaewsuk  Tongchan pimpet  Arthiya Punprakhon

QGHELGIRIIRCH Nl iR TuNTHANNIINTINYAT

ABSTRACT

Development system for the determination Iron Zinc Manganese Copper and Molybdenum of
water-soluble in chemical fertilizers by ICP technique. The wavelength 238.204 213.857 257.610
327.393 202.031 nm. Radial view for Fe Zn Mn Cu, axial view for Mo. Working range Fe Zn Mn Cu
0 - 100 mg/L and Mo 0 - 15 mg/L. The coefficient of determination (R?) greater than 0.999. The matrix
effect had significantly different of slope -2.74 0.58 -3.99 -0.32 -5.89. The LOD base on the standard
deviation of blank is 0.0115%Fe 0.0051%2Zn 0.0012%Mn 0.1200%Cu 0.0055%Mo. 3 concentration
levels of Iron 0.65 14.58 44.06%Fe, %Recovery 100.19 101.32 101.23, HorRat 0.23 0.38 0.28, %RSU 13.94
2.54 2.20. 3 concentration levels of Zinc 0.65 14.37 47.97%Zn, %Recovery 96.47 101.94 101.95, HorRat
10 0.72 0.28 0.28, %RSU 5.28 1.72 2.19. 4 concentration levels of Manganese 0.65 14.05 27.76 31.40%Mn,
% Recovery 96.23 9899 101.76 99.06, HorRat 0.27 0.43 0.45 1.28, %RSU 3.62 5.11 2.08 3.08.
3 concentration levels of Copper 0.65 15.98 47.40%Cu, %Recovery 97.87 101.70 99.47, HorRat 0.25
0.19 0.25, %RSU 12.14 3.44 2.89. And 4 concentration levels of Molybdenum 0.0639 1.0018 39.65
54.33%Mo, %Recovery 96.96 100.66 98.07 98.08, HorRat 0.22 0.36 0.38 0.17, %RSU 9.92 2.36 3.33 2.21.
%Recovery acceptance criteria and HorRat acceptance criteria of < 1.3. Therefore, Iron Zinc Manganese
Copper and Molybdenum method by inductively coupled plasma spectrometry technique is accurate.
Iron Zinc Manganese Copper and Molybdenum methods in the concentration range of 0.65 — 44.06%Fe,
0.65 — 47.97%7Zn, 0.65 — 31.40%Mn, 0.65 — 47.4%Cu, 0.064 — 54.33%Mo are suitable for testing chemical
fertilizer samples in water-soluble. Measurement uncertainty evaluation use of repeatability,
reproducibility. 3 concentration levels of Iron 1.07, 7.34 15.14%Fe, %RSU 7.09 4.64 7.54. 3 concentration
levels of Zinc 2.92, 5.05 31.30%2Zn, %RSU 19.45, 15.20 11.04. 4 concentration levels of Manganese 1.52
5.44 8.83 32.30%Mn, %RSU 7.13 5.56 8.24 2.46. 3 concentration levels of Copper 1.06 2.57 13.80%Cu,
%RSU 7.89 8.26 7.80. And 3 concentration levels of Molybdenum 0.15 7.95 55.009%Mo, %RSU 27.00
7.19 4.18. The evaluation uncertainty from repeatability standard deviation (S,) and the reproducibility
standard deviation (Sg) of each laboratory compared to the true value specified in the 95% confidence

interval to acceptance criteria.

Keywords: Method validate; Water-Soluble Iron Zinc Manganese Copper and Molybdenum
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UNANED

msiAsEUUNIITRdeUwAn dined winila newss uerlidudthiluguiiasanetiluloind
Tnelfinalansnnesimuimnasnieinies ICP-OES lngannefivingauveamslinsgivan dangd
wenila vesuns uarlAUATY firueadu (Wavelength) 238.204, 213.857, 257.610, 327.393, 202.031
wiluns muanu Tyunes (Plasma view) Radial dmsulinsigsisinnan d9ngd uuania neswns
drusmes Axal dmsuTianevisgluduity fidesfiganiiiileneilanumneauannsotiluldony
Srquszasdiidoamsldan Suhmnnassumaltldvedisfidinslinureaniedioimuesmmaaoy
WEn daned wueniila veawns Avaeeadudu 0 - 100 fadnsudedns warluduAvy Aveenududu
0 - 15 fiadnsusiedns wuinfiAdulszans nsindula (Coefficient of determination; R?) 11nn31 0.999
HANTENUVOUNNT NG (Matrix effect) HAIAILLANF1WVDIAILTU (Slope) WU -2.74, 0.58, -3.99, -0.32,
-5.89 gudRu dfn LOD wirfu 0.0115, 0.0051, 0.0012, 0.1200, 0.0055 n3usiewils¥osnsu mudey
MSVAEUMANIINENSTIVTIUA 3 Seiupududiy 0.65, 14.58, 44.06%Fe fuaguAn %Recovery vy
100.19, 101.32, 101.23 A1 HorRat lavinfu 0.23, 0.38, 0.28 {lA1 %RSU Wiy 13.94, 2.54, 2.20 auasiu
MINedeUdInzEnansTinsIuan 3 seRumutudy 0.65, 14.37, 47.97%Zn fuUInA1 %Recovery
TaWAU 96.47, 101.94, 101.95 A1 HorRat LAwinAv 0.72, 0.28, 0.28 AA1%RSU Wi1AU 5.28, 1.72, 2.19
PUENFU MIVIAEEULLINNEARINENSTINSIUAN 4 Sedumududu 0.65, 14.05, 27.76, 31.40%Mn F1LARAT
%Recovery LaLINAU 96.23, 98.99, 101.76, 99.06 A1 HorRat lavinAv 0.27, 0.43, 0.45, 1.28 H#1 %RSU
WU 3.62, 5.11, 2.08, 3.08 ALY NMSNAFBUNIBIAIINENTTINTIUAT 3 Sedunnududu 065, 15.98,
47.40%Cu ATUIBIA 1 %Recovery laLinAu 97.87, 101.70, 99.47 A1 HorRat LAy 0.25, 0.19, 0.25
§1A1 %RSU Wiy 1214, 3.44, 2.89 mudsu mMnageuluaURTUINESTINTIUAT & SERUANLLE LT
0.0639, 1.0018, 39.65, 54.33%Mo FuIuA1 %Recovery iy 96.96, 100.66, 98.07, 98.08 A1 HorRat
leiinfu 0.22, 0.36, 0.38, 0.17 3R %RSU Wiy 9.92, 2.36, 333, 2.21 AaAU 91NNSgILANUYNFDY
LATAUTIB WUIN F3Vedeunan dengd wiemila vewas warluduRty deweidadusniinddwla
wanasnalUalasiumi fannugndes WiunueiseusU %Recovery wagd AN B9 KN BOLTY
HorRat < 1.3 FbuAsnedeuwman dansd wuamida newns uarluduivugresysuaududy 0.65 -
44.06%Fe, 0.65 — 47.97%7Zn, 0.65 — 31.40%Mn, 0.65 — 47.4%Cu wag 0.064 — 54.33%Mo JPuvnyay
mmmmaauﬁ’;aa’wqsJLﬂﬁsLugUﬁ'azmmfﬂé’ druvsziiun1anulal Ly uauann Repeatability,
Reproducibility nsnaaeuwmdnil 3 seuesndudy 1.07, 7.34, 15.14%Fe fA19%RSU Wi 7.09, 4.64,
7.54 gusEa UAI T Ut U N1sadaudansdi 3 seduanndudy 2.92, 5.05, 31.30%7Zn
fif %RSU Wiy 19.45, 15.20, 11.04 suszsumududu msviedeuwisnilad ¢ ssfupmududu 1.52,
5.44, 8.83, 32.30%Mn 31A" 9%RSU WU 7.13, 5.56, 8.24, 2.46 AMUSYAUAMMTLTU Msnadeuneai 3
STAUANMUINTY 1.06, 2.57, 13.80%Cu TA1 %RSU winfu 7.89, 8.26, 7.80 ANNSLAUANUINUIY NSNAFDU
TwAuATuf 3 sesuaududu 0.15, 7.95, 55.00%Mo A1 %RSU WU 27.00, 7.19, 4.18 masziuay
wutu Armuliudueufivssdiuan A mwummgmmﬂmsﬁwsz}éw (Repeatability standard deviation; S;)
wazA Il BaUUNINTFINAINA 199 83U YA n15 (Reproducibility standard deviation; Sp) o3 Az
vipsufuRmafieutuaaieitimunmamsna 95%msdesisinunasioessu

AanAey: mansaeumldlaveiSveaeu; wan dnyd wwsmia esuns lavliduAtiiavane
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unin

3138 TiAseii A Wanndu w3 e A Uszgnifainnndsieseiinesgui feguda wldly
weslfuimssindudomsvaeumuldlivetisinszivan duned wnmia vesuas uagluduitilugy
favanenn (EN 16962, 2018) fananngansis olinourhunld e Lﬁ"aiaﬁumimaaumammiimmm
UssmanaaiTnmainuas Ges ndninast BBmsuazdeuludetuleildsunmsendulidediunadou o
nsgvUelAde A 2518 b"?i"qLLﬁ’lﬁULﬁMﬁﬂﬂ&JWi%Wﬁ’iQiﬁﬁﬂsJ WAL, 2518 (@UUT 2) w.el. 2550 WA, 2564
(swAaLUNY, 2564) Tednudervuafiun AN fal ISO/IEC 17025 : 2017 Amualisnmsias gyl
thinldluiesufsamsdedlssunammaeumililfveds Fadunsiguiiisinneillanumnga
ansnsoluldmuingUszasdnsldnu Tnedaihmdnguiuduiiouanstsssavenmuedisnaaey (Humn
Augny Tl wagysum W, 2555) Feasnsafiansantdan 1. sududusss (Linearity) Ao A maIn0
YofsinnginlinamAemeidudaduiuanuduiuvesansilenesilursemndiduifusediu
nAdIUsEAS MaFadwla (Coefficient of determination; R 2. mavnTndaiialunisnsiany 7353ises
ansanaanule (Limit of detection; LOD) kagy@nanialunisind susunad LOQ (Limit of quantitation)
Tnemsnresisegwiddnvamidomamiiouseg uslifiansfigonsinszy (sample blank) A1 LOD
lA97n 3 wheuaqm,ﬁmuummgm (Standard deviation) %3 esufiuALad el efieg 1swuasdidauaio
dumanemididuigeuesensiideinsinsgy dsennsasemuiinaldlaeffauiy uazanu
wies Taevilu LOQ fie 10 wihwesddsauianasgu viesuiuaedsilemeauuasildyanu Sudue
LOQ vesmsiiATgviieg wilfiuTanauasviniual LOQ Fedlsnasgluinasiseniu Anuusiu (Accuracy)
Usznausie mugnAea (Trueness) fiRnaneLAGALAG BUYBITEUU FUATBILTEY (Precision) T1LAAYN
ANUAALARDUIUUF Anigndasazinnsanlugunuues anueudes (Bawick, 2016) InsmsiFeuiiieu
NeALATEIAT e UA1YUTReY Tand1edeiuses videaisonsu mmniiss Wunsuansnnalndifesesa
Mttt melfanmeveaoudiimun anmensmdeyauuuusn umseseineld
anmziustonun liun faee1s s odle @151a3 T3nndeu (Repeatability condition) wuufi doadunis
Anreinelfanzia lufesufoRmaiy lutwamils fennsorseunqunaasuiasionifiniy
9 naaeu t3esile ansiedl (ntermediate precision condition) uuutansiduanmensieneiieg1amy
A1eiaslfURNMT MaUsziunanudoe 1ngld HorRat (Horwitz’Ratio) wazimusinasivensy lag
LU'%&JULﬁEJULUa%L%uﬁd’mLﬁsmwummgmé’uﬁm‘ (Relative standard deviation: RSD) Aldannmsiasizst fu
Wedduddrud sauunmsgnduing Aldanmasuumiutuduresas lelnnesisaegwiinsuan
wiueu v3oTand11895uTes (Certified reference material; CRV) 71 1lu§uses uaganinsaaeund ulud
Tususes visenansdulafieanlnevirsnuiilinissuses Waasuaussfummudaiiy ¢ nans wavgs ves
feene uonanddlimafigadamuusiu waranuieduiiegnsfifidnuasvoaioas (Matrik) Wearty
fpeefsziuanudiudiusin nans ge adusnegs (Cantwell, 2025)
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1
2
3
q
5.
6
7
8
9

10.

sATUNT
al
i3 Inductively coupled plasma- optical emission spectrometer (ICP-OES)
wdnstslninafion 4 frus
w3aiaUsuns class A ldA volumetric flask, pipette
\wSeaagansazany
winsdumies
NIZABNTONVDS 5
vaeanataRnduies
gunsalgA-IgaTazany
sample blank (641-1129 gn5Ue 6-32-32)
Tai9919895U501 (certified reference material) 38987484 (reference material) LazansTngIUAN

5013

1.

ANEN I LTINS IATIENEN dened uuanila neswns uarluduity femaiindu
fnfinddndanarauiaUalasum’ (Wi susans uaseae, 2552) Inedsuan1izvesaios laun
Plasma flow, Auxiliary flow, Nebulizer flow, RF-power, Flow rate ey Flush time
nsasiadeunuldlaveisnadeu
2.1 m%”;ﬂ%’muﬁlﬂwﬁuma (Instrument working range and linearity range)

2.1.1 Fsseg1at Sample blank LAnasuaai@en uuniifen fugdu insuanudud

WUUBY 5198 7 AULINTY ANITNTUaY 3 91

2.1.2 AuUNITIATIEYNAL8153AT 19U 8LAlls1n 01115509 5108 M Tas U lugUn

azanginld waraIuy (NSUIBINTNYAS, 2565) TneinaIeLA3ad ICP-OES a31an5Iseninemuludy

YBIATALANLUINTFIY AUFYYIUVDUATOD

2.1.3 Useiliue Correlation determination ; R?)

22 MIANYINEaNTENUTRIIVENG (Matrix effect) InsiUSsuliisuanudiu (Slope) veasnsmmasazany
1IATFIU WATNTINYBIANTATANENINTT LT LA NG 108190 & Lnas N15ALAR %RPD < 10
(NATA, 2018)

23 msAnmIANNgNAes (Trueness) Lagaauidios (Precision) vesisvaasuneluiosU fuamsifien
(Single-laboratory approach) maematia Inductively couple plasma spectrometry
2.3.1 1UAIAALUNITHTIANU (Limit of detection ; LOD) kazlindnfintun1sinidauiuna

(Limit of quantitation ; LOQ)

2.3.1.1 Fwiegaly Sample blank MntusniliumsmnueiledTinrevideiniiswmennsses

swenstasulugUNazaneinle wavansvy (5w IMainens, 2565) lneinaaein3ed ICP-OES 3117
5198z 10 91

2.3.1.2 fnaue Standard deviation (SD) ¥aenseyAisee 1 umidn densd tasnila

VDA AL AUATI
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2.3.1.3 AMuIuA1 LOD wag LOQ 9n@ns
LOD = Anadssegteiilifisiniaula (X ) + 35D (1)
LOQ = Aadssogeleilifsiniiaula () + 105D -(2)
2.3.2 Ainwdnwaizinegial fidsuareTndfnlunsindeiinm
wiuseglofidmanedniidalumsindwinave it ngilesinemsses
TugUftezaneiilé ogstios 4 faoeha
2.3.3 mAAugndios wazaidins Aszduanandudu f nans wazas
Jowden Yan aunsal sanasgiu Afedtlumsmageu uardmmansimsiuan lunenis
Answiman loun 14.58+0.05%Fe, 44.06%Fe iemaesieidangd laun 15.66%2n, 47.49%Zn 516013
Aaswiwaenia laun 11.85%Mn, 31.4%Mn $18M531ATI2YINBAL IuA 15.98%Cu, 47.4%Cu 318113
Aemgiiladudtiu laun 1.0018+0.0005%Mo, 39.65%Mo, 54.33%Mo
2.3.3.1 ety Sample blank Raensivis Uz UPBIdAsiu LOQ (1) Armidiriunens
g usmes 1097 (aevhmsliemsivinanineu Suay 14 Huom 10 1)
2.3.3.2 didlumsmnuaileisinneileieiisnnensses swmemmaedalusUiiazans
1hlé wawansuy TneTadeiedos ICP-OES
2.3.3.3 UssillunamIvingou lagAmnuyeea % Recovery Hag HorRat < 1.3 (AOAC, 2023)
N1SAUIN % Recovery NNENT

9%Recovery = ATildaInNITIATIE x 100 .(3)
A3

ANSAUIN Precision
RSD (1)

HorRat (r) = _— .(4)
PRSD(R)

SD

RSD (r) = x 100 ..(5)
mean

PRSD (R) = 200 ..(6)

W C (mass fraction) A ANLRAINANITVNAEBU x 107 WaANUINYUYBIN DL 191U

Julleansunedng
24 UsziuAnaulanuueulunisia wuu Bottom-up approach lasAnilatianaulduuuaunn
wasgey (EURACHEM /CITAC Guide, 2012)
2.4.1 a%ﬁqLLmuQﬁ%umumsmaauasmsia (Flowchart diagram analysis)

2.4.2 fmusgaslunsiuindsiie

2.4.3 milueauviasnliuiueureinisin Insfiarsananuvannsliuiueuaingns
NSANWIN UAITAvILELNINaUN

244 YswfiuAaalsiuiunuesmavedeumdn Sangd wsmila vewuas uarlAuAtuiiozane

Taevne 131 wid wouuaws axn 19Uany aglun 1aUama n wazsiua 1eulal wl ueu
Yoaus A 19Uana n 910 uidasa 1a210ll wi veuus azuvia 0 ua 1enuly wl veunsgu
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Tenhaamallluuendilsmssaesans Oivisor ; d) fvns Tamreliiuusus asvas (Combined uncertainty)
waeneA NPl WeLT I (Bxpanded uncertainty) Wnemausaer1 Coverage factor (K Fszsuuiesiu 95 9% W
k=2
25 Usdiuaarsliudueuwesnisin (Measurement uncertainty) 10 Repeatability, Reproducibility
2.5.1 a3 e UAn1s (Recruitment of the laboratories) \iewsaunsneaey
2.5.1 w3eusaag1eUe (Preparation of the materials) MUUTENANTENTIUNUATWAZANNTA]
S MuuANssUITNInTIRIRTRdewnd w.a. 2559 Wonsvedeumian dangd uwesnila newuns uae
TuAuAth ustagmemsiissivadudu (Level) i nans uaz ga d1uau 6 Meg faegsas 20 n3u
2.5.3 tvunsazdunfildlunsmageunassenuranIsagey
2.5.4 gdun1sieseinuaiieIsiesevideind 519113504 ﬁmmmﬁm%uslu';;ﬂﬁ
avaneulé wavansvy
2.5.5 WATIANaNSEDA (Statistical analysis) »1a 1SO 5725-2 (2019)
2.5.6 agunan1svegey wazUssidiuaimulaiwiueu au (SO 21748, 2017)
3. pyRdeunuAmUTeinadeulnensiUdsunlatansdntdosainannzni (Ruggedness)
(Miller et al., 2018)
31 ﬂﬂmwaﬂikumﬂmimasJuLuJaqmavLL'maam AIINIVIAEBU Ruggedness TRUHLMTVIRBS 7 Fn
w5 8 Msvraes msveansaz 4 91 Tneldann Youden-Steiner testing fams1ait 1 uas pns97 2

5197 1 waneskUsntglun1snaass

Fauusil cy,at?imm #0172 Uni (A-G) Wasuulas (a-g)
1 Aa UBinmsthndunouwen 100 mL 150 mL
2 B/b ANUEITOUNMTLEN 200 rpm 180 rpm
3 C/c S2YLIANITVET 30 W1l 25 W1l
4 D/d dllavesensazarufieeng NIBIUNTZATYNTOI No. 5 Centrifuge
5 E/e Anududunsaludiunnsgavine 0.50 M HNOs 0.45 M HNOs
6 F/f Pipette Volumetric pipette 20 mL Auto pipette 20 mL
. o STEZIAINITRILNE Tz 3 dhhg 4 il

feeng

A151991 2 LAASNITITLNUNITNAADY

Experiment Design %Recovery
1 A B C D E F G Ri
2 A B ¢ D e f g R2
3 A b C d E f g Rs
4 A b ¢ d e F G Rq
5 a B C d e F ¢ Rs
6 a B ¢ d E f G Rs
7 a b C D e f G R7
8 a b ¢ D E F g Rs
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3.2 AUHUNTIATIEAAIULNUNITNAaRILAaLT ol LunTlden nuzeu tagly CaCl,.4H,0,
MgCl, thaz (NH4),SO4 fINUE1AU

3.3 AUINNANIENUYWILUT (E) Vodiiaz@iuds 7 fauds 270 8 NM1nnaes

3.4 W975AT | E | v0dusiazaiuds 7 fauds tnedn

|E|> S tandn InanssnuainnsiUasuklatan1isiing ouwein1svageu (David Harvey, 2008)

FTELLIAN SUAY RaNAN 2564 Fuan fugngu 2567
douivinmeass nauideinuasiall nedideiamundadunisnannianisinuns

NAN1SNAABILAZIR5A]

1. msAnwansfivanzauainisinsziman danzd wueniia neswas waslududdy dae
wadaduanfinasnanaraualalasiuns
ANTYT NZANYINTAT I AMEN dened wemila vieauwas wasliduRty fienuemedy
(Wavelength) 238.204, 213.857, 257.610, 327.393 uag 202.031 ulluluns smuanu Toyames (Plasma view)
Radial dwisUiwszionmman danzd uenila wasvieauns dinuues Adal dmsulnseismluauaty f
Plasma flow, Auxiliary flow, Nebulizer flow, RF-power, Flow rate e Flush time ﬁl 15 ansmaui, 0.2 3n5eo
1%, 0.8 Ansrewil, 1300 Ja, 1.5 Taddnsneunil uag 15 W musay
2. msasadeuanuldlavesitnngau
2.1 msu";ﬂ%muﬁlﬂwﬁumq (Instrument working range and linearity range)
22921300 Wd UR59 wawa29lE 91U (Linearity range and Instrument working  range) (Eurachem,
2025) NaM P ASERETMEN §9ngd Wil wasvieauss Mw3euan 1000 Sadnsuseans vewens EDTAFe,
EDTA-Zn, EDTA-Mn, EDTA-Cu, 3Pyt 0, 10, 20, 40, 60, 80 wae 100 HadnSusieding ansavanesnsg iy
AUATL TiwSeuan 1000 faanduseans 1893 (NHgMorOuw 8H,0 dasudianiu 0, 1, 3, 6,9, 12, 15 faansa
oAns wdahlUTade1eS 81 ICP-OES Tnend onAn Intensity (4 y) sla Asndudu (wnw x) vwnearsdy

WuRsINaNNIannee (Regression) WU EAELUSEEND s adula (Coeffidient of determination; R?) winfiu
0.999 flanwi 1

(a) dN (b) dened (c) waanila (d) MDA (e) Tudufi
AN 1 uasseNFUTUS SRR swaInTInansaraeuInsgIuANA a9l Sample blank
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22 MIENMANTENUVRUNVRAG (Matrix effect)
MIAATITUARIT BN UunTiFen Mugdu wudl nTWasazaIeInggIu wavasazay
mmgmﬁlﬁmﬁaaﬂwﬂa Sample blank JA1AIULANF19UIAIUTY (Slope) W1AU 0.85, 0.11, 1.62
AUAIU Frunausiimun % RPD w3 Slope < 10% (NATA, 2018) fannii 2

(a) widin (b) daned (c) waan1ila (d) NoauA (e) Tudumdu
MW 2 LanInsUSEUMBUANNTUYRINTINANSAANENINTEIU LaENTINYBIENTATAUNINTIIUNLAY
#egele Sample blank a) 1ndn b) daned o) wunila d) neawas ) lududt

23 A13ANYIAINYNA DY (Trueness) LazAI13LTl B9 (Precision) ¥843 5 naasuniely
WoslfuRn1shen (Single-laboratory approach) fewmalindusinfindanUanatauiaUalngiums
2.3.1 MIadinlun1snsrany (Limit of detection; LOD) wazdadfinlun1singsusuion
(Limit of quantitation; LOQ)
1AgyUIgA Y AN AUNISATIANU (Limit of detection; LOD) kaz@ Ag1A A bUNISI LT 9
U31nau (Limit of quantitation; LOQ) (Eurachem, 2025) M3vinune LOD nAd gAUWINATIUVRIA I8 9y
Sample blank (LOD base on the standard deviation of the blank) Wu113@1 LOD (X + 3SD) M1 U 0.0115,
0.0051, 00012, 00120, 00055 ta$ us wag LOQ (X + 105D) 7 W anmsviune (Predicted) Wiy 0.0239,
0.0187, 0.0029, 0.0270, 0.0121 Was W us Tus1enN1IATZANE N §9ned wan1da neawn wazludua vy
HMAWU
232 Anwidnwaziietnaly dswasedndidnlunisiaiBsuimna
olsfmallannsonenusalfet s dhaseurquynundndmuTadindsUsanaile
ymneidewndnuaeitesefideymerunadnudtliormeniniu dwadedadirlunsindaBmameds
Aereitermemsses lugUiazaeild Ssnnmveaousegaefifioynmemunadnningnguasnssens
neuUes 5 (2.5 lunseu) usransaraeTidunszatunges viseanmstussaiy eldansaeaeuiiivadntes
WuI1 KansneaeulumenmImaseUdsngddnuiu 6 Aleg19 wuaniadnuau 2 Ao daneylugie 0.07 -
0.64%2Zn, 0.32 - 0.49%Mn sy Fan it 3 SududoafindedriadsUsmaundn dened uuaniia
N Tiszdiurmudidiu 065 uasliAuAifisssuanududu 0065 Wesidusd
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WANTN "
RISS2  R16O5 RIE4D  RITS2 R3LO RAD2 AN

2-10648 R-10eE5

L -

-

B sample sample

(a) &aned (b) kusnTa

2N 3 uanmanIndeUTeiegslenddnyareunATIIAEn a) dned b) wianiila

2.3.3 MANAIINYNADY wavAILTies fissiumnududu i nang Wazga
2.3.3.1 N1SNAGOUMENINAITTNIIUAT 3 SeAuAIITUTY 0.65, 14.58 way
44.06%Fe ATUINAT %Recovery 1ainAU 100.19, 101.32 uaz101.23 A1 HorRat atvinfv 0.23, 0.38
1az0.28 AIUAIAU
2.3.3.2 N1SNA@0UFINTAIINENTNNIIVAT 3 SEAUANUTUTY 0.65, 14.37 uay
47.97%Zn AIUIUAT %Recovery LAWY 96.47, 101.94 Laz101.18 A1 HorRat lawinAy 0.72, 0.28
1az0.13 AIUAIAU
2.3.3.3 MIVNEBULIMTEINENSTINSTUAN 4 SEFUAIUTUTY 0.65, 11.87, 27.76 uay
31.40%Mn ATUIUAT %Recovery LoWNAU 96.23, 98.91, 101.76 ULax99.06 A1 HorRat latvindu 0.27, 0.42,
0.45 Laz1.28 MUaIAY
2.3.3.4 AISNAAOUNOILASIINEITANIIUAT 3 SeAUAMUTUTY 0.65, 14.56 La
47.40%Cu AIUIAT %Recovery LaWinAU 97.87, 101.70 4ax99.49 A1 HorRat latvinAu 0.25, 0.19
1az0.25 AIUAIAY
2.3.3.5 nMnndeullAURTNINASTINgIuA 4 Sedumadutu 0.0639, 1.0018, 39.65
Waz54.33%NMo AWIUAT %Recovery Iaviniu 96.96, 100.66, 98.07 La98.08 A1 HorRat lalvinfiu 0.22, 0.36,
0.38 ax0.17 MUAIRNU
2.4 Usziiumtnulyudueulunisia wuy Bottom-up approach laganisiisaaulal
wiusunNuMalges (EURACHEM /CITAC Guide, 2012)
2.4.1 ﬂ%”NLLNUQﬁ%ﬂW@‘lM’ﬁ‘VIﬂﬁ@U@EJ"NEJ'@ (Flowchart diagram analysis)
2.4.2 ﬁﬂuuquIiiuﬂ’]sﬁwuam?ﬁiﬁ’m

% WCa, WMg, WS = (mg/l from standard curve) x dilution factor x 100
wt. of sample (g) x 10°
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2.4.3 yfunvasvasrulintueuYeIn1sin neinnsananwainnuliiuuesuaingns
NSAWIN UAITAYILHLATNUAN fannd 4

Bapast

‘ Solution in plastic ware ‘ \ \ \ %

i / e /
/ / / i / Foemm
‘ Pipette 20 ml in volumetric flask 25, 50, 100, 250 ml ‘ [/ vermanies— / 4 o s
/ / ==
/ / / o mes |

< Add 5MHNO, S oimam e

Working standard solution = 6 point (0.5M HNO,

in final volume) / oliss  Ppe

Water (Up to the marl 1d mix (0.5M HNO in

‘ ‘ CP-CES sme

(@) unupildunounInagay (b) wnuginneUan
A4 wanaLKu)ITuReUNTNAGRY kazkNUINMaT

244 Uwdiusrraliuiuememmaaeundn dned wimila vewss usshAuAThfavmeni
msvedouan dangd unanifla newns uwaglududty mudeyaniiugndes uay
Ao Aissiuanadudy f1 nana wazge Mumdinaliviuey uazanulivdusunuudning
Fapnssdi 3
25  Usdiuarsliudueuwesnsin (Measurement uncertainty) 10 Repeatability, Reproducibility
25.1 assvioaUfiAng (Recruitment of the laboratories) Litaii1sansvagou
YiosufuRMsTiumsEineusunugiiolsienevieind s1emses smensasaly
sUflazanetinld wavansmy newesufiRnisiidrsmnameaey IWun fesufoRnisnguemiadsssuy
prndeuann e HesfuAnisuien lo & A Suwetiutuiua $1da HesfuRnsusdnlvedunia
1A (WMBL) @1UINSTUATAS 08581 Tt URNISUTENinadunsa 91in (Wmww) awnaynsusnis
ol URnisusynieadiea 1in WeslfuinisuTunuuaelng 9ia uagvieslfuRnisuiynineslng
wesdlawes 911n
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9¢C Z0'0F10°1T 9¢0 66'¢ [47a" 99001 ¢v10°0 8001 81001 OW "P1S
06'6 900°0F290°0 440} 809 el 9696 80000 02900 6£90°0 (uonmip) oW "pis
68C 9¢'1+9T°LY G20 vee G50 6V'66 920 AWAY ov'Ly qondD
vv'e 16°0F6L V1 610 19¢C 050 04101 2100 6L V1 vavl N>-v1a3 no
vict 80°0Fv9°0 G20 8G°L 88’1 18,6 02100 19¢9°0 00590 (uonMmip) N>-v.1a3
80°¢ 96'0F11°T¢ 8¢'1 8¢¢C 90°¢ 90'66 G6°0 1T°1¢ ov'le OPHXPOSUWN
80¢C 65°0%52'8¢ S0 [47X4 801 9,101 1¢°0 §¢'8¢ 9L'L¢C OCHP DU U
17°q 09°0FpL1T [47A0] 9L¢C 911 1686 v1°0 vLTl 1811 UWN-v1d3
9¢ 20°0F¢9°0 120 6CY LTT €296 €,00°0 GG29°0 00590 (uonMmip) UN-v.Lad3
61¢C 90'1+vS'8Y 1o LY 90 81101 1¢°0 12R21% L6'LY qouz
cL'T L2°0FS9PT 820 19¢C 6.0 v6'1017 170 Gov1 JASRA uz-v1d4 uz
8¢9 £0'0¥¢9°0 ¢L0 62V L0¢ LY'96 ¢610°0 1,290 00590 (uonnyip) uz-v1d3
0c¢ec 86'0F09bb 820 9¢’¢ €90 €210t 8¢°0 09'vb 90'vb 90e4
vae 8¢'0FLL YT 8¢0 19¢C 10T ¢e'101 G170 LLYT 84Vl °4-v1d3 o4
v6'el 60'0¥59°0 €co LTV 660 61°00T 900°0 21590 00590 (uonMmip) 24-v.1ad3
(8001/8)
(NSH%) Axurep=dUN (8001/8) FEHIOH "asud ‘asy % Aizn0334% as uespy (8001/8) 12121 Jeusiepy J9jowWeley
plepuels SAIR1RY% Aurensdun F 11esay GO ssauAnIL uopeUIUO)

MBS DLBU LMLIERINELEUNLBRL NG LEURIEN (UOISDRIJ) DRUTTELLY (SSPUSNUL) bRBUBNLEUMEEMELUEN € UBLELY
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2.5.2 Wwieuf18g19Ue (Preparation of the materials) AUUTENIANTENTIUNYATUAL
avnsal (3e9 Avuanssisnsanaiiasesideind we. 2559 iensnaaeunan daned uusnnila
nosas uarluduAty wiazsen1sfiseiuanududy (Level) i1 nans waz gs S1uau 9 faegns
fhetheaz 20 ndu il

2.5.2.1 fog1a7t 1 Aiaseidened wuanifla anududulaeyszana 3%2zn, 5%Mn
2.5.2.2 §re8197l 2 Tinsreidangd 329%2Zn
2.5.2.3 feeai 3 ey erivian usmila viewes uae A UATY 19%Fe, 19Mn, 196CU, 0.19%Mo
2.5.2.4 frpgil 4 neivian dingd wenild newns 7%Fe, 5%Zn, 9%Mn, 29Cu
2.5.2.5 §1e8799 5 Aas1esindn 15%Fe
2.5.2.6 $108197 6 Aasresiuaanifia 32%Mn
2.5.2.7 $08137 7 AAT1riNeAd 14%Cu
2.5.2.8 081971 8 Tias1eiluAuRTy 8%Mo
2.5.2.9 Fre897l 9 TiaseRluAURTY 54%Mo
2.5.3 fuaswazdendildlunsvageu
2.5.3.1 wAliAN15MAEU Inductively coupled plasma spectrometry
2.5.3.2 M3aiensmiumsgIu (Working standard) aeides 6 90
2533 $MAUTWOMITVAFOU 3 91

2.5.3.4 N1599UIUUNAIDE19 0.5xxx NSU
J31191500900 I USHRS

2.5.3.5 1343999815881 WU USUIRTIUAU X — —
YFuasvaasazatandiua

2.5.3.6 M3eRanIsadeumeiiaunatien 2 sunidunioesidud (%)
254 flummugileisliereitond smownsses swewvnaaiilugUiioramedls wavansny
2.5.5 AATILVNANNEDR (Statistical analysis) a1 1SO 5725-2 (2019)
msvnaouman usamila neauas uazlududt fsyduanududusi nanuazge
F1UR U UR NI wemsziumudatueg lugas 5 - 7 WealfUAn1s Aed srewusdaz
oafuRns vesusarseiumIIdudy fmed 8 Adeauuasgiu fansed 9 uasranmadey
YosusazrieIUfiRnuanAsaInAINaNs (m) Fsnmil 6

o

MInTIeaeU Outliers vasloyadwaie lngldatin Grubbs test 1 1 Iasnan way

9 9
[

AGEN WUI Gogp WOBNIT G M3nadtoulaiitiedndey Uias Ho Wiilu outliers wazdl 2 90 sgauas 2

9 9
o w

1
9 Y
AN WUI Gogp NN G M3NARUlITITAAEY Ufias Ho il Outliers Aswnsnan 10

o
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(b) Ay
MW 6 uansARAERaNIAdeUman dingd wnida e wasluduituniazareinldlulend

2.5.6 agunansvegey wazUsediuamiulduyusu mu (SO 21748, 2017)
Msvadouman dingd wanila newuns uasluAuAtiuT 3, 3, 4, 3 uag3 seduardudy
sy Sesufo R s meaeunussRum Ity nuinferararaliudueuvesmsnaaeUT
YevazaruliuiueuveInmageuNd 19 aaUUANT waza 1Al ueuduning damneed 11
mswFeuiisusaaruliuiueuidnaldiuaanulitiueunied 95%amudesiu (SO 5725-2, 2019)
Famse 12 uax awmdl 7 laeanud sauuanasguannsien (Repeatability standard deviation; S) uaz
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WHRUUNATT N BIURURMS (Reproducibility standard deviation; Sp) iFuallddiAntieeninAness

A
71 95% ALDIIY

A13197 11 wansAnauldbuuaunyusziivainandeauuinnggiuanaaieslfuinig

Elements Level p m S, Sk RSD, RSDx %A, %Ar %Az (ISO5725-2)  %RSU
Fe 1 7 1.07 0.024 0.038 0.022 0.035 37 44 a7 7.09
2 7 7.34 0.084 0.170 0.011 0.023 37 44 47 4.64
3 7 15.14 0.273 0.571 0.018 0.038 37 a4 a7 7.54
Zn 1 7 2.92 0.032 0.284 0.011 0.097 37 43 55 19.45
2 7 5.05 0.101 0.384 0.020 0.076 37 43 55 15.20
3 7 31.30 0.406 1.727 0.013 0.055 37 43 55 11.04
Mn 1 7 1.52 0.050 0.054 0.033 0.036 37 46 47 7.13
2 7 5.44 0.098 0.151 0.018 0.028 37 a4 a7 5.56
3 5 8.83 0.144 0.364 0.016 0.041 a4 53 57 8.24
4 5 32.30 0.270 0.397 0.008 0.012 44 54 57 2.46
Cu 1 7 1.06 0.036 0.042 0.034 0.039 37 45 a7 7.89
2 7 2.57 0.055 0.106 0.021 0.041 37 44 47 8.26
3 6 13.80 0.192 0.538 0.014 0.039 40 48 51 7.80
Mo 1 7 0.15 0.007 0.020 0.044 0.135 37 43 a7 27.00
2 7 7.95 0.166 0.286 0.021 0.036 37 44 47 7.19
3 5 55.00 0.662 1.150 0.012 0.021 a4 54 57 4.18
PLNBLNR) ©

P = Number of laboratory

m = mean of concentration

Sy = Standard deviations of repeatability

Sr = Standard deviations of reproducibility

A, = The uncertainty of an estimate for repeatability

Az = The uncertainty of an estimate for reproducibility

U = Expanded uncertainty using a coverage factor 2, (u(y) = Sg) which gives a level of confidence of approximately 95% (ISO 21748, 2017)

No kR DN

This ot By wiieh S, cam b expecbed b differ fom the trus valio The aevasiant by which 5, can be epected t differ fom the tue walue
whithin a peobabiliey vl of 95%

]

ﬂ'WWI 7 ﬂs'mlarmsuama%qmm ISO 5725-2, 2019 LUiEJULV]EJUNaVlUiuiJ']m’i]’]ﬂﬂ’]L‘UENL‘UU@J']@?%']‘U
ﬁ]’]ﬂﬂ’]ﬁ%?sﬁ’] by ﬂﬁLUENLUUNWW?%WU’%Wﬂﬁl"lﬂﬂaﬂﬂgﬂmﬂ"ﬁ
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M19199 12 wanateyadTanu 1SO 5725-2 (2019) dmsullTeuiiigunan Ussunnainad gauy
UINTFIVAINNTYIET wazAnTeauuLInIgIUNAiesluRnS

No. of Ar
laboratories A y-=1 y=2 y-=5
() n=2 n=3 n=4 n=2 n=3 n=4 n=2 n=3 n=4 n=2 n=3 n=4
5 0.62 0.44 0.36 0.46 0.37 0.32 0.61 0.58 0.57 0.68 0.67 0.67
10 0.44 0.31 0.25 0.32 0.26 0.22 0.41 0.39 0.38 0.45 0.45 0.45
15 0.36 0.25 0.21 0.26 0.21 0.18 0.33 0.31 0.3 0.36 0.36 0.36
20 0.31 0.22 0.18 0.22 0.18 0.16 0.28 0.27 0.26 0.31 0.31 0.31
25 0.28 0.20 0.16 0.2 0.16 0.14 0.25 0.24 0.23 0.28 0.28 0.27
30 0.25 0.18 0.15 0.18 0.15 0.13 0.23 0.22 0.21 0.25 0.25 0.25
35 0.23 0.17 0.14 0.17 0.14 0.12 0.21 0.2 0.19 0.23 0.23 0.23
40 0.22 0.16 0.13 0.16 0.13 0.11 0.2 0.19 0.18 0.22 0.22 0.22
Note :

1. The estimated standard deviation (S) can be expected to be within A either side of the true standard deviation (0)

2. For asingle level of the test, the uncertainty in the repeatability standard deviation depends on the number of laboratories (p) and the
number of test results within each laboratory (n) for the reproducibility standard deviation, an extra factor ¥ is needed, representing the
ratio of the reproducibility standard deviation to the repeatability standard deviation ¥ = or/ o,

3. The estimated uncertainty 95%

For repeatability 95%

1
Ap =196 |~

For reproducibility 95%

_ pl1+n@y?-1%2+(n-1(p-1)
Ap = 1.96J P T——

3. pyndaurnuALYTanagaulnemUAsuwUasdnizndniiosainanizund (Ruggedness)
AINNSANINANTENUIINNSUE BULUASENIZIINA BN FI8NITVIAGBUANNAIIUTBIIS
(Ruggedness) In8nN3auNUnITMAGES 7 fauls 8 mMsnnass Minaassas ¢ 91 uavUsud ulngldadn
Youden-Steiner testing WU31 NaNsNABUWAN d9ngd wienild nesuae wagluduRtiu Inelyd EDTAFe,
EDTA-Zn, EDTA-Mn, EDTA-CU, (NHa)eM07054.8H;0 A8y f9m151991 13 wagnansenuvosuds (E)
W1 7 fauus wuan msistnduneue? 100-200 Tadans ANAEIseUYBINISEN 7 180-200 SoU/ANT
SpUzANYET 25-30 WITl MINTBIRIBNTTATENTBT No.42 wasnstumd Be mnududuvesnsaluusinns
gavine 0.45-0.5 lwa1s M3ty Volumetric pipette f7U Auto pipette 20 fiadans warmslnadusBudn
wguNsEaEaRunsn 0.5 Wang Tunmsvnaeuman daned uwuenifla vesuns waslududty e |E |
YouninAn S 71 1.72, 2.22, 1.85, 0.78, 2.85 AMaU fans1eil 14 FafuannnswasuLasanmesina 1
5l finansznusanisveaeuseafoy wuniideu fuzdy & wanddwiiui 3 nedeud anunmuse
nsiasuasEn ey
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dyUunan1Inaasg

mvedeumEn  dned  wimila vewns  uarhduidiluguilasaedulond  Teemede
Inductively coupled plasma spectrometry Fansldaumenesasdiotrvesmsnedeunan daned wienia
NowuA Aivaseududu 10 - 100 fadniusiodns uasluAuAtufivasmududu 1 - 15 Sadndusodns wuin
fienduusyavisnmssinaula (Coefficient of determination; RY 31 0.999 HansenuTeasyEng (Matrix
effect) Hunaimssensuiiemduuanseiuliifiy 10% (NATA, 2018) 1¢d1 LOD wirffu 0.0115, 0.0051,
0.0012, 01200, 0.0055 nFurenileFosnsy smuddu MansaBUANNNABS (Trueness) Tapusuidiuen
9%6Recovery Wageailen (Precision) Inerseidiuen HorRat vedisnageungluiesufiRnisiien wuin 33
adoUman dingd laenila newns uagliduitn sumetadusndinddmdanarduiaalasiuns i
AINABS HTULNATIEBN3Y %Recovery Wazilmniies Hunasisansy HorRat < 1.3 (AOAC, 2023) B
faumnyaudmiunadeusgevnasugUilararetld Tulewndl fivaseduaudidu 065 -
44.06%Fe, 0.65 — 47.97%Zn, 0.65 — 31.40%Mn, 0.65 — 47.4%Cu e 0.064 — 54.33%Mo Usztliuamauly
wdweulun1sin Uy Bottom-up approach audeyavesNgnAes dunsusedivArailiviueures
M¥in (Measurement uncertainty) 970 Repeatability, Reproducibility darmaluiuiueuduing (Relative
uncertainty) 3nngeil 27.00 Tusemsvageulidudtil memslsiuiueuiiussdiuan Andeauusnasgiuan
Msvie (Repeatability standard deviation; S;) LLam"1LﬁsmmummgwumﬂsiNﬁawﬁﬁ’ﬁmi (Reproducibility
standard deviation; Sg) maawﬁasﬁaﬂﬂﬁﬁ’ﬁmiLﬁsuﬁuﬁwa%aﬁﬁﬂwummmmm 95% Pudesiy (SO 5725-2,
2019) HUNUYIBOLSU dIUNIATIRADUANLAYILTBTIoNARDU 7 fauls Lifinansznudonsvageu wansln
WhimEnedeuiirruamusemsasuwas fuiiivegey WUAT MmNz (appropriate methods)
dwurosUfiRmslumsliensingn dned umnia vewss uarliduiti Tuguftavaneth Tulloed

nsdkauIdelU1duslevd

1 Wudeyariieuszneumsvesunisiusesiesufiinisaumnasgiu ISO/IEC 17025 : 2017

2 dumsensgiuiesufoansliliuinsgiuaina naiinszsidanugndes wiud undede
annsansaseudounduld adunrudetiulazanteliudwomansiinge

3 weuns uazdrenoamaluladnisnsniusesdeliudidmdivesufoinisieniady uas
maenvu ielfindnenmuesiesUfiinslnmeidslulssmalnglvidinnsgiudefuduly
paNImsgIuaIna vilinsidumuauguanunmdadensuanmunguanedteduld ad
anudussslaiununsns wariUsenaums MsimusEuUNMInTIsuTBInun e
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NFUNN. 33 . ISBN 978-974-436-960-4
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Wi pusAnS eus mvsan R Wendaun efinen ASAgamuwi fiala loneRnann uas gums quii.
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Usgmansidvnmainuas Boe vininaset Smauasdeulufentutleiliiumseniulifestumadeou ey
nsyswUalAdy we. 2518 squLLﬁlﬁULﬁu@ﬁ[mWiziwﬁmzﬁﬁﬂsJ w.el. 2518 (Uil 2) W, 2550 e
2564 (2564, 4 HanAw) TIBATLUNYI. 1y 138 Aeufilewdl 243 1. mi 9-14,

Association of analytical cormmunities (AOAC). 2023. Official Methods of Analysis of AOAC
International. 20" ed. AOAC International, Gaithersburg, Maryland, USA.

Cantwell H. (Ed). 2025. The Fitness for Purpose of Analytical Methods. 3"ed. UK. Available from
www.eurachem.org.

David Harvey. 2008. Modern Analytical Chemistry. San Francisco, California, USA. ISBN 0-07-237547-7

Ellison SLR, and Williams A, 2012. Eurachem/CITAC Guide CG4 Quantifying Uncertainty in Analytical
Measurement. 3" ed. UK.

European Committee for Standardization. 2018. Fertilizers Extraction of Water Soluble Micro-nutrients in
Fertilizers and Removal of Organic Compounds from Fertilizer Extracts (EN 16962). CEN-CENELEC
Management Centre, Brussels, Belgium.

International Organization for Standardization. 2019. Accuracy (trueness and precision) of measurement
methods and results (SO 5725). 2"%d. Switzerland.

International Organization for Standardization. 2017. Guidance for the use of repeatability, reproducibility
and trueness estimates in measurement uncertainty evaluation (ISO 21748). 2™ed. Switzerland.

Miller J.N., Miller J.C., Miller R.D., 2018. Statistics and chemometrics for analytical chemistry. 7t
ed., Pearson Education Ltd., ISBN 978-1-29218-671-9

National Association of Testing Authorities (NATA). 2018. General Accreditation Guidance -

validation and verification of quantitative and qualitative test methods. Australia

ANNUAL REPORT 2024 No.1 37



NINAFBUANMULEDYIVRITINMNTUAAREN wantWe waznuzaululewail
Stability Testing of Calcium Magnesium and Sulfur in Chemical

Fertilizer

NeaduNs Muiwys  WANA uidgy  anns vy AdRYYI nIms
Thongchan Pimpet Pongpit Keawsuk  Supakhon Duanyai  Supakchaya Thaharn

nauITenYR LAY Ny iRUTIENTHANNIINSINYAT

ABSTRACT

The stability studies of calcium, magnesium and sulfur of single fertilizer, secondary
nutrient fertilizer, granulated fertilizer and bulk blending fertilizer for 30 samples. The effect of
temperature on the stability of nutrient content under controlled conditions in the short
term and the duration of sample storage under controlled conditions in the long term were
studied using regression analysis. A simple regression model was used to find the relationship
between time and nutrient content of each fertilizer sample. The result of t-test show that the
[t| < tayzne and F-test show that the p-value >  at confidence level 95%. The estimation is non
significance for chemical fertilizer 30 samples and stable in storage under temperature
conditions of 40, 55, 70 and 85 °C for 8 weeks and storage conditions at desiccator and room
temperature in 36 months. Physical properties were observed with agglomeration at 40°C for
2 weeks and dissolution at 55°C for 4 weeks in the secondary nutrient fertilizer magnesium
sulfate heptahydrate, agglomeration at 70°C for 2 weeks in the mixed fertilizers formula
15-7-18 and 21-4-21 and at 85°C for 8 weeks in the single fertilizer’s formula 10-0-0 and
15-0-0. The fertilizer granules cracked and turned to dust after storage at room temperature
for 12 months in the secondary nutrient fertilizer sulmag. And moisture analysis of fertilizer
samples under controlled conditions in short term, some samples could not be analyzed for
moisture. Due to changes in the conditions during storage in the hot air oven, namely, single
fertilizers, formula 10-0-0 and 15-0-0, secondary nutrients, calcium chloride (CaCly),
magnesium chloride (MgCl,) and magnesium sulfate heptahydrate, but from the evaluation of
moisture content in fertilizer samples under long-term controlled conditions, it was found
that tea < toit therefore, the moisture content in samples stored for 36 months was not

significantly different.

Keywords: Stability; Calcium; Magnesium; Sulfur; Chemical fertilizer
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nsnadeuAIERs T NILAa By uundden wardwzduludoiniivesoiaiien
{Jes1nomsses Joilwauvuiudanazuuuagniadt sau 30 fegs Tnefinwnavosgumniise
auaissvesTuusmemsnelianzauaulussszdy wassvsznalunafivinuniesis
neldaneauaulussazeny aigalii Regression analysis lngldAiuuuIAgein1sanneeoeiq
feflemanuduiusszninsgamall uarszeznaniuiunasinemslusietisle Yssidiuain
AERR t WUT Jt] < tazns WazUsTfiuAulsUTUlagldadA F wudn p-value > o fiseiuaang
dosiudesay 95 uansingumgll warszeznariuuTinusmosluiesele lifieadusiusiu
@i Jedlmnuadesangldanitzaumgd 40, 55, 70 uag 85 °C Tugiaian 8 dUav uaviadu
adesnieliannennivineisludmuguanutuuasiigungivemaonoy 36 Weu uwinuns
Waguulameneamlaeiessiudidutouiianizgumgll 40°C nan 2 dUni wazazanedi
annveamad 55°C ka1 4 dai lulesnemnssesunili@endamniaunglawmsn (MgSO4. 7H,0)
wazduidudeudiannizaamall 70°C nan 2 dUawi TudoBawanuuuagniadigns 15-7-18 uaz
21-4-21 uazflanzgamail 85°C a1 8 dUni TutleiBaifieagms 10-0-0 (Magnesium nitrate) Ly
15-0-0 (Calcium nitrate) wiatsunn3nuaznanaduiunmdafviigamyiiviesny 12 Weu s
omnssestautin wernmneiuiinueutulusednsdemeldanmzmuaulussesdulianns
Ansgildluuisiiogn iesnndimsdsuanmsewinmaivlugeueiniaiou dud Jeduden
gn3 10-0-0 war 15-0-0 Yesmeimsiasunaideunaalsn (CaCly) uunfi@eunaslsd (MgCly) uag
wundi@endaimneunglamnsn (MgS0.7H,0) wiannsUssdiuuiinaanudulufiedradanisld
an1eAuANlUITEELET NUIIA tol < toi i U%mmmm%ﬂuﬁaashaﬂ&JﬁLﬁU%’ﬂmmaammq 36
Wwou lufimnuunnsnsiusegelited1fey

[ a

AIENARY: AUEDES weaY LNty Mgy Jewed

unin
51991115594 (Secondary essential elements) Wusinermislunguuvsig i 3 519
Ao wAaWeY wundiBoy wazfuedu (89gns wagaAmy, 2556) N15IATILAATYY LUNTguY way
fuzdudusineimsses ilesnAudnlvginazlidesunsmmard uasdeildliuifuioia
snlulnsiau vleavesa uarlnunaifon Tnazdsnnia 3 dusuasludoiane uagivdonislu
USundesnisinownsvan Jeuaadeudanudniudonisuvseaduasidussdusenouves

°o v v s

IasasandAyvewluras luvngiuund@eudunumdiney e Wussrlsenavvesnaslsilaa

v @ o

waruzdundndusenisaidusfiunasnsnesiluusiadmusduluesduszneu waziinasanis
dupreinaelsfladuasiiy Matmedniiadeeaslsfiad dsoglunaslswarasidiosd Chloroplast
protein Tsfusdindfosiiuedudusdusenay (punansdninivusitingn, 2548) asudiuldn
sm3a 3 densifinuddysenisaigdulavesialaenisvhmiifismsu feiidliensvinsele
sl liduiuasshlifisasydulaldlisiud wosdmadenszuiumananii
Jeoinilsngemnssesildasiaiifiossiafemsedonaugnsieg Tnonsihansiadansay
Faasediivhamautuanlngivh (Hydrate) Wussddszneu Werunszuiunsvuduasnsiiu

Snwneldaniizwindeuuarsrezinaionifinanenunmde Jowniiulissesnamilavsegn
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Jaduilulnviseluiou (ssgvs uazame, 2556)

nsuAManens fswnamiilumsmuny fdugua muwszsvsyaAte e, 2518 udly
dadnlnewszsvdaaive @UUA 2) wa. 2550 (SwRaaune, 2551) wagUssmAnsAvM LR
Fos vidninust Fnsuardevlufnfudedldsunseniulidestunadeu aumsemadydate
wa. 2518 Faudlufindnlnenszsviygte @TUT 2) wa. 2550 . 2564 (1AL, 2564)
dlemuau Mitugua auamlofitid wda wazdmunglulszna Woliinumsnslilideqdnanmn
Fanunmvessanunsansiaiigaiiazdudufenaiinneinnies fOAns aunmvesledsnan
uenanimgAuuaznsTUIUMINERTITAIN LAY MafuSnwnaestissTedmNevEeMTIIAT 1L
vasrasUfiRmsfifieuddy selidomndeedfismienuiowanduanvaeyia W Jed
SWOIWNINAN SINDIMNITBIALTIN ST IINNTANBIVBITIUNTIRAZAME (2562) WUTHIDE14
Jefiefosnmuossiualulnsnuiovmn woaredavomun warlnunadeufiavanen ufasfudy
syogauui 36 Wou uasifvlufigungiigefs 85°C fAnw widlinsounguieinfisinemses
demnuiinuazanantivesimauililunsudn wasUSuusnemnsiiunndrstu fafud oo
auadssneldaammaAvnvvdeanuaiiossezen eusuiliunavesszernanfidneusunm
51813 wazAnwanuaissnieldaniignisvud wionaaeui gumgiisneg lusseznandug
WiloUszillunavesgumgifidnsUsuasine s Funiei, 2557) dwmsumsusediumnuiaiiosves
USunauaaey wuntiden wasiusauludewnd

N1SNAABUAIIET BB I M THA By wunTden wasriuzduludewnd Wunis
AAseht Usinaueaien wunii@en uasfuzduivlusuiamuauarsuilazaish damslesgd
Tuguimuntu Medsasgrnioslasnisgossensananseninensnlelnznassnuaznsalundn
(Aqua regia) AelAlE R naueaden winiiden uasiedy dugUilarmeidealnsnsadtadie
i1 uazdostunsiinufisenlelnsladasionsiiunsa wdnhasazanedldinde Inductively
coupled pLasma optical emission spectrometer (ICP-OES) miaumEJmaEJNf\]uaﬂVlﬂm@umuImEJ
WanaMINaugs Jufnnnunadmdsnunssiumeinmoiineuliuanda easiidesniinse
Hunaauasuandluesnay (Atomization) usignnszsululessy (lonization) ezneuvielossy
fignnszduaziudsuasonnin wasiiindugnuendas Spectrometer dwsuanuemeduiidenty uasd
ueMAAULUAzgNATITIARY Detector TnsUSinamnudimosuasiiinldasnduufnialasnsety
USinawessluansazaney (nguideinunsiadl, 2565)
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AsATUNT
aunsal
1. Lﬂ'%"aﬁmqmmﬁl,t,azmm%u (Thermo hygrometer)
2. gUnsalutssedsle (Riffle) uazialosunsiogsle
. indedusniivasmianaau-sonfneadfatuanivsiwmes (Inductively Coupled

(6]

Plasma-Optical Emission Spectrometer; ICP-OES)
nsestalnimation 4 sunus wag 2 Anda
. AIUANAIUTU (Desiccator)

i
5
6. §aUaINATRU (Hot air oven)
7. vwnanainuazvIaLmreraiiilendmiuussyiieg
8. Yangunsal adesum waziTesilodu dmdviiessiuaaidon wuniiden uazduedu
ﬁgﬂugﬂﬁmmLLazgﬂﬁazmaﬁgﬂ
9. armadidmivTieneiuaaidon winiidon usiurduiclusuimuauarsuilasanoth

10. fegradaalidmiunmsnadey

N3
1. in3sudogseinddmiunismageu 18ud Joidaden (Single fertilizer) 10 #0814
U 851991413584 (Secondary element fertilizer) 5 #9819 uagy eLfenay (Mixed fertilizer)
15 f9e9
2. AinvnavesgampirenauaissvesUSunmusmeslufiesaeluszesdu (The short-
term stability)
2.1 wishegredeinilanseine laviaunirezaiiilen vinazUsyanu 40-50 n3u laguen
Hu 4 ngu e nauilevlugousiniafouiigumgil 40, 55, 70 wag 85 °C lngduinegeljaniutiand
F1MUARD 0,2, 4, 6 LAy 8 FUAY F19819ay 4 1IRRoATs TUT NENBUENIINI AT T01T
Waguudasly udath 2 1 dedinmesianuitu wagdn 2 10 tlvuadeeiesunfegislelaesu
Azunsungiln 0.5 Iaauns
2.2 ipszsimuSinaneaden (%Ca) uuniideon (%Mg) fusdy (%S) uazaAaudy
(%6MC) TngldiEmulszniansznsanuaswazannsal e Mmuanssisnsnsalinsgidenai
W.fi. 2559 (57999 MYLUNW, 2560) WazaileIFThATzvdiadl : 519 WTTee Mo v TaRLlugUR
azanounld uazansvy (2565) lnsudazassinisiinsiedis 4 990 Gasediiiuunadon
wunilifes uazfuedu $109U 2 10 warANTUEN 2 1I0) Vnaz 2 6
2.3 AATIZNNGENA Regression analysis 711 1SO Guide 35 (2017)
2.3.1 @59aUN13AN0ANBEITNLEY (Simple linear regression) LaAIANEUNUS
sEninaduUsBase (X) Ao seezna wagiuusnu (Y) fie USunasisems
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ALUUNTIATIENN1T0A009819918 (Simple linear regression analysis)
Yi=Rot B Xi+ &  i=1,2,3..,n

dlo v, Ao mdunevesiudsanuainviiaed i
X, fe mdunavesiiulsdaszanmined i
Ro A8 ARALNU Y
R, Ao duUszAvismsanaes (Regression coefficient) Wie rudumeaduanaet
£ o muAaILAGoY

2.3.2 NegpuANUdNRUSIENINTEEEIa s UTIIUE19eMNT tnevndeuaNNRgIY

Aerfuanuduvenduannes (3,) dmiunisveaaeunnanatios

1) AMFIATIENTONNDEAILAADS t

auufguiidesnsnaaey Ho:R1=0
H1 . Bl #0
_ b |
GREIRERN t=-——
S(h)
We b, nunene Slope St -5n—3)
D
3o
S(b;) nunede SD of slope
Sb)-——
3 (5, -

i=1

VBUWAUFIES Ho 1 3URES Ho 110 [t > toyzne
agUNa : Wloufias Ho e 883U Hy: By # 0 uansi1 mwduvesduannesliifugudiegratelsdl
Panafies Wosanu Hofe Ho : Br = 0 wansin anutuvesdumassidugudiednaledammuaios
2) MFAATILRANULUTUTIUVDINITNAGDU F 91001579 Regression
AMuaAIedsiazlingzinuuUsUTIuTesIAgeuLUY F lesmanududass (df) 1 waz n-2
seautsdRy o = 0.05

. - _ MSR
GRINERN MSE

a3UNa W19 F > Fiaanz 139 pvalue < o uansdn dregedelaifinuados
F < Frainz Y30 p-value > 0L kaned1 Misgededimnuiaios

3. AnwianuiadesvesUTuiusineimsiudlegsdeaeldaniesauaulussesen
(The long-term stability)

3.1 uusegeeinilanseine ldvianaraindiUnvinazUszunn 20-30 ndu laguen
Ju 2 nau fie nauiiivlugrivaumuduwasnauiivlueamgliveadunan 0, 6, 12, 18, 24, 30
LAy 36 e lagdualeg1adenne 2 ngu MunainIMuefieg1Nay 4 vInrenss Juiindnuee
o a D) | a ¢ & a ° o =
e AdnsUdsuwdatiy waai 2 van deinserinndu wagdn 2 van ildundienies
uasegelelagrunsinswuIngia 0.5 dadluns
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3.2 JameimUiinasgens aude 2.2 waganudu nnude 2.2
3.3 WATIVINeEDA aute 2.3
3.4 nsUszanamanyliudueuiiinainnismedeunnuadiesvessiegns (Long
term stability) tilewuindhednsdefimuatosvielifienuafosfndudonanudeuly
NGATUyes = Sp x ¢
Uis 7B A1malaibiuauueausunnisnemis
Sy e AauliuiueuiiAna NNy
t  fo syeznariivedou (Hew)

STULAT SUAU AANAN 2564 Fugn Nueeu 2567

gauivinnismaaes el uRnsnauaidessuunsivaeunnInde
nauddnuasiel neddeRnuUadenisnianianisinens

NANISNAADILAZIANTO

1. Snwauzdegsaailddmiunismaseu

Joiafiftinmaaeudadenaindegwitdaniienesidwiosufofinsnguenuiseszuy
nsmanunn s nauiteinunsiedl wagiisimienuiewmain vadeduien (Single fertilizer)
Jeinilsn)e1m15584 (Secondary nutrient fertilizer) ﬂ&%mamwuﬁmﬁm (Granulated fertilizer)
uazdeifamanuuunanadt (Bulk blending fertilizer) sauiadu 30 fo8ns auandly Table 1
2. MadwTgiUTInunuduludieteeind (The moisture content) aelfan1azatunalu

izazg’u (The short-term stability) LLaxam'wﬂfmqafLuszazmq (The long-term stability)

meTeiTanauluiedatsneliannzaunluszesdu liaunsoinsedld

Tuuieiaegne 1esanndnsiud suanmseninansidvludeverniaeu 1un gns 10-0-0
(Magnesium nitrate) uaz 15-0-0 (Calcium nitrate) GNquJEJLﬁmLmmmmmmwmuamwmsaﬂqmm
Tngiawnz Calcium nitrate fidranududuimsingaeinfigumgfl 30 °C windu 46.70% Feduvie
Lﬂaauamwimw (8315 uazanaz, 2556) Yo maTes upaeuraels (CaCly) wunilGeunnel
(MgCly) il aannfigaautinganmdu anunsofsgauagdnifuaud uldd (than, 2023) uag
LLamuLGstszjaLWMLaﬂmlmmm (MgSQO4.7H,0) Luaﬂmﬂ:uu%ﬂuamﬂsuﬂauiﬂmaqa wazilu
asUsznevuniifeniiozaneinlfie Smasuararedofiuiguvnias unmsdssdulianm
auduludnegnalaneldaninzmunuluszseren WU A1 ta) < tor Fa5U USunaneduly
fhegeiiiusnwnaeneny 36 Weu lifiruuansinsiusgeditoddny duansly Table 2
3. M3fnwnavasguu)lifanNuEisTvaIUTIus e msiudtad sl aneldantizatuaaly

suza (The short-term stability)

NHANTIATIEIUTILAREeN wintl@ey wasmueduluiiegiadandl 311w 30 F0en9
Fafvlugeuernadeuiigaumnfl 40, 55, 75 uaz 85 °C sp8ziaan 0-8 dUA (Figure 1-4) Wu
HAN1334AT12iN9a0 R Regression Analysis iannuduvesduannesidugud (t < tasn.) fiszau
Aud e usesay 95 uariAIIEYALLUTUTIUYEINITNAGBY F 91NA1519 Regression
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A1 p-value > O MIszAUAMUW BN UT8AY 95 waRIIUSUIALABWY WINTWyY Laznuzau
Tusegelewnil N3 30 Megedianuatos

mMslasuulasdnuagmanienm wui Jeilafer fegnddui 1 gns 10-0-0 wazddy
7l 2 gns 15-0-0 FusinBufeufianzgamall 85°C nan 8 dUnii (Figure 5 a)-b)) TJosIAe T84
dwuil 14 wund@endamaeunzlanse Susadudeuiianiizaumad 40°C a1 2 dUansi
LLazazmaﬁaqumﬁQﬁ 55°C AN 4 &Unvi (Figure 5 o)-d) Jelfaaunuunaniadn dfuil 22
an3 15-7-18 wazd1dudl 29 gas 21-4-21 fudndufoudiannzeamgd 70°C a1 2 dUansi
(Figure 5 e)-))

Table 1 Types and characteristics of chemical fertilizer samples

Sample - )
o, Type Formula Fertilizer Material Color of granule
1 Single fertilizer 10-0-0 (9%Mg) Magnesium nitrate White
Single fertilizer 15-0-0 (19%Ca) Calcium nitrate White
Single fertilizer 21-0-0 (24%S) (1)  Ammonium sulfate White Granule
and Crystal)
aq Single fertilizer 21-0-0 (23%S) (2)  Ammonium sulfate Brown (Granule
and Crystal)
5 Single fertilizer 21-0-0 (24%5) (3)  Ammonium sulfate White (Granule)
6 Single fertilizer 26-0-0 (13%5) Ammonium sulphate nitrate  Brown
7 Single fertilizer 27-0-0 (11%Ca0)  Calcium ammonium nitrate ~ White
8 Single fertilizer 30-0-0 (1%S) Urea, Ammonium sulfate, White, Brown
Filler and Gray
9 Single fertilizer 40-0-0 (4%S5) Urea coat sulfur Yellow
10 Single fertilizer 0-0-50 (18%5) Potassium sulfate White
11 Secondary CaCl2 (20%WCa)  Calcium chloride Colorless
element fertilizer
12 Secondary MgCl2 (10%WMg)  Magnesium chloride Colorless
element fertilizer
13 Secondary MgSO4.H20 Magnesium sulfate Brown
element fertilizer (10%WMg, monohydrate
149%WS)
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Table 1 (cont.)

Sample - )
Type Formula Fertilizer Material Color of granule
no.
14 Secondary MgSQ4.7H,0 Magnesium sulfate Colorless

element fertilizer

15 Secondary

element fertilizer

16 Granulated
fertilizer

17 Granulated

fertilizer

18 Granulated
fertilizer

19 Granulated

fertilizer

20 Granulated
fertilizer

21 Granulated

fertilizer

22 Bulk blending

fertilizer

(8%WNMg, 10%WS)
Sulmag (109%MgO,
15%Ca0, 7%S)
6-18-24
(4.1%MgO, 6.4%S)

10-16-24
(4%MgO, 5%S)

12-11-18
(29%MgO, 7.6%S)

12-12-17
(29%MgO, 12%S)

13-10-21
(29%MgO)

15-5-20 (2%MgO,
8%S)

15-7-18
(1.39%MgO, 6.7%5S)

heptahydrate

Magnesium sulfate, Calcium
sulfate

Phosphoric acid, Ammonium
sulfate, Diammonium
phosphate, Potassium
chloride, Magnesium sulfate
Phosphoric acid, Ammonium
sulfate, Diammonium
phosphate, Potassium
chloride, Magnesium sulfate
Phosphoric acid, Ammonium
sulfate, Diammonium
phosphate, Potassium
chloride, Magnesium sulfate
Phosphoric acid, Ammonium
sulfate, Diammonium
phosphate, Potassium
chloride, Magnesium sulfate
Phosphoric acid, Ammonium
sulfate, Diammonium
phosphate, Potassium
chloride, Magnesium sulfate
Phosphoric acid, Ammonium
sulfate, Diammonium
phosphate, Potassium
chloride, Magnesium sulfate
Urea, Diammonium
phosphate,

Potassium chloride, Filler,

Magnesium sulfate

Green and Gray

Brown

Brown

Brown

Brown

Brown

Red

White, Brown,
Red and Gray
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Table 1 (cont.)

Sample - )
o Type Formula Fertilizer Material Color of granule
23 Bulk 15-15-15 Urea, Diammonium phosphate, White, Brown, Red
blending (0.35%MgO, Potassium chloride, Filler, and Gray
fertilizer 1.54%Ca0, 6.82%S) Magnesium sulfate
24 Bulk 16-8-8 (19%MgO, Urea, Diammonium phosphate, White, Brown, Red
blending 14%S5) Potassium chloride, Filler, and Gray
fertilizer Magnesium sulfate
25 Granulated 16-16-16 Phosphoric acid, Ammonium Green
fertilizer (0.69%MgO, sulfate, Diammonium phosphate,
3.5%Ca0, 2.8%5S) Potassium chloride, Magnesium
sulfate, Calcium sulfate
26 Bulk 16-20-0 (2%Ca0, Phosphoric acid, Ammonium White, Brown and
blending 149%S) sulfate, Diammonium phosphate, Gray
fertilizer Potassium chloride, Magnesium sulfate
27 Granulated 17-17-17 Phosphoric acid, Ammonium Blue
fertilizer (0.59%MgO, sulfate, Diammonium phosphate,
1.2%Ca0, 3.1%S) Potassium chloride, Magnesium
sulfate, Calcium sulfate
28 Bulk 20-10-12 Urea, Diammonium phosphate, White, Brown, Red,
blending (0.29%MgO, 5%Ca0, Potassium chloride, Filler, Green and Gray
fertilizer 2.4%S) Magnesium sulfate, Calcium
sulfate
29 Bulk 21-4-21 (1%MgO) Urea, Diammonium phosphate, White, Brown, Red
blending Potassium chloride, Filler, and Gray
fertilizer Magnesium sulfate
30 Granulated 25-7-7 (2%Ca0) Phosphoric acid, Ammonium Blue
fertilizer sulfate, Diammonium phosphate,

Potassium chloride, Calcium
sulfate
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Table 2 The moisture content in chemical fertilizer under the long-term stability

t-test (tcal) J[cri’(
No.  Conditions/Time (months)
6 12 18 24 30 36
1 Stored room temperature 0.12 0.13 0.11 0.11 0.23 023 2.00
2 Stored control temperature 0.06 0.16 0.13 019 011 024 2.00
Result ns ns ns ns ns ns
Remark : ns = not significant
% 1. 10-0-0 (9%Mg) % 2.15-0-0 (19%Ca) % 3.21-0-0(1) (24%sS)
105 220 250
10.0 210 245
9.5 .-—".+H 200 ’—ﬂ_’—’-—’ 240 ’——.—’—’—-’
90 19.0 235
8.5 180 Weeks 23.0
o 2 a 6 s Weeks 0 2 4 6 0 2 4 6 8 Weeks
lll=%Mg —t=%Ca P=%S
% 4.21-0-0(2) (23%S) % 5.21-0-0(3) 24%S) % 6. 26-0-0 (13%S5)
245 230 185
240 225 140
235 *—"—H—. 220 L 4 ¢ : & \ 12 .’__4_,.___,’—.
230 215 130
e 0 2 4 6 Weeks | 210 ° 2 4 6 Weeks e o 2 3 8 a
——%s ——%s ——xs
% 7.27-0-0 (ll%CaO) % 8.30-0-0 (1%S % 9. 40-0-0 (4%S)
14.0 2.5 5.0
13.0 20 45
2 @Q—O—O—e—=8 v e— % —o—o w $——o—%—
11.0 10 35
10.0 " 0s 30
0 2 a 6 g Weeks 0 o ) B . Weeks R ) “ . g Weeks
=@=2%Ca0 =O=%S ==%S
" 10. 0-0-50 (18%S) 11. CaCl, (10%WCa) " 12. MgCl, (10%WMg)
6 % 6
21.0 290 140
200 280 130
19.0 H_‘_H 270 12,0 .—V.ﬂ——-.
18.0 26.0 11.0
170 0 2 4 6 8 Week =e 0 2 4 6 Weeks 100 2 A B Weeks
==%S %WCa =% WMg
13. M50, H,0 [10%WhME, 14%W5) 14, Mg50,.TH,O (BRWME. 10%WS) 15. Sulmag (10%Mg0, 15%Ca0, 7%S)
% & %
L T G — 16.0 25.0
16 w0 A ——A—A o '
150
140 12.0 100 m:.‘:z
:;z L:E 50 ) A . e Weeks
@ 2 P & g (Wesis 0 2 4 6 ek —8=%Mg0
g Ay =§=%Ca0
=l i == %S
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Figure 1 The stability studies of calcium magnesium and sulfur of chemical fertilizers in stored 40
°C for 0-8 weeks
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Figure 2 The stability studies of calcium magnesium and sulfur of chemical fertilizers in stored 55
°C for 0-8 weeks
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Figure 3 The stability studies of calcium magnesium and sulfur of chemical fertilizers in stored 70
°C for 0-8 weeks
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Figure 6 The stability studies of calcium magnesium and sulfur in chemical fertilizer under

the long-term stability for 0-36 months.
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a) b)

Figure 7 Sample no. 17 a) sulmag during storage in room temperature at 0-month and b) caking

formed of fertilizer granules during storage in room temperature at 12-36 months.
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Appendix Figure 1 Images of chemical fertilizer samples a) - h) Single fertilizer i) - m)
Secondary element fertilizer n) - s) w) y) z) and ac) Granulated fertilizer t) u) v) x) and ab)
Bulk blending fertilizer
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Appendix Figure 3 Long-term relative humidity trend of control humidity condition and room humidity condition
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Method validation of total phosphorus in crystal, powder and crystal, granular

and crystal chemical fertilizers, and solid and liquid organic fertilizers
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ABSTRACT

Validation of total phosphorus in crystal, powder, and crystal, granular and crystal
chemical fertilizers, and solid and liquid organic fertilizers. Revealed a usable linearity from
0.5 to 15.0 mg/L and Instrument working range from 0.5 to 12.0 mg/L, unaffected by substance
characteristics. The Limit of Detection (LOD) and the Limit of Quantitation (LOQ) stand at 0.03%
and 0.10% respectively. The method's accuracy and precision were evaluated through recovery
studies and HorRat value assessment. At low (0.709%TP,0s), medium (30.2%TP,0s), and high
(61.719%TP,0s) ,concentration levels crystal, powder and crystal, granular and crystal chemical
fertilizers, and solid organic fertilizers at low (0.30%TP,0s), medium (3.0%TP,Os), and high (8.0%TP,0Os)
and liquid organic fertilizers at low (0.30%TP,0s5), medium (1.0%TP,0s), and high (2.0%TP,0s),
recovery percentages were from 98.57 — 100.98%, with HorRat values meeting acceptance criteria from
0.14 - 0.70. All values complied with international standards (recovery within 95-105%, precision
HorRat < 1.3). With uncertainties at low, medium, and high in chemistry fertilizer concentrations
from +0.03 - +1.30%, and inoreanic fertilizer from +0.01 - +0.17%. There are no factors effect
influencing the test method total phosphorus in chemical fertilizers, the Spectrophotometric
Molybdovanadophosphate method emerges as a suitable analytical approach in laboratory settings.
Based on the results, the laboratory can adjust the analytical conditions to be more suitable for
the operation. These adjustments including the concentration of nitric acid, the addition of acid
during digestion, the amount of sample solution after digestion, the equipment used for pipetting,
the time of color formation, and the wavelength used. This allows for reduced costs and shorter

analysis times, while ensuring that the results are accurate, precise, and reliable.

Keywords: Total phosphorus; Chemical fertilizer; Organic fertilizer
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nanududu nglidedonnsdnods uasimaded Wualinszviqeninisvosiasuf¥@nnsg
Fadenndesiumning uazanie (2559) ldAnwiUsuiisumaindusniindaouidanananeeUfneadiia
Fuanlasums (CP-OES) fumeiaainlaslnlawms wasnraaeuaulilivedisvnaeueanasa lneld
wiatia ICP-OES ludewaiiiausenauasJainiligamay wudn watia ICP-OFES linaineviaanitmaiagiun
Tnslloam3 wasmansmsvdeumaldldvesisTinseilulsindfddnvanideas (Matri TneldTag
$redsusesiimnududusii nans uazas IeAuUNEY (%Recovery) fimnudiudusiuarg ssinuinasingg
geusu drumntitunansliiunasinmssensy uagenuisssunasimssesunnmLdiy dulu
Juduvddu anns (2564) Insaseunulildvesisiinszinleanlefaluleduniduiaveuds wuiy
ﬁﬂ’smﬁﬁwﬁucﬁmazqq AAuUNdU (%Recovery) uazmiiios RunaminseexsuaLn egndlsfinunis
niaeualtldveitiinseinearesanslulend uardedunissilinseunqudnunsiieris
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Y

& v & vYa v =€ o ada L3 o + a a 13 < <@
YNUR muum%maﬂmzwwunmmswwﬂaaWaiamumiuqEJmmumﬂam NALLAZLAAR bURLLAS

saa Y |

I3 4 a A6 a v = Yaaa ° I3 Y]
LR LLa%UﬁJ@umiU%u@ILLWQLLagL‘Via’J LW@Iﬁlﬂ’Jﬁ’Jme%vmm’mgﬂmm LU 50K asUTenentian

AU

gunsal

1. Lﬂ%ﬁmmi@mﬂﬁmm (UV-Vis spectrophotometer) ia3osdslulfinedion 4 sumia won
szl iefosuuayiandu Mdlunsufoinmsiesed Dudu

2. @15bANLNSATLASIEY L wn Potassium dihydrogen phosphate (KH,PO4), Ammonium
molybdate [(NHg) M07024. 4H,0], Ammonium metavanadate (NH4VO3), Nitric acid 65% (HNO3),
Nitric acid 69-70% (HNOs3), Perchloric acid 69-72% (HClOg)

3. Jan9n9895U503 leikA Ammonium dihydrogen phosphate (SRM 194a) uag Phosphate rock

(SRM 694)
4. Jend slloindn viianswazingn viadeauasinde uazleduvsdudauiasines

/N3
1. doundon Yan gunsal fidedlilunismaaeu uazdamiandnadsiuses (Certified Reference
Material; CRM) #1ilfi1 Certified Value wag Uncertainty Jeiafludoindn sauazindn iauazindn waz
Jpduviduiauinazimailsifiarsfiaula (Sample blank)
2. anvaouanuldlaveidinsziluiiegisdand vlanda mauazindn auazinde uaz
JoBuvsdvilauiauasivian
2.1 A3ANYINIAT Linearity and Range WagNans¥nuueuuvang (Matrix effects)
2.1.1 Linearity
2.1.1.1 w38 Standard P solution udihlugesmaensaees 1:1 vA (HNOs: HCLOg) 3minu
20 fiadans MRS U mEnouUSUR I RsR et nawly 250 fadans wa Tin Standard P solution u&aq
Tu Volumnetric flask 2w 100 fiaddns Weneaeuiiaudadiu 05, 1,3, 5,7, 9, 12 uae 15 me/L
2.1.1.2 Spiked standard P solution asli Sample blank udunlugasnisnsnnas
1:1 v/v (HNOs: HCLO) $hwau 20 fiadams faliliidudrmzneuuiutsinnssetndudy 250 fadans

ANNUAL REPORT 2024 No.1 63



Mndudiun Sample blank 7 Spiked standard P u&2aslu Volumetric flask vunn 100 fiaddns lne
nadouTinududy 0.5, 1,3, 5, 7, 9, 12 uaz 15 me/L
21.1.3 thansazanedo 2.1.1.1 uas 2.1.1.2 lvliiAeddeen
Molybdovanadate reagent 9113t 1:10 ¥03US1195gAMNY USudsanmnssetnduudaelidndu &
Adls 30 Wil
21.1.4 1lUTaghe UV-Vis spectrophotometer fiansenipdu 420 wiluwing
2.1.1.5 Suiinua wazasensvszninsenuidudures Sample blank 7 Spiked
standard (LN x) AU Absorbance (AU y)
21.1.6 RarsanmduUseansanduius (Correlation coefficient : )
LUIEONSY : r > 0.995
2.1.2 Instrument working range
2.1.2.1 w58 Standard P solution wanthlugaemensanas 1:1 vA (HNOs: HClOg)
$1uay 20 Tadans MBlREudwznouUUUSINAsF et ndwdiy 250 fedans udTin Standard P
solution w&vaslu Volumetric flask vua 100 Jaddns lnenaaeudinududu 0.5, 1, 2, 4, 6, 8, 10
way 12 me/L Nadeusgetioamuudiuas 3 91
2.1.2.2 Spiked standard P solution aslu Sample blank waathlugesnensamas 1:1
VA (HNO5: HCLO,) §muau 20 fladans elilvbugnmeneutussunnssindudu 250 fiadans 91
Hhuln sample blank 7 Spiked standard P uw&adlu Volumetric flask aua 100 fiadans Ineveaeui
A 05,1, 2, 4, 6,8, 10 uay 12 mg/l nadouadutuas 3 91
2.1.2.3 thansazanede 2.1.2.1 uaz 2.1.2.2 lUvliiAndaaetinen Molybdovanadate
reagent 17U 1:10 vesUFIATAATIE Uutinmsdetindu udnaelmdnu
2.1.2.4 lUTage UV-Vis Spectrophotometer firnuemady 420 wilung
2.1.2.5 Sufinua wazadansmseninemnududures Sample blank 7i Spiked
standard (Whu x) fiu Absorbance (WA y)
21.2.6 Rarsanadulssavsanduiug (Correlation coefficient : r)
LNUINEONSY : r > 0.995
2.1.3 NaNIENUVBLUNING (Matrix effects)
TS euguAUdureInsIMNIAsHIUTEnI a1 suInsgIuneanasa wavans
wnmsgrunleanasafifuadluiedeifideasylafeatutly wilifiarsiiaula (Sample blank)
AT 2.1.2 1Na9in1SEaNSUANUTULAnaaiuliiy 10 % (NATA Technical Note 17, 2018)
2.2 M3UszaInAnlun15ms29ny (Limit of Detection; LOD) waz@inaninlun1sinids
J3uad (Limit of Quantitation; LOQ)
22.1 %3 Sample blank as Erlenmeyer flask wunn 125 fiadans
2.2.2 HuATANEN 1:1 v/v (HNOs: HClO,) 911U 20 Hadans drlugssuumiseingluin
JumdeansazaneUszana 4 fadans snasanunssmeliiin seBlnBudmeneudistinduadly
Volumetric flask aua 250 fiadans UsuuSunnssetindueilimdndiu

ANNUAL REPORT 2024 No.1 64



2.2.3 NT09@198¥aNLHIUNTEATENTNUT 1 UUnansazansadlu Volumetric flask vuin
100 83303 it Molybdovanadate reagent $1uay 10 fiadans USuUSinasaaetndy udawelmdn iy
Faiels 30 Wil thlUAmsEsighe UV-Vis Spectrophotometer finnusnau 420 uiluans
224 Suiindeya uazduammanads Andesuumnasgiu
2.25 fwnmAn LOD 99ngns LOD = 35, wag LOQ = 105,
23 figatieugnees (Trueness) Amsidies (Precision) Aiszdumadudu LOQ A1 nans
a1 Ingvhmsiesesiiinaunnssiu
231 fe¥andredsdusesinneimnuiduduaz 10 9 veaeunute 2.2.2 - 2.2.5
2.3.2 Guiindaya fansananugnaes lngAuinmisyasAIAundu (%Recovery) Wag
Useiflupnundios Tagldauns Horwitz’s Ratio
2.4 figaviaugndieas (Trueness) AailBs (Precision) Aisgfuaududu LOQ # nana g9
Tudleassiinieatule (Matrix)
24.1 Hy¥andredeiusesadlu Sample blank Tinsigaududuay 10 1 naaeunude
2.2.2 - 2.2.5 Tagvhmsnsziiivatwansnaiy
2.4.2 Juiindeya Na130ANUYNARIlALALINMSoUaYAIAUNTU (%Recovery) Wag
Useifiupnandies Tagldaunis Horwitz’s Ratio
3. Ysziliuaraulintuueuwesn1sin (Measurement uncertainty) WagATIVADUAIILAINUYD
Bungoulnonmsdsunlasannzifieadntosanannieund (Rugsedness)
3.1 UszdiuAmanuliuiueuvesnisin (Measurement uncertainty)
311 Twsideya Repeatability vesgunsaiuaziaiesle Weoltlunsmeiaalsiwiven
9997530 (Measurement uncertainty) ¥usuilafnaUan wagsmumas Uncertainty 99A%nia a9 2sanna
dhstfusin nang wazgs
3.1.2 mMuaA1m U liluueuYIDILAZ LY
3.1.3 sumnulsiuiueuainynumas (Combined) fiszunndudusn nans gs
3.2 @nwmanseyuanmaasuilaannzuavdunndeluleind fensmaaey Ruggedness
TPENTINURNUNITYAARY 7 AILUS 8 MSVnaed Laun
3.2.1 anmenadeuundfildanududuvesnsalundn 69-70% fu anmeiiudsuulas
Tdauituduraansanlunin 65%
3.2.2 anmznegevunilunisifunsanaulunistes fu anisfidsuuvadaenisiy
nInviazuiin
3.2.3 danmzvadeuUniiiviinaasaravatefegvdsennde 4 faddns fu annizi
Wasuwawsinuasazazanefes1amddosivide 6 adans
3.2.4 anenaaeuunAfild Volumetric pipette TiUnansavanafod s fu an1ied
Wasuwladld Auto pipette TiUnansazaneiagng
3.2.5 annznadeuUnAfiinuSunaasiviaiiAed S1uau 10 Haddns fu anaed
Wasuwlasiiuusinaansiviiliaed s1uau 12 faddns
3.2.6 anmzvadeuUnifiszesnanind 30 undl fu anneiiudsuwladiszesnanind
10 w1
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3.2.7 anmznadeuunifininueneduiildda 420 unluwns fu aniefdsuulasd
AETIAALTE TR 400 wiluwms
3.2.8 deiandadsivseslund ihlulinmgsivearlofanuaniizueauiaznisnaaes
¥nsnaaetay ¢ §1
3.2.9 AMUIMNAAAINAIENYTH (E)
3.2.10 #WR15841A1 E WInA71 S : significant sensitive for changes
91A1 E 188011 S : no significant sensitive for changes

e S = J2/7xX(E?)

e Y SR AaAY 2564 Fuan fueeu 2567

douiiinimeaes  ngudeinuasiall nedideimudadunisnannisnisinums

NANISNAADILAZIANTA!

Y v

1. 960919895UT84 (Certified Reference Material; CRM)
Tan198anilen Certified Value waz Uncertainty lanadl

- Ammonium Dihydrogen Phosphate (SRM 194a) 26.93 +0.14%P (61.71 +0.32%P,0s)
- Rock phosphate (SRM 694) 30.2 +0.1%P,0s

2. asvdaunnuldlauesisitasizi
2.1 M3AN AN Linearity and Instrument working range UagHansyIuvedLvisnG (Matrix effects)
WP Linearity and Instrument working range Ing/as1ansmiseninadn1sganiiuias (Absorbance)
(N y) fuanududuvesasaratsuinsgiuneanasa (me/L) W X) mgierududunse wuined
Tu23 0.5-15.0 fiadnSusiedns l6irn Correlation coefficient () Wiy 0.99999 (nwdi 1) Fonie1we 0.5-12.0
fiadnsumedns Wwnmen Linearity 1¢d1 Correlation coefficient () windu 1.0000 (nwil 1a-1d) was
WU 0.9999 (il 1e) Fariunausiniseeusy

07
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AMUFUNUSLTLFUATY (Linearity) lagasansinaududuvesalsazaisuinsgiuneanasa
(wnu x) AuALede Absorbance (Abs.) 8 AN (WAw y) laun 0.5, 1,3, 5,7, 9, 12 uag 15 me/L
1@F1 Correlation coefficient (r) 1winfiu 1.0000 (0¥ 2a, 2b, 2d Uag 2e) waglyiniu 0.9999 (1A 2c)
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NANIZNUVOUNNING (Matrix effects)

TagiTeuifisuanuduresnswuInsgusEning Standard P solution Amnandudu 0.5, 1, 2,
4, 6,8, 10 uar 12 meg/L U Spiked standard P solution finnuLdudu 0.5, 1, 2, 4, 6, 8, 10 wag 12
mg/L aslu Sample blank AUANT 3a-3e

or
¥ = 00538 + 00011y = 0.0

T |y e
% ‘.,""- . —e—StdP+sa 2 M /,.'/f @ Std P +sB K . o sare
h /.’,/--' sidp N . // . :‘2 stdp
. f/ o1 / a1
/ ’ 0 2 a 6 8 10 12 14
° : Conc.mat Cone. mg/L Cone mg
q‘ + N A < q‘ + S a < - N A ]
A9 3a Yeradiviiangn A9 3b Jeiedivdinneuazindn  and 3c Juwnlviadnuas
Inén
Std P . o stdp
A~
04 * //
A9 3d JeBun3duinums A9 3e Jeduniduiinman

NNTINAINTUVOS Standard P solution LazAuGUB Spiked standard P solution aglu
Sample blank lutleiafivininda nauazindn Wanazindn waztoduniduiauis uazimad e
ANUTuYRINT W AR atiAuAnsnety 0.19%, 0.30%, 0.56%, 0.94% waz 0.94% AIUAIRU ATULAUN
199 NATA Note 17 (2018) frwmaliiharuduvesisassnamdauandisiuliiiu 10 dedu il
Matrix effect i Standard curve

2.2 MsUsgaaln1naluni1snsIany (Limit of Detection; LOD) wagnannnlunisingeusuie

(Limit of Quantitation; LOQ)

Tan153iAs129 Sample blank $1uan 10 91 Tudeiadisloinda wuazinde iauazindn
wagpdunidviawianazivan lduTinamaniiamisoiesesild (LOD) uagUTunasgaiiaiunsa
seuRals (LOQ) HAviiiy 0.03%TP,0s Way 0.10%TP,0s MM 1
A5197 1 UTinasngafianunsaiiasgild (LOD) wasUTunasandianunsasisnunals (LOQ)

a1nu Jo/viln UBnausngaiianansaiissild VBuauAngaTiannsnsenu
i (LOD) wald (LOQ)
1 Jowed sllanée 0.03% TP,0s 0.10% TP,0s
2 {jamﬁ NG 0.03% TP,0s 0.10% TP,0Os
3 Yol slindouazindn 0.03% TP,0s 0.10% TP,0s
4 Jedun3d vllaung 0.03% TP,0s 0.10% TP,0s
5  Jedun3d vllawan 0.03% TP,Os 0.10% TP,Os
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2.3 mafigaviAnNgnAes (Trueness) LagANLTBS (Precision) Tutelafifiszfuanuidiudy
LOQ (0.79%TP,0s) warlutlsduviduiiauisuazivar iseiuanudutu LOQ (0.3%TP,0s)
lngnsindanenediusemseasiaiiuinsgiuadluly Sample blank wui1 %Recovery
fisgfuanududu LOQ aglutisnasinissensu waznsmsraaeunmiios IngUszidiud Precision
910 HorRat (Horwitz’s Ratio) A1AMgn@as (Trueness) wazALIies (Precision) 983 LOQ voadeindl
yianan wakazindn Wanazinan Jedunidvlauis wazledunidviaman aglunaeinisyeausy
PUANT19T 2

M1919% 2 ANALYNARY (Trueness) LagAKLTES (Precision) 83 LOQ

S Yo/iln sefumm Awededl Anugndes Aies VLR
TG nagauld  (%Recovery) (HorRat) (%Recovery)
(%TP0s)  (%TP20s) (\nauriBousy <1.3)

1 ﬂamﬁ wlondn 0.70 0.695 99.37 0.39 95-105

2 Jond vlianuasingn 0.70 0.691 98.71 0.40 95-105

3 Jued viadeuazinga 0.70 0.697 99.52 0.70 95-105

4 Jeduvisd vl 0.30 0.296 98.67 0.70 95-105

5 Jedunid wiawman 0.30 0.295 98.57 0.42 95-105

2.4 figavnnugndias (Trueness) ALLTIEs (Precision) isesuanuududus nans uaxgs
%3 Sample blank uagifniansedsiusesmieanaiiinggiu muarududuisivuely
Jeowedvdandn nwaznde iauazinda Vedunidudauiauasival $1u1u 10 91 lnevaaousieiy
sudunsmagounuisnageuneanasan wun lag35 Spectrophotometric Molybdovanadophosphate
Method 1.09.01 (s19A391uLUn®, 2560) PAENT19T 3

a ' Y a . a ) Yy v o + a
A15199 3 AALGNFABY (Trueness) warAaTIEn (Precision) iseruendudusn nans uavgs luleind
yilaunan vlanuazindn wazrladauannan wazleduvsdulauwitazivian

ﬂ,ﬂ/%ﬁﬂ Avadeiinagauls Trueness Precision
(%TP,05) (%Recovery) (HorRat)

InfUeigaNsy < 1.3)

A1 nang 6N A1 nang 6N A1 nane e

Joadl vileundn 0.700 3004 6181 10000 9947 10016 039 024 0.14

Jowndl allansuazindn 0691 3009 6178 9871  99.64 100.11 040 048 0.18
Jowedl aflloudiouazindn 0702 3009  61.61 10027 99.60 99.85 061 032 0.18

JeBun3duinui 0295 309 798 9867 10098 99.70 070 026 0.27
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Jodun3duinman 0.294  1.01 199 9857 101.00 9942 070 033 032

3. UszuliuAarmnulainiuauvasn1sdin (Measurement uncertainty) HazR5IEOUAIIUAINY
Ya93nagau Inensiisunlasdannziisadntesainadn1dzuni (Ruggedness)
3.1 Uszidiuaanuliutueuvesnisin (Measurement uncertainty)

JWTNVBYa Repeatability vosgunsniuaziesaile ieldlunmsmeainnuliwiveuveinisin

(Measurement uncertainty) tudniiaussnelalaniuning 4

Praciicn

D
=mp Repaat

linearniky resolukion
pipette 4 ml / /
linearity 5 tare

tolemnce empadiif

pipette 1 ml Wol flask 100mL

/ / st 100 mgL

std 3 vol. Flask 500
stock sd.
1000 mg/L
volfask kare
pulity
Mzzd

std 100 mg/L

Repest  kemp.

Vol flask
250ml

bolerance
wal flask

100ml of tempdif

Calibiation cure

AT 4 WHAIURIRNARIRRABUAILNRINIUaNreIN TR zvineanaTaviualuley

Wrarmuliud usuvadwsazuvawUsuduaanuliwiusuludewndl slandn nwazindn
dinuazings Aisziumadadusii nane TREGR 3% PR £0.03%, +0.03%, +0.03%, AITLTY
Nang £0.62%, +0.67%, £0.66% WUALANAUTNTUGS £1.25%, +£1.26%, +1.30% mud1au Arrulidiusy
Tuleduvisdviiauiaasived seduAII U nans GR Fal Prsdatusn £0.01%, £0.02% Anandud
nANS +0.07%, £0.02% WAy AIALTLIES £0.17% Uag +0.05% AMAWU PR 4

3.2 p31deUANAIUTeIEnagaulaen1sa suwlasaninfisndntiesainaniizuns
(Ruggedness) lagdl 7 fauUs 97UIU 8 N15NAARY (ATIdRUANUAINUTBTISNAaaUNI¥lu] LAl
ilesanieduvielaifivand1sde)

nswasuulasnmznazdunndey Taed 7 fuus fe anududuvesnsalusdn nsdunsa
Tunsgos UTnamsazanefesmidsdes gunsalilldnistin UsinuasiviliiAed seevinainis
And wazauenrduildiiasie Ineld Youden-Stainer testing lun1susssfiunud masany e
duysaivesmleanadariaualunnszduaududuludeind datosndt s uanei liflwasenu  an
Mswdsnulatanizardandensing Auansei 5-8
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INNANIINTIVEDUANNAIMUTED S NRdeU Tnensidsunlasannzifisadntosainaning
Unfi (Ruggedness) nui1 msdiamesivioastesavisnualutoiad ansnsoideunvasannigld faid ennw
AT ureenIAluAS AR ANILTUTY 65-70%, MSIRLNTARALTE DANSLINRLLAara1sluT unaunsE0e
USUNUATaTA18AI08 19N 4 W38 6 Uaaans, 3L Auto pipette #3® Volumetric pipette
TunsTiUafaeg 9, sTeEa1nsIing 10 B30 30 urfl wazA1u819AE Uit 1931A5139% 400 30
420 WlULUAS %aaamé’mﬁu’iﬁmmgmmﬂa (AOAC, 2023 waz OMAF, 1987)

A15197 4 ArulduiueuveInsin fszduaududuni nane wazgs ludenlivdanin viinng
wazindn uazaladinuazindn warledunidvilauiiaziiad

SEAUAMULINUU (% TP,05)

Je/v1n :

! A1 Uncertainty Na9 Uncertainty G Uncertainty
Jaiadl vlnndn 0.70 +0.03 30.04 +0.62 61.81 +1.25
Joiadl vlansuazindn  0.69 +0.03 30.09 +0.67 61.78 +1.26
Jowll viladoauezindn  0.71 +0.03 30.09 +0.66 61.61 +1.30
JoBunsgvllauia 0.30 +0.01 3.09 +0.07 7.98 +0.17
JeBunsdvilamad 0.30 +0.02 1.01 +0.02 2.00 +0.05

A15197 5 mudsilelunisnageu Ruggedness

flus 4Ny Und (A-G) \Wasuulas (a-g)
A AULTNTUYBINIALURSA 69-70% 65%
B nsAunsAluN1SEaY LANNTANE Wunsaiazans
C USUENTaTa18FIDe1INRIL B8 4 88893 6 Haaans
D qﬂﬂidﬁiﬁuﬂﬂiﬂmm Volumetric pipette Auto pipette
E Usunauansiiviliang 10 fadans 12 fiadans
F SYELLIANNISINNG Fainald 30 wi Fainald 10 Wi
G AuIRAUTLIAs 420 ULULUAS 400 WLULUAS
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A15197 6 N1VAEOU Ruggedness Neld 7 fuUs Lag 8 N1TVAADY

ANSNAADIN

UNUAITNAABY N1590NLUY

1 A B C D E F G 69-70%/\funsanas/4 daaans/Volumetric
pipette/ 10 faddny/aanaly 30 wfi/a20 wily
LS

2 A B ¢ D e f g 69-70%/AuUNIANEL/6 Ladans/Volumetric
pipette/ 12 fladans/fandls 10 wi/a00
Tung

3 A b C d E f g 69-70%/\funsaNiazans/4 adans/Auto
oipette/ 10 fadans/denal3 10 un#/a00 wlu
RS

4 A b c d e F G 69-70%/\funiaNazans/6 daaans/Auto
oipette/ 12 fiadans/denals 30 wni/a20 wlu
9IS

5 a B C d e F ¢ 65%/4hunsanau/diadans/Auto pipette/
10 fiadans/fanials 30 wn#/400 wluwns

6 a B c d E f G 65%//unsanau/6 dadans/Auto pipette/
10 fladdns/mainely 10 wni/a20 uiluans

7 a b C D e f G 65%/Auniafazans/a daddns/Volumetric
pipette/12 fadans/menald 10 wi/a20 wiluwns

8 a b ¢ D E F g 65%/Afunsaniazans/6 Naaans/Volumetric
dipette/10 faaans/meniald 30 /400 wiluwns
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A1919% 7 Aade Laz %Recovery Yasaanosananunluianan8asuses

ALRAENANTIATILAlUIEND 19895 UTRY

MsMAaDsdi ATt ANUHTUNANY ANUTUTUES
(0.70%TP,05) (30.2% TP,0s) (61.71% TP,0s)

1 0.68 30.28 61.32
%Recovery 97.14 100.26 99.37

2 0.69 30.35 62.00
%Recovery 98.57 100.50 100.47

3 0.65 30.17 61.68
%Recovery 92.86 99.90 99.95

4 0.67 30.09 61.63
%Recovery 95.36 99.64 99.87

5 0.67 29.96 60.73
%Recovery 95.71 99.20 98.41

6 0.68 30.27 61.56
%Recovery 96.79 100.24 99.76

7 0.68 30.22 61.77
%Recovery 97.50 100.07 100.10

8 0.69 30.18 61.73
%Recovery 97.86 99.94 100.03

YWANIITVAGDULNAWINAANATNYTH] (E) uazAn S v0Insiuaeuluasan1iesne) mumsned 8

M15199 8 HasauAEIYTal (B) uawen S

s Rep Value (%TP,0s)

NAa3 0.70% 30.2% 61.71%
, (R1+R2+R3+R4) (R5+R6+R7+R8) 0,98 0.34 0.21
3 (R1+R2+R5+R6) (R3+R4+R7+R8) 116 0.48 0.16
e (R1+R2+R5+R7) (R3+R4+R6+R6) 152 031 0.07
£, (Rl +R2 +R7+R8) (R3 +R4+R5 +R6) 559 0.50 0.44
. (R1+R3+R6+R8) (R2+R4+R5+R7) 0.62 0.06 0.23
. (Rl +R4+R5 + RS) (RZ +R3+R6 + R7) 0.09 0.65 0.42
. (R1+R4+R6+R7) (R2+R3+R5+R6) 0.45 0.06 0.17

3.35 0.71 1.02
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dyunan1Inaasg

nawaLIs e seirleane faianualudaniivlangn sdanuaznda uassdaitauazinda
uazduvidviiauianazivar Uinadismaniiannsaiald (LOD) Wity 0.03%TP,0s wazUIuasan
flannsndinninagseaunals (LOQ) Wiy 0.109%TP,0s fifiunnsfigail Trueness waz Precision
v91 LOQ Tuteinfivdioundn wianauazindn uavalaidiauazindn fennandudu 0.7%TP,0s luledunis
FIALF AR ANAT TiANUTUTY 0.3%TP,Os ﬁﬁflmmqﬂﬁaasﬁlqmié’mﬂ%’aaammmﬁuﬂé’u
(%Recovery) Winfiu 99.37%, 98.71%, 99.52%, 98.67% waz 98.57% auasu uarilmnudiss  log
UseLiiuann HorRat ag/lutae 0.39-0.70 W1ULNAIINITERUTUAIUNINTIUAING UaAZN1TNAADUAY
Qn#ed (Trueness) WazAIILLAES (Precision) iszdumududusi nats uazgs Tuewnd vidanda
yilanuazngn uaryladiauazindn wasleduvidulauwiuasnad IA1uuiu (%Recovery) aglutas
98.57 - 100.98% wazflAnwiilns (HorRat) aglutias 0.14 - 0.70 AuLnasinIsEENSUALANATEILEINa
fianauliwdueuveanisiavesdeiniiogluyig £0.03 - £1.30% uazdedunidiimanuliuuusuves
n53neglugia £0.01 - £0.17% wazanNaNIIATIAABUAINATLIBIITNAdeY Tnensidsuulas
anneziissdniasainaniizund (Ruggedness) Wy Lifinansgnuainmisiasuutasaniizuaz
aqLL’maaﬁLumﬁ:}miflva'ﬁmmWaaWaﬁamwmsluﬂaLmJ

ANUBUAR

iwmu%ﬁaaﬁ’uﬁagjmUiéﬁﬂiqms‘fmmizwms%’uiaammgmmimmaauqmmwﬂUmm
1IATFILENA WHUUITEIEee AnszuunIaTafusosnanndladensnaniiieainainsgiuuas
gnszAuAnA MU RN sTuYssmalneg lasunuatdvayuainnemuduasuingimansideunas
winnssu dinauAaznIsunsduasuIneImansIteuazuInngsy (@nad.) aunsoaniduauladnia
puingUsrasd feautsdeainyanainsuazdiving nauideinuasiall nesideiauniady
nsKBAMIENISINEAS NeAvINTnYes Aglumssdunmsidudumenars mawiadedns ey
Fudunside angiteiwevounnan w Tonial

ansunauIeluTduslevd

ada

1. dIAwmsgnnearesanmualdluniuuinisimsieimusuianeanasanvualule
YINFUIUITETTUURTIIERUAMNINYY naulTeinunsall neTeiauIUadunisndnnianisinuns
NIUIYINITNYAT

2. annsaihlUdevenliiesyfuiRnisnsiadiessileniniasguasaAienuy
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LONE15919D4

[y
¢ v A O v a ¢

pansEinadugivanen. 2548, Ugitine e, furiadadt 10. drinfuiuminerdonuaseans.
NIWNWA.

SRR, 2560. UssmiAansensanvasuazavnsal (309 AmuanssuIsnmsIaiinsiertend
WA.2559. 1@y 134 naudiley 2 9 4 1n31AY 2560.

AN1NT Aulngy, wadid wiaaw, algg U7 wae YR 2eElnana. 2559, WAWIEIATIER wag
noaeumalilfueisineirleanasaiauelulewnd InewadeduiniivinouJanataun
paURreadliatuanlasiuns. v 29-45. #an15UHUAINYTeT1DNUUTELI 2559 1 NBYIRe
R UIYMTHENNIINTNYAT NTUIVINTNYAT.

anns mule. 2564. Anvinsiaaiaiedeuainaraidliutueuvesmslinsgvinteanadavianualy
JeBunie i 140-146. wamTUfURmuYsEIITauyssana 2564 1w 2 : nosidewamuntlade
NIHAANIANITNEAT NTHIVINTNUAT.

BT MYIINY, NI Uzdaou, WdRe LAa wag 155uTRY YAYRS. 2553, MUNITIATIEiLaY
n51980UAMNULEAVRITIATILVTINDIMTNGN 519D IMNTTOT LALEINDIMNTLESH Waza1TiY
Tute Tngldiedes Inductively Coupled Plasma (ICP) 1111 224-232. 59897UMan 15U URIIU
UsedDoutszanal 2553 1awil 2 : netidewaunademssdamsnainens naivinainems.

Association of analytical communities (AOAC). 2023. Official Methods of Analysis of AOAC
International. 22" ed. AOAC International Inc., Maryland, USA.

NATA Technical Note 17. 2018. General Accreditation Guidance - validation and verification of

quantitative and qualitative test methods.
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N13739980U wazUsEliuaun wasuTuUsRuyduunsa Yulalalun Yyuwia
wazdudu Nmrenuiaenan
Inspection and Quality Assessment of Marl, Dolomite, Hydrated lime,

and Gypsum Sold in the Market
Aggan pareuna  Fadsd i gnd isvuns  aunsiue urdaeu
waad gars  nedey Uava 9339 nAaIsey e
Kanthana Klaigaew  Jittirat Choochat ~ Supha Photichan ~ Songkrant Malisorn

Pojjamarn Poosarn ~ Koreeah Binlee  Charirat Kusonwiriyawong

NANIIBNUATLAL NaIENLITLNTHEANINTNYAT

ABSTRACT

Currently, agricultural limes available on the market often lack clear identification of their
type or composition, which can cause confusion for farmers in their application. This research
aims to analyze marl, dolomite, hydrated lime, and gypsum available in the market. The analysis
was conducted using X-Ray Diffraction (XRD), a rapid technique that minimizes sample preparation
steps. The study focused on determining the content of calcium carbonate (CaCOs), calcium
magnesium carbonate (Ca Mg (CO3),), calcium hydroxide (Ca (OH),), and calcium sulfate (CaSQOy),
which are the main components of marl, dolomite, hydrated lime, and gypsum, respectively. A
total of 200 samples were collected from fertilizer or agricultural chemical stores, including 50
samples each of marl, dolomite, hydrated lime, and gypsum. Of these, 113 samples were from
the central region, and the rest were from the western, eastern, and northeastern regions, with
54, 18, and 15 samples, respectively. The analysis revealed that all marl samples contained more
than 80% calcium carbonate. For dolomite, 31 samples (62.0%) contained more than 70%
calcium magnesium carbonate. Six samples (12.0%) of quicklime had over 74% calcium
hydroxide, and 41 gypsum samples (82.0%) contained more than 70% calcium sulfate. Most
quicklime samples primarily consisted of calcium carbonate rather than calcium hydroxide.
However, they still retained the ability to increase soil pH and availability of essential plant

nutrients.

Keywords: Marl; Dolomite; Hydrated Lime; Gypsum; XRD
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UNANED
Jagduiifanyuiiomainunsinedmihemlvluriswnainlinunisseysinvseeshusenouras

9
' [
=

Yuiidatau Feorailiinunsnaifnanuduauluniniluldauld swidediinguszasdifionsia
Aasgaiyuansa Yulalalast Yuvn wazdudu inssmihenavissmanlussmelne Tagtdiedis
Yuniinsgidemaiia X-Ray Diffraction (XRD) Safuimadiaifiinsgildognasng uasantusouly
N1SASUUAIDYY LABVINITILASIERNIUS U ILAALT guAIS UBLUA (CaCOs) hAALT BuWINTLT 8y
A1SUBLUA (Ca Mg (COs)) waaLdaulansanles (Ca (OH),) waswaaLdaudainn (CasO,) T wfu
sfUszneundnvesyusnsa Yulalalusi Yuvd uardudu muddu Sruiusiedeiisiusnlfainiu
Peteviaindfusinemanuasiidunuiovmn 200 feg Wuyunda Yulalalay Yuam wazudy
98198z 50 M08 lasfegaiulnguiannianans 91U 113 feg19 wazu1nNAIARzIuan 1A
AYIUDDN LATAIANTIUDBNAEWUTLE I1UIU 54, 18 wag 15 fIDg1d MUAINU NNANITIATIEANUI
fetsyuiniayniietsuszneumeiaaldeuasuasiumnnninfosas 80 degraulalalusiiil
asdusznaulunaaduwunilifeunisueiunuinniniosas 70.0 91uau 31 fregn Andudesas 62.0
vosegreyulalalusiianun degraurniifessusznoudunadeylansonlsduinniniosas 74.0
fid1uu 6 fega Amludosay 12.0 vesiaegeyuravianun uaziaegvBuiuiossussnauiu
whadoudamaunninfesay 70.0 dfman 41 freg1e Aadudosas 82.0 vesfiedsBudurianun
fegrsyurndnlvgfiosduszneuvdnifunnadsumiveununuiiosduura@oulonsenled usf
fansdinnaniilunisanauidunsevesiu wagiivendulsslomivessigemnsunaialufuld

AdnAsy: Yuansa; alaluvi; Yuand; BUdu; XRD

unin

anudunsavesiuduladeiiddyetwilwesduiidmadenisadadulavesiiv Aunsafedu
fstenanudunsadusing (pH) vesRusmngd1 7.0 Audisiianuidunsags lnglamedudisian pH vesdu
f1nin 5.5 axdinadenisanUaessmemsiitluiu Wearudunsnvesiufistu anududulosoy
uInvesezgiviey (ALY warlalasiau (HY) Tufiuaziiiudy (Bolan et al, 2003) luvayiilossuuinues
whaLgea (Ca*) wunildey (Mg™) Tnuwaey (K" uazlufey (Na*) 2eQnyza1eeanianniu (Agegnehu
et al,, 2021) yilvinsldansonnsvesivanas A1 pH ﬁumﬁuﬁmmzauﬁm%’uﬁwmUﬂjﬁ@%agizmw
6.0 fa 7.0 osnasemsiiduiutmuaeglugufifivannsndldusslondld Yumenisinuasiion
thanldlumsuiudgeingedu iesnnyuannsovieifiuguauiinaeiveiu Inon1suuussan
\Junsavesiulieglusedviimunzaudonsadyivlnvesity 3adnasenisnislaveminiiduiv
M3LAABUAIYDI51AR N TIY WaraisannadeuivinausensiauYesdunigludy uasdu
vilslunumsivssndaeildaglunisinnisarudunsavesdiu nsldyurnagiiindt pH vesdu lag
nswdsuulamaan pH maqﬁuamﬁlmﬁummé’mwmﬂﬁgmnﬁlﬂmﬁu LazNANARTILT Lz Uy
$11A1 pH YeaAuTiaT Y (Enesi et al, 2023) Fanyunensineasdiulvgiduaisuseneulansenles
ponles A1svelun wazddinnuesuaaidenuazuundi@on Yunsmsinuasivaiesia dail
1) Yuuisa Mar) i uansusulgsauvszianansveiund ldainsssuviddesduszneundn fe
LAALTENASUBLLA (CaCOs) wazAumin msldyumndasuiulsnenannsatioifismananuas Aanm
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nszdeudenld (Usadndnual wasane, 2501) 2) Yulalalusi (Dolomite) iduusuraiBosuazuanilidon
fifigmsiadl Ao Ca Mg (CO»), dmduasusuugsiiudszianafuaiuaUszneuse uaaifeun1sueiun
(CaCOs) way wunti@suAIsuaiun (MgCOs) fi’iﬂaﬂmiﬂﬁd’smﬁmﬁgﬂﬁmLmaLG?JEJ;JLLazLLamﬁL%ﬂuﬁuIé’
3) Yuw13 (Hydrated lime) \Juansusznouneadeslansenlus (Ca (OH),) lannnisiiuaaideusenlys
frunszuiunaunluiuiiserduiauldifuseadeslensenleflusuns uas 4) B Gypsum)
HuansuszneuuaniBoudauin (Caso,) feuaunsalunsazansiilddeudsge 23-2.8 niusedns
(Dubrovina et al., 2021) Ssanansofuadlusudulfunminyuiiady
nsaTReTgEtagyunennnuasiioUssiiugunmvesuiudmannaiiesegd 3 fu

fim 1) AIUUTEANS (Chemical purity) w3eA1ANa1NsatEN1sYIbidunans (Calcium Carbonate
Equivalent, CCE) 2) vu1maun1A (Fineness) ag 3) A213T U (Moisture content) N1531A5712% CCE
UsgnaufienisiesgiTinuueadon/wunidideuesvaunuaroonledsunimueiidegluyu lns
CCE wanalufovarvosunaidaunsvaiun n1siasiznt CCE wldi5nmsn Tnadiegneyuasgnyinlv
Hunsaiiievanudosaivausluguresaiveulneenled (COp) mntumsaranefegnsazgninlmiu
nanslaensininsaseladoulansenled Usinunsauazsivaildazinndnnaiieviuiinaunalden
Asvaiun SeiERananAeudnsdsenuariinsldaaadiidunse msesgiiomaianindenuy
Sediend (X-Ray Diffraction, XRD) tJun1siasigsiuuulivinanadiegne (Non-destructive analysis) il
3nsnsenfiegeiiiouazsinga InomadadezthSedEnd (Xray) inld5asziuazdnwiieniu
Tassadandnuasasusznauiifiogluasiesns Ssaunsolinmesdldvidudanmnin (Qualitative) uag
\BaU3una (Quantitative) Han153tasigsinlemaila XRD aglaidu XRD diffractograms wa4A1ANMLTY
vos¥eAfiaaunaniniiyusine lawizdivesarsusznautiun Ssazuanenafulunalasadendnuas
TEYENNTENTNITLUIVVDI0EM DUV TUTENBY

Jagtuiimsdmhendndaeiansusulsausiuiauninisineasaigsialuviowain usiviadl
wanfusidanandliamnsonaaouiigadldinfauantAnud fudnnaind1sasing uni ol
AuznsIUNTIIFIBaandsldeonussnmalindn Sueiansusuugedu 1 ududnniuguaain anud
UsgmanaznsIunTindisaann 3es inandasiasifivuszansamivuasndnsasiansuiulsau
\Huauiiimuauaaindmus (@hauengnssunsduasesiuilan, 2566) wiogslsfinmuansuiulge
fudidmieluviesmaiadulvgSalifinsszyduusznevvosansasifidaiau deneliAnanndile
Anlunmsthluldanld swidedfaulafiesfnmnensaiesesiasfoussdugurn Yuanda lala
1wyl uazdudu Aswneluiunedonaziaiisusiniamanunslulszimalne smemaia XRD Tngii
ANTILATIZY CaCOs, Ca Mg (COs),, Ca (OH), hay CaSO, GﬁqLﬂuaﬂﬁﬂizﬂawé’ﬂﬁuaqgumﬁa Yulalalusi
Yuv12 uazdudu auddv ieltiduteyalunisdminnasidviuivuauinsgiuvesiangyumis
mainuas uandudouusitlunsdendoyumanmainuns
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guUnIaluazIsnIs

gunsal
1. 1adesfleuaztannisinermans lun 1adosdinsevidromadald sroudsdiond (xRay
Diffractomneter; XRD) 1A%asun XRD mill #ldf0e1e (Sample holder) Atasiiuay Tanduq Aldlu
mylasizvinageu (Jusu
2. a19dl lawn Isopropyl alcohol siagneyusnia fregeyulalaluv degrayuvnd feggudy
Dusi
/s
1. swwsawsegisyunnia Yulalalud Yuam wasBudy fsmienuresmarslunasiie i a1
nae MAngiunn AAnviueen waznianziusenideanie lnesiusinainiiudmiiedy uay
wilAsinanainuesiidfideianuasindede
2. 3Lﬂ5’13ﬁ(§1"gasiwﬂvué"gmﬂ§aq X-ray Diffractometer (XRD)
2.1 mawseuiiegnyuinsa Yulalalu Yunnd uasdudu
2.1.1 hdegyuldlunszuenuadiegng iin 2-propanol 91U 7 faddns uadaegna
fhueiosun XRD mill wagilssiveus fgamgil 40 ssmwaidoa dufoe 1w
aglashegdidnuvauzlunasiBensuadosndi 45 lupsou (325 w)
212 dhegeiiviedute 2.1.1 Bina 12 n3u Saadugunsalldiedwiinmauuuainay
TnesaseusnszyainaeinfunniiendifiamiweshegswesFeuae
2.2 Anmwidedifeiniedinmeidemaiadsnuuiiiiond lngldannsvenaiesfiuans
Tupsnedi 1

A5199 1 @N1ILLATDIIATIZIIPNUMATIALAELUUSIALDNG

ylafaena
Operator p p o

Juinia alaluy gudu Yuwn
2-Theta (deg.) 7-115 5-115 5-70 10-115
Step size (deg.) 0.02 0.01 0.02 0.01
Time per step (s) 30 40 20 60
Divergence slit (deg.) 1/2 1/2 1/4 1/2
Beam mask (mm) 23 23 23 23

2.3 158Ul U Diffractogram LaZETLNUINA 2 Theta M 93AIA 199 VDIAIDE 1 WAZUN
aeAUsEnauLdelsunn IngilSeuliisuiugudeya iensiaaaukaryselilunmnInYeIans
Uuugaiuduinsa Yulalalust Yuvn uwasdudy

FTYLIIAN LSUAU AANAN 2566 Fuan fueeu 2567
A01UMIINIMARRY YU URNINENNUITYTTUUATIIERUAMNAIMAULAZLT NEUITENYATLAL
NBIYNAILITITYNITHAANINITAYAT NTUIVINTNYAT
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HaN1IMAALAZIANTA]
1. s9usaudegnsyunnda Yulalalusi Yyt wazdudu Asmmineauissmana
sunusegyuiiswieluumedowasfadensdammnnuasluiiuiinesie Ingld
fegrsyuinia Yulalalu Yuvn wazdudu Srutueensas 50 feehs dauandlumsned 2 fetis
daulugu191n01Ana19 91U 113 @29819 LAZUIINATARZTUAN AIAATTUDDN WAZAIA
nyiueenideanile 31U 54, 18 uag 15 L8 AUy

M19199 2 Fudmegrsuinsa Yulalalut Yuvn wagdudunsivsulianinuisingeg

¥ INUIURIDYS
NUN - - — 574
Ywnsa  Yulalalam Yuan gudu

N1ANANY 33 29 26 25 113
AAREIUDDN 3 5 6 il 18
AR IUAN 11 12 12 19 54
AARLIUDDNLAYUTD 3 i 6 2 15
IRy 50 50 50 50 200

2. ApTeiiageyudemaiian XRD

NNMsAeTgimegsyusiemaiia XRD dslumegsusnsa Yulelalum Yuan wazdudy i
psRUsEnaunanidualsuseneuLmalanA1suslun waaleuLunidi@eunisuaiun wraweulensenlen
wazhpadaudaanNd iy agldnan1simsziidu XRD diffractograms Sadunsnsening Intensity
way 2-Theta (degree) Tneiiiotima XRD diffractograms m@qﬁaaﬂwguﬁgﬂ 4 yila WnUSeumsuazUsing
gULLUU%@qﬁﬂuﬁﬂﬁuﬁﬁWLLuﬁq 2-Theta (degree) umneinafiu LansisnIni 1

NN 1 WU XRD diffractograms Yeeegayusnsadinnanvennaideuniiuaiunlsing
Fuitdumils 23.1°, 29.4°, 31.4°, 36.0°, 39.4°, 43.2°, 47.1°, 47.5° LAy 48.5° Aegeyulalaluvidie
sdnveuaaTeuuundifnansuaiumsngiuiisums 30.9°, 33.5, 35,30, 37.3°, 41.2°, 45.0°, 50.5°
wag 51.1° é'f’sasmgumaﬁﬁwé’ﬂsuaqLmaL%amvl,amaﬂvlﬁdﬁﬂiwﬂgﬁﬁuﬁﬁmmm 28.8°, 29.5°, 34.2°, 47.3°,
50.9°, 54.5°, 62.7° uay 64.5° uardresiBUuiifiandnvesuaaifsudamnusngiuiidums 11.70,
20.8°,23.4°,29.1°,31.1° llay 33.4° Sﬂ’azﬂaﬁ'?LﬂswﬁiﬁqﬂﬂbmLU%&JULﬁauﬁugwu%’ayjammgm
International Center for Diffraction Data (ICDD) WagWu3 186N Lmu'dLLazmmqwaaﬁﬂﬁlﬂﬁwﬁu
uamnmfgﬂmwm XRD diffractograms Sanilouufufiafinnluuneainusigg (Kontoyannis et al,,
2000, Hossain et al,, 2023, Arifin et al,, 2016 uaz Kuo et al.,, 2013) MntuNan1TIATZRdEmaln
XRD Qmjﬂmﬁﬁmmﬁamﬂ‘%mzwummﬁﬂizﬂauiuﬁaaﬂwﬁ’asﬁ‘ﬁmﬁmiwﬁuw%maa (Rietveld

refinement)
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NANTIATIZIBIAUTENBUTBITIBE U TaTITIUTININTIBIMARsBIMATA XRD wansogly
M51971 3 wuiFeguesduszneundnidunnadouaiveiun fuaegluiisiesay 88.4 - 100.0
wardosdusznouduq Tudiegne ldud weaideslensonled 3801 (Silica) uarunslud (Graphite) &
Usinaseglutisiesas 0 - 11.6 MegiiszyuBnuueaunaldeuaiusiunuuaainisiuu 39 fegi
Anuduferay 88 voshegwuinatanun Tnsssyanududueglutniosay 86 - 98.5 FaUnaes
wradenmsuatuniiieedlddulumudissyuuaannynsiedne iesnyusnsaduansusuussiui
fnsAusznovdlng i dunmal@eumsvaiunuasunien mu Standard Specification for Agricultural
Liming Materials lsifmuslstusnsadidn CCE sndnfevas 80 161 (ASTM, 2023) Andutiinauaaides
msusiuniesas 80 Tuvuriunasgiuvessgiesile Iadmunliyusndadidr CCE $avaz 70 - 90
(Mullins et al., 2011) AndulSinana@eunsuaiundesay 70 — 90 wavsuidounsuRauITinuINge
nsldiasomsnesusemnnsgudladonisnanmenisinens tedmuslviyuunsadian CCE litfosnin
Lovay 80 (NSuWAUNTIAY, 2556) Anduuiunauaafeumsueiuniovay 80 ﬁaaﬂﬂaguuﬁaﬁi’mi’m
Ilueidedfvimaueadouasvauninnnitdesay 80 nndaeens Taduldddedauiniai
Indgluviowainlinuning wngausenishliusulsaaule

namMnTeviesdUseneuresiegsyulalalisiisusiuaniiewmaiasemaina XRD uansey
Tun319l 4 wudndedsfesdusznevvenaadsununii@enaifueiuniiviinaegluteiesas
0 - 98.2 fiUTinauueaBenmsusiuneglutisosas 1.6 - 99.9 wazdesduszneudus Tusneens loun
waardealensenled 3801 wazunslald fusuueglurasiosas 0 - 2.8 Mogrsyulalaluviiilainy
aeAUsTnovreInAal@Buwundifeunisuaiun f31uau 15 dreg1s Andusesay 30 vesdiaeng
Julslaluviviamun

fretneii sryUTIMvesAadsuuunTideuans uslunuuaaInilsuIu 33 fegas Andy
Yovar 66 vaeiaeg ey ulalalurivanue lnsszyanumdutuoylusdues wundideu (Mg
wunfll@eneanlen (MgO) wunfi@aumisuoiun (MgCOs) wAaldaw (Ca) wralduusanlen (Cal) uay
uAadunsueiun Siog1eiiliszylinuuesesdusznauuuaain uagnalnsglinunealdoy
wunfiifeuaifueiun $1uau 5 dreg1eAnduiosay 10 vestregaulalalusisianun Faogag
Yulelalmifinnanuuraosusniieuaiveundussiuszneuiidruam 35 feg Andudesas 70
vosegsyulalalusivianun Taglu 35 feg1ail nsranuunaideusonlediosas 30.8 - 55.4 uay
uinfiBoueenladiesay 0.5 - 21.5 Fawuannsgiuveansuiwuiny seyliyulelaluviansiiueaidey
oonleduazuuniiFenoonledlitosnindesas 25 uay 15 awady (nsuianniidy, 2556) dorfimun
Y935maas lamvualiyulalaluvidesUsenaumeupaideunisvaiuniasuunidi@ounisuaiunll
Wosninsesay 20 way 10 MuaRy (Regulatory Provisions, 2024) wagdannunvadsgaIudnaun ba
Amualiyulalaluvidesdszneudlswunii@vulusuveswunii@ouasvaiun lidesninfesasy 8
(Agricultural Standards Regulation, 1997) mﬂmamﬁwmzﬁwudwﬁﬁaaﬂwqgu‘lmialmﬁﬁﬁﬂ%mm
ansusenauupadeuuaziunfileuluUansusenaveenledniomsuaiunluluauuinsgiu G931
31 fegns Amdudesay 62.0 vesiosayulelalusiianun dufulunisdendeyulalaluiaasidento
wAnAeiinsTEyUSnaneaduazuiniiteuegsdmaudaas dulalaluvindnanmilvanza
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M13199 3 eAUTENEUYRIIBENYUINTaAINMTIATIZViIRReImALlA XRD

- < USunauuee CaCOs 29AUsENBU (%)
N YINILYUURAN o I
! NITYUUAAIN CaCOs auUq*

1 Yunsainsn A 86-90% 95.9 4.1
2 Yuusa - 99.5 0.5
3 Yunnsanse A 86-90% 98.5 1.5
4 uAALTENAITUBLUA 500 LY >90% 98.3 1.7
5 Yunnsanse A 86-90% 100.0 -
6  Yuunsa - 99.2 0.8
7 Yuunsa 87-90% 100.0 -
8 Yuunsanin A 86-90% 97.1 2.9
9 Yuunda 87-90% 99.4 0.6
10 Juwnaigeunsa A 98.2% 99.7 0.3
11 Yussansa A - 99.6 0.4
12 Yumnia 87-90% 90.3 9.7
13 uAALTENAITUBLUA 500 LY >90% 98.8 1.2
14 upadouuivaniwdiu - 98.2 1.8
15 ueaidosingn A 98.5% 100 .
16 Yuuia 87-90% 99.5 0.5
17 Yuania - 99.7 0.3
18 Yuia 87-90% 100 -
19 Yusniansa A - 99.1 0.9
20 Yuunda 87% 94.2 5.8
21 Yunsa 90% 99.5 0.5
22 Yuusa - 99.3 0.7
23 Yuunda 87-90% 98.3 1.7
24 Yuusa 87-90% 97.5 2.5
25 Yuusa 87-90% 100.0 -
26 upaLdenUUAN AL - 99.2 0.8
27 Yuunsa 87-90% 99.3 0.7
28 Yuunsanse A 86-90% 98.2 1.8
29 umaLdBLLNTA A 98.5% 98.6 1.4
30 YuuAAEEIn A 98.2% 100.0 -
31 Yunnsanse A 86-90% 96.4 5.6
32 Yunnsanse A 86-90% 97.2 2.8
33 YJuunda 87% 91.2 8.8
34 Yuusa 87-90% 89.7 10.3
35 YJuunda 87-90% 96.4 3.6
36 Yuunda - 99.4 0.6
37 YJuunda 90% 99.2 0.8
38 YJuunda 90% 99.1 0.9
39 YJuunsa 87% 90.4 9.6

ANNUAL REPORT 2024 No.1 83



15197 3 (519)

=
7

FaNsruuuaan

Y3uruuns CaCos

29AUsENBU (%)

! ﬁizquuamﬂ CaCOs 3‘146’]*
40 Yuunsansn A 86-90% 100.0 -
41 Yuasa 87% 88.4 11.6
42 LLﬂaLSTJEJZJﬂW%U@Lum 500 LUy >90% 98.6 1.4
43 Yuunsa 87-90% 99.4 0.6
44 Yuunsa 87-90% 100.0 -
45 Yuunsa - 99.7 0.3
46 YuuAadEanTa A 98.2% 99.4 0.6
47 Yuunda 87-90% 98.4 1.6
48 Yuunsansn A - 100.0 -
49 Yuunda 87-90% 91.5 8.5
50 Yunnsanse A 86-90% 100.0 -
*gaduszneudue Miun Ca(OH),, Silica war Graphite W
A519fl 4 psduszneuvesiegsulalalisiannmsiinsizsidematia XRD

r 4 o L p3AUsENOU (%)
V4 PONILUYUURAN YFUUNTEYUURAN :

’ ) CaMg(COs), CaCOs aua*
1 lelaluvivlinfiay - 777 223 -
2 lalalunt MgO >26%, CaO >44% - 99.0 1.0
3 lalaluvi 500 Mg >21%, Ca >03% 77.8 22.2 -
4 alalusi 500 e A Mg >20%, Ca >30% - 99.3 0.7
5 Dolomite - - 99.6 0.4
6 lalalusi - - 97.2 2.8
7 lalalusi (sladiiee) MgO 30%, CaO 40% - 99.8 0.2
8 lalaluyl vliafiay Mg >20%, Ca >30% 73.6 26.4 -
9 Talaluyi 500 L - 81.7 18.3 -
10 lalaluvi 500 Mg >20%, Ca >30% 75.4 233 13
11 lalalun MgO 30%, CaO 40% - 99.5 0.5
12 lalaluv 500 e Mg >20%, Ca >30% - 99.6 0.4
13 Talaluv 500 e - 78.9 21.1 -
14 Yulalalunt Mg >20%, Ca >30% 89.4 13.6 -
15 Dolomite - - 99.7 0.3
16  D-150 Mg >20%, Ca >30% 72.4 27.6 -
17 Ialaluvi 500 Mg >21%, Ca >43% 78.4 21.6 -
18 lalalusi 500 - 80.7 19.3 -
19 Talalusi 500 - 80.2 19.8 -
20 Ialaluyi 500 1w Mg >20%, Ca >30% 743 24.5 13
21 lelaluvt wlindiiee CaCOs 42%, MgCOs 56% 79.8 20.2 -
22 Yulalalum Ca0 >31%, MgO >21% 78.1 21.9 -
23 19ndnd Talalusi - 82.7 17.3 -
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15197 4 (59)

paAUsEnaU (%)
CaMg(COs),  CaCOs dua*

il FoszyuuaaIN YSunauiiseyuuaain

]

24 alalusi 500 1% Mg >20%, Ca >30% - 99.8 0.2
25 lalaluyt sdiadfiay CaCO3 42%, MgCOs 56% 80.1 19.9 -
26 guwoeslalalum MgO 21.3%, CaO 29.7% 88.4 11.6 -
27 lalalunt Mg >21%, Ca >43% 97.4 2.4 0.2
28 lalalunt Mg >21%, Ca >00% 92.2 7.8 -
29  Dolomite - - 99.4 0.6
30  D-150 Mg >20%, Ca >30% 70.5 29.5 -
31 Ialalusi 500 we Mg >40%, Ca >30% - 99.1 0.9
32 Yulalalum Ca0 >31%, MgO >21% 773 22.7 -
33 lalalusi D-100 Mg >20%, Ca >30% 98.2 1.6 0.2
34 Talalusi 500 ww% Mg >40%, Ca >30% - 98.5 15
35 lalalunt Mg >21%, Ca >03% - 99.7 0.3
36 lalalunt MgO 20%, CaO 30% - 99.8 0.2
37 lalalunt - 78.2 21.6 0.2
38 lalaluyl nsaiilew Mg >20%, Ca >30% 3.8 96.2 -
39 Yulalalum Ca0 >31%, MgO >21% 85.8 14.0 0.2
40 alaluvivlinfiay - 78.5 215 -
a1 lelalunt - 14.0 86.0 -
42 alalunt Mg >21%, Ca >43% 96.8 3.0 0.2
43 lalalunt - 79.5 20.2 0.3
aa  alaluvi 100 - 745 255 -
45 Yulalalum Ca0 >31%, MgO >21% 86.9 12.9 0.2
a6 lalalunt - - 99.9 0.1
47 lalaludt insadivey Mg >20%, Ca >30% 2.3 97.7 -
48 #-500 - 11.4 88.6 -
49 1alalusi D-100 Mg >20%, Ca >30% 97.0 2.8 0.2
50 MgO - 1000 MgO 32%, CaO 50% 96.5 35 -

*gaduszneaudus Miun Ca(OH),, Silica war Graphite s

NAN1TIATIERBIAUTENOUYBIBEN I UINAITIUTIMANTIBmaademalla XRD uansegly
M5197 5 wuddeeeliesdusznevveanaaidenlansenludiuiinueglutisiesas 0 - 91.8 uagd
U31na CaCOs agfluraadesay 8.2 - 100.0 fegryurnilifimsssyuiinauuazviinvesdiuusznoy
fi$1u7u 39 e Andudosay 78.0 veshegsurnimun Turusiidegiesyurnfivieinissey
Usmavinduesaz 100 uilildszyrinvesarsuseneu degreyuriilinuesduszneues
waa@eulansonled f9wiu 17 Megn Anduievay 34 Guaa&"sasmgwunﬁwm fogeyurnid
nsnsanusnaigeulonsenlend adussduszneundn Suradenlansenlesluusuianieg sl
Fouay 0.3 - 8.1 91U 20 AI8Y1e Teway 26.9 - 31.6 491U 7 F10819 UazaNnINTesay 90 i
U 6 F79819 WMTFIUVeIITIeTAY lanmualiyun dd1 CCE aglurieiaway 120 - 135
(Mullins et al., 2011) Anduusunaueadenlonsenluniosas 88.8 — 99.9 Standard Specification for
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Agricultural Liming Materials laruualiuvnfien CCE hiteuninsosaz 110 (ASTM, 2023) Anvdu
Usunaunafoulonsenlessasas 81.4 wazsudounsuimunfiauinnaenislaias smuiesuses
Wnsgudadunisndaninisinens aimualiyuunian CCE lddesninfevay 100 (NFuWAUTIRAY,
2556) AnLduuinaueadeslansenladfosas 74.0 WeRasamLINMINATHIUA ULED WU
Fhogayurnfiiunasiansgu $1umu 6 fegis Andufesay 12.0 vesiiegneurvavin

M13199 5 89AUTENBUYBIIRENYUINIINNTIATIEcEmATia XRD

. Y N 29AUIENBY (%)
i PONITLYUURAN ! 4
! UuRaIN Ca(OH), CaCOs auU*

1 Yudenvies - 0.4 99.6 -
2 swy - 1.7 98.3 -
3 Yuvun - - 100 -
4 Yurn - - 100 -
5 YJurm - - 100 -
6 Yur - 90.4 9.6 -
7 lissy - - 100 -
8 Yurn - 91.8 8.2 -
9 Yurnm - - 100 -
10 Juamn 100% - 100 -
11 Juamn - 90.9 9.1 -
12 Juamn - 8.1 91.9 -
13 Juamn - - 100 -
14 Juamn - 31.4 69.6 -
15 Juamn - 26.9 73.1 -
16 Juamn - 31.6 68.4 -
17 Juamn - 1.0 99.0 -
18 Juamn 100% - 100 -
19 Juamn - 91.2 8.8 -
20 Ywrnui - 275 725 -
21 Yum - 28.7 71.3 -
22 Yurm - 0.4 99.6 -
23 Yurm 100% - 100 -
24 Jurm 100% - 100 -
25 Jurm 100% - 100 -
26 Yurm - 2.5 97.5 -
27 Yurm - 21.2 72.8 -
28 Yurm 100% 1.8 98.2 -
29 YJurm - 0.3 99.7 -
30 Yurn 100% 0.4 99.6 -
31 Yurn - - 100 -
32 Yurn - 90.1 9.9 -
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15197 5 (79)

. Y N 29AUTENBY (%)
i PONITLYUURAN ! 4

! UuRaN Ca(OH), CaCOs auU*
33 ladsey - - 100 -
34 ladsey - 0.5 99.5 -
35 Yurn - 0.8 99.2 -
36 Yura - 90.3 9.7 -
37 Yurn - 213 72.7 -
38 Yur - - 95.7 4.3
39 YurmrilaiiAy - 1.1 98.9 -
40 Yurm 100% - 100 -
41 Judenviey - 0.5 99.5 -
42 Yurm 100% 0.5 99.5 -
43 Yurnin A - 8.0 92.00 -
44 lalswy - 0.9 99.1 -
45 Yurm - - 100 -
46 Yurm 100% 18 98.2 -
47 lalswy - - 100 -
48 Yuvnun - 1.9 98.1 -
49 Yurm - 0.6 99.4 -
50  Yunm 100% 0.9 99.1 -

*gaduszneaudue Miun Ca(OH), Silica war Graphite W

NaNTIlATIEviesRUsENeUYesfeE s UTu TIUTIIANTBImanseImATla XRD uansegly
A151971 6 NuIFegeilesiusznevveaadeudamndosas 0 - 99.6 wazdesrUsznoureunaIFey
ArsuBluRSaaz 1.4 - 100.0 wasdosdusznaudue ludaegie tdun 8801 wazwnslid fevas
0.4 - 1.2 FrogeBuduiilinvesdussneuvasuradoudamn 351wy 2 fred1e andudesas 4.0
vt adusuanue Tag 2 fegriudesdussnoundndunaadounsveiunlulnasevay
100.0 gy 99.3

sedpunsuiauni Audndaensldiag samunesuseannsgiudadonisndanianisinuns
I¥fmusliiusnaeadsudaminlltosninfosay 90 Tnethmidn (hsuimuiitay, 2556) Feruun
vaasgAiuduaun tanmualigudu (Grade 3) AosiuTunadanesiovay 15 (Agricultural Standards
Regulation, 1997) AnduuSunaueaifendamniovas 80.5 unsgiuvesUssinaduiie taruunlnli
§Us (Grade 3) TUSunauaa@entamslitesninfesas 70 Inethmiin (S 6046, 2023) UINTFIUVDS
Usewnanoalnsiae lanvualiligudu (Grade 1) dUSunannaifaudanalitesninsovas 80.5
Taeninmedn (Keeling et al.,, 2001) 91nRaN1THATIERFIog19BUTuTinTIanuLAadeudamnuUIoanay
Usinamwosumaideudamnldsiedl fovas >50.0 - 70.0 f51wuau 7 fheths Andudesay 14.0 vewEa
SUFuanun warannnindesas 70.0 H51uau 41 Ancduiiegn 82.0 vaeii0g1sTUTITaLn Feiu
fhegreBududnilnasuiudosay 82.0 vawhegneBuduiomn kunasianasgy
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AN5199 6 89AUSENAVVBIIBENNTUTUINNNITIATIEAMEATA XRD

=p

FaNsrUUURAIN

USunauuad CaSOq

29AUsENBU (%)

) ﬁizquuamﬂ CasSOq CaCOs 5'146]*
1 Juanusessdeusugudy - 70.2 29.8 -
2 Ut - 68.5 31.5 -
3 CORN STARCH - 93.7 6.3 -
4 gUrenn 95% 95.1 4.9 -
5 gud - 60.6 39.4 -
6  BULUTITUVIA 95% 97.9 2.1 -
7 BULN LTe A - - 100.0 -
8  gudu - 95.0 5.0 -
9 gUdy - 58.7 41.3 -
10 SUgusIINNG 95% 97.9 2.1 -
11 gudy - 70.5 29.5 -
12 Juarusessdeulugudu - 71.3 28.7 -
13 gudu - 68.5 31.5 -
14 gUgu 1nIm A - 76.3 22.5 1.2
15 gudu - 70.8 29.2 -
16 gudu >95% 96.4 3.6 -
17 8ULUsIINEG 96-98% 97.5 2.5 -
18 gudu - 96.5 3.5 -
19 gudy - 68.8 31.2 -
20 U - 96.5 3.5 -
21 gUdusssuva 96-98% 98.8 2.2 -
22 gUdu - 70.8 39.2 -
23 gudu - - 99.3 0.7
24 gUFusIINNIA 96-98% 97.9 2.1 -
25 gUdu - 72.4 27.6 -
26 gUusTINYIA 96-98% 97.9 2.1 -
27 gUdu - 71.4 28.6 -
28 UL - 68.3 31.7 -
29 sz - 97.3 2.7 -
30 gUdusTInYIf 96-98% 98.8 2.2 -
31 gUdussIuea 96-98% 97.8 2.2 -
32 gudu 95% 96.4 3.6 -
33 gUdusIINYIA 96-98% 97.8 2.2 -
34 gudu - 95.1 4.9 -
35 gudu - 95.6 4.4 -
36 gUdu - 96.5 3.5 -
37 YunusesmauHudUdy - 69.7 30.3 -
38 U - 95.0 5.0 -
39 gUdusTInYIf 96-98% 98.6 1.4 -
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15197 6 (7d)

o i USu1uvae CaSO, 29AUsENBY (%)
7 YINILUUURAN o 4

: msquuamﬂ CaSOq CaCOs E)‘L!G]*
40 U - 71.7 28.3 -
41 gUdu - 95.2 4.8 -
42 gUdu >98% 85.4 14.6 -
43 gUdu 95% 97.4 2.6 -
44 gULu >95% 97.2 2.8 -
45  gUusTINYIA 96-98% 97.4 2.6 -
46 BULUTIINYA 95% 97.7 2.3 -
47  gUdu - 99.6 - 0.4
48 U >95% 97.2 2.8 -
49  BULUFIINYA 96-98% 97.6 2.4 -
50 U - 80.9 19.1 -

*paAUsENauduq tauwn Silica way Graphite [Wudu

dyUnan1Imaasg

Juniansineasi Imdigluriesmaindulnglufinisssussdusenovnasusuinvesyu
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Study and Quality Assessment of Marl, Dolomite, Hydrated lime and
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ABSTRACT

This research aims to analyze marl, dolomite, hydrated lime, and gypsum by using X-Ray
Diffraction (XRD) technique, which allows for rapid analysis and reduces sample preparation
steps. The study analyzes the mineral properties and main components of each type of soil
amendment and planting material and collects samples from farmers' fields and distribution
areas nationwide. A total of 124 samples were collected, including 18 marl, 36 dolomite, 39
hydrated lime, and 31 gypsum samples. The analysis found that the main components of marl,
dolomite, hydrated lime, and gypsum are in accordance with the standards, consisting of calcium
carbonate (CaCOs), calcium magnesium carbonate (CaMg(COs),), calcium hydroxide (Ca(OH),), and
calcium sulfate dihydrate (CaSO4.2H,0) in 16, 16, 6, and 14 samples, respectively (accounting for
89%, 44%, 15%, and 45% of each type of sample). Based on the analysis results, it is
recommended to choose marl with more than 80.0% calcium carbonate, dolomite with more
than 70.0% calcium magnesium carbonate, hydrated lime with more than 74.0% calcium
hydroxide, and gypsum with more than 90% calcium sulfate dihydrate. Clear criteria or standards
should be established to determine the quality of soil amendments for agricultural use in a
consistent direction. The research found that the components of soil amendments and planting
materials can be identified using XRD technique. However, for agricultural use, the type and
quantity of main components that can improve soil and agricultural benefits should be clearly

specified to ensure appropriate use in agriculture.

Keywords: Quality assessment; Marl; Dolomite; Hydrated lime; Gypsum

ANNUAL REPORT 2024 No.1 92



¥

UnAnEa
AU UszasAiitonTalnmenyuinda Yulalalunt Yuwnd wazdudu Tngudisgnen

q
1%
P v

Ansgimsmaiadeiuusdiend X-Ray Diffraction (XRD) Fadumaliafiiinsneiildeg1asinisy uay
anduneulun1smseuiiege laeviin1siesernuaudRduswaresdusenauranvesansuTulT sy
wagdanugnunazyie LAYIITIUIUAIDE19N SIVUTININLUAINBATAT AL UN INNUNIUTENA
WU FIuedu 124 dregre Wudredsansusuusauyuunda Yulalaluyi Yuan wazduduy
FIU3U 18 36 39 uay 31 AIvE1e AuaIRU WU a1sUTulTEuYusa Yulalaluv Yud uwasdudy
~ & v & a v P ~ & ~ A A
fisdusznaunanilulunuunsgiunseslssneunisuaaduuaisuoiun (CaCOs) upalienwuniligey
AISUBLUA (CaMg(COs),) traaulansenlas (Ca(OH),) wazuraluudainnlalainsn (CaS0O4.2H,0)
FIUIU 16 16 6 way 14 f19879 (Andusosas 89 44 15 way 45 Y9IA198 1NWAASFLANINUA)
A a a & A f Aa a ~ & v ¢
Wearsanramsliaszviasifenyuinianiiviiauea@ouasuauninnninfosas 80.0 Yulalaluy
A ¢ = A ¢ Y Aa A = ¢
uslalaluivsauaadoununileuasusiuniinnitdesas 70.0 Yurnnlvsinaueadeulansonlun
1NnNINSLay 74.0 kasduduniusunautraleudaialalamsnuinnindesas 90.0 NUAITILNMGINSD
WnsgIuntaRuiomuafun nvesasUTulTsRuieun ldlunsinwaslufianiafesdu Mellaan
ATy WU @nsadkunesdUsEnauredansUTuU TRk TanUanlasimaa XRD winisldau
MINSNERTHY MsiinsszyiauasySinuvesesruszneunaniiinnuainsalunsusulseiu uas
A5 ELgTUNIINTNBATBENTALRY LB LTINS D8N AU AUNIINITINYR S

Do

1dfny: NsRTIRaeuLarUsEElunmnm; Yunse; Talalu; Yuund; Budu

unii

AN YBsHARSusTansUIUUTIRL uAsiTastsuenanantR mmsgu uazmsliusgleviima
NITNYAT ANUINTTIVAUALNEAT @ LNYATEUNTES WS UNW. 9000-2564 WaARAIETUTUUTIAUYN
thinld Teeiliaguszasdiiterfiusinemslsiunity uazusuussaniniu Tnsiamnz Yusnsa Yulalalus
Y uwazdudu dwnunasgununsunidszyintanusomsuul g fielildnnsiuses
1psguneasdunid deadutanmudermuslumnsgiununsdunid Aougelwldle wielwldnu
Y muUADE1ATIATA Lﬁaﬂaqﬁumamz‘muﬁmaLﬁmﬁwiammq@muyiaiﬂuaaau wazilun1syaasnu
aunavesszuudnanglunuasnizugniivinunsdunid (@UNNUNINTgINEUA NN YATLAZINIS
WIAIYR, 2564)

fissmalnglddaaiumsduindouniamanunsdeinunsdurdd Taefdmnelifuiines
Sunsslitionnin 1.3 auls Suununsnsiiviinuasdunsslitesnin 80,000 518 nelu WA 2565 Lax
fidasnsvenedvesyardudinuasdunidind sfesas 3 del Jawan1InTIaiusenNNTBUNTE
Tulsutssanas we. 2564 wuin SR uAnuesBunIgsiuan 1.5 §uls finwesns 95,752 518 iudu
291 WA, 2563 (FrinamleiguasuaunneINTsTIINR, 2565) Fmuidimvinunsdunisiiutuesng
douios dedwmalvinisldansuyuugein wasndasusid on1sifi nuszAns nwniswdafivg iy

Yuunda videdunsa (Mar) luasufuussiuifiesdusznovdnlngiduueaidouasveiun
(CaCOs) warAuwien d4v1m301129 ulutana WUT VUi ud autaudunnvesiu

ANNUAL REPORT 2024 No.1 93



(nsuauniiau, 2566) Taufanzneunauseninuaaifounsuoiunuaziu vioRumieifidndau
lautiuou (nsum¥wensssdl, 2565) wazannsiyuansaddiunanvosduniertuiailiyuunsa
fimuanunsalunisiliidunans nierauyauna@euaisueiun (Calcum Carbonate Equivalent,
CCE) Usgana 70-90% (McCart et al, 2009) Feszifsunsuianniduindrenisldiag eamunefuses
Wnsgudadenisudaninisinees Wanvueungiuliyusnsadl CCE lddosndinesas 80 (Nsuimu
Ao, 2556) dsamdulsununadounsvoiundesay s0luvmedl Standard Specification for
Agricultural Liming Materials 1ﬁﬁﬁwum1ﬁﬂum'§aﬁﬁ’l CCE fninSevaz 80 19 (ASTM, 2023) wonani
WAsgIureesgeside limmualiyuuisadial CCE Soaaz 70 - 90 (Mullins et al,, 2011) Andu
Usinaunadeuaisuaiundesas 70 - 90 lurngiinsugmainnssufiugiuuasnismiiosns (2550)
¢ munaudnuazvesyuniafifunasguiiansete-ne 1§ dosduraidouaivelunsiign 90%
wazduundidouansveiungsanlaiiu 3% lnedsrsnudiegruinsaindnldlulsemalneain
gneUIunNe Jminaseys TUssanauaAa@euA1sualuANINnIY 91%

Tolaluyi Wuansuduusedu 7ldannusiiinainagneuresuaaidounazuuniideoy
(CaMg(COs),) upufiu Jdsi199 Ay wu w1 vy v17 Jdwdsznoumaeiiidusaaleunisueiun
(CaCOs) wazhunii@ouasuoiun (MgCOs) Tﬁnﬂiwsmmwamemmuﬂsmamu LLauEJ\‘IIVIﬁ’W]’e]'M’]i
whadeuuazuundidouunfivdniag (nsugaanunssuiugiuuagniaimiioss, 2550; NsURALNTIAY,
2556) Tunmessdlinen wuin fnsudsnunmvestialaluvi eenidu 4 1nse tnsefl 1 Tesdusznauiiiu
Talaluyi (CaMg(COs),) WnnInseay 90 lnefiuSuauunii@vuasusiun (MgCOs) unnnItsesay 40
waziuniidensonludunnitfesas 19.5 alalwiinsed 2 flesduszneuvestalaluvifosas 50 - 90
wazfivFinaundidousenludegluiisiosay 10.8-19.5 insadl 3 fosdusznevveslalalusiiosas
10 - 50 waziivsauunideousenledegludisiosas 2.1 - 10.8 sumiuldnusunawedlalalumnid
ANuFuNusAUUSINALAalaNASUBLUS LunTi@sumsuaiun waaluusenlys winil@eueanlys
(MgO) upaiden (Ca) uazuaniliBos (Mg) (Kottlowski, 1957) Fansugaavnssuiugiuuazniswmilowus
(2550) lads1eaudregeyulalaluvindalalulssmalng wudi dural@ouaisuaiun wasuuniide
afuaiun fovay 54 uay 46 mudiu luvngfiinnsgiuidvualaensuianniiau e Talaluidesdin
Awansatunsviliilunans (CCE) ludoandn 90 Sawnal@aueanlad lideuninesas 25 wazdl
Auundi@eueanled lidesndtfovas 15 Tomnuavessgiaamisinnvualiyulalalusides
UsznausisuAal@eunisuoiun kasuunii@ennisvatunlitdosninsesay 20 wag 10 AuaIGU
(Regulatory Provisions, 2024) uagtafimunvesigaiuduaudtanunliyulalaluvidesusenaunie
wunii@eslusuresuunil@ouamsveiun lideuninfesas 8 (Agricultural Standards Regulation, 1997)

Yurn Li‘JﬁAﬂﬁiU%’UﬂqﬁuLﬁaamﬂa'}uL{’Juﬂimﬁumﬁu fiflosduszneutes CalOH), 1130 Hydrated
imerfinnnisliyuiiinduluguveseenles Faduyumnlildsumuiu lnenediligaauduly
01n1A viFensuliea vilvdeundsfugsumneenifundnglidosun (naufmuniia, 2556; McCart
et al., 2009) lngffunsgruiifvun Ao Januannsolunisilidunans (CCE) lafosnia 100
(nsuiuniiny, 2556) Amduuinaueadelensenludiosay 74.0 uenaniunsguvesignesaide
Idrrmualiyuam fie CCE aglutnedouny 120 - 135 (Mullins et al, 2011) Anluliinauea@eslansenlen
Jouay 88.8 - 99.9 Standard Specification for Agricultural Liming Materials tomwualiyuunaiien CCE
Liteaninfosay 110 (ASTM, 2023) Andulsnauaadelansenlensosas 81.4

ANNUAL REPORT 2024 No.1 94



fuduuansuiulsesigeduiidesdussnovd nilvgiduueadoutamlanenainuasldlunis
UsuUssiudy weufdapmmenuninvesiu waruiulgadunsa ileanaudufiviesezgivulufunsn
wwsguszlsunsuiauiauindiensiiied smmnefusesmsgudadonssdamsnsinuasiidivun
#io dosliVinnunadndaminlalewnsn (Cas0s.2H;0) lsitiosnindosay 90 Teuiwiin (nauimuniiay,
2556) TonnuAress §AI ud waud la i vuali 8 Udy (Grade 3) AesduTunudaas (S) Sevay 15
(Agricultural Standards Regulation, 1997) Amdulsinauna@oudamalalamsn (CaS0q.2H,0) Sevas
80.7 warunIFIUVRIUTEWARRANTAY lonmualilig Uy (Grade 1) TUSinauaasudainalalawmse
(CaS04.2H,0) lsitfasninZesaz 80.5 Tnemin (Keeling et al, 2001)

witosanadndusiansuiulgedu lddadudenungminedtdiedouagingsunsioniy
ngvsneheingdunse Yilinsnsaaaey mues gua vildenn Jedilemafinunsnsvieduilng oz
¢ $uaudilinsstuanudosnis vioteyafiseylifindnsueias sauianisliYanuasuuu wie
asUsznovfineusraduasuiulsiu denngnssunisivvnsaainldeendsznaliudndasians
Usuugsiu Wuduiiimuauaain mufiuszniaragnssunsindisaain deiesdinsssyasddniidu
diuUsenauroINaniue Auauld assnau AuUselevivesaInIenandue (1nauanenIsunIs
Auasesfiuslag, 2566) Fadagiu SmuiransuSulgsiuiihundlunmsyhnisinensdunid daulungds
lifinmsssyansUszneunievesudndasiidainu fenoliAnamudlafislunsianldould euided
Jajatiuiiaznsnaouesduszneuidag uazlassaironaed ilofigalissndnualvosyun Yumnda
Talalui wagduda eliifudeyalunmsdniunasidmiuimununasgiuvesiagyunienisinuas uas
Hutouuzilunsidendoyumansinuns

guUnsaluazIzNIs

4

aunsad

1. Janaunsal lawn L3 eddiasieaematiadeaiuussdiond (XRD) 1A303UAR29E13 XRD mill
5 % v A = 1% a wa a ¢ & v
W3Bun wazdandus NldluresljUiansiese usu

2. a1svdl leiun Isopropyl alcohol ansusuugsiuyuinsa Yulalaluy Yund wazdudu iludu

/013

1. fiususmiegsansuuussiuyuanga Yulalalui Yuvn wazdudu iiolinsevinanm
MnRuTiinuasng uaslamisguruudannunsduniduasivdye uasunassmiie fegisay 1
Alansu luwaiuiinianans Sminunusil uasugs wasnszuasaieysen nemeTuan Savianigauys
Aangiueen Fminvays wazdunys wazniangiusenideuvile Jmiamysysel LazuassvEun
Ansgiisogaansulssiuyunda Yulalalu Jurn uasBud dewaiansideuuidiond

1.2 wipnsegisuinda Yulalalay Yuvn wasdudu dmiuieseidemaiansitea

Ssdond Tuguveaudsidunsvnatiosnit 45 luaseu Tnethiedisyuinda Yulalalusi Yuan uas
SUdu Talunssuenuadiegns Wiy 2-propanol $1uau 7 fadans undied19ieLA3asun XRD mill uax
thluszimeusia Migamgdl 40 ssrniwailoa sufiogisusia Insinegnaansusuussiuyusnsa Yulalalus
Yurm uazBudy egnindilinsiiegnaiinnuduiedortunaen (homogenized)

ANNUAL REPORT 2024 No.1 95



1.3 mfmaauLLauUiuLmuﬂmmwsuaﬂafliﬂiwimuﬂmma Yulalalun Yuwnd wazdudy
Freanmzrenaieinmeimemaladeiuuidiond Fesed 1 LLawmamﬂimaumﬂmmwsuaq
asUfuUssAu TaeilSeuidieu Diffractogram wagduvitsiia 2 Theta flearanag vasiaog1s uazm
psAUsznaUdWTINN TaewSsuiiisuiugudoys ionmaaeulasyssifiununmvesansusulgmu
Yuunsa Yulalalum Yuvn wagduduy

AN5199 1 @N1ILLATDIIATIZIIPNUMATIALAELUUSIALDNG

ylafaena

Parameter p p a v
Yuinia olalumi YU gudu

2-Theta (deg.) 7-115 20-110 10-115 5-70
Step size (deg.) 0.02 0.01 0.01 0.02
Time per step (s) 30 40 60 20
Divergence slit (deg.) 1/2 1/4 1/2 1/4
Beam mask (mm) 23 23 23 23

FTULIAT BUAU  faNAu 2566 Fugn Auggu 2567
A01UNiINIMARRY NRLTeINYATAL NeIdeaudauNITHERNIINISINYAS

NANISNAADILAZIANT

1. wan1sd1TIaLATTIUTINAIRE A TUS U TsAuYuansa Yulalalud Yuva uasBudu Tudlui
NEATBUNIE NIANAIN AMARZILERN A1ARTTUAN Laza1AnzIuRaNREwile

HANTTANTIAUAETIUTINAIDE 1A TUSUUTIAUY LIS 1u7u 18 dred1e Yulalalu d1uau
36 §19819 Yur11 S 39 F1oea uarBUd S1uau 31 fe Twduuiedwieay 124 Fegng
fldlunsugnialuszuuineasdunid wuih Auflnianansdifegisansfulgsduainuuasindunis
gneaulan Jminunusl dnneaiunsiu Jmiauasusy d1nouAIUae SneuUsdu Jamin
WITUATATEYSET wlaureTadunid dunatuwn Jminuasuien waskUast1idunsd euneinig
wAd Farinaseys 99U 75 fe819 aengTueen wuawndunid snentatiny Jaminvays waz

]

wlasndieluuazySewduysd dunowengeny wasdnneldainiou dwmdndunys 1w 24 deg
HunAIAneTuan 19798198 5USUUTIANINLUAINBUNTE d1neviuent 81newled JmInn1yIuy3
WAEELNBLIBY JINTANYTYT T 9 FeEe waznAnyiusandusvile wlawindunid snevues

Il Fwdamasysel Snnedednder Fminuassvant 31WIU 16 foge ARSI 2

ANNUAL REPORT 2024 No.1 96



M99 2 I1UAIREENTUTUUTIAN  TSuslanniiuiinunsdun3d  a1anane Aangiueen
AARZIUAN WaTNIANYIUBDNLALAWLE

r o FIUIUFIDYY
1l Fanin
duinsa  Yulalalyl  Yuen BUd 534
AANAN 75
1 Unusnil 2 6 1 2 11
2 uAIUsY 4 8 4 5 21
3 NITUATATOYTEN 4 4 3 9 20
4 UATUIEN 2 2 5 4 13
5 GEEAVR 1 2 5 2 10
AARINeBN 24
1 Yays 2 3 3 - 8
2 N3 5 16
A1ARLIUAN 9
1 NYAUYI - 2 4 -
2 WYTY3 - - 3 - 3
AenzIueaniduniie 16
1 UATTIVALNN - 3 3 4 10
2 wysysal - 3 3 - 6
33U 18 36 39 31 124

2. HAMIAATIENAIRENETUTUUTALY IS Yulalalun Yuwd wazBudu Yuunda

HANTIATIEAUTENOUTRIRE N uINTamewatlia XRD 911U 18 feag1a wuitdieg
Hasrusznaunanidunaa@eunisuaiun vsawswaaled (CaCos) 31U 16 fvgna Andussuay 89
yoshagaivun WnefuTinaueaideunsuaiunnnninfesas 80 HINMIANATTILTINTURAIL)
fifu waellosdusznoudun Tuietns liud waadewlansenled §8n1 (Silica) uagdudu Susunasos
8¢ 0.1 - 11.6 wagsegyuiniadnuiu 2 degn Tesdiuszneundniuneadoununiidounisusiun
(CaMg(COs),) waelalalusiannnindoray 80 Anifudosar 11 vessrunudetieiomun fegruinda
dndlwgiussglunszaoudiuau 15 faegs Andudesas 83 fedwiiszylTnavsueadonaiveiun
vuaaniisiuau 14 fretns Anduiosay 78 vewngayumiaranun Tuvmedifognadlaisey
UTinuvesunalsuaiuaiuauuaain S1uau 4 fegs Anufesay 22 vesegieiavan agdlsf
MUNUI fregyuinsadilvgiiesduszneuvesaaideunsuaiuninnnitiesas 80 dAumuzay
sonmshludfuuseduld (sedi 3)

ANNUAL REPORT 2024 No.1 971



M13199 3 eAUTENEUYRIIBENYUINTaAINMTIATIZViIRREIWmALlA XRD

Mo U AYULUTTY N335 YRAAMN sAUsENOUTAT LAY XRD
RREAN
Yuinsa 18 1. nszaeu 1. 38y 14 f79E13 CaCOs >90% 14 fee (78%)
15 f19819 (83 %)  (78%) (Calcite)
2. QINAERN 2. lyiszy 4 80 - 90% 2 F79E (11%)
3 fed1a (17%) Maes (22%)

CaMg(COs3),  80-90% 2 §19819 (11%)

(Dolomite)

Other minerals 0.1 - 11.6%
- Hydrated lime (Ca(OH),)
- Silica (SiO,)
- Graphite (C)

- Gypsum (CaSO4+2H,0)

Talaluvi

MNnHanTIAEinsAUsznauvesiegsyulalalinidiemada XRD uanseglunisied 4
wuthegeyulalalivifisunuldtivomn 36 feg vsgedlunszasy $1uau 28 Foghs uazusT
Tugawanafindiuru 8 fee1s dregniifesdusznevreunadsununiiBouniuaiunuielalalusiil
$1u7u 28 drege Andufosas 78 uazilegeii TuTinaueadouaisusiuavIouaalodiiu
23AUsENOUNANS WAL 8 Freens wasliosdusynaudue Tusets tdun wradeulansenleddann
unslasd wazdudy fusinueglurasiosar 0.2 - 13.1 edrsyulalaluviflinuesdusznevaes
weaBenuunii@ounsuaiun f1uau 8 degne Andudesay 22 vesiegreyulalalusivanun dean
wmsuvesnsuaNay sryliiyulalalimiasiiueaieusenleduazuuniidensonludlitosninfos
az 25 uay 15 AUy (NSURAIUITAY, 2556) ?fqﬁﬂﬁéhashqguimiaiuﬁ%ﬁaqﬁﬂ%umuﬂmialuﬁ
(CaMg(COs),) \TussrUsenauseatiossasay 70 JsarivSinaunradeneonlvnuazuuni@ouaonlaamlal
tesnindoray 25 way 15 Bsarnuaniseneinuindieayulalalidduslalalidundosas 70
July S5 16 Meg Andudosay 44 vewhegreyulalalusiionun deiulunindendeyulela
luviandendondnsariiinisszyiureausialaluiiunadouaisvomn wnidi@euaisvoiun
upa@eneenled uunilideusenled unaey wazuundifon egrstaaudaazlsyulalalusindaanmi
Wigay
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M19197 4 BeRUsEnauvesiegsyulalaluiannnsiwmaeisiemnaiia XRD

Moge W AYUBUITY N3EYaaN psAUsENOUTAT LAY XRD
RREAN
lalaluyi 36 1. nszdeu 28 1. 53y 13 CaMg(COs), > 90 % 4 719819 (5%)
M19E9 (78 %) #3989 (78%) (Dolomite)
2. gaanain 8 2. lsey 23 >80 -90% 5 $9E (13%)

F0E1 (22%) 9819 (22%)
70-80% 7 #1989 (19%)
<70% 12 f79813 (33%)
lainy 8 A8 (22%)

CaCOs; (Calcite) > 90 % 6 f79819 (17%)
>80 - 90% 2 f1eg9 (5%)

Other minerals 0.2 -13.1%

- Hydrated lime ((Ca(OH),)
- Silica (SiOy)

- Graphite (C)

- Gypsum (CaSOg4+2H,0)

Yu12

HAN1TILATIEIBIAUTENDUVBIRIBE YUY FIUIU 39 F70819 semalla XRD wanseyly
M51971 5 WU feesiifiesdusznevvesaaifuulansenludiidiuiu 18 faeens fegrayuraiing
Imedrulug usslugenatadin 91udu 34 daeg1s Andusesay 87 Suaﬂé’hasmgusunﬁwm
fegsiimasussgiunszaoy S1uau 5 feg Andufesay 13 ﬁuaaﬁ’saﬂwﬂuﬁunﬂzﬂwm dlefiarsan
nsszyaanmuIiiegsuriilissyUiinauassinvosdiuussnou d9wu 28 fees Andu
$ovay 72 vosiaagayurTvianin G]%E)EJ’NUUEU’]’JVIIJJWU@MU?’ﬂ@‘UleENLLﬂaL""EIEJ?,JVLﬁﬂiE)ﬂVL‘ZJW N9
21 frege Anlufesay 54 vaafiogreyurvinun Weddunmsgusadsunsuiauiiduinde
m{[fzjm'ﬁawmsﬁmaqmmgmﬂwst'ﬁmammmﬁmwm Iafmualviyuenifian CCE idesninsoy
az 100 (ngustandiay, 2556) Anduliinuueadeulansenlediosay 74.0 Taa1nnnsRansanniu
InusiINAsEIL WD wudndifiegnayurniinunueiinasg iy $1uu 6 faeens Andudenar 15.4 vea
FrogsurTIian
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M13199 5 94AUTENOUVBIMIBENYUUIINNTIATIEYITREInATA XRD

MBgle MWW AYUBUITY N33EYaN psAUsENOUTAT LAY XRD
9819
Juv 39 Lonswaeu 5 1wy ll Hydrated lime > 90 % 2 Mg (5%)
M081e (13 %) fMed1e (28%) ((Ca(OHY),)
2. gananadin 3¢ 2. laisey 28 >80 - 90% 4 10819 (10%)
Meee (87%)  fod1a (72%)
74 -80% - $10E19 (0%)
0.2 -73.9% 12 79819 (31%)
laiwy 21 faea (54%)

CaCOs (Calcite) > 90 % 26 19874 (67%)
>80 -90% - f79813 (0%)
70 -80% 3§98 (8%)
< 70% 10 #1989 (25%)

Other minerals 0.1 - 20.1%
- Silica (SiO,)

- Graphite (C)

- Gypsum (CaSOg4e2H,0)

gudu

HANTTIATITTRIAUTENBUTDIRIRE 198 UTUAIBImMATA XRD 91U 31 A79819 wandaglu
M5197 6 nuIietsllosdUsznouvesunal@udaialalaimn (Cas0q.2H,0) $1urn 18 Favga
Anidudosay 57 vesiegBuduianun uenanidmuiiedBuduiifiosdusznauveaunaideudaua
flaifdnussdusznoundousulalasd (Casoy) uasdednsiifineadondamniedlansn viouvavelus
fithin 0.5 Tuiana (CaS04#0.5H;0) #1uau 11 fegne uenanilufogredududmusadusznoures
waadeuAdUBIL wavasrusznoudue Tusegns 1dud talaluvi 3801 wasunslvid Seway 0.7 - 100
definrsanpnannasguvesnsuiaunfnuisududesdivinauradodamnlalainsn (CaS0s.2H,0)
lalfosnin¥eray 90 wuhiisrunudegnsfikunnsinamn 14 feghs Andufesay 45 frduasiinig
s ndonldinauivsoninsgiuvetarsusuuTaauguduneanmsinynsiagliivTunuveiuaaigey
Faunlalawnsn (CaS04.2H,0) mnzaudmiumsuivUssiunasifunuisnzaudmiuinunans
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AN5199 6 89AUSENAUVBIALDE19BUTUIINAITIATIZUAEWNATLA XRD

MBgle W AULUIIY NIIBURAIN sAUsENOUTAT LAY XRD
RREAN
gudu 31 L.onswa@eu 5 1. 9wy 1l Gypsum > 90 % 14 fnags (45%)
M18E14 (13 %) M98 (28%)  (CaSO4e2H,0)
2. gananadin 3¢ 2. laisey 28 >80 - 90% 3 {10E9 (9%)

§70819 (87%) 670819 (72%)
70 -80% 1 f79g9 (3%)

Tainu 8 #9814 (26%)
Bassanite 54-61.7% 7 @919 (22%)
(CaS04#0.5H,0)
Anhydrite (CaSOg) 12.5 - 47.8% 4 §9e14 (13%)
Calcite (CaCOs) > 90 % 1 19613 (3%)

>80-90% - $19819 (0%)

70 -80% 3 §19813 (9%)

< 70% 10 79813 (32%)
Other minerals ~ 0.7-100% 1 29879 (3%)

- Dolomite (CaMg (CO3),)
- Silica (SiO,)
- Graphite (C)

dgunan1Innass

HANTIATIZYINTIIEO LA U TEliuAMA WA sUTUU TR uYuInsa Yulalalum Yund uasBudy
$1u7m 18 36 39 uar 31 F0819 MudIRy SuuteAy 124 faeghe Wyl ansUTulssRuyuinda
Yulalalai Yuvn uazdudu Tosduszneundnifulumumnsgiuiifesseneuseunaifounveiun
(CaCOs) wpaldanuunili@aumsuoiun (CaMg(COs),) wralduslansonlan (Ca(OH),) wavuaaldaudalne
lalawnsn (Cas0q.2H,0) 31u3u 16 16 6 uaz 14 faege (Anduesay 89 44 15 uay 45 Y9019
wiazvdaienun) WeRiasansanisinneiuasndonlfinasiviommsguyundafifviinuuanifoy
AsuetumuInnitFesay 80.0 Yulalaluviniiuslalalisindeunaidouuunidounfusiunuinnin
Yewar 70.0 Yuviiduiunauaadeulansenleduinninfesas 74.0 wasduduiduiuia
wnaidoudaminlalawnsmnnnitiosas 90.0 Ssmsfmuatiinautusgfuinasivieunsgiuiidontd
i Ussmalneasiinistmuainasiidaauiiornunauainsesasfu gaauiiamsaulily
nsinueslufiamafiodtu vedarnauide wudh sunsedunesdUsznouvesansuiulssiuuay Yan
Ugnldshemaiia XRD winisldaumenisinenstu msiinsssyiinuasUiinnmesesdusenoundniia
AnuansalumsUsulssiu wasnsliusslevinsnisinensensdaay ieliiinsldegramnzan
NNNTNYNAT

ANNUAL REPORT 2024 No.1 101



AUBUAN

siTedldunsatuayusulssnudiuinermansd Fouasuianssy (13U munseunis
aduayuauideyagiu (Fundamental Fund) a1ndrtinanuamgnssunsduasuingimansidouas
uinnsy (anan.) vesnsadnnsineas uasreveuniiedny §e1uiems uazidmiiinn q viwlu
napdfeinunaiad Afdutelunsativayuliniddeddisaaslulimed

nsunauIdluldusel v

1. vdwun1esy ddneuaniiiaziannisinens neRdenmundadenisnannienisinens
NOINAILITTUULAETUTOIINTTINAUANY VBanTaIvINInYas drinauanenssunsANATeIUILaA
nsumuAfy a1u1saldveyanan siaTeasuTuUsan Tunisaiual quanunna1susuUTeu
N5AMLANIATEIL ileNTHANLAE e sutinmshduazdseen

2. inwnsnsfimadisyTamslasusudssiuanniu annisaaude vieannisviarsamninges
fufioraifnainnisldansusuugsauAavssiavlalduasguluiui uasdnnsddedannsgiu
MIfRRTIINRANLALAMA TN TY

3. Jusgnaun1simadnserildldlunisnivauaan maIsUSuUTIau aun1sAIuAY qua
AuAMANTUSUUTIAY TinBauazsmiing warmstaduldingumneidulumumasgiuniu

LBNE15919D4

NIUNSNEINTEIA. 2545. 43 demeunswarUssduiug, 1UnnuavIunIsnsy, nsunsne1nsssel.
NTUNN.
nsuRAuNTRY. 2556. sudunsuniiaunsensltinseamngsusensyutiasenIsuanng
AITNYAT. NTTNTINUATLATANNTAL
ﬂiuqmamﬂsiuﬁugmuazmimﬁaqLLﬁ'. 2550. UsiTaNITALAT. ﬂiuqma'mﬂsiuﬁugmuazmimﬁaqLLﬁ'
NTUNN.
fhauanenssunsdunsesuslan. 2566. Ses msuiuyseansnwily A15UsuYsRY. wastoya
https://www.ocpb.go.th/images/plant%20performance%20enhancer%20s0il%20
amendment.pdf. #UAL: 16 w181 2567.
ATV U UM NENNSEIIUYR. 2565. $IE9TUFIT N ”@"maumwm5f754m317\7yw7721/v731/gn
INYANTIUNTE (2560-2564). Lma'ﬁaga http://env_data.onep.go.th/reports/subject/view/91
JUAY : 6 NINYIAY 2566.
1NN INAUALNYATUATDWMNTUIIYIR. 2564. YIFTTINAUANNYAT (UNY. 9000-2564) iNnT
dun3e: nsuan MIUUTFY NMTUARIRAIN UarNITTIMIIEHNINNALALHANI AT BUNTE. @
UNUNIATPIUAUA N YATUAL DI TNV IANTENTIUNYATHALANNTAL NTANNUMIUAS.
Agricultural Standards Regulation. 1997. Agricultural Standards Act 1994. Reprinted as in force
on 24 August 2001. State of Queensland.

ANNUAL REPORT 2024 No.1 102



ASTM. 2023. ASTM C602-20: Standard Specification for Agricultural Liming Materials. ASTM
International. United States.

Keeling, J., A. Pain, and A. Beech. 2001. Gypsum in agriculture - quality standards in place as
demand grows. MESA Journal 20:17-21.

Kottlowski, F. E.. 1957. Geology and coal deposits of the Coal City quadrangle, Greene, Clay,
and Owen Counties, Ind.: U. S. Geol. Survey Coal Inv. Map C 28.

McCart, G.D., G.W. Hawkins, and G.R. Epperson. 2009. Sources of Lime for Acid Soils in Virginia.
Extension Division, Virginia Polytechnic Institute and State University Publication 405.

Mullins, G., M.M. Alley, W.G. Wysor, and S.B. Phillips. 2011. Sources of Lime for Acid Soils in
Virginia. Virginia Cooperative Extension.

Regulatory Provisions. 2024. CHAPTER 19. Liming Materials. Legislative Council, General
Assembly State of Delaware. Available at:
https://delcode.delaware.gov/title3/c019/index.ntml.

ANNUAL REPORT 2024 No.1 103



= a [ a (3 (3
nsAnwuazUsziiuaunwasusulehudlalan wasiuumalue
TuszUUNITHAANYAINNINTFIUNEATDIUNTE
Study and Quality Assessment of Zeolite and Bentonite Soil
Amendments in Organic Agricultural Production Systems
Aygan Aaeuna  Fadsed guid  gn) nssuns  aunTIue uvddeu
Qa5 Indavern  wawnad gars  nesey Java  9339W nAaISEEA  I5TassHY Yhyms
Kanthana Klaigaew  Jittirat Choochat ~ Supha Photichan ~ Songkrant Malisorn

Yarnthicha Jittsa-add ~ Pojjamarn Poosarn  Koreeah Binlee  Charirat Kusonwiriyawong
Wannarut Chutibut

nAuIdTenYRTIAL N8R TILNTHARNIINSINYAT

ABSTRACT

Zeolite and bentonite are natural soil amendments that are environmentally friendly and
free from harmful chemicals. They can reduce the risk of water and soil contamination, which
has led to their widespread use in agriculture. However, commercially available products often
lack clear identification of types or compositions, potentially resulting in farmers receiving
substandard products. This research aims to examine and evaluate the quality of zeolite and
bentonite soil amendments using X-Ray Diffraction (XRD) techniques, which offer rapid analysis
and reduced sample preparation steps. A total of 100 samples were collected from various
regions, comprising 50 zeolite samples and 50 bentonite samples, with most samples originating
from the central region. Analysis results revealed that 30 zeolite samples, or 60.0% of all zeolite
samples, contained natural mineral components. Only one sample contained zeolite component.
For bentonite, 24 samples, or 48.0% of all bentonite samples, consisted of bentonite, while 47
samples, or 94.0% of all bentonite samples, contained natural mineral components. These
findings indicate that most samples are composed of a mixture of various natural minerals, which

can affect the properties of the soil amendments.

Keywords: Zeolite; Bentonite; Soil Amendments; XRD
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UNANED

P~ ¢ ¢ & Y] a avy ag & a I a v 1 aa

Foladuaziuumeludiduasusulsiuilannsssuvidaduiinsdodwindounazlifansaii
Wudunse amnsaaneudssienisuuilouvesiiuaziu tnwasnsdslathluldlumanisinensegng
Wnsvane windadueinnedmiienalulinunisssyelinnsessdusenoundnian 339199 bAnunINs
laaudnilafinaunin 9uideldinguszasdiioionsiaaeunasUssdunnn1meedasusuUan ud
Toladuaziuunelud dewmailn X-Ray Diffraction (XRD) Falumaiiafiiiasigilasg1esanis wavan
Juneulunismisndiogns Surusiegsdleladuazivuneludiniurulaainnianige J9ruiuraeg
100 e unuandudleladuazivunslud eg1saz 50 Mot Inedegrsdulnguiainnianais an
HAN13IATIETINUIIReg 19T leladissrusenouldulsannsssuvif 31U 30 faees Andusosay
60.0 voesieg19Floladvianun uazidlreg19nussnUsynauvesdlaladdiuiu 1 dreg1s Tuvaesh
Y 1 ¢l I3 < & o Y 1 a < 1% Y 1
fodravuneludniiesrusenaulduiuumslus 91U 24 @1eg1e AnlluSeraz 48.0 Y09RIRENUUNG
ludvianun wazdiegravuneludiosnuseneudunsannsssuvAsiuiu 47 feene Anduieeay 94.0
Yosiegrauuneluaiun JeaziviulaindiedsdiulngiesrusenouveusainsssunAnausiin
Urunu FeazdimarenuauUiveswansuTulsanutug

Adndny: Bleolad; Lwunelud; a1susuuedy; XRD

unmin

Flolas 1duaisusznevazgTluddinn (Auminosilicate) 4 1ilassasisuuy 3 4d
(Three-dimensional network) ¥83@aLnn ([SiOq") uarergilium (IALO4]) @519MUSZhUU Tetrahedral
Tnensidenlosnuesnonesndiau (Rehakova et al,, 2004) $1ananvesdlolad (Zeolite framework)
wansaglunnd 1 lulassairsvesiloladaziievglifonmminlululassairsvesdan vilmAauszqau
Fuludlolad Sedndudesilessuinnielulassasraiienvhmiiniidulossudmsunalsyy (Charge
balancing cation) (n il 1) leeswuani fimnuauisaluniswaniudsusulessuuandug Iidae
(Boettinger and Ming, 2002) #lalaiilassasredadugnguruinuiluwnsuasdfuiifiafige vinlod
Aautilun1sgadulossuuinlad (Ramesh and Reddy, 2011) kagiANuaNI#LA1¥ENINAUATS
usingyila

OH Ol (0]

o H
0 o
\s|i/ \All/ \S|i/ \A!I/
oH _ | (L G(L | o | J) <|3® o
\S||/ M \Si/ \Si/ o™ \T|<
| |
0 o) o) o) o) o)
N s SN
G A I S
0

RN
| ™

A 1 TAseseeEnuuU 2 Savesdleolas (Baile et al, 2019)
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TNeladiiAnTuesmusssufiiunny 50 via Tas Clinoptilolite 1udleladsssumilungy
Heulandite aidudleladwinfidunigalufuuazaznou nuannluaianySuanvesansy Yaunise
§1n3 Uu eoamids uardnI (Mumpton, 1999) Clinoptilolite finnuaunsalunisuaniua oy
Uszauangs meoanauifnnuugnsuasesdleladilianmsadniiui i uazaruannsolums
wandsulessuuinyilfasafnifusnemsild duiumsdudleladaduiuiadunstiedia
arsemsiuaiy Sedenldluninnuasdmivnnsdivusaduashedunsinfululasauludu
uanantudleladanusnufuugsamniminluteid sedadinldlasnismdadiedifusunse
dutandesiideutrsvasads fergnsldnudeduindendu wazlidmadusod fidialud
(Hasan et al., 2023)

wueludduusfumiendsdlngiinannsiasuutasmesnnuieuldianlufugiuly
wumeluduszneumewsiumieinnasenaauning (Smectite family) 1Wudilng Smectite {Wungu
wsRunienfidlassadng Phyllosilicate wuu 2:1 Sdevinsszninstuinlilossuuindidanuduaiunse
dhaniflevilisyaauredesaiadunasls wasmemedauninddwiunidduiuandeulessy
U3n Iag Montmorillonite Wu Smectite ﬁwummﬁqﬂ (Cuevas et al,, 2022) nsuauuunaluslufu
ansauiulgeun mnsnaineaslasTuresiunseld nefiuauannsolumsinfuilufu
wag Cation exchange capacity (CEC) uaﬂmﬂﬁé’qﬁmidaLa'%:umﬂ%mumaluﬁlﬂuaﬁﬂ%’wqqﬁuasm
unsvangluiuintadmanswiwedan defumsliivuelufiduasusulsiuiafunadendfiena
hauleegsunn ilesanddunuinazivimnadsesnnngilan

AsiasERamAdanisiE sauusadiond (X-Ray Diffraction, XRD) 1unisiasieiuuull
yMateiaatne (Non-destructive analysis) 83501513 susaeg199i9s 5959 wazlufinisldansiadl
Asuns1e MyleTeisnemada XRD arunsausnanuuAnitsesdleladudazyiauagiuuneludle
LazfiannsanenoonNLIsNILY Bnunnsnedifiegluiiu azneu uasduls (Hemaandez et al., 2000)
Teladuazivuneludliluvunindsnuuiadidng (XRD pattern) amei Tnedloladsssumfienad
XRD pattern flumnsnsaingiuteyaidniios Liesanvuandndidnnin msnefveswdn sasdruves
SI/AL fupneneiu wasUszinvueslessunaniuanddsuld ueniniaugmesiinazanas wasdigiu
vosfiafininit Fudunainanudniidunadnnt fewgidddtnmimade xR0 aldlumsfinw
Teladuanuumeludldvisludaimauasannin

Tuilgtuansuugsiuismheluiomaniflsidentemninevainvatsvin usddnlvelails
nssrydnUsznevvemanfusiidaau Milrinunsnslidanuiulalunisialdou uaveraling
AURBINTIBNNYAINT TIuTdali R Ut uld euideiTeaulafiesfnwiniansia
Ainsresiansuiulge lunuddedidiingussasdlumsfnuniiniafionnadevuasUssiiugunnues
a1susuusudleladuazivunalud arewmaila XRD wazyin1ssiusiudlag1dleladuazivunelud
NNAE9Y W anAnAna1 Masgiuan nenziueen wasniangTusenieamile U1UssiunuA N
memallan XRD
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guUnIaluazIsnIs

gunsal

1. dnsflauazTanmeinenaans liun indesiengidemaiadonuisiiond (x-Ray
Diffractometer; XRD) 1A383Un XRD mill fild@f10ens (Sample holder) Wwdpsuiauas Jandue 74
Tumsiessivegeu 1 Uudu

2. asadl laun Isopropyl alcohol ansunmsgiudlelad arsumsgriuuunelud dreg1adlelad
sogaiuunalud 1wy

28013
1. Anwisiessansusulsnudleladuazivunaludaiemaiin XRD
1.1 tharsunsgudleladuaziuunelud ussgaslu Sample holder ifvunAdusuguEnag
27 finfilums Anamun 2 faduing uardameussaiaueindunnfirmasuiiioniiizeu
1.2 fnwrannzimunzaunsinneidloladuaziuunolud d281a309 XRD 8% PANalyical
SU Aeris 198199NAATIENB39EIN Cu Ka finvmeniadu 1.5418 A Tngusunszua 15 mA
A2useAng 40 kv funaendilined WisuisusUuuunisidenuudediond (Xray
diffraction pattern) ﬁuaﬂmimmgmﬁlé’ﬁ’uﬁ’ugm%’amﬂammgm ICDD
- USuanmzuena3es XRD lun Sdaﬁﬁmm‘ﬁ"qfﬂ, Step size, Time per step, Divergence slit
ey Beam mask
- @onanmeilminzanlansiansan ¥9ALNATnves XRD Patterns AsaUARLY NTiA
fidwamess@iannssnunaraunudavesfinfivuvay
1.3 Anwnssuniuiuresesavsznavdloladuaziuuveludiuaiend (Quartz)
- wandloladuazivunsludfuaiend fanududuresdleladuazivunelud 95, 90, 80,
60, 40, 20 war 10 %W/ W luTiasienisneries XRD Tunanfeatiu lnevnsiesien
341
- AU wazUseliiu % Recovery vas@laladilagiuunelud aiuinuginivue (Latimer,
2023) FIUAAININATTINT 1
AN5199 1 uARLNAEiNISEaNSY % Recovery

Unit Mean recovery, %
100% 98 - 102%
10% 98 — 102%

1% 97 - 103%

2. mussegansuulssiudleladuasuuneludlusiiufimenans meseiusn mansTueen uas
ManyiueeNAgumile
3. Aemwishegsansusuusnudlelad waziuunelud fewadanisidenuusdiond
3.1 Udegnsd@lelas uazivunelus lalunszusnuadingne Lin 2-propanol 91U 7 Tadans
unsoEsBLAE BsuA XRD mill uazthlussmeus figamail 40 ssrniwaiioa Jufeg ks
panadlinsiogsdinnuduideadentu ussaiegsasly Sample holder Tnadadentns
sheussasihianoifunnfimmsauiiioiiEey
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¢ o 1 1%

3.2 AATIEAII0E1MEIATBIATIZVNITEYIUUTIFDNG Warn19IAUTENBULTIAMNINYBIANS
USulsenu

FTULIAT LU AR1AN 2566 Fugn Nueeu 2567
douiiinmeaes el URn19nguulTesEUUATIRARUANANALLAZT NFIATEINYATIAL
NI TIINTHEANIINITNYAT NTUIVINTNYAT

NANISNAABILLAZIR15]

1. Anw3FAszuansuulsaudleladuaziuunaluddieinaila XRD

mMsfnuanMeTimnganvouaios XRD fildlunsinszidlelad Tagld¥sdan Cu Ka A
§1AAU 1.5418 A nsgua 15 mA Aasnsdng 40 KV AmuiFuduyesnisia (Start angle) faugavineg
¥93m537 (End angle) 7 4 - 80° uagfmuaue NI s linnnsznufisiegns (Beam mask)
WU 23 mm lavinn1sAnwaniigsig YoaLA3es XRD f3i vunveinsinusas Step (Step size)
Wi 0.005, 0.01, 0.02 wag 0.1 Frsnaiildinluusas Step (Time per step) Winfu 20, 40 waz 80
it Famuaunnuenduaielinnnsznuisiegns (Divergence slit) Wiy 1/4, 1/6 uag 1/8 910
NANITNARBINUTT Step size = 0.02°, Time per step = 40 s ILa¥ Divergence slit = 1/4° SLﬁgiJLL‘UU
mMadsnuuisElonddiafign duandunind 2 amsesgudleladiivunfnudosdusznaundniiu
Clinoptilolite $oeag 98.8 Usangiananilsumii 20 s el 9.8, 11.2, 13.0, 17.3, 19.1, 22.4, 25.9,
26.6, 27.7, 30.0 waz 32.0° WioiSsuiisuiugiudeyainsgu Intemnational Center for Diffraction
Data (ICDD) wuindlsumisuazanugeuesiinfidenndaaniu
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Tun1s@nwinissuniuduvesdleladazvinniswandloladuazarend 1 narendiiy
asUsznouinuinlufu fiu wesdusigifnndusuiu 2 vudenlansesaneendiau Sswuinding
Ugiusniuiiegadleladsssuid anmsfnwinuinlunsnandloladuazaiend i fuuia
Foladindusosas 10, 20, 40, 60, 80, 90 wag 95 Wuin %recovery hiiffinmituiuluegluiasios
ag 98 — 102 (137971 2) Fawandlifuilunsieneinusinadloladdemaiia XRD dlaianunsn
Tnaiinszfisinugniedls wisnansalinanisiesziluBsqanimiignios Tagluieesnauesd
Teladuazmendifiusinadleladluriisfosay 10 - 95 annsamsranudleladnnseis

ANSI99 2 AnwN1SUNMUNUYRIwaIdlelanwasrand

Zeolite (%) XRD results (Zeolite, %) %recovery
95 99.00 104.21
90 80.70 89.67
80 68.40 85.50
60 46.70 77.83
40 27.60 69.00
20 15.80 79.00
10 4.30 43.00

nsfnwianzfmunzauvennies XRD 7ldlunisiasigiuunelud Tagldssdan cu Ka
finueniedy 1.5418 A nszua 15 mA ausnsdng 40 KV agaiFuduvesnisia (Start angle) Aay
anvevensin (End angle) 1 5 - 70° wagfhmuauanunsduaaielinnnsznuiifiogns (Beam
mask) L 17U 23 mm LEvn1sAne1an1ign 199 1991A5 99 XRD 91NNANITNAABINUI
i Step size = 0.005°, Time per step = 40 s Wa Divergence slit = 1/2° IﬁEULLUUﬂﬁLgmLuu%ﬁﬁ
ndRaTan sewansdunini 3 arsuiesgruuuneludf v Anuifesd Uszneunanidu
Montmorillonite 11nA31588a% 99.0 Uiﬂﬂgﬁﬂﬁé’ﬂﬁﬁ%mm 20 $1199) Fail 8.9, 19.9, 20.9 way 35.1°
deiSsuifisuiugudoyaunsgiu ICOD wuidiiumisazaimguesdiniindefutazmiloutufui
ANuNTUUNAILAN9Y (WU, 2022 way Fil, 2014) waziilssanuuneludifunsiumidenlaansssuria

=

Jeilosrusenaudug laun mend way Kaolinite 1usu

TunsAnwinissuniuiuvasuunelufazyinMsuatuunelufLazA8ns 3NA1SANWINUIThU
ASHANUUNB A LarA9RgR dUS U1 uUna lummnAusaeay 10, 20, 40, 60, 80, 90 way 95 bl
%recovery Miaududulaagluyisdosaz 98 - 102 (a15197 3) Fawansliiuinlunisinsizin
USunasuumeludmewaila XRD dlianansalinadnseviniianugnaeals wianunsalvinansiasisy
lugsnunmiigndes lnsludtegrmauvesuunaluduazarendiiivsunavuneluilugieieuas
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AN5199 3 ANWINITTUNIUNUYDIVBIUUNB lUALALAIDAD

Bentonite (%) XRD results (%) %recovery
95 4.7 78.63
90 12.2 80.22
80 36.7 45.88
60 26.9 44.83
40 3.8 9.50
20 1.2 6.00
10 0.7 7.00

2. 59Ul a1 sUfulssRudleladuazivunaludluluaiufinianats aanzduan ana
AZIUDDN WAZNIANZTUDBNABUULD

fvhnsmusuiedsdloladiismieludumets weztadomaudaneninnuns vesiui
Faosneg fall nammamuns Unusdl wuny3 uasUsy aynvsanas 9G35 inesys UssanuRiius
NIYAUYT ANTIUYT NILUATATRETYT a38Y3 UATIIHEN wazvouwnu lnglamegsdloladuaziuume
Tud $1uu 50 faeg1s Fawandlunnsied 4 Fregeileladdiulnguiainaianalswazainnz uan
$rununPay 16 fege sesasnenianzusen S 15 fregs (M31edt 4) esanluiiuiinie
nansuazaanzTuanfidauhsudmeainnidusudunis uazsesaundeaianziusen (nsuUszas,
2567) Getleladanunsnusulssnaunmiilutodeds dulumans fueendsuniefisiuau 3 e
dwiuiegauumeluifniumuldazananaananiuaznamie S1uu 40 uag 10 fegns audiiu
desmniumeluddlildinsiunlflumsinussegunsvansuilaindsdsweluunsiiuiivibu
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M19197 4 Iwuegsyuinia Yulalalul Yuwn wardudunsiunulaandmingien

¥ 4 FIUIUF DY
NUP - p <
Folas WUNDlus

AANANY 16 40
AARNLIURN 16 -
AANZIUDDN 15 -
NARLIUDINRYLNTD 3 -
AAWTB - 10

3. Aiseinegemsuiulgsaudlelad wazuunalud Fremadanisideauuiediond

Nan1TIATIEesRUsENouTeiegsTleladiiniusinlduanseglunsieil 5 wuirdegadiu
Tngaialinvesdusznevvesdlolad fifies 1 fegrsiinudleladuina Phillipsite-k iussduszneu
fegslelaniiosrusenouiduus (Mineral) uaales (CaCos) mendnsedant wazlalaluyi (CaMg(COs),)
$1UU 30, 22, 32 uar 9 fegnemuasy Tneusfiidussrusenovvesiiogsazidunsiiu laun Albite,
Anorthite, Anorthoclase, Clinochrysotile, Cordierite, Indialite, Kolskyite, Labradorite, Lepidolite,
Lizardite, Magadiite, Muscovite, Muscovite, Pyramonite, Sanidine, Sanidine tag Sodium aluminum
silicate wsAuwnilen lawn Dickite, Illite, Kaolinite wag Vermiculite waga15Usenaudainm Llawn
tridymite, Aluminium tetrahydroxodistillicate formamind &% Sodium zinc silicate I1AN@N1T
Ainssiiegnedlelafsiuu 30 faege Andudesay 60.0 vesfetdleladimun dewduszneay
Y93U3N5TINVIRRE W08 1 vila FequanTAnarsUsznsvesusfumioiuardloladunnsiaiu
dosanlasiadisiiunnanedy usaumdeailasadeduaedia duinegldifusydoulufiamenisiSes
dou vauriitloladilassaiiideudefuuvandii JsdquendFlumsuanivdsulianaialémeiu
wstuwvilsnazdleladdniduussgiamnsonuldluanmuindeusnnue Wy fu uawnznouldviad
LA Lma'amﬂauqm”LWﬁLUﬁ'sJuLLUm g wswanisniAetundouiu Bish, 2013) faugleladiin
pusTIITAkauAumdersgnuUgduluwaudentu Tunswdndleladiiuiansieieinszuiunis
wonLsAumieteen (Fellers, 2003)
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A15199 5 NadlATIEYileg R uunalusaemAtA XRD

Compositions

Sample
no. Zeolite Minerals Calcite Quartz/ Dolomite Others
Silica
1 - Kaolinite CaCOs SiO; CaMg(COs), -
2 - Kaolinite - SiO2 - -
3 - Dickite - SiO2 - -
q - - - - - -
5 - Albite, Kaolinite, - SiO, - -
Muscovite
6 - Muscovite, Vermiculite, - SiO2 - -
Sodium aluminum silicate
7 - Kaolinite CaCOs SiO, CaMg(CO3), -
- - CaCOs SiO; - -
9 - Anorthite, Anorthoclase - SiO2 - -
10 - Anorthite, Kaolinite - SiO2 - -
11 - Kaolinite, Illite - SiO2 - -
12 - - CaCOs SiO; CaMg(CO3), -
13 - Anorthite, Anorthoclase, - - - -
Kolskyite, Muscovite
14 - - CaCOs - - -
15 - - CaCOs SiO; - -
16 - - CaCOs - - -
17 - - CaCOs - - -
18 - Lizardite, Sanidine, - SiO2 - -
Tridymite
19 - - CaCOs SiO; CaMg(CO3), -
20 - Kaolinite, Magadiite, - SiO2 - -
Muscovite
21 - Albite, Indialite - - - -
22 - Anorthite, Cordierite - - - -
23 - - CaCOs - CaMg(CO3), -
24 - Kaolinite CaCOs SiO, CaMg(CO3), -
25 - Anorthite, Indialite - - - Magnesium
iron oxide
26 - Albite, Cordierite - - - -
27 - - CaCOs SiO; - -
28 - - CaCOs - - -
29 - Kaolinite, Lepidolite - SiO; - -
30 - Kaolinite - SiO; - -
31 Phillipsite-k Kaolinite - SiO; - -
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15197 5 (519)

Compositions

Sample
no. Zeolite Minerals Calcite Quartz/ Dolomite Others
Silica

32 - Sanidine, Tridymite - SiO2 - -

33 - - CaCOs SiO, - -

34 - - CaCOs - CaMg(COs),  Graphite

35 - Kaolinite, Magadiite, - SiO; - -
Muscovite

36 - Dickite, Illite, Kolskyite - SiO2 - -

37 - - CaCOs SiO; CaMg(CO3), -

38 - Anorthite, Anorthoclase - - - -

39 - - CaCOs - - Carbon

40 - - CaCOs SiO; - -

41 - - CaCOs - - -

42 - - CaCOs - - -

43 - Lizardite, Sanidine, - SiO2 - -
Tridymite

a4 - - CaCOs SiO; CaMg(CO3), -

45 - Clinochrysotile, Kaolinite, - - - -

Sodium zinc silicate

46 - Kaolinite, Illite - SiO2 - -

47 - Clinochrysotile, Kaolinite, - SiO2 - -
Muscovite

48 - Sanidine, Tridymite - SiO, - -

49 - - CaCOs SiO; - -

50 - Anorthite, Anorthoclase - - - -

naMTIATEosAUsENUTessE e lusiisIuTlFuanteglunsed 6 wuinddoens
fiflosrusznauresus Montmorillonite, Beidellite waz Nontronite Juifiussfusznaunanvasuume
T (Ross and Hendricks, 1943) $1u2u 24 feg1e Anduderay 48.0 veaiiograuuneludiaun
wenantuiegrauuneludiiosddsznouduusaun mendviedant uasumales s1udu 47, 42 uas
15 fregrenuadu Tneusfiifussdussnavvesiagisazdunsiiu leun Ajoite, Albite, Andesine,
Anorthite, Anorthoclase, Ferraioloite, Ganophyllite, Kolskyite, Maghemite, Microcline, Sanidine,
Tokkoite, Triphylite Way Witzkeite w5 A uLnd 2 lawn Dickite, Hectorite, Muscovite, Sepiolite,
Kaolinite, Nontronite, Saponite, Tosudite, Vermiculite, Volkonskoite haza@1sUsenaugatng Tawn
Cristobalite, Calcium Aluminum Silicate, Potassium sodium calcium aluminum silicate kag Sodium
Aluminum Silicate fogrsuuneludaiulugdiuau 47 fredrs Andusesas 94.0 9038 19lUUNE
Tudanun fesfUsznauvesusansssumodneion 1 vdn wWulieiusiogsdleladiishograuume

luiazannsausuiuusdue) Tuwnaafeadula
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A15199 6 NAILATIEYRIRENRUUNDlURAIENATA XRD

Compositions

Sample .
no. Berlwtonlte Other minerals Qu‘a‘rtz/ Calcite Other compounds
mineral Silica
1 - Albite SiO, CaCOs Lithium sodium
magnesium silicon
oxide fluoride
hydrate
2 - Dickite, Muscovite, SiO, - -
Tosudite
3 - Albite, Hectorite SiO; CaCOs -
4 - Albite SiO2 CaCOs -
5 - Albite, Vermiculite SiO; CaCOs -
6 Montmorillonite Sanidine, Triphylite, SiO2 - -
Vermiculite
7 - Anorthite, Cristobalite, - CaCOs -
Sanidine
8 - Anorthite SiO; CaCOs -
9 - Ganophyllite, Sodium - - -
Aluminum Silicate
10 Montmorillonite Sanidine, Triphylite, SiO; - -
Vermiculite
11 - Ajoite, Anorthite, SiO2 - -
Vermiculite
12 Montmorillonite Anorthite, Ganophyllite, - - -
Stellerite
13 - Anorthoclase, SiO2 - -
Ganophyllite
14 Montmorillonite Aitigorite, Ferraioloite SiO; - -
15 - Sepiolite, Tokkoite - - -
16 - Anorthite, Potassium SiO2 - -
sodium calcium aluminum
silicate
17 Montmorillonite Aitigorite, Ferraioloite SiO; - -
18 - Kaolinite SiO, - -
19 - Kaolinite SiO, - -
20 - Dickite, Muscovite SiO; - -
21 Montmorillonite - SiO; - -
22 Montmorillonite - SiO; - -
23 - Albite, Triphylite, SiO, CaCOs -
Vermiculite
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15197 6 (719)

Compositions

Sample .
no. Berlwtomte Other minerals Qu‘a.rtz/ Calcite Other compounds
mineral Silica
24 Nontronite Albite, Cristobalite SiO; CaCOs -
25 - Albite SiO2 CaCOs -
26 Montmorillonite Dickite SiO, - Potassium
aluminum iron
phosphate
27 Montmorillonite Dickite SiO, - -
28 - Ferraioloite, Vermiculite SiO; - -
29 Montmorillonite Ganophyllite - - -
30 Beidellite Anorthite, Volkonskoite SiO, - -
31 - Albite, Anorthoclase, SiO, - -
Ganophyllite
32 - Kolskyite, Witzkeite SiO2 - -
33 Beidellite Cristobalite, Calcium SiO, - -
Aluminum Silicate,
Witzkeite
34 Montmorillonite Anorthite, Ganophyllite, - - -
Stellerite
35 Nontronite Albite SiO, CaCOs -
36 Montmorillonite Ganophyllite - - -
37 - Anorthite, Cristobalite, - CaCOs -
Sanidine
38 Beidellite Cristobalite SiO, - -
39 - Kaolinite SiO, - -
40 Montmorillonite Aitigorite, Ferraioloite SiO; - -
41 Montmorillonite - SiO; - -
42 Montmorillonite Dickite SiO, - Potassium
aluminum iron
phosphate
43 - Albite SiO; CaCOs -
a4 Nontronite Albite SiO; CaCOs -
a5 Montmorillonite Witzkeite SiO; - -
a6 - Ferraioloite, Maghemite SiO; - -
a7 - Albite SiO; CaCOs -
a8 - Albite SiO; CaCOs Calcium aluminum
silicon oxide
hydroxide
49 Montmorillonite Sanidine, Triphylite, SiO; - -
Vermiculite
50 Montmorillonite Andesine, Witzkeite SiO2 - -
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Study and Evaluation of The Quality of Perlite and Vermiculite

Growing Media in Cannabis Cultivation Systems
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ABSTRACT

The objective of this research was to characterize perlite and vermiculite using X-ray
diffraction techniques across an angle range of 5 to 70 20, with a step size of 0.002" and a time
per step of 30.6 seconds. The perlite analysis identified three mineral components: Silicon Oxide,
Albite, and Anorthite, with respective peak positions at 20.6504 (1 1 0), 26.1386 (0 0 2), and
26.6799° (0 2 2). A broad peak in the diffractogram from 28" 15 - 30" confirmed the amorphous
nature of silica. For vermiculite, four minerals were found: Vermiculite, Silicon Oxide, Muscovite,
and Fluor-phlogopite, with Miller indices at 5.9231° (0 0 1), 7.7990 (2 0 0), 8.4008 (0 0 2), and
8.5210° (0 0 1). Among 50 perlite samples, 39 contained Silicon Oxide (17.45% - 25.4%), while
Anorthite was present in 41 samples (25.6% - 36.3%). Albite was found in 49 samples, averaging
35.5% - 57.4%. In the 50 vermiculite samples, six minerals were identified, including Vermiculite,
Silicon Oxide, Biotite, Fluor-phlogopite, Muscovite, and Anorthite. Silicon Oxide appeared in 41
samples (8.80% - 22.00%), while Biotite showed concentrations of 38.93% - 58.13%. Muscovite
and Anorthite were present in ranges of 15.80% - 51.50% and 25.40% - 41.30%, respectively. The

average analysis result for these samples was 7.25%.

Keywords: Perlite; Vermiculite; XRD
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UNANED

Toguszasrvesnuidel Welinseianvazanizvennesladuasiesialad semaia

MsEeuusEiond Imaf?]’qu:gﬁt,ﬂmzﬁt,ﬁﬁu 570 28 Step size fivwn 0.002  waz Time per step
7l 30.6 Tt INMFIATIEETIR e ladnussdUsEnaudLs 3 ¥lla LA Silicon Oxide,
Albite Wag Anorthite LandiLIe 20 vosdunisiin wazArdifiaaes (hkD) veawdn windy
20.6504 (1 1 0), 26.1386 (0 0 2) Way 26.6799 (0 2 2) muady Anunsnlaunsuduuuuiin
n914 (Broad peak) faust 28° 71 15 - 30° ﬁu&Tueﬁwmwm%ﬁmmﬂﬁgﬂi’m (Amorphous nature of
silica) wazansumsgIunesHATladnuasAUsENUT S 4 viln laun Vermiculite, Silicon Oxide,
Muscovite 4@z Fluor-phlogopite wanesuvys 20 vawhuniafin uwazadaiifaaes (hkl) voawdn
Winu 5.9231° (00 1), 7.7990 (2 0 0), 8.4008 (00 2) uaw 8.5210 (00 1) mudiyu 3iAs1z4
fhoghdluguitiumssnuazaeief Mnuvdsiiming lusiufinnanans wasnang fusenideunie
vosuszwelng udunuvesianugnluszuunmsugniivdgy wesladdiuau 50 dreg1s wull
89AUsENBU Silicon Oxide 71U 39 AI9Ee AUuegluYIe 17.45% - 25.4% Anorthite 31UU
41 fegrs wusnilanoglutag 25.6% - 36.3%  Albite $1uau 49 fegs TAnedsgeiigaiiloiiiey
Aunssinduiirreglutag 35.5% - 57.4% uazussindu q S1uu 15 f2e819 nszanedeglutig
30.7% - 38.35% waginsngiiasiailandiuiu 50 A1e1e NUBIAUTENULTILITAN 6 Flalau
Vermiculite, Silicon Oxide, Biotite, Fluor-phogopite, Muscovite, Anorthite LLazLL'i'ﬁwladlu 9 lag
Vermiculite 911434 9 fag1a TUTaunasegluyag 0.60% - 2.30% Silicon Oxide 9113 41 f3pes i
AIN1TNTEA8AINT1908 1Y 8.80% - 22.00% Biotite 311U 20 3084 Herd1ulnaegluaie
38.93% - 58.13% Fluor-phogopite 31U43U 29 #38E14 A18E5¥1I19 19.20% - 52.80% Muscovite
71U 37 699819 dUSuegluye 15.80% - 51.50% Anorthite 313U 21 A8 TUTUuee
Tutig 25.40% - 41.30% LagnULISNIU T1UIU 2 Fegs HanFIATIEAARBYINTY 7.25%

Addgy: waslad; Lesiimilad; NMsdenuusidiend

UNUI
waslad (Perlite) Wuuguulwilowiutianils fesdusznay /
muadidusenledvessineieg lun 8n15evay 70 svaliunievas =
p | < ~ ~N s o ¢ - .
12 - 14 Uagsmmauq W wan nunadeu waziiiluesddseneudn o
UssanadSeway 3 (Aksoy et al., 2022) Fadanndudiulseneunandil

autAteifinuszansamlunsugniis dreuiuanuudause nuny
wazidulaldfluaninundouiivarnvans Tnelumesladifmisey
uriananuden ludoveanedladasiindnvosusarend wadauis
lulnlnd wozussesuivaud (anild, 2551) daulngjaglilusuuuuaenesa Getweiniun snguun
yhlitsruietléd SsdnmsilUlddunanaduasinvuessuanmeesiu Tefiunsszus
pIAsouT iy Jaanlemaiinlsnsiniit & pH unans Taefnwiaunaseritsiinasuazenne
Tudu dnsillddutanmaunuaulunsugnitivwuuldldiu Sendy “lelastndiad (Hydroponics)”
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nesiitalad (Vermiculite) WunsAumiendifian pH 7.0-
7.5 uag EC ¢1 A1 CEC 98531379 15-21 cmol/kg flunasrinuila
wuunAsnfiannnisid sunvasvesluni (Mica) lnsendu
(Pyroxene) Aaalsd (Chlorite) w3aussnfindnoty Snogluus
nauueqiilu-ddian (Aluminosilicate) Ianwagurunaau1nly
Hu doutuey Welinrudeudiguvgiigesiinnisveis
pgennddudennanmslailundneenly Tasaguenodad

Usumsiiiadu daunuiuwduanas vliguinled gaeiiudn

faa

Anudunazyelilufudgn (Marcos, 2022) waglenmiaunsnlan nesiaalad dsimermslnuna

= o o

~ N a = A o v a val Y& o
Wey, wunii@ey waswaa@en inshluldusslevdlunisenasglad Jaiinsdiunldduianmnne

winvEemsveneiugiensing venauiuiu ilevinliiunseTanugn uasluiangadu

wedanmadsnoudidiondifunsimgimesddsenauifaug uasindoudieganuulsl
vhanesegns TneanualiasiBenUszanm 325 e 0.044 fadiuns) Msimeadunsazdoni
145 uduvoei108 198 dnwazn15119f LU I ukuvaNy al (Completely random orientation)
lisdiendazvieuldvnvuiuozmeieman wavazuaniesrUsznouveasynutiafidussdusenouly
fegns mailsazuandlugy Diffraction pattern Bsuansanuduiudszminedsa 26 Tuwnu X fun
ANULNTY (Intensity) ¥38A13E4 (Count) YoefinlukN Y uae Diffraction pattern sinuanslugy
294A1 d-spacing (A) lngunuaA1nNann1sve9 Brage ai';umfiLﬂiﬂzﬁ%’amﬂaﬁlé’mmsaﬁw Diffraction
pattern T3 suiigufudeyainsgiuiiiniinsraialagesdns The International Centre for
Diffraction Data ; ICDD wiievnesAuszneuidaus (@ndld, 2551)

Jagtumeslad uaznefimladiduiaguaniifenltlunsgniiy uidslifinnsnsaaey
aunmiduluaiissyuuaainvideli vesuftRmsnsirnisinunsididudesUssgndldinaia
nsidsnvuadiendlunsfnumandfidelaseadne TnegsfunisasadeuuasUssidunmnin
uenaniimadadanandaudunisanuanngiiinaniesljoinisannsannisldaraadiifu
Sunmelunisiiasesd Tuaandunu uazszezalunsiinseiifiesessunstaduld mfy
AIUAY LavquanunYesmeslad waziesiimlad Admineluviosmann uarinuinauselevives
inwnsnswaziuilne 1aldYaguaniidaanm
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guUnsaluazIsNIs

gunsal

1. w03 osflouasTannieivnenmans dun 13 ostinsevidomeadaid suvusediend (x-Ray
Diffractometer; XRD) 8tfa PANalytical 3 Aeris A3 09UAR18819 XRD mill #ildfegns (Sample
holder) fiou 1AdoaufuazTandun Mdlukesiufinisiase Wudu

2. answadl lawn ansunsguneslas mmu%q‘w'é >99% (Expanded Perlite Powder, Nanoshel)
mimmgmna%ﬁﬁﬂaﬁ (Raw Vermiculite, Sri Ramamaruthi Vermiculite Mines, India)
a1sunIgIuEanausenles 325 Mesh (SO, Cernic International) a151195g1Ue¥alU AY
U%?j‘mé 99.8% (Al,03, Prostar Chemicals) Isopropyl alcohol Wusu

ad
35n13
1. 59U5UFAI0819 W05 bad haztIasiAdlad A91MUIEAINTBINaNA lLYANUANIANANY LAEAIA

[

nrueenieamile lnesiusmainiudmiigianuanduld Tmiiede wasialdngininisinens

y v
aAd v o 1

fifsedniaunaziidedo
2. wpufeguiiedinszidneinses X-ray Diffractometer (XRD)

idegsldlunszusnunfietie s Isopropyl alcohol 91U2U 10 HadanT UARI0E19AIY
1A383 XRD mill wazthluszmeuislugou igauvnll 40 ssrwaldoa audieesuis azldfernail
dnwanfunsaziBonvuintesnin 45 luaseu (325 ) ussaiiegeilsaslu Sample holder 71l
yuaduHUgUSnas 27 Tadluns AUl 2 fadng uazdameussaaeinfuynfianisaud
HANTNISeU Lardn139n3e9iv0Inanet199ase (Random orientation)
3, Anwanmsfinzausemalansdeunsdend

3.1 wisusegaunedlad uazesinalad mude 2 Wluimsgsidaerdes XRD 19543

engAdtindu (Cu Ko) Anuenaadu 1.5806 A 71 25 sseuwaided (Cu anode, Ka at wavelenth

1.5906 A at 25 C) g‘tJLL‘UUﬂ’l'ﬁLgEJ’JLUU“U@&%JQ?ILE]M? (XRD Patterns) Usgananan1siasizinigmaila
Rietveld Refinement laglalusinsy PANalytical X'Pert High Score plus (Ver. 4.9a (4.9.1.29739)
2021; Malvern PANalytical B.V. Almelo, The 'Netherlands) #519@0U%HAUDIA1TUTLNDU Gz’fayja
Tnssasrendnuazd1uusznouldeus (Crystalline phase) A fogludaet1s Ingd1sdsa1nein 20
YOIUWNRUINA (Position) A1TEUIUTENIWKEAN (d-spacing) uazmAswiiiatans (hkl) vasndn (Miller
indices (hkl) values) W3guiiiguiugnudeyassds ICDD (PDF-4/ Minerals 2024)

32 USuan1izveanies laun szi’sxiféimmﬁ"?ﬂ, Step size, Time per step, Divergence slit
ey Beam mask

3.3 Fenanmeiivinzaulaen1siansen Szj'Nﬁmmﬁi’msuaq XRD Patterns AToUARNYNHA
fiduamessdiinnnsznusazanuaudnvesiinfivinzay wasl %Recovery YOIATUINTTIUH N U
AuuA 98 - 102 %
4. Anwnssumuiuresesdusenaudaney senlediuaisufindu (Matrix effect)

4.1 waw Sio, fU ALOs iaududuyes SO, i1 Na1a uazga WIsudaeE1 AT
2 hldAmseidneinias XRD Tunanfeadiu Tnevhnsiasei 3 91

4.2 s wasUsuldiy % Recovery ¥a3ansinsgy SO, msnasiimua (AOAC, 2016)
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5. Anwauduiusidaduns (Linearty) vesaeusznaudaneu eonlusiuaisuiniu
AP URUS T 0 dunse (Linearity) Tnan1sld SO, waw ALO; Teils Sio, 7 aududu

$1uau 8 Aty inmessianududuay 3 91 ihdeyaiildunatnamssrinseduty

Y09 %Si0, Al AUuran15In %S0, FeLedes XRD

6. Jinszvimesduszneuldsuiinm lnswSsuiisuiugudeya iensiaaounazysuifiununinees

fvgraneslan wavhesiamladluriowain SUIUAIR e 50 Fegs

STULLIAN LSUAU 9R1AY 2566 - AUER U8 2567
douiviinmeaes  vesliRnsnguanifessuunnivdeununniukail nauddeinunsiad
N NRILIYITYNITHAANINITAYAT NTUIVINTNYAT

NANISNAABILLAZIRNT]

¢ o o

1. suTuitagrunesiad uaziiasiiftlad N meauvianain
WNNFREINeslad wagiesiAlladndmiigauiuimiieTagUanduld S

v
v A

{8 uaziaflfurnaninnwes vesiuisminaeg G nammamiuas Unus i wunyd uasusa
AUVINTANAT TIYYT INYTYT UTERIUASTUS NEYIUYT anTIaiys WIvUATASeYsEN aseus uaAsIIvaENn
warvouwnu lneldietniaz 50 drege faandlunisned 1 fegrsdrlngldainaianans $1uau
60 $79879 AIARZIUAN TIUIU 20 A1 N1ARNTUDDNLATAIANYTUDBNLABLUTD 91U 10
FI9E19 MUFIU

A1919% 1 Puudeganesladuaziiosiflannsiusanlaanniuiiane

& 4 uuieg
Nun - —— 574
waslan LosuAlan

A1ANANY 30 30 60
A1ARLIUDDN 5 5 10
AARNLIURN 10 10 20
AANLIUDDNLRYIL YLD 5 5 10
374 50 50 100

2. 1W3EUATDEINNDAATIZNAYLATDY X-ray Diffractometer (XRD)

U5390e19a3lu Sample holder gnMmelL It LaLe fogramsenlviinsen

AURINTS YU
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3. Anwanasfivansaudiswaianadeavuidiend

annyvenaiad XRD Aldlumsiemeimesladuazneiadlad Tneld5adiondniiin Wy
Tavignoauas (Cu Ka) A1ue1ndU 1.5006 A Aasigiisneryuil 5 - 70 126 1ua Step size 0.002°
THandmsnzsiudiaz Step 30.6 w17l au1m Divergence slit 1 wasuun Beam mask 23 fadiuns
Aaendeyalassasawdnuazdiuusenauilausaiemaila Rietveld refinement uaznsiaaeuiu
31ut0ya81984 ICDD (PDF-4 /Minerals 2024)

3.1 miereineslaffemaianisdsnuusdiend

PNMTIATEETHImIgIuesladiiemaila XRD warlansiaasuiugiudeya

$1984 ICDD (PDF-4/ Minerals 2024) Usinganiunsnlaunsussnini 1

Counts

Bl Anorthite 37.9%
Silicon Oxide 2 21.7
B Albite 40.4 %

3600 —

1600 —

400

Fston 28 Copper €0)
Al 1 XRD Diffractogram vedtnaslan

1namd 1 wudanunsalaunsuvesweslad iensavaeuiugiudeyadiads ICOD

(PDF-4/ Minerals 2024) uaniosfusznoutdausly 3 wia (1151971 2) Ao Silicon Oxide, Albite way

Anorthite uamasiummis 20° wazAdvifiames (hk) voawdn Wity 20.6504 (1 1 0), 26.1386 (0 0 2)
LAy 26.6799 (0 2 2) FednwnzAvunsnlannsuvesarsuinsgrumedladiduiuuiinning Broad
oeak) Tnefinazisunineiaust 26° 15-30° Wulendnwainslaseadinanzvesdant aeandesiu
MuITevosuanuaramg wuqa diffraction pattern 993ines laddanwauzidunuvodugiu
(Amorphous) Tngnswlagifisduann 15 - 30° fgnfinasanlutag 22°-24° SawaiildBudu Amorphous
vostanlusnegraneslas (Darmawan et al., 2021)

M19197 2 LARIBIAUTENOULTILIVDIAI0E19a TN IT LN S Lad

Minerals Compound Name ICDD Code  pos. [290] Height [cts] d-spacing [A]l | (%)

Quartz Silicon Oxide 01-073-6613 20.6504 936.15 4.29771 100.00

Albite Sodium Calcium
Silicon Oxide

04-017-1022 26.1386 877.56 3.40645 93.74

Anorthite Calcium Aluminum
Silicat 00-041-1486 26.6799 855.59 3.33855 91.39
ilicate

ANNUAL REPORT 2024 No.1 123



32 mywneiesimladmeamaianisdeiuusdiend
91NN157LATITREITUINIFIUesHAladAemATla XRD wazlansivaouny
F1UVBYAS19849 ICOD (PDF-4/ Minerals 2024) Usinganlunsnlainsuaanini 2

Counts

Raw Vermiculite|
.Vermiculite 15%
Silicon Oxide 26.0 %
. Fluor-phlogopite, 1M 58.4
B Muscovite-2M1 14.0 %

1000 —

1450989 [A]

11.70682

Gt

500 —

4.10143 [A]

3.51184[4) & i 2,68956 [A] .
035 [A] ! 5 :
3.59557 ] J A ! iE?‘HD [A] 248290 [A] 220132 [A] 167718 [A]

0 e . B B s B B B B B B B
10 20 30 40 50 60

Position [°26] (Copper (Cu))

AN 2 XRD Diffractogram v83siegnaiasinlan

1NNMN 2 nuIArsnlaknsuveesiiailad Wensivdeuiugiudeyaseds
ICDD (PDF-4/ Minerals 2024) uanssAusenausdaus 4 win (115199 3) laun Vermiculite, Silicon
Oxide, Muscovite tay Fluor-phlogopite Lami@umily 20° wazAnvsiilalans (hk() vaINan WAy

59231 (00 1), 7.7990 (2 0 0), 8.4008 (0 0 2) wag 8.5210 (0 0 1) Auay TnesEevmesening
S2UNUNEN (d-spacing) U89 Vermiculite vinAvU 14.91 A TndlA9AUIILIT8U99 Marcos (2022) &4
NYIUTLYLINTEMINITEUIUNEN N 14.50 A

o w a

A5199 3 LARIALAUSTNANAYRIRN WIS NIALNSUVBIBSHALas

o

Minerals Compound Name  ICDD Code  Pos. [208°] Height [cts] d-spacing [A] | (%)

Vermiculite  Sodium Magnesium  04-017-7291 5.9231 139.33 14.90939 100.00
Aluminum Iron
Silicon Oxide
Hydroxide

Quartz Silicon Oxide 04-014-2178 7.7990 95.36 11.32682 68.44

Muscovite Potassium 00-058-2035 8.4008 30.24 10.51674 21.70
Aluminum Silicate

Hydroxide

Fluor- Potassium 00-010-0494 8.5210 89.92 10.36867 64.54
phlogopite Magnesium
Aluminum Fluoride

Silicate
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4. AnwimIsuniufuvasasdusznaudaneu sanludiuansuliagy (Matrix effect)

TAgNSHEL SO, war ALO; 1 SEAUAINLLETUTY 1.06%, 10.02%, 20.04%, 40.05%,
60.06%, 80.03% Waz 99.80% ud1lusndaeiaIes XRD §1uu 3 91 wu3n ldnanisitasiss
USu1a SiO, iy 1.09, 11.20, 22.30, 43.20, 61.70, 81.40 way 99.50 &1 % Recovery 103.15,
111.78, 111.26, 107.87, 106.07, 102.96 ua 99.70 Faliiinn13suniufiuves Silicon oxide fuans
$insu (Matrix effect) FaLanImUAITIaT 4

AN5197 4 ANWIN1SSUMUNUYBIRIAUTENBUTANDU anlaniuaIsyinduy (Matrix effect)

% SiO, XRD result (%Si0Oy) % Recovery
1.06 1.09 103.15
10.02 11.20 111.78
20.04 22.30 111.26
40.05 43.20 107.87
60.06 61.70 106.07
80.03 81.40 102.96
99.80 99.50 99.70

5. AnwnAnudunusiBadunss (Linearity) va1a9dUsznaudaneu sanladivaiseiindu
NanTALENTUSITUduRse (Linearity) Tennsld SO, ay ALOs Failgunuy (XRD
Diffractogram) taw1zfa swnusfiandnlidewiuiu (nmd 3) Inewiouaududues SO, 939
Uswannd 2 - 90% audiduay 3 41 thieyadildinadanarlsevitsaududures %Ssio, il fu
NANITIR %SI0, 914383 XRD l¢iAn Correlation coefficient, r = 0.9996 (N7 4) WaZKAAINTT

AANAULAIAINILTNYRISIELBNT (Intensity) ¥8d SIO, MUV peak gegn (26 = 29.37 ) (Wil 3)

160000 5i02.99%
A1202_99.8%

90000 —{

40000 —

I

10 20 30 40 50 60

Position [°26] (Copper (Cu)

A 3 wansguluu (Diffractogram) ¥4 SIO, (NS MEKAY) Uag ALOs (NS WiFTR) NHlgULUIUARNEZEN
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100 29n51e9uU (Linearity)

o)

2 80

5

C

§ 60

;ﬁ a0 y = 1.0107x + 1.6734

o= r=0.9996

§ 20

€ °

& 0 20 40 60 80 100

A1934 (silicon oxide)

AN 4 ANUELNUSIBUEURSS (Linearity) ¥4 Silicon oxide 29ANuaNguUsEan 1 - 99%

Counts \ | | LU L

90000 -

40000

il uin !

_[Si+A 2% =
10000 j[
O Tsivals% x|
10000 J\
1. A

O Jsival10%
10000
A

O SivAl20% =
1oeee :_JIL JI M_MAM
A—A—A-_)-/\_AJ\LA___J\_LN_JL/’L_A_«_J\A

[= |

’\_)\_A_AJ\__/\_A_J\—)\_A_A,_/\_}L__A_,J\J"E

0 -
40000 | Si+Al_40%
10000 _AJ|L
03

40000 —
10000

° TsivAL=0%
40000
_JIL Al

0

Si+Al_60%

Si+Al_90%

40000

U‘.\..\ L 5 B S B By B
20 30 40 50 60

Position [°26] (Copper (Cu))

AW 5 WaAINIAANGUKEIANILTNYRSELNG (Intensity) Y84 %SIO, e peak addn

(26 = 29.37 ) Pt uUsEINn 2 - 90%
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6. Aszivasdusznaulatinm TnswSsuiisuiugudoya ensraseunazysiliuganiw
vayagrauwaslad wazasiiftladluiamain Iuuaietnme 50 AqaEs

6.1 NaMTIATIEAIRE1NES AT LU 50 AI9E19 VIRRUNARYLUY 2 - 8 Tadns
Tl szyuuaaInUITIA T Mnurdssmineluaiuiidminnganmuniues Unusid wuny3
UASUFY AUNNTAIAT 5IYYT LWYTUS UTEAIUASTUS MeYauys qussaius wivuasAsogsen aseus
UATTNYENT Uazvoulny nuitdteg1unesladiosdusenautdeus laun Silicon oxide, Anorthite,
Albite wag Mineral laun Muscovite, Calcite Ing Diffractogram vJunuuadagiu (Amorphous)
wazrngiinni1e (Broad peak) Insfinaziduntraseus 26 15 - 30° Feasiidrgeanaglugag 22-24°

M3 5 LanIHANTIATIEitayaRIRUTENauLdLTvewiiegsTanUaninaslandiuiu 50 faegd

NaN15ILATITHA2ELATDY XRD (%)

AaRE Silicon Oxide Anorthite Albite Other minerals
P1 22.5 30.4 47.1 -
P2 - 32.8 32.3 34.9
P3 94 ) 778 12.8
o 613 i - 38.7
P5 6.5 6.2 87.3 -
o6 _ . 67.2 32.8
p7 - 48.1 175 34.1
P8 ~ 33.1 30.3 36.6
P9 - 31.0 30.6 38.4
P10 19.6 24.6 55.8 -
P11 - 25.6 37.6 36.8
P12 159 - 73.2 10.9
P13 5.2 89.5 5.2 -
P14 20.6 24.4 55 -
P15 185 45.0 36.5 -
P16 - 305 295 40
P17 19.8 36.8 43.4 -

P18 24.3 24.3 51.4 -
P19 21.4 - 57.4 212
P20 43.5 53.4 3.1 -
P21 21.5 30.4 42.1 -
P22 21 - L -
P23 - 29.8 35.5 34.7
P24 24.6 29.0 46.5 -
P25 25.4 32.1 42.4 -
P26 26.1 34.7 39.2 -
p27 73.7 24.4 2 -
P28 25.8 29.7 44.5 -
P29 27 25.7 47.2 -
P30 139 81.3 4.8 -
P31 24.8 33.3 41.9 -
P32 24.8 33.8 41.3

P33 - 40.2 31.2 286
P34 24.8 36.1 39.1 -
P35 25.7 363 38 -
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15199 5 (519)

NaN15ILATITIAWELATDY XRD (%)

AaRE Silicon Oxide Anorthite Albite Other minerals
P36 25 35.4 39.6 -
p37 42.5 - 57.5 -
P38 24.9 37.3 37.8 -
P39 - 48.7 2.9 48.5
P40 25.2 34.7 40 -
P41 25.4 38.5 36.1 -
P42 - 27.8 33.8 383
P43 23.2 - 76.8 -
Paq 16.4 - 83.6 -
P45 23.4 25.6 51 -
P46 25.1 34.1 40.7 -
pa7 11.2 5.8 83.1 -
pas 10.6 4.1 85.3 -
P49 7.9 4.3 87.8 -
P50 8.7 5.1 86.5 -

NnmsswuIdeganesladiny Silicon Oxide Hd1uau 39 Meoes HamsiaTzviade
Winffu 23.67% Fedlrdgaiviiiu 5.2% uazngegaintu 73.7% lagtaamansiinsigsisinisnseans
Yoetaya (Aun-Ates) Aoutnand1e uansduTann Silicon Oxide unnsnsiusnnluusiazsiteg
Fesheehsdilvgdiuinaeglutig 17.45% - 25.4% feeefiny Anorthite fid1wau 41 foegs wa
mMeTgiedowiniy 32.53% Tsdiadigaiiiu 4.1% uazAngagauintu 89.5% deiideeedidl
Anorthite fiensnannlutnsiiedns uazgsegulanuluuisiions Inefvasadinusnniigaegluzaa
25.6% - 36.3% fhegeiny Albite fid1uru 49 fetn nanTIATIEdY 46.03% Faildrdng
Winfu 2% wazAgegaviniu 87.8% Tsaoensiiil Albite Sirndvgeigaiilowfiouiiunisindu uans
71 Albite onadunsndnlusegvdulng Inedegvdnlnglaeglugie 35.5% - 57.4% uaz
Fogefinunssindu 9 (Other Minerals) fd1uau 15 fegha HanFATIziade 32.49% el

'
[

AEawiiiu 10.9% uagAeagamiiiy 48.5% LLs'ﬁm’Lumjmﬁﬂizma@ffgaQ‘lmhq 30.7% - 38.35%
6.2 nan1TIATIEsiFeg AT lads w50 Feg1e nunass e luas i

FanTangamnumIuas Unus il wunys uasUsy aynvnsains s1vU35 ysus UseaauasTus

NIYIUYT GNTIUYT NILUATATOLTH AT8UT UATTIVANT uazvaulil NUIIeE1aesiAdladny

p9AUTENOUTILIUAN 6 vllalain Vermiculite, Silicon Oxide, Biotite, Fluor-phogopite, Muscovite,

Anorthite LLazLLi'maéu ) (Other Minerals) fsmn519i1 6

A51971 6 Lanaman T Tzideyansuszneudivesiogisneitifaladdau 50 feg

WNAN1SILATILIA8LATEY XRD (%)

Foeaii Other
Vermiculite Silicon Oxide Biotite Fluor-phogopite Muscovite  Anorthite

Minerals
V1 1.6 22.0 57.6 18.7 - - -
V2 23 - - 24.7 31.3 36.1 5.6
V3 24 - - 21.0 339 33.8 8.9
\a 0.2 17.2 - - 37.8 34.8 -
V5 - 30.5 - - 46.8 22.6 -
V6 - 12.2 58.8 23.7 53 - -
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M15199 6 (78)

WAN1IATINA2ELATDY XRD (%)

i Vermiculite Silicon Oxide Biotite Fluor-phogopite Muscovite  Anorthite Other
Minerals
V7 - 8.5 77.4 11.6 2.5 - -
\% - 14.5 67.8 11.1 6.7 - -
V9 - 4.8 524 - 0.2 42.6 -
V10 - 4.2 62.4 8.0 - 25.4 -
V11 1.3 7.3 39.1 - - 52.3 -
V12 33 14.7 - - 34.0 a7.9 -
V13 - 8.3 46.8 - 44.9 - -
Vid - 14.2 38.4 - 47.3 - -
V15 - 11.8 44.0 19.2 24.9 - -
V16 - 16.0 84.0 - - - -
V17 - 19.3 - 54.3 - 26.4 -
V18 - - 32.2 19.4 48.1 - -
V19 - - 30.2 10.0 59.8 - -
V20 - - 48.6 49.9 15 - -
P21 - - - 52.8 47.2 - -
V22 - - 39.6 8.2 522 - -
V23 - 14.2 - 85.8 - - -
V24 - 9.8 - 82.4 7.8 - -
V25 - 10.1 50.5 319 7.5 - -
V26 - 8.8 21.5 34.9 34.9 - -
V27 - 10.5 - 423 59 41.3 -
V28 - 9.1 - 527 - 38.3 -
V29 - 6.6 - 67.6 - 25.8 -
V30 - 7.4 18.8 48.4 - 25.4 -
V31 - 4.6 57.9 32 - 34.3 -
V32 - 41.1 - - 58.9 - -
V33 0.1 10.9 - 55.9 15.8 17.2 -
V34 - 17.1 - - 82.9 - -
V35 - 6.3 53.8 - 39.9 - -
V36 - 33 - 48.2 18.7 29.8 -
V37 - 9.9 - - 4a4.1 46.0 -
V38 0.6 28.9 - 67.1 - - -
V39 1.6 31.4 - - - - -
Vao - - - - 59.9 - -
Va1 - 19.3 - aa.4 8.6 27.4 -
Va2 - - - 41.2 38.6 20.2 -
P43 - 9.6 - 54.4 15.9 20.1 -
vaa - 45.8 - - 54.2 - -
V45 - 48.5 - - 515 - -
Va6 - 82.6 - - 17.4 - -
var - 31.6 - - 68.4 - -
Vag - 35.1 - - 64.9 - -
vas - 19.3 - - - 80.7 -
V50 - 25.4 - - 74.6 - -
ANNUAL REPORT 2024 No.1 129



NnAs1NUITIeg1esTiAladfiny Vermiculite fi1uau 9 Fiog1s namsIzviiade
Wiy 1.49% @ sdlepnanindu 0.10% uagAgsgamindu 3.30% lnsnanisiiasievidiulngd
USsnauaglutag 0.60% - 2.30% fegnaiiny Silicon Oxide H8wau 41 fethe mamsileseviiads
Wiy 18.36% T ailA1sgavindy 3.30% wazAgaaawindu 82.60% lngnanisiiAsznda1nig
nszateAaning lnsdwlugfiusuiaeglutas 8.80% - 22.00% faee197iny Biotite 31Uy
20 fhegne NaMTATIEiRRENTU 49.09% Fellmmanuintu 18.80% uazgeaaviniy 84.00%
lnenansiasgvislandiulvageglugig 38.93% - 58.13% §108197inu Fluor-phogopite 3517
29 f9ENs HAMTAIATILAABYINAY 37.69% BeiANsnaAWinfy 3.20% wazA1gaaainiy 85.80%
Tnsnanisitasievifiainszatediniie daulngifirtegseving 19.20% - 52.80% A1ee197iny
Muscovite fi§1uru 37 g1 namsilasEviladeiniu 34.99% JeilAraniify 0.20% uas
A1E9AAINAU 82.90% lagNan1TIATIENAAINTEEAININ uideg1dulvgjegluaie 15.80% -
51.50% 208197y Anorthite fid1uau 21 fees nan1TIATIERRABYINAY 34.69% Fadadian
Wiy 17.20 % uazA1a9gaLiniu 80.70% lagnan1siiasizvddulvajegluyie 25.40% - 41.30%
FR0EN SN U319 (Other Minerals) fid1uau 2 feg1a nan1siiAs1zsiladewiniy 7.25% dailan
FanvinAy 5.60 % uazAgsgaliniy 8.90%

megaesiiAaladdulngfiesruszidauslusgy Biotite uay Fluor-phogopite LUuI519)

9

a

wluySinaigeaniusiegna Tnetadesnnnin 30% g Silicon Oxide Imsnszanesvesaninedian
Tunguussns envagiounuvanyatsvediiet1esiaaladiuniinggi uagvermiculite
fuUTushniussmdu 1 lneadsliiu 29% luusasshegnanesifladmun Sanmsuszgndld
waliansdsnuusdiond neld Rietveld dwsunmsdunniuameunausasgninfnmnnsany
Fanilaifigusdn (Amorphous material) Tudhegs faudfiazanmnsadunliielnenisifudedig
PBuAsgIUANTIVUTINA winadwsarilanuwiudiesasmndeyandnmansildlunisusuand
A e violinsafusedne duinazidunsdueansfumiendnlng Afanuiinunilulasaiis
HAZNTATUTULDUVDILTA) Tugeeafiiasest (Neurnann et al., 2011)

dyUnan1Inaasg

FBasgianugninesdlad uaznesifiladfomadanmadsivuddiendlasanizue
1309 XRD Aldlunsiinsegildsediondfinnmueniadu 1.5406 A Jiasizvisneanyud 5 - 70 °20
UIA Step size 0.002° THIa13AszviuAay step 30.6 3UT WA Divergence slit %° waguuIn
Beam mask 23 flafiluns Jinsizvideyalasiadimanuazdiulsznouidausnlemaila Rietveld
refinement Wagn339a0URUFIUTEYAE1984 ICDD (PDF-4 /Minerals 2024) a13unsgiusnesladny
D9AUTENOULTALS 3 i laun Silicon Oxide, Albite waz Anorthite LanwinwmLe 26° wazARyiliia
@03 (hkD) veanan Winiu 20.6504°(1 1 0), 26.1386 °(0 0 2) uax 26.6799° (0 2 2) FednwalzAnunsn
Townsuduuvufinndng laefinazisundradaus 20° 15-30° dauansuinsgiuaesdfalad
WUBIAUTENOULTILS 4 ila laun Vermiculite, Silicon Oxide, Muscovite wag Fluor-phlogopite

LanILILS 20° uazensaiifianed (hk) vewan Wi 59231 (00 1), 7.7990 (2 0 0), 8.4008 (0 0 2)

war 8.5210 (0 0 1) MUAIAU WaZIINANYINITTUNMUAUYBIIAUSENBUTANaU aanlunnuaIsIRndu
(Matrix effect) lagld SiO, war ALOs &I % Recovery 88581319 99.70% - 111.26% Falsiiinns
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sUNIUR U4 Silicon oxide AuUa15¥EAS U (Matrix effect) way AUFLRUSITAdunsa (Linearity)
¥p309AUsENOUTANDU Donlediuasuiindu l¢An Comelation coefficient, r = 0.9996 fag1awos
laddulvgfesduszidauslusy Albite 1ussdusznouiduign Tnedaadegniiussindu 9
Anorthite ff198195U19d LT LansAn gqaiie 89.5% T s91aazsiouUAILLANAITDIFIDE T lUL
wiasiLaviseanInkIndoun1sasausl uaz Silicon Oxide fiN13N38AUAIVDIANDEINNING LAAIDS
ANUvaINangvenasratnesilas Mmednesialaddiulnglosdusyiauslugy Biotite uay
Fluor-phogopite 1uussnAinuluuiunaugean Tnsiadsuinnin 30% dau Siicon Oxide fin13
ns¥aemvesmneignlunguussnn avviouanumainvatevesieganesimladiitiuiinggi

a

wag Vermiculite HU33nausn11uss19au o lnewndsldiiu 2% luwsagiiegiaiesiiailadimun
ada (4

AalunsAnwkazyssilununinianlanineslad wasietdailadainnisimuiisieevaie
WATANSEYAUUSIFDND @10150M03LAT18N09AUTENDULTILIVBIFDE 1N BS Lamkastiasia

]
al

ladld Fafiaaugndes udud dndede asunduly viliisenudedulunanisiasiesi Ju
gauUANUINTZINENG

AUBUAN
AnzfifeveveunudinauAnrnsIIMIASETY Inenmans 338 uazuinnssy (anan) 7l
msafuayuuite uazveveUNsEANKITEIYY §e e AliAUInu wasdouuzih naennis
yhanAdeiviliussg Tnguszasivesnuideluadsil

=]

asunauIeluTduslevd

1. WU UAn1TIAs1enveensuivIn1snens 1olunsliuininsiainges vesujuanis
Migusy HefURnisienay wasunInende aunsntndsuInggIN N15IATIEITIUTIYDY
wosladuaziasimlad TUldluduisuaspruluiesufiRinig

2. inwasnsldldinesladuazinesifladiliuinsgiu suaainsey Taanmasimuaain
sz aansguide viieannisvhaneaunnesiuiiinanmslifanuanlaildunsgruluiiui

3. Jusgneunmsaiusadinadaseluldlunisavnununinnesladuaziiosiallad
ANLLINTFIUNNTAIVANANNNENTUTUUTIAY
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N15ANYIUTUIUAITAIUANNSLATYLAULAVBINY
NGUaBNTU JuiuaLsaaY TunanduaNa1SINNUsEENTAINNY
Study on the Quantification of Plant Growth Regulators :

Auxin and Gibberellins in Plant Enhancement Products

qaanwil lvgves s Sseiverned  inusshl A33  gilaa) vewded  a15m) Insdey
935 nAATSEr A 255U YAYRT
Suwaluck Chaitong  Phetcharat Siriwi Supissa Thongkheaw  Sathida Phonoi

Charirat Kusonwiriyawong  Wannarut Chutibut

o =

NANIFLLNYATLAL NaINALITIYNTHEANINTNYAT

ABSTRACT

A study on the quantification of plant growth regulators in the auxin group, including
indole-3-acetic acid (IAA) and indole-3-butyric acid (IBA). Also, three types of gibberellins, namely
gibberellin A3 (GA;) gibberellin Ad (GA;) and gibberellin A7 (GA7), in azolla and blue-green algae
samples using LC-MS/MS technique. The results suggested that a suitable sample preparation
technique was QUEChERS. The samples were extracted by 4:1 (v/v) 1% formic acid in acetonitrile
and methanol, and a salt mixture (8:2:2:1, (w/w/w/w) of MgSQq, NaCl, trisodium citrate
dehydrate, and disodium hydrogen citrate sesquihydrate). The extracts were cleaned up by
primary secondary amine (PSA) and MgSQ,. A preferable condition for extraction was a gradient
elution between 0.1% formic acid and acetonitrile in 10 minutes time. IAA, IBA, GAs, GAq and GA;
contents were determined at a concentration between 0.01-0.30 mg/L. The Limit of
quantification (LOQ) was 0.04 mg/L for auxins and 0.01 mg/L for gibberellins. The precision of
the predict LOQ values ranged from 0.17 to 0.21, and the accuracy ranged from 95.5% to
101.6%, which were within the standards set by AOAC. In the study of plant growth regulator
concentrations in azolla and blue-green algae samples, the IAA concentrations were found to
be 0.058 mg/kg and 0.016 mg/kg, respectively. Additionally, the study did not detect IBA, GAs,
GAg and GA; in either azolla and blue-green algae samples. The accuracy of the concentration
measurements ranged from 98.0% to 110%, which complies with the AOAC standard range of
80-110%. Therefore, this method is suitable for detecting the concentrations of auxin and
gibberellin in azolla and blue-green algae samples, and the data from this analysis can be used

for the production of plant growth-enhancing products.

Keywords: Auxins; Gibberellins; Plant enhancement products
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UNANED

n1sfnwdsunaasaiuaunissyiulavesigluaisnquesndu laud nsndulaa-3-wedsn
(Indole-3-acetic acid: I1AA) nsABULAR-3-U373n (Indole-3-butyric acid: IBA) waznq Ui usuaisady
391n lawn Juluatsadu 183 (Gibberellin A3: GA;) 3ULUBLSad Y 184 (Gibberellin Ad: GA,) wae
Juluaisadu o7 (Gibberellin A7: GAY) lufiegnaunuuaanazamsedidoinnuiniu dremaia
LC-MS/MS 2 nn1sfinuinudn 18nsnTeudiegneiivangan Aen1s1435 QUECHERS Tagldansaria
1% Formic acid in acetonitrile ' @ Methanol (4:1, v/v) hag Salt mixture (MgSQyq, NaCl, Trisodium
citrate dehydrate uag Disodium hydrogen citrate sesquihydrate (8:2:2:1, w/w/w/w)) wazld Primary
secondary amine (PSA) Wag MgSOyq LfJumiﬁédaaﬁﬂv’i’m'ﬁﬁ’aasmﬁmmu%qwétﬁmmﬂﬁu nouuly
Jas1e9f el an1aedl inunganlunisuenans Ae Gradient elution 51313 0.1% Formic acid
iU Acetonitrile Tuszaziaan 10 w1l laevinn15AN¥IUTUIUEANT IAA, IBA, GAs GA; way GA, TERR
AMUUNTY 0.01-0.30 HadnSusadng A1 LOQ v4a15ngueanduiniu 0.04 Tadniudedns A1 LOQ
YesasnauiuUeLsadu iy 0.01 fiadndusedns InoA1AImNITiBavesAn Predict LOQ agluas
0.17 - 0.21 wazAuusiugroglutig 955 - 101.6 Fsogluinausiimuaniu AOAC 9nmsAnwIUTIA
ansmuaunssydulnvesivlusedauuaazamieidenutiidu nud TUTinmuas 1AA
Wity 0.058 fadnsusenlanty waz 0.016 fadndusedlansu audidu uenaindainnisdnulainy
U3a100813 1BA, GAs GAq uaw GA; visludognaunuunuazannsnedifonutinu Inenuaauug
MnMsAnvIUTINamsoglug 98.0 - 110 Feeglunnsirivuaniu AOAC fislinausifvuaeglurag
80-110% vﬁ’aﬂ?ﬁ%ﬁ/ﬁmmWimzaaﬂ,um3@3’3%1}1%%194?17%@"31@an%uuaz%uLuaLsaﬁquLmuLLmLLaz
amdrediferunuiniu Snftedsanansnindeyaninnismsanivimaasluiiegtetananlule
Usgnaunsldailumsndnidundesamiasfiuussansawiy

(% a a

ANEIARY: PBNTY; FULUBLIAAY; A1SLNUTEANS A WY

A1t

msUgniituuuinunsduvsinszuatonfismnniy inwnsnsidienuaulawagnduinugnit
Tussuuinunsduvidiuegisunsvans iesannslinnuddyiugunimuaseasdasnsdts suems
vosgan fuslam saufiniseudneminennssrsumiuasAanndeuas1ediiu inunsnsletondenld
Jadumsndanensinunsiidunaniamiannsssued wu a1sdifus asadaansdunidviedlaann
AailTAnazdanssimanionfiu sedluu ussnuarninezdlusineg iWussduszneu Felinmsudauay
Ndmhemuiudnaiinuns Smiefesruunenss wagszuuesulatialy wazniilesaniagiiu
inwmsnsUszavtigmdeiadfisnniuns Ieilinuesnsdedlddadonsudnmanisinunsiiiudunsd
naunufiaanndu Meiguszneunisiuesiuremisilsfinouusunuasdunidldniauagsmine
JT8N1IHAANI9N1Tn RS 10T W udy nesl TewmurdaTen1TnEan1an1sinuns
sudvnsinens IiEsfunnuddyandagmiiaty Sdafinsfnuwnsruaunmsudauayldansan
WinUseans nmienazannisldyswadas wu nsléamsrediderunuduiuiududenidy
donsialaudvlnvesdundindrenin deluansadaaimdrefideunuiniuisinemsi sy
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AoN1LsYLAULATEINY dnTaezdlu 16 ¥ila waza15A18993luUNY Indoleacetic acid (IAA) way
Cytokinin (Usgln wazmaiy, 2560) LazdednsAnwInavesaIsannaIns 10813 saunuyiy
AaNISRSYLAULAYEIT Wud1 Msldansainamsnesasseendsiudunisliddelulnsauinlvdg
finsuanneauinninisiddelulasiaueginied (Useln wagane, 2553) wazainuinnssuvesd1tinise
wagiaLINIeTafne (2564) dTinmsadmansdaduanuvuuas Fadundefausimadenlmilunisly
a1555507 Uszneusesinemsiulasiaugs limaunudeiadl enassnsasydvlavesiiadin
wanzfumazUgnituinuuudunid nieugnitudnlifuuseniuleslundaFou Jemsadaunuung
Husdessimanmaineasiifienudasasosonisuilon sednsdnmanuasiddarinasfuiumuuas
srufuamiedidomnuiiiudade feliauauifaunudiiivuaves]edunis annsnunluld
Uselewiunfiednitanisudnnuuinuasduniduadldauuumsunismnianuasi olilinandn
A mAnsINIAs IuAfvue IdHandngaduAInIsamuLaz YN AR TIUABA B BLN AN
wazguilan dmsldnsnensiiinusslovigean iannuddunsmsineasuazliiliAnuaiy
fodwindon Tnsunuuaudisuiadioulsanundndelulasiaunisdinm lagkunssuunisnie
lulnsiauainenmevesanitedidonnuiiiuiiendooglulnssluresumuuns vl umuunadudiv
flannsafviunaldedunng nefsssznanfviuduasarinfios 2-5 Yu minfanwuindou
fmnganazatunsoi uuTualdde 40 11 Tuszeziiaies 2 dUa1si Jumadi et al, 2014),
(Zimmerman, 1985) lutugiiamsne@ideunutihiuiowdsenourensnesilu uararsadissosluy
wlungueandu lulalaliu uazduiuaisadu ﬁﬂhﬂﬁ'qLa%mmm%zy@uimaﬂﬁﬁn (Wsgln wazane, 2560),
(Kollmen and Strieth, 2022) Snviaunuuasuaramitedidounuiiiudaduudsiunadidnenm
Anwnsnsannsandaldogrsioiedlifiunun Ineddununsndadvniieuiisuiunmandiana
¥indu nMswamndnSusiuuunnivamseddeunnhdusade Wunmsideimunidelrnngld
wiunidlusUasUgniiefieruagninunniu aunsaldasiuldlusinasndlifivldsusneims
Wisswasonudoinis uenanissannsatiluldlunszansugnisvdasineg ety taeluamss
Aderunuiniu wudiiuananguesndu Tdud 18A anuduty 005 fadnfudedns dudusedu
arududuiiiismesenisinluldlunsdaaunsasagiiviavesiin Weswnnuitemududuves 1AA
finouaussrediuvesdduazmdrslusudaaiunnaigiivlneglurae 10° uag 10° luans
pdfy druanududuiinzansdenisiaigidvlavessineglussdudiannlugie 10" uag 107
Tuan$ (Moore, 1989) emnuitaduves 1AA luansadmamsiofuuzilflddamumdluuafivinuinty
0.005 fadnsuredns nedumnuituduiieglutis 10° - 107 luad drduveisadutioifiunisvens
IRDNTATUarNTEAsTIvesEIdY uasnuluansadaamsiedideunuindu 36.4 fadnsusodng
drulalnlafiuainsndiauasunITLuuYes 1SINTUILRITDLTAE AAUATUNITATINLAZ NSRS YUDINT
uaztaelun1ssenvenudn wasnuluansatnamsneddeuniniicu 0.013 fadnsusodns (aeln wae
Atig, 2567) dmiumaiadaialasuninnsflusaaunlasiums (LC-MS/MS) iumaiafianansansain
#luseduinaneyssq Snvisdaiauazain siasa uadty Saugndes wiudguuazaansansiata
ansfidusnasig iiadsnunmuandaiinaldnaesinlunaniety fafuisdhmadaduld
SLumiﬁﬂmﬁmmmaqmiﬂdmaaﬂ%uuaz%uLU@LsaﬁquﬁaaEJﬂaLquLLmqLLazm‘ViiwﬁL%'JLLmJﬂéﬁL'ﬁu
fashluwaundundadasiaad wszdns oy Feldannmamizd ssinng uisedsiine
NN TeNANTITENITHEANINTNEAT NTIVINITNEAT N1IATITNATIENAIE LC-MS/MS vilvinsule
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Tuiaaramedideunuiduiviinumsngueeniuiariuivaisaduey lugaseudududife
iluldUsslenfldvsol Snitsagldhanuiid safuusslenivesansmuaunisad g vlnvosiis
Tuwsuas amsiedidenuninty wesnansasiasiuUssansamigluanenenliinensns wazagld
wuzihuardaasuliinunsnsiindasusiasiulssans s efi ndnarnununaswazans1odd e
unaiiuldldUselemiludiunismnzdgniivinensdunis Snvadunisandurunimdauas
WaunsinunsUaenssldogned by

gUNIalLazITNTS
gunsal

1. wiesdiodvenmans laun wdesdaluiimeden 5 funds indesdansiledia wadouwgans
(Vortex mixer) la3astuinieg (Centrifuge) \A3093n pH-Meter 1394 Ultrasonic bath

2. wieaflonsiaTiasiedd lhun s esdaialasunlnsnsvuuaaialasdines (LCMS/MS:
ExionLCTM wag Sciex 4500 Triple Quadrupole )

3. gunsainisnses leun Juusesy YANTOIa1582a18 Mobile phase nszA1uNIas 0.22 lulasiuns
HINTBILNAIROU 2uIn 30 luaseu Nylon syringe filter vu1a 0.22 lulasiuns Nylon membrane filter
19 0.22 lulasiuns

4. e 16uA ninUsines dnned leseAui Jua nsvuenmg

5. Yanduq Aldluresufufns ¥uA eedin] Phenomenex synergi fision RP 80 AC A 50 x 2 fad s
nreuA 4 lilesns Ynselud® auin 10-100, 20-200 uae 1000 llasans viaent e

6. @15u1m3gIuuaza1siadl Leun Indole-3-acetic acid (IAA) 99.6% Indole-3-butyric acid (IBA)
99.2%, Gibberellin A3 (GAs) 98.8% Gibberellin Ad (GAs) 99.7%, Gibberellin A7 (GA7) 99.9%
Acetonitrile (ACN) LC-MS grade > 99%, Formic acid (FA) >98%, Ammonium acetate >99%,
Methanol, MgSQO,, NaCl, Trisodium citrate dehydrate, Disodium hydrogen citrate sesquihydate,
Primary secondary amine (PSA), quaﬁﬂmiﬁtiﬁm QUEChERS Usznaunieans MeSO, anhydrous 4 g,
NaCl 1 g, Na,H- citrate : 1.5H,0 0.5 ¢ WAz Nas- citrate : 2H,0 1 ¢ (8:2:2:1, w/w/w/w)

7. nAnSudiansiuusednsnindiy Tdwn wiuuas (Azolla microphylla Kaulf.) wasainsae
ATeaununiridu (Hapalosiphon sp. DASH05101)

28M9
1. AsAnwIIs A B uAaTa e AT unu Ry

1.1 Wdhdegaunuuaanuayudiuuddmiuimnzye e ud iug unuuwa Lagdieg19amnsiy
&3 uaunuidu Hapalosiphon lue1misinas IINWAIIUTINMATAUS N WA UG a1 198 T2
unNIY 2INnAuLATEaAuNIEAY nauiTeUgiiine nesideaundadenisudanianisinuns
A nnnens Tnsvhnisiassudaegne feidl disdegrsunuuaslud ulnidudedeatulagld
lulasiauad Wi ednwianmuesiaeg1s Llfivd suudamiod suan miounisinsizd Snva
nsaseusaegdasldlulnsiaunar svildfmegiudauy waraunsaunazdenladiety
(Figure 1) Mnufufiegsfigumgf -20 ssmnwaifea nouiladadioTinsey dnsudiesis
ams1edideaunuiidu Hapalosiphon thiaegsnnsessedinseswnasineudidvwin 30 luaseu
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aedaeganaeuinay Aeliliuis udrhdruiidudeanstedlennuiniulvadaiiedinszi
MUSIUETAIUANNSIASYAULATRININ AL aNTULAEIULUBLTATY (Figure 2)

a) b)

Figure 1 a) Azolla sample before homogenization

b) Azolla sample after homogenization

Figure 2 The blue-green algae sample was filtered

using a 30-micron plankton mesh filter.

1.2 MIafafogauuLAILaravs s AT eunuinGuasmaia QUECHhERS (Chieh-Han, 2018)

1) Faso8g19US U8 10 nSU LY 1% Formic acid in acetonitrile fio Methanol (4:1, v/
welmdiwdunan 1 wdl

2) Lid Salt mixture (MgSOq, NaCl, Trisodium citrate dehydrate thag Disodium hydrogen
citrate sesquihydate (8:2:2:1, w/w/w/w)) USinau 6.5 nsu wenlmdniudunan 1w

3) Whiegafinauudluynstumwiesdi 3000 seusewdt 7 15 esrwaidea Wunan 5
Wit Beagldansazanediugnuuu (Supernatant) aenin

4) vhauiilu Supernatant Usunns 6 Jadans lﬂﬁwiﬁu%qwéﬁaﬁuﬁaa Primary secondary
arine (PSA) 150 fadnu uaz MeSO, 900 fiadnsu werlndnfudunan 2 unft wazthludumies
seesostiumiedi 3000 seuseundt 7 15 ssmwadea 1Wunan 5 wid

5) drd1sazarsarunuvulunsesnay PVDF filter auna 0.22 lulasiuns neuiluidn
WeSes LC-MS/MS

6) Usztliumnusiurain1sainaindl Recovery 9MNNI1stANaNsiIngIU IAA, IBA, GAs, GA.
way GA; mududu 0.20 fladnsusedns aslufetaunuuauazieg19@msdidunuLiEy

2. vanmeiungauueaiad LC-MS/MS lumsnmataansnguesniulaziuiveisadu
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USudsannzlumsinsizdansialuduililunmsuenansasveanar (L0 aud msldnodu
Tunsuenans gauvniilugauaugavnivesnedutl Usinumsililunisdn snsnisiva shsdrves
wlaad oudt warUsud san1izludauves MS uag léun Precursor ion: Q1, Product ion: Q3,
Declustering potential (DP), Entrance potential (EP), Collision energy (CE), Collision cell exit
potential (Cxp) wanslu Table 1

3. 11595230 uANlE LA AN INUBIN1TTIATIEREITNa UeenT Y tAlN IAA, IBA wazdls
NAUIVLUBLIAAY LokA GAs, GA Uag GA;
3.1 NMSANYINAUDY Matrix effect 99375VAd0U

3.1.1 ¥nn1svAgeu Standard calibration curve W3guULiBuAU Matrix calibration curve
VDIENT IAA, IBA, GAs, GA, 4a % GA; 7i9amnundudy 0.01-0.30 fadnsudedns s1uau 7 sediu
aududy auiduduas 3 91 Tnenaaeulu Matrix vesiegununaazamsnedidoaunutiitu
feg1aay 1 9n

3.1.2 yimswTeudiguAiaiuti Calibration curve 83 @15U1955U 1AA, IBA, GA;, GA,
way GA; fimnududulutag 0.01-0.3 fadnsusiedns fupnuduaes Matrix calibration curve 91073
WUENTUINTTIU IAA, IBA, GA; GAs ae GA; adlufiing 1aunuuas Lava Mg TeunLTIEY (Sample
blank) lneNa15041910AT %RPD LNugin1seausu < 10% n1u NATA, 2018

3.2 nseudUTUSITLEURSe (Linearity) wazadisauuduiinaadey (Working range)

3.2.1 YIN1INAAUAITUINTTIU IAA, IBA, GAs, GA; hae GA; fiaududulutig 0.01-0.3
faan3usedns s1uau 7 seiumnududu Arududuas 3 6

3.2.2 ahunsmlanaduiusseinanuduiuvesasaransnpspiuiiduasiuluieeng
(wnu x) fuefiuildin wau y)

3.2.3 AmsauAn Comelation coefficient () nawieess: Wil 1 > 0995 prl APHA, AWWA, and WEF (2023)

3.3 119%11A1 Limit of detection (LOD) wagA1 Limit of quantltatlon (LOQ)

3.3.1 ¥MsVAdeUfegaILAg waramsedidounutinty $1uan 10 91
3.3.2 MuIA1 LOD uag LOQ lagldgnsAuiniain EURACHEM (2014)

LOD = X, + 35,
LOQ = X, +105

X yanefls anade
S7 vanefis Andeauusnessiu
3.4 yhnmsfigavianugnstes (Trueness) uazanuiiies (Precision) Aiszsiu LOQ
3.4.1 YN1TNAABUAITUIATIU IAA, IBA fieudutu 0.04 Seansuroans uay GAs, GAg
uay GA; ety 0.01 fednusedns anuiduduay 10 61
3.4.2 UszifluAimnugndes 91ndn Recovery fioseglutiag 80-110% uazUszifiuanuiiig
1ne#91500191nA1 HorRat < 1.3 9ui195g1u AOAC (2023)
3.5 ATeimUsinaEsnaueandu lawn 1AA, IBA avaninguiuiuaisadu aun GAs, GAs Uag
GA; lusheghaumuunsuazavsedifounuiniudieeies LC-MS/MS
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FTULLIAT LIUAY ROUARIAN 2566 - AUGR WauUeIY 2567
douiiinImeaas  iesufuRmsnquamiessideiyingeimanusuasiuedesmatiamanes

nauddenunsell neddeiaundadensnannianisinuns

NANISNAADILAZIRITO

1. NavaINsANEAENSISELR0E uLLALazE M E T wnIniRY

nsanafleglaeldinaiin QUEChERS 8 1deisn1sainansaqe Liquid-liquid extraction
(LLE) uazrdndssuniuesnainaisadndaeg1asieis Dispersive solid phase extraction (d-SPE) &4
Faviaratei 19 lusuisedde 1% Formic acid in acetonitrile waziiinind eadlulud unouadn
FeUsznousoans MgSQO4 anhydrous 373U 4 n3u, NaCl 971uu 1 n3Y, Trisodium citrate dehydrate
$1u7U 1 nFuuay Disodium hydrogen citrate sesquihydate $1u3t 0.5 N5 vit olWasi #oans
Inseazanglumavesiiaranedunidlduiniu Tnsasiiitaaninnisuendu iesannindesyld
dumnueswediessy vhlanuddivesivhazaemudy Dunaliarsfitalusiedazane
Tusvhazaneldunniu dmsu Nacl azanUSinamesdwudsuiitidrluasatndogis dau MgSOs
szvilfnnsuenduvesansiialds Snitanaiin QUEChERS f4ad fis vildsinEa aznan uazUaoasde
(sun, 2567) nnsAnwilda %Recovery lunsadaansiis 5 ¥iia ludied vunuunsiazdieghs
aediTeaunininbu eglutag 98.0-110.0 aeitldeglunasinissouiures AOAC (2023)
2. HavBsENIEIvINEaNTRLATaY LC-MS/MS Tunisiiameiansnguaandunaziuiusisadu

PINNSMIANIET VANEaNTaaLas 89 LC-MS/MS Tunisusnans IAA, IBA, GAs, GA, wag GA;
wunannefivnzaveuios LC Mdlumsnnainnesiasmununaaiagiulnvesiiv ngueenduuas
Juiversaaudusal

an1zrauas aed 10 19 lunsuenasiagvewnar (LO) IWaeduilunisuenaisifu
Phenomenex Synergi fision RP 80 A° 19U1AA1ME1IA MLE UK 1UAUE NA1LMIAY 50 x 2 mm U9
aumawiniu 4 lilesuns wagldaamalidgaunugamgiivesnaduiviniu 40 asmwaldea dursuusunmn
anildlunsdausazadariiu 5 llesans Wensmslnawintu 300 lilasansewit vnsaaanslu
svernan 10 uit Ingldsnmduvesandsuiiulusunsunsiious Gradient program) el (A fo 0.1%
Formic acid uae B fie Acetonitrile) fisvaviian 0-1 undi T/dasdau AB wirtu 95:5 fisveznan 1-4 wiil
T8nsdau AB WU 595 fisvaiian 4-6 writ 198nsaau AB Wiy 595 fiszawiian 6-8 undl
4Snadn AB Wiy 95:5 wasfiszezsian 8-10 wift 198ms1du AB wiriu 95:5

aneveuA3 0sd AT g IaeE s un (MS/MS) (i enunasinialossu (lon source)

LUV Electrospray ionization (ESI) fiusznausae Positive - Negative mode 14 Curtain gas w3esuivinfu
25 psig wag Collision gas WAL VAU 9 psig @rusunisatlse lovauldmnumn1sdng windu 5500 V
lu Positive mode wag -4500 V T Negative mode 199 ungndilunisunndivaslosauinany 500
psrnwava Iussnuvssialulrasiialooau WAy 50 psig kaz 60 psig kagldwisdinasnisalnu
MS/MS WulnuntaRzuenduneivmesa (Multi Reaction Monitoring: MRM) sauansly Table 1
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INANMEAINAITIANUNITHENETT IAA, IBA, GAs, GA, kg GA; 1A1 Retention time Tuns
WUNANSNIAN 2.86, 3.27, 2.73, 3.40 La¥ 3.39 W19 MUa1AU LnelaTUINLATUALARINNSHENENSNY 5
iinn1elean1zAINaI19AY Wansie Figure 3-7

Table 1 MRM precursor/product ion transitions for 5 plant growth regulators via electrospray

lonization
Analytes Precursor Scan Product ion Declustering Entrance Collision Collision cell
ion (Q1) mode (Q3) potential potential energy  exit potential
(DP) (EP) (CE) (Cxp)

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

GAs 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

GA7 329 Negative 223 -41 -5 -27 -15

211 -41 -5 -38 -7
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3. avaen1InTRaauANNldlABnuN INIaIMTIATIEESNgueaNTULasAUIUBLTARY
3.1 Wan1sANwY Matrix effect ¥9935A51EYENS 1AA, IBA, GAs, GA;, way GA; MuA79819
wLAaYSegsE e ddeunutnEy
3.1.1 Nan15AN® Matrix effect 98935LATIEALUAIOLIILRULAY
PINHANITNAFBU Matrix effect lufag1aunuuasiiinas on1s3as1z9ians 1AA,
IBA, GAs, GA; k8¢ GA; WUIEA1 %RPD 11NN 1NaU9IN158ausuvaa NATA (2018) (%RPD<10%) taedl
Anginfu 97.5, 124.0, 1023, 122.1 war 112.3 muddiu sefunisiinsiedimu3anaans 1AA, IBA, GAs,
GAq 18 GA; TufiagauwnuLaasawmsan Calibration curve Tu Matrix ¥89R30819LAULAS
3.1.2 nan1sAnY Matrix effect voisainseiluiogsamiedideawnuniitu
INHANIINAdaU Matrix effect TudaegnsamsrediTerunuiniudfnade
ANSIATITIANS IAA, IBA, GA3, GA; g GA7 WUAT %RPD LVINAY 28.39, 15.05, 8.01, 9.91 way 12.77
anudeU Tnenuiman1svagaeu Matrix effect lusnegnaamsiedifewnutnturesans GAs uag GAq
faregluinuein1seausuras NATA (2018) (%RPD<10%) d3uans IAA, IBA wag GA; WuU11 %RPD
1NN NNUTANTERNTUTBS NATA (2018) fetulunisaiasnysid ovUsunmans IAA, IBA way GA;
Tushegreamsnedidvaunuiiu doun3eu Calibration curve Tu Matrix vesfiag1samsedLden
wnutidu
3.2 pamenAnUduTLSEadunse Linearity) wagtsemududuiivaaey (Working range)
NANIINAFOUNIAN Linearity ey Working range YOIIDIATIENENT IAA, IBA, GAs, GAq Lay
GAr nutldAeglutg 001-030 fadnduredns Tnsansvia 3 uiin fidn Correlation coefficient (1) N7

0.995 HIUNINNTEBNTUAMLATFIU APHA, AWWA, and WEF (2023) (r = 0.995) (Table 2-3)
Table 2 Correlation coefficient (r) of I1AA, IBA, GAs, GAq and GA7 in Azolla samples

Type of PGR Equation Correlation coefficient (r)
IAA y = 21,645,850.3699x - 14,074.5035 0.9987
IBA y = 12,650,201.0811x - 15,136.4247 0.9988
GAs y = 1,425,849.5887x + 19,805.9456 0.9990
GAq y = 1,232,349.4299x + 36,614.1449 0.9987
GA; y = 16,858,983.3851x + 171,788.3464 0.9978

Table 3 Correlation coefficient (r) of I1AA, IBA, GAs, GAq and GA7 in blue-green algae samples

Type of PGR Equation Correlation coefficient (r)
IAA y = 17,164,089.2895x + 70,362.0937 0.9981
IBA y = 31,348,193.6789x - 347,267.4262 0.9986
GA; y = 2,796,190.1443x - 22,144.9144 0.9991
GAq y =4,014,679.7905x - 10,773.0343 0.9993
GA; y = 21,730,702.4004x - 135,980.4014 0.9993
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3.3 §aN1IMIAT Limit of detection (LOD) WagAn Limit of quantitation (LOQ)
1N1511A1 LOD way LOQ Ue9as IAA, IBA, GAs, GAs kay GA; A1 LOD 289a15 IAA,
IBA, GAs, GA, ke GA; 111AU 0.03, 0.003, 0.001, 0.001 wag 0.002 HaanSUFaNT ANAINU WUA1 LOQ
UDIANT IAA Lag IBA fiAviniu 0.04 Tadnsuseding A1 LOQ U831 GAs, GAq wag GA; fiAwiniu 0.01
fladnsusioans nmsfigatinnugniesuazasuiugiseiu LOQ wuiwamsvaaeuiiaugndeduas
AN UG H1ungiNTEaNTUYes AOAC (2023) lagainugnAaslsziduan %Recovery agluyis
95.5-101.6 UazAmuiug1UseiluaNa1 HorRat agluyas 0.17-0.21
3.4 yBnaensngueendunazivueisaduluiogmanSsianaiiud sedvsamile
31NNIMUTIIUEIINqLeNTY LAk IAA uag 1BA Tudiegeunuunnazamsediden
uANULIL 1u7n SUFunaans 1aA Tusesaununesuazains 1w orunuu iy windu 0.058
ez 0016 fadnfureAlansy mudidu nudsuimans 1A eglussduanutudud d wady
N1t LA ulnveIN Y Aou1nnai 0.005 dadnsumoans a1 Moore (1989) wazluwuans IBA

(%
Y (% 1

NI899A10813 AUNINIUTUIEITTULUBLTAA Y LA GAs, GAq ez GA; wulnsialinuludiogia
4 2 wiin edlanmaegeumearaugnieslumsiinssiansia 5 «iin Tasnsfiansand %Recovery
fldanns Spike asansgIusie 5 win adlulused umunasuazans wd i saunu iy wue
9%Recovery U095 5 uiln (AA, IBA, GAs, GAs Was GA,) iivaslulufodsumunnsuasannsnediden

unaniRu deneglutag 98.0-110.0 Fsagluinaminisueniuves AOAC (2023) (80-110%)

dgunan1Innasg

NNsAnIUTINaEITAUANNsTyRulavesiynguesndu laun nindulaa-3-wodin
(indole-3-acetic acid: IAA) kag NsAdulaa-3-01913n (Indole-3-butyric acid: IBA) nguiuiualsadu
391n lown Juluatsadu 183 (Gibberellin A3: GAs) 3ULUBLSad Y 184 (Gibberellin Ad: GA,) wae
SuULUBLSadU 187 (Gibberellin A7: GAY) luf19819ununnanazaIns o idoawnutiniui i lule
Tunrswamdundnsusasiinlszaniamiia annisatnansiegisiewmada QUEChERS Tngld
d@15dn a 1% Formic acid in acetonitrile # ® Methanol (4:1, v/v) thag Salt mixture (MgSOq, NaCl,
Trisodium citrate dehydrate e Disodium hydrogen citrate sesquihydrate (8:2:2:1, w/w/w/w)) haig
14 Primary secondary amine (PSA) uag MgSOq Lﬂuaﬂiﬁlﬁdaaﬁfﬂﬁmiﬁaasmﬁmmu%qwéﬁmmﬂﬁu
noutluTiasied T9an1aglunsuenarsidu Gradient elution 5¥17149 0.1% Formic acid AU
Acetonitrile Tuszaziian 10 W wuAALELTUSIFaduRss (Linearity) wazga9nudutuiinagou
(Working range) agluyasnnnududu 0.01-0.30 fadnsusedng diAn Corelation coefficient (r) = 0.995
?zfamummsﬁmiaam%’umummgm m13 APHA, AWWA, and WEF (2023) wuA1 LOQ 999d15 IAA LLag
IBA 111U 0.04 1a8n5Usadns WuA1 LOQ 189815 GAs, GAq Ay GA; WINAU 0.01 HadnSuneans way
wumamsﬁqﬁ]ﬁmmgﬂéfmLLazmﬂmﬁ'mﬁizé’u LOQ HUNUIINITEBNTUAINNINTFIU AOAC (2023)
INUANIINAADU Matrix effect 10353AT1eRlURI0E19UMULAL U3 S1A7 %RPD Tildainnisvaaeu
1nnIn 10% Feflnannninasiniseensures NATA (2018) (%RPD<10%) feiun1sinsizrimusuna
@15 1AA, IBA, GAs, GAq Wag GA; TusegnaumnuLnInoun3eu Calibration curve Tu Matrix va3si8819
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LAULAS I1NWANISNAABY Matrix effect 98933315789 luf 081981991881 T oaunuiidu wud
HANSNAZDU Matrix effect 1819819518818 9IuNLL LT UYDIENT GAs UAY GA. firnagluinu
N158eNSUTES NATA (2018) (%RPD<10%) d2uans IAA, IBA way GA, WUI1 %RPD fildannnisvadeu
11NN 10% FaAnLNnnILNMTINTEaLSUYRs NATA (2018) farlumsinsesiiiennu3unaens IAA,
BA uay GA; lusiegeaminedideiununingy deandeu Calibration curve lu Matrix 299608149
amsediloaunuinty 91nnsmUsiaeEns 1AA Tufegauruuauazamsnedid saunutinGunue
flAvindu 0.058 way 0.016 Tadndusenlandy mudidy druanssn 4 via liwuislusiesaumuuns
Larams1eddeaunuiniy aviulaiiusinuens 1A Tufegsununnsasined19ams 18T e
LLmnfwL3uaq1uizé’UﬂamesﬁmsﬁuﬁdaLﬁ'%MﬁLﬁtgLﬁUI%@ﬂﬁ% loun deaiunsasyAulnueanaugng
wazN1LT YA ULAUD9N Samnediavhfmegranandlundmduasiiuussans amite oy
mstlUlflunmssdefivdnuuuinuasdunis Sniadadunislininensifiduunssdaduasdunisld
ninensideylfiinussloviguan SnitannisAnuisiesgiarsvesuidedaunsndiluduis
Anreiansngueendunarivivaisadulufedmansasim siiussavsnndiale

AUBUAN

s1e13dvatiuil egmelilasinisidensnmasouamnimvesmsnuansaiiulnvesiis
wagnsmerilulundniusiansifiuuszans amiividmureluvieanatn unuauiseides Waunssuu
MInIasusesnuAmiadensudn eadansgiu wazensedunun s fiRnsluuszimalne
lasunuatvayuannemuaduasuine1mansIdowasuinns sy @1UnnuauenITunsdLasy
Ingrenans Idpuazuinnssy (@nad.) awsaandusuladudomuinguszasd deautisinie
Nnnyaansuazidmiingsideinuasiaiiuarnguauideaunigiu nguidedgitiner nesideriaun
HadunisuBanmamainums nsudsinsineas feaglunssidunsidlufuenars maeieudiegng
LagAidunside lnolanizegnsds veveunausUszln veaszen tnimnsinunstnngnisfiey
nguideUgiinen nedideiauntadonisndnmanisinuns nsudvnsinuns Aldlianueyinsiey
fhogaumunazamiedidounnifunldlunshauideluaded

nsinasuITeluldusslevl
Lannsnihisiengasnneided Wieseiasnguesnduuariviveisadulufos
uwkasLaza e deunni@uls
2, 1/1iwﬂ%mz:umiﬂejmaaﬂ%uuaz%uwaLiaSuluﬁaashqLmuLLmLLazams'wﬁLﬁ'ﬁsanmﬁ;ﬂﬁu

Azl lunsedndunansuaansiiuussans nwive
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suQdl udlyy. Mawiousedisiemailn QUEChERS. uvaaiiun
https://www3.rdi.ku.ac.th/cl/knowledge/2566/dec/QUEChERS dumu: 25 nsNQIAL 2567
Usglw viesszen auves vilunds Adnwal wigsaln uaviaeins Wsadudin. 2553, Msfinymavedans
afavseddeunuhiuenisaigiulauaskandndn. san1sUfvivy vsedT 2553
w7 2. nesideiaudadenisndnnianisinuas nsudrnisinuas
Usgln nesszen A3dnwel uiagsdln n1uen deslyeds dadend ainda fundan wigns g
YR wazandud mayana. 2560. msldasadnamieifeunmiFusuiulemdlusenis
Wigiulnvesdundlendn ‘Uandes 507 anmsimnzideaiiede. 215515 rAan sa99a7
uasuns U7 4 atiuil 4 (maneu-Sunaw)
Usgln vosszen Asanwal uiasade alguudt Insdasaute wasiiinn wana. 2567. NMSWAILINE A 9l
5T manamE e e R uLAT WA, LONaITUsENOUNITNBUSUVANGHTNITIANITES)
amsivlumssaniivaenie. nofiseianladensudnninIsnens NSRNISNYRT
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Study on the Amount of Plant Growth Regulators Cytokinins in Plant

Enhancement Products

& aaa

mussd 453 gilam veader  goanwdl lveves  eaans Svitvened  a1597 Indidee
9330 nAaIsereA  dsuTd YAyms
Phetcharat Siriwi Supissa Thongkheaw  Suwaluck Chaitong  Tuangporn Teerapitthayapong

Sathida Phonoy  Charirat Kusonwiriyawon — Wannarut Chutibut

QGHERGIRIRCEY Ny iRUITuNTHANNIINTINYAT

ABSTRACT

This research is a study to determine the amount of plant growth regulators, the cytokinin
group, such as zeatin, kinetin and 6-benzylaminopurine in plant enhancement products. The plant
enhancement products this research were azolla and blue-green algae samples, which is used as
a raw material for plant enhancement products. The samples were prepared by QUEChERS
technique before analyzed by LC-MS/MS. The separation was carried out on gradient elution
system, using 0.1% formic acid with acetonitrile as the mobile phase. All three plant growth
regulators were eluted within 10 min. The results of method validation demonstrated that the
linearity and working range of method in the range of 0.01-0.30 mg/L and a limit of quantitation
was 0.01 mg/L. The validation results for accuracy and precision at limit of quantitation level
concentrations passed the acceptance criteria according to the AOAC. From the determination of
cytokinins in azolla and blue-green algae samples found that the amount of zeatin in azolla and
blue-green algae samples were 0.993 and 0.48 pg/g-wet, while kinetin and 6-benzylaminopurine
not detected in these samples. Therefore, the proposed method is applicable to analysis three

plant growth regulators in plant enhancement product.

Keywords: Cytokinin; Azolla; Blue-green algae; Plant enhancement product; QUEChERS
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MATeduMfnwmmusinuasatuaunsasgiulavesiivngulelalaiiu Jreiu lawiu
way 6-uudasziluioiu ludiegrqunuuns wazamsiediloiwnudniu Jahldldlunsudndu
HARSugiansinUsEANSAmNY lagvinnisannansiieg1eeiemaia QUEChERS wagtuniiAsIeim
USunauansmemailn LC-MS/MS 7iflan1azn1suenanseiessuy Gradient elution nldinaindouiily
0.1% Formic acid fiu Acetonitrile wagldszaziianlun1siiasieraisiies 10 w1 nTUARTUNIT
nsvdeunuldliveisimnenidauninvesarsnqulelalatdy nuindeianuduiusigadunss
(Linearity) hagdamnudutduinaaey (Range) agfludiennududy 0.01-0.30 Iadnsusiadng uagen
Und1inlun13nTITABIUTUIUYRE 3 a1 Wiy 0.01 HadnTusedng nan1siigatalnugnisauas
AN BN 5EAU LOQ HIUNNIINITERNTUAINLINTFIW ACAC nmsmuTunaasnaulalaladuly
o I ! a a goj a A by = a ! U !
FDE L MULALAYAM TV AT INNEIRY NUITUSINMENTTeRWWINAY 0.993 Uay 0.48 pg/g-an du
aslaluiu war 6-wuudaseiluiisunsialinuludiegawis 2 vlla F8Uawnsadrluuszendldlunis
ArsginiUsunaasaiuaunssiulavesisngulelalafiuie 3 @15 ludlegrwandueiansiig
Usgavsnniiale
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Arwanalisn e sigluAurilfsingaduldinndy dedfiunanda Snidhifarnaiinnds faw
Huinsiudunnden ilifamavnanisinessianuuaensts Gavuininghuidemianldlunswdadu
WAnSuTanfiudsyAnsnmiy Wi uwmues wavamseAideunnitu Wesmnuvunsuazanine
AdgaunuinGuannsanisiulanauldd daduleinmigninldiduumdsulasauassinemis
yiaduliuniy umunadunilslufniiaunsofindunaldnng lnefernaifiviuduaearuies
2-5 Yu minflanmuandonfivanzauagannsoifiuuuadldfs 40 wh andwiinanisusu 80 Alansu
u 3,200 Alansusols Ialusvozaiies 2 &Uai (F3anval wazany, 2565) Tuvaefiamsnediden
unaFufiesdusznevvesnsnesilly uaransadresesluuiinlunguoondu lelalafiu uaziuiveisadu
ftheduafumaaiaislnvesiio Usyln uazane, 2560) Taglalalaudndumseuaumsiasyiulaesii
naamila Feldusslenilumemsinuns wasfivannsnadienslalalafulundelilumsasydvinldfeans
Homu (Zeatin) dyuansdunneilungulalalaiiu lown lawiu (Kinetin) wag 6-benzylaminopurine (6-BAP)
aslunguilfinadionisuiaead wasnsedunsadymadiuddutesin nssfunmaydiulaveanidig
wardaiinaidntassonisiamivessa wagdnnhuldtfumnlumanisidsadede wWensedunis
W3AvlavenauLAasia (Callus) TrAuTmT ey (WL, 2537) FetuenAdeiasldmnnsAne
muUsIaasIuRunsasyivlavesisngulelalatu loun a3 Zeatin Kinetin wag 6-BAP Tudiaagng
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wiuwed wazansiedideounuindu Jaduingaunaniurluldlunisndmdundndusiansiiiu
UsgdnSamitwwuudade iWelivsiuiseyavesUsinaansmuaunisasyiulaesiivngulslndund
g/ lUMIDE MUY WazaMIIEEIEILNIINEY

gUnInluazianTs

aunsal

1. w3 esdndalasunInsnsuuaalalasimes (LCMS/MS: ExionlC™ wag Sciex 4500 Triple
Quadrupole) ww3nsteliiimedion 5 fuvus wiastuuiles wasA3es Ultrasonic bath

2. Lﬂ%@QLLﬁ’JLLaS’?ﬁquﬂ ﬁiﬂuﬁawﬁﬁ’@mi loun vaauiiusuing, dnines, nszuenaig, 90
N799813582a18 Mobile phase, Syringe, Vial, Column Phenomenex Synergi fusion RP (80 A° 50 x 2
mm., 4 um), Nylon Syringe filter 0.22 pm, Nylon membrane filter 0.22 um wag Centrifuge tube,
Auto pipette 200, 1000 waz 5000 pL

3. @150 URaza1ANl L kN Zeatin 96.0%, Kinetin 99.5%, 6-Benzylaminopurine (6-BAP)
99.0%, Formic acid (FA) >98%, Acetic acid >99%, Methanol >99%, Acetonitrile>99%, Magnesium sulfate
anhydrous (MgSO4) >98%, Primary secondary amine (PSA), ¥aafinansviin QUEChERS Mix | Usenausag
@19 MgSO4 anhydrous 4 ¢, NaCl 1 g, Na,H- citrate:1.5 H,0O 0.5 ¢ ha ¥ Nas- citrate:2 H,O 1 ¢ (8:2:1:2,
W/AW/W/W)

4. wAnSsansiuuszansaindie 1w wiuwas (Azolla microphylla Kaulf.) wagamsied
Feawnunidu (Hapalosiphon sp. DASH05101)

/M
1. nadouanTeivnzauuenaind LC-MS/MS lumsnsainasngulelaladu
USussannymsvhaiuwenades LC lumsiasieians Zeatin Kinetin uay 6-BAP meldian oz
¥nnaiSues afiren wasanie (2565) Mniiurhnsuuanzreneios MS Wilaruwanzaulumsiinssy
a9 3 vl neuMTIATed Wy ndsauildlunisminasilidosns (OP) ndsruildlunswanlossy
yosansiiaula () Widng Q1 EP) uazndsoudildlunsvulessuiusiliunndadulosouiidnas
(Fgn) (CE) WJusiu
2. AnwnIBMaAssNf g MLLANL AT A ALT IRy
2.1 mswssuiognawmuuazamsedidounuidudeunsiluatndemeadn QUEChERS
2.1.1 freg1aununnsan thimeg19nd udaowad ol uit i ol 0w o oy Tnonisld
Tulssiaumad (Liquid Ny)
2.1.2 §2981981m9108 1 0 saunuudu Yiiaed1eunsesdaefinseunasinoui fuuie
50 lunseu asethadetingu 2-3 afs Hellusts annduthuundeinssundaednsliazidondu
deweniu
2.2 J/nsanasiegneniemaila QUEChERS (Chieh-Han et al,, 2018)
2.2.1 Faregeituduidoiortusiuau 10 n¥u 1HuFe 1% Formic acid Tu Methanol sie
Acetonitrile (4:1, v/v) wemssqlidniu Wunan 1 und
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2.2.2 9y Salt mixture (QUECHERS Mix 1) $1uau 6.5 ndu AiUszneudaans (MgSQq, NaCl,
Trisodium citrate dehydrate ta¥ Disodium hydrogen citrate sesquihydate (8:2:2:1, w/w/w/w) a1
Mntueuse Wdhiudunan 1 unil

2.2.3 dhiegniinauidaluvinstumisefinnudisou 3,000 seu/und ﬁqmw 115 °C 1du
han 5 Wit ntuasldE@niiiy Supematant sonn

2.2.4 thansazarefiegadnfiiu Supernatant Usuns 6 Gadans Wiuans PSA §1uw 150
fladndy wazans MeSO. S1uay 900 fiadndy antuwenldhfudunan 2 uiil

2.2.5 thansazanefiléluviims Clean up shemstiumiesiirnuiiaseu 3,000 sou/unil fgamgs
15 °C \Juvian 5wl

2.2.6 ynmsazaneegiilévng 0.1% FA (Mndesnis Dilute fegna)

2.2.7 ¥degsfildnsesiig 0.22 um PVDF filtter Aewhlugadeios LCMS/MS
3. a3rvaeunulglaginunInvean T aeiansngulelalaiuy

3.1 Ainwmaves Matrix effect ve93snadaey

3.1.1 ¥NN15MAERU Matrix calibration curve W3 gULguAy Standard calibration curve ¥®9a13
Zeatin Kinetin Way 6-BAP fitnsmnuitudiu 0.01-0.30 Sadnfusiodns S1uau 7 sefumnududiu fiam
uduay 3 40

3.1.2 wusanadausendu 3 4n qul,iﬂm?mﬂumiazmaLWaLﬂﬁauﬁ (Mobile phase) LLazsqmﬁ
2 wiealu Matrix T030819umLLAg uazaail 3 wisslu Matrix vesamse@ideunutihdu

3.1.3 suflunmsmaaeunuitnaaey thieyaildinadnsmsenineududuresasnnsgu
Fduatld Wy x) fuAfuildaniienuldanaios LC-MS/MS (wny y)

3.1.4 me1ANuT (Slope) AlFnaunsidunssvesgansvaaeuil 2 uag 3 sudieuifisuiu
yamsnaaeudl 1 laefiansand %anuunna1sves slope TumsiFeuiioy Ssfiinasinnseensu < 10%
MUNIR551U NATA (2018)

3.2 menuduiuSdadunse (Linearity) uagtisnnududuiivaaeu (Range)
3.2.1 ¥NTVARBUANTIIATEIU Zeatin Kinetin Lag 6-BAP fitasmundudu 0.01-0.30 fadndy
seans 1 7 sedumnundudu maududuay 3 9
3.2.2 thieyaiildinasensmszninnuduturesinegsiifuasinmsguiuefiudléfng
guldannie3es LC-MS/MS

3.2.3 Al udunsssuiuadulsea
LUNNITIDUSTUNAT 1 > 0.995 A1 AWWA (2023)

NSandunNus (Correlation coefficient: r) &3

3.3 1A Limit of Detection (LOD) L@@ Limit of Quantltatlon (LOQ)
3.3.1 FhmsvadoUR D uIILA LarEmseETaunaintiy sdumsvedeuniianedey 10 91
981U
3.3.2 ﬁ’uﬁﬂéﬁayjaﬁwmmmmmﬁa LLaszﬁmLuummgm (SD) AMUINAT LOD tag LOQ Ay
gn535909 EURACHEM (2025)
LOD = Xy + 35,
LOQ = Xp+10S
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3.4 hnsiigadmnugndes (Trueness) wavaiies (Precision) Aisgdfu LOQ
3.4.1 ¥MNSAFRUANTNINTEIU Zeatin Kinetin Wag 6-BAP fimuidudy 001 fadnfusedns
sudlumsvageumsAsveaoumududuay 10 61 saanifu
3.4.2 YIHaNTIATIEAAWIMNIGEDR UseiliuAiaugneied lnefiansanen Recovery fas
oluv29 60-115% wazuszidunuiiios Tnefiansanainen HorRat < 1.3 auamsgiu AOAC (2023)
Taganansafuamean %Recovery wazan HorRat eaad

1) 1PN %Recovery NG
%Recovery = ANTILATIZALS X 100
ANANUTNT UL UWRUlAINNNSNRADU

2) ¥R HorRat 9ngns

HorRat B (found)RSD
B (Predicted)RSD
QG
SD
(found) RSD - 22 %100
(Predicted) RSD = 2 (101505
C = Concentration ratio (C= xé )

(found) RSD ysnefie Andeaiuunasguduimg
(Predicted) RSD gy Andsauuannsgudusivgiiduanann Homwitz equation
C  ngde ANULTNTUYRIEIS
SD vanefs dhudsauunnsgiu
X vneds Aiadeainnsvinen
3.5 Aianesimusnamngulelalafiu (Zeatin Kinetin way 6-BAP) lundnsiamiansiiusyansnnily
dun fregnaunuuns wazamedideuniniiby

3.6 AMUIUNANTNAFBU USPLIUNA LaYTIUTIUNANTNAFRU
FTYLLIAT LSUAU HAAY 2566 Augn fuengw 2567

anuivitn1meass Mol JuRinsnadunuimsiideiyingueinsnuaswariiadefinadanisinyns
nau3deinunsel neRTeinuUaden1snEnvanisinens NsuITINTNYAS

ANNUAL REPORT 2024 No.1 150



NANISNAABILAZIR5A]

1. dnasfivnzauvaan3ag LC-MS/MS lumsnsiasziansngalalnladu

MNNITNARBUANTILTMNIEANTDUAT DY LC-MS/MS anuisuad giieen uavaniy (2565) Tun1s
LENENT Zeatin Kinetin Wag 6-BAP nuinannefivnzanveadas LC ldlumsmmainsgiasemun
maasauivlavesiivngulelaladu (Table 1) uagdanzvanzauveaaiss MS #s Table 2-3 910
AnMzRING1n A1ANSLENENS Zeatin Kinetin waw 6-BAP 1§ Tneflen Retention time (R) vo9ansvi 3
¥ila Aan 1.04 1.74 way 2.56 Uil audidu uagilesinlnunsuildannisuenansaeldaniizdang
#14 Figure 1-3

Table 1 Optimum conditions of LC instrument for cytokinin analysis (zeatin kinetin and 6-BAP)

Parameters Conditions
Column: Phenomenex Synergi fision RP 80 A® 50 x 2 mm., 4 um
Column temperature: 40 °C
Mobile phase: 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)

Flow rate: 300 pL /min.
Injection volume: 5 pl
Run Time: 10 min.

Table 2 Optimum conditions of MS instrument for cytokinin analysis (zeatin kinetin and 6-BAP)

Parameters 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)

ANNUAL REPORT 2024 No.1 151



Table 3 MRM precursor/product ion transitions for 3 plant growth regulators via electrospray

ionization
Analytes Precursor Scan Product
DP EP CE Cxp
ion (Q1) mode ion (Q3)
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
. el 1.037
§ 5.0e4
0.0e0
1 2 3 4 5 6 7 9
Time, min

Figure 1 Chromatograms of zeatin standard solution containing 0.01 mg/L under the optimized conditions

1.0e5
& 0ed
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2 0ed

0.0e0

5 6 7
Time, min

Figure 2 Chromatograms of kinetin standard solution containing 0.01 mg/L under the optimized conditions
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Figure 3 Chromatograms of 6-BAP standard solution containing 0.01 mg/L under the optimized conditions
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2. NANNSANYIIGNSENAR20819A8MATA QUEChERS

NNsAnEI3sMsatafeg 1L Laramseddsannuiniiudsmadanisatanuy
QUEChERS Tumsiasgivsunaasngulelalafiu Zeatin Kinetin uaz 6-BAP wuinisnisarinaisnig
YAANAF5YHA QUEChERS Mix | FeUsznoudapans MgSO, anhydrous $117u 4 N3y, NaCl §1uau 1 nsa,
NazH-citrate: 1.5 H,O 371U 0.5 n3u wag Nas-citrate:2 H,O 371u3u 1 n3U (8:2:1:2, w/w/w/w) hagyin
113 Clean up 918 @13 PSA 91U 150 Jadnsu uazans MgSO, 31uau 900 faansu 1een %Recovery
Tunsatmansie 3 via lufegrsunuung ag/luya9 88.10-100.48 uay FrogrsamsediToannuintu
oglutiag 92.37-105.91 Fsaniildegluinaminisseniuves AOAC (2023)
3. nan3nsaauANldlddenunmvamsisiasngulylnlady

3.1 NaN15ANE Matrix effect ¥99I5NAADU
3.1.1 HanN15AN® Matrix effect YDIITNAADUFIDEIILNAULAY
PNHANISNAEDU Matrix Effect ludnagsunuunsfiinasion1siesziians Zeatin Kinetin

way 6-BAP WU IUAI081UNULAII AT %AULANAI9UDY slope tM1AU 81.18, 23.29 wag 69.74
ALK (Table 4) Tngnuitnanisnaday Matrix Effect 993a15Wa 3 wdin Tushogrsunuuasiian %
AIULANANIYY slope WINNTINATNSNTUTEY NATA (2018) (<10%) FetulunmsiasgimuSua
@15 Zeatin Kinetin uay 6-BAP Tus 0 19unuunadnid us 03 n15im3 8 Calibration curve
T Matrix ¥03f0819umuLAg s linansinszifilallunnaietu

Table 4 Slope of the linear equation from standard solution of zeatin kinetin and 6-BAP compared

with spike standard solution in azolla samples

Type of Equation Slope % Difference
PGRs Solvent Matrix Solvent Matrix of slopes
y =91,037,714.9x vy = 17,136,633.3x —
Zeatin + 1,270,485.5 157,746.6 91,037,714.9 17,136,633.3 81.18
r=0.995 r=0.998
y = 115,419,353.0x y = 88,537,610.75x —
Kinetin + 1,165,692.9 424,329.8 115,419,353.0  88,537,610.8 23.29
r=0.996 r=0.999
y = 21,136,330.2x y = 6,396,904.52x +
6-BAP + 20,313.2 21,7374 21,136,330.2 6,396,904.5 69.74
r=0.998 r=0.995

3.1.2 nan1sANY Matrix effect va93RaAs1evidnogsdmsediToaunuiGy
MNNANTINAEDU Matrix Effect lushaehsamsnedidounuihiuiiiinasensiesizians
Zeatin Kinetin waz 6-BAP wuiilushegianmiedifoaunuiituiian s%nnuuansnswes slope U
34,65, 22,04 uaz 1.27 AUEIRU (Table 5) Tanan1snAgoy Matrix Effect vasasng 3 wialuiiogns
a1M31081T 9aunUU T UNUTI @IS Zeatin wag Kinetin Tudaog19@1ms 19813 vaunuuniuiian
%ANULANAINVDY slope UINATUAUTNITYDNTU FIUNANITNARBUANT 6-BAP 1A %AITULANAINYBS
slope ag/luinausin1seouUTas NATA (2018) (<10%) Aariulunisiiasigsiiiionuiunaans Zeatin
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Kinetin waz 6-BAP Tudiag19aims1edleiwnuiiiiy s1dudesiinisinseu Calibration curve Tu
Matrix V9967987198118 FTLILNUUNRU [N LANANITIASIEAN LA kiwanANaiy

Table 5 Slope of the linear equation from standard solution of zeatin kinetin and 6-BAP compared

with spike standard solution in blue-green algae samples

Type of Equation Slope % Difference
PGRs Solvent Matrix Solvent Matrix of slopes
y = 44,9228165x  y = 29,356,325.8x -
Zeatin -67,872.4 376,153.4 44,922,816.5 29,356,325.8 34.65
r=0.998 r=0.996
y = 57,080,869.2x y = 43,132,665.8x -
Kinetin + 88,950.8 310,161.1 57,080,869.2 43,132,665.8 22.44
r=0.998 r=0.998
y = 10,097,310.0x y = 9,968,894.9x -
6-BAP -57,428.6 55,260.9 10,097,310.0 9,968,894.9 1.27
r=0.998 r=0.996

3.2 naMIMALENTUSIILduns (Linearity) wastannududuiinadeu (Range)
NANITNAFBUMIAT Linearity Lay Working range YOIIBNAADUANT Zeatin Kinetin ay 6-BAP
TufegraununnnaransnedileannunnGuldan Linearity uag Working range a¢/lu97¢ 0.01-0.30
fladnSusioans lnewuinansaa 3 wila S Correlation Coefficient (1) fldannnsvageuanni 0.995
eHMUNESINTIRNFUMLLNATFIU AWWA (2023) (r > 0.995) (Table 6-7)

Table 6 Correlation coefficient (r) equation of zeatin kinetin and 6-BAP in azolla samples

Type of PGRs Equation Correlation coefficient (r)
Zeatin y = 17,136,633.294x - 157,746.643 0.99793
Kinetin y = 88,537,610.752x - 424,329.819 0.99948
6-BAP y =6,396,904.519x + 21,737.254 0.99513

Table 7 Correlation coefficient (r) equation of zeatin kinetin and 6-BAP in blue-green algae samples

Type of PGRs Equation Correlation coefficient (r)
Zeatin y = 29,356,325.794x - 376,153.393 0.99610
Kinetin y =43,132,665.773x - 310,161.059 0.99801
6-BAP y = 9,968,894.858x - 55,260.860 0.99619
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3.3 §anN151IA1 Limit of Detection (LOD) wazA" Limit of Quantitation (LOQ)
1NN19UIA LOD wag LOQ 999d15 Zeatin Kinetin Lay 6-BAP laa1 LOD U89815 Zeatin
Kinetin wag 6-BAP 11U 0.002, 0.002 kaz 0.003 dadnsusadns siuainu (Table 8) Laga 3 ans i
A1 LOQ Wiy 0.01 fadn3usiedng nnansfigavrugnieatasanuiisaiisedu LOQ Tngnismen
Recovery Wagn13UsgiiiuA HorRat U99a13 Zeatin Kinetin Wag 6-BAP WU 3 anslaen %Recovery
WU 91.45, 97.05 uay 98.20 MNATSU WaziiAn HorRat 1infU 0.26, 0.20 war 0.18 AUE1FU F9wa
s uTlay A uNIsinMIaNSUTeY ACAC (2023) Rrtudsvnasudnaniiiaaugnios uas
aufissiisesiu LOQ (Table 9)
3.4 wusunaarsating ulelaladu (Zeatin Kinetin uaz 6-BAP) ludieg19ud ndasian gLl
UszanSnmnie
nnsmUsInaansnqulelaladiy Zeatin Kinetin wag 6-BAP ludegaununasiazamined
Beaunutiidu wuinlusiegaumunnsiusinmans Zeatin wiiu 0.993 Ug/g-am diuans Kinetin lag
6-8APasaaliinUlushetns uarluineg e miediTsaunuthRunuySinaans Zeatin wihiu 0.48 ug/g-
an a':]ums Kinetin uag 6-BAP msaldnuludiogis mﬂmimaaumﬁhmmaﬂéfaﬂumﬁmwvﬁm
59 3 vl Immiwmimwm %Recovery l#a1nN13 Spike mimmmum 3 9iin asluludregq
WIULALAZETMI 8T BTN WU %Recovery waeT 3 @13 Tiivadidlushoguts 2 4dn
fiAneglure 89.46-107.79 szqagiul,ﬂzuemﬂwsaammaq AOAC (2023) (80-110%)

Table 8 Limit of detection (LOD) and limit of quantification (LOQ) of zeatin kinetin and 6-BAP

Number of Zeatin Kinetin 6-BAP
. Conc. of Sample blank  Conc. of Sample blank Conc. of Sample blank
repetitions

(mg/L) (mg/L) (mg/L)

1 0.0028 0.0024 0.0008

2 0.0053 0.0025 0.0034

3 0.0053 0.0027 0.0034

a4 0.0052 0.0047 0.0034

5 0.0056 0.0046 0.0034

6 0.0061 0.0046 0.0034

7 0.0056 0.0046 0.0034

8 0.0062 0.0046 0.0034

9 0.0059 0.0046 0.0034

10 0.0059 0.0046 0.0034

Mean 0.00539 0.00399 0.00314

SD 0.00097 0.00101 0.00082

S 0.001 0.001 0.00047
LOD 0.007 0.006 0.005
LOQ 0.01 0.01 0.01

VAENG) S'o = SD/\/E
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Table 9 Trueness and precision at the limit of quantitation (LOQ) concentration level of zeatin kinetin

and 6-BAP
Number Zeatin Kinetin 6-BAP
of Conc. (mg/l)  %Recovery Conc. %Recovery Conc. %Recovery
repetitions (mg/) (mg/L)
1 0.0092 90.27 0.0091 89.21 0.0099 97.81
2 0.0090 88.31 0.0093 91.17 0.0097 95.83
3 0.0090 88.31 0.0098 96.07 0.0099 97.81
4 0.0084 82.42 0.0094 92.15 0.0096 94.85
5 0.0092 90.27 0.0098 96.07 0.0102 100.77
6 0.0086 84.39 0.0094 92.15 0.0107 105.71
7 0.0108 105.97 0.0101 99.01 0.0104 102.75
8 0.0105 103.03 0.0109 106.85 0.0090 88.92
9 0.0097 95.18 0.0105 102.93 0.0093 91.88
10 0.0088 86.35 0.0107 104.89 0.0107 105.71
MEAN 0.0093 91.45 0.0099 97.05 0.0099 98.20
SD 0.0008 0.0006 0.0006
%RSD 8.46 6.35 5.71
HorRat 0.26 0.20 0.18

dyuNanIIMAaDY

NNEAMIANUSINaENsPRUANMsWIaivlnvesiivngulalalatiu laud a3 Zeatin Kinetin Uaw 6-BAP
Tusheeaumuns uavamiedideunmhduitlUd Sagiulunmsdndudesasamiasavsami lae
msafinansiiegnea 2 ¥in femeila QUECERS wasthin s svimuSinasnseemaia LCMS/MS 13
AOMENNIWENENSAEITUU Gradient elution TfwaAEeTU 0.1% Formic acid ffu Acetonitrile Fdldszeiaan
Tumsiemeziansins 3 olin Wewm 10 w7 waelivmansnaeveuldifveRiiierehimunmmesns
naulalsleiiu Mnuan1svaaey wuIlAANENTUSITAdUNS (Linearity) wart AU L uivindeu (Range)
og/lur et 001030 fednsudedns uaziiAndasrlumarmatadsUSaavesis 3 ans Wiy
001 fladnsusiodns 4 dlansigainnugnioauazanissfisesiu LOQ NunAinsERLS UATANASEY
AOAC TnHaMIVAEBU Matrix effect 109353 s eailusog tawmiunsuasansned @ enunanitidu wusndlen
9ATIIINAIURY slope TildInMsvAgeuINNg 10% FaflAmnnnunasiniseeusuves NATA (2018) (<10%)
ondiuans 6-BAP Tivhmsvndeulusned s ned T saumniniuilen %anuuans1ewes slope Wiy 1.27%
g ulunsnsesionuSanaens Zeatin Kinetin wae 6-BAP lufog 1uvuunsuazans 10d1d sawnuundu
Fududasfiniswien Calibration curnve T Matrix ve3ieg13 Wislinan1sinsesid g ldumnsinedy 91nnsm
Uaanasensngalalaladilusosaumunsazasedideunnidu wuindusinmens Zeatin Tusios
uAsAEEmS AT LRI 0.993 uay 0.48 Hg/g-6M MUV @8NS Kinetin Lag 6-BAP avalainulu
Faea 2 i é’aﬁ?uﬁ%’wﬂaauﬁaﬂénawmmﬁﬂﬂﬂizq Akl sviUSInaEsMUANN ST AUl
vosiwngulelalafislusesnandasianiisnsavs wiials
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ANvBUAR

veveuAndinNuALENTIINTdLaTInemans Ideuazuinngsy (ana.) Aaduayunuly
N334 LazvevounszAmlIT82ugy 11Nl deimuntadeninaanenisinens uaz
Fornemsnguiseinuasiadl Alvduine wasdouuzth maennsihauideiiliussginguszasd
vosruideluadedl YBYDUAMUNANATANY WIFIATA UNIYINITNYATTIUIYNITALAY WaBUS
Useln vossven dndvinsinuasdiuignisiiey nauiTeugiine) nedddeimudadenisndnnis
Manwns nadninnees AldlieueynngiiegswuunazamiedidounainiGualdly
msvhenAdeluadsd

nstmasRdgluldusslevd
1. lddayanunmuazUsunaueesluuivngulelalaiu Zeatin Kinetin way 6-BAP lusiiogneunu
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wadadainlasinlnsnaflusaaalasiamd (LC-MS/MS) utssgdvninissesurdndadl 19
UPINGIRUNYATAENS INYUUANUNILLEY

Association of Official Analytical Chemists (AOAC) .2 0 23. Official Method of Analysis of AOAC
International. 22" Ed. AOAC International Gaithersburg, Maryland, USA.

AWWA, APHA, WEF. 2023. Standard Methods for the Examination of Water and Wastewater. 24"
edition 2023.

ANNUAL REPORT 2024 No.1 157



Chieh-Han Pu, Shao-Kai Lin, Wei-Chen Chuang and Tsyr-Horng Shyu. 2018. Modified QUEChERS
methed for 24 plant growth regulators in grapes using LC-MS/MS. Journal of Food and
Drug Analysis. 26:637-648.

EURACHEM. 2025. The Fitness for Purpose of Analytical Methods A Laboratory Guide to Method
Validation and Related Topics. Third edition 2025.
NATA.2018. Nation Association Testing Authorities. General Accreditation Guidance-Validation and

verification of Quantitative and Qualitative Test Methods. Australia.

ANNUAL REPORT 2024 No.1 158



nsAneuazUszifiugunmnsaazilulundnsusiansiinyssansnmity
NUAAITINUY
Study and Quality Assessment of Amino acid in Enhancing Plant Growth
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ABSTRACT

Study and evaluation of amino acid quality in plant enhancer products analytical method
of amino acids was developed for 18 amino acids using high performance liquid chromatography
technique. The 18 amino acids were derivatied and separating with AccQ-Tag C18 column
(5 pm, 4.6 mm x 150 mm) in reverse phase system. The appropriate conditions for gradient elution
separation and validation of the method include finding the specificity of the method, LOD, LOQ,
linearity working range and analyzing the amount of amino acids from samples of amino acid
products, seaweed extracts and natural extracts containing amino acids. From the validation of the
method, it was found that this analytical method is specific to both liquid and powder samples. The
18 amino acids have LOD values in the range of 0.001-0.009 mg/L and LOQ values in the range of
0.1-1.0 mg/L. The results of the validation and precision at the LOQ level passed the acceptance
criteria according to the AOAC from the analysis of free amino acids in enhancing plant growth
products randomly collected from agricultural chemical stores, totaling 55 samples, which can be
separated into 8 groups based on the type, characteristics, composition as labeling of the samples.
The amino acid analysis results showed that different amino acid contents in each sample groups.
The quality assessment of the amino acid enhancing plant growth products revealed high deviations
in the amount of amino acids detected compared to the concentration or amount specified on the
label. The amount of sample from all samples was 11.76%, with an tolerance criteria range of 5-10%
of the amount specified on the label. In addition, there were products made from algae extracts, fish
amino acids, or amino acids from other sources, accounting for 69% of all samples, that could not
be determined. The results of this research can be used as preliminary data to support the
determination of tolerance criteria for products, which is a guideline to be used in controlling the

quality of amino acid enhancing plant groeth products to supporting product label control.

Keywords: Quanlity assessment; Amino acid; Enhancing plant growth product
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msfnwuarUsziiuannmnsnezilulundafusiansifiuussdvsamity Tnelinsgsinsnezily
memealadalasulnng il AnnswssLayiusnIneviluduIu 18 vlin waruenanrienadul AccQ-
Tag C18 (5 um, 4.6 mm x 150 mm) luszuu Reverse phase anmeiunyanlunisienuuy Gradient
elution wagns3aauANlElAvedlT LAk AT INIZiaNa9wesds LOD LOQ wagiaatnuusiuwag
Arunfissfiszdu LOQ Mndudidunsieseiviinunsnesiluandogwdnsusinsnozily as
atnamse waransadasssumAfidninesiluiduesduszney fldannisquifiudaetsainuvas
Smhelueiiuiionanas mamiouazaaneTussnideanile nnisarvdeunldldvesds nud
FAereiiifanuiungazsiuieganmsisvesvaiazsinng 333esesinnexilu a1 LOD
9¢luv14 0.001-0.009 AadnTusradng flA1 LOQ agluyie 0.1-1.0 dadnsusedng nan15iauaIy
gﬂﬁmuazmwmﬁmﬁszﬁu LOQ WIUNUINNITEONTUALLINTFIU AOAC LaNITILATIEUNIUTUI
nsnorfiludasylundndnriansiinuszans imiivfidufvanfudiadinuns $1uau 55 feg
annsaueneenlsiiu 8 ngu muvia dnvar eadUszneUfiszyRAINTBFIBE1Y IINHANTIATIEY
nsnexiilunsaznguinesdiuiinaunsnesiluiiunnsiieiu wagannsuseiiunuawyesndnfusians
WaszdvEamitedssannsaesily nuinBinuvesnsaesilulundefasidiasenuiaueainadou
gudaifeutuamududuniousinuiissyuuaain Swufegniameiissynnududuuuaann
Aoy 11.76 Wedidud finausienaaiaiadeusylutie 5-10 Wosifud vesuTuuiisey uenaniél
wunsneiluanwdndasiiiduasatnamsts nsnezdluainvan viensnezdlufildunasdug An
Hu 69 wedidud vessoghainun §elianunsofiazssymamaindould Mnnavestiideitadudy
Foyaitesfuiiteurluldifleauayumsimusnusiiaained eulvidundnd s fuduwuinisd
awnsathunldlunsmvauaunwwestdnfasiasiiulssansawilvusziannsaesiiluiiosesfunsauau
aanauAle
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Indoleacetic acid (IAA) way Cytokinin 1w (Usyln wazaniy, 2560) wazdailnsAnwinavesaisana
amsedidorunuiniudenisasaivlndn wuin msldasataainsiesassezndrsauiunisld
Jelulasiawiladniinsuenneunniinislddelulasauegiaies (Ussln wasane, 2553)

1NNTEITINAEATIIAR UM MNAR S usT e TRQIATnIN YA ST LN NuSuAATTinYesd
152198 e asensnanUssLanassunI s uundu Tnedrulna vz dundndmeiansidia
UsgAvBamituUszneusne ansadaamine lalaeu waznsneviilufidndusediv Jsndnsasiasiiiv
UsyAnsnnfimmanifisiuaunnieiosar 80 vesnAnsnmivhnssming Afmuiinmsondsasman
uazAnanTAvLRaINALIS uardilildfinsmeaeunuanTRnasmUIinams oongvsiszyuuaaIniy
fvoidumuiisyyliuuaanvield Jaatuldiusmeavosanznssunisindisaain Fedlvindnsasians
aszAvsnmdimduaudfinauauaann (Mefinanuunw, 2565) fafuagdesditermuangmanedn
usesuiiedesiunmsieniaenuisuinuasnsguilaald msieszinsnerilulundnsusiansiiu
UsgAvsamitaifinadmieluiiesnain sgililddedoyanannsadundanguussion dnvazias
UiinuanslundndneifindnainTagudneneg anssamnd uasndnsasiaaiulssdnsnmiivusias
viln edaviidudoyanunimadndasiasiinuszansamiy fahluldifioanteldudamangmune
vesnanfassananlumsufiinueadmiiiarsinganuns diinmuauiiviaziannisinuns 1
fofinsanluFosmesmsiiiuaiaungneiifeados uagdaindunasitmunaunmadnsasias
fuvszAnsnmdiviiesesiunisaruguaaindud Snvadeuaiildaneuidedsndnnannsaily
weunsuazliduuziinunsnslilidenldndnsusimenisinunsi dnuninuagldldegnagniea
RYTREZEt

4 ad
UNIAUALIZNIT

1. w03 esdaialasuningns (High performance liquid chromatograph (HPLC)) e Waters U
Alliance 2695 TiAndssmsra¥auln Fluorescence

2. \idnailedue Tdun indesdiluiimadion 5 fumis indesdansleda dumde (Incubator) in¥as
\ugnas (Vortex mixer) waziadastiumies (Centrifuge) indeauniiagns (Grinder)

3. guUnain13nTes léln Pump LAdasuiingasans 1nU3ums uaznszaunse 0.22 lulasiuns

4. YUnomlusi® au1m 10-100 20-200 wag 1000 lulasans

5. A3 0auAIAN % W1 Descicator Volumetric Flask Class A Beaker Syringe a Recovery vial
a1 Nadans Wudu

6. i’aqéﬁ"m ‘ﬁiﬂuﬁmﬂﬁﬂﬁma L1 Column C18 Syringe filter 41in Polyvinylidene fluoride
(PVDF) mzun3939usnsgu (Sieve) waz Centrifuge tube tJusiu

7. @15U05FIUNIABEELU AULTNTY >99.0%

8. YamIENOYNUSNIAREEILY UseNaunie 6-aminoquinolyl-N-hydroxysuccinimidyl carbamate
(AQC) Acetonitrile Waz Borate buffer

9. @15tAdl laun Acetonitrile 4ila HPLC grade @1sazatadwinesdmsuin3au Mobile phase
(Sodium acetate trinydrate+Triethylamine) wag 0.1 N Hydrochloric

10.6hegananSausiasfiulszansamdi
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®/ns
1. NIPSUENT
1.1 MIw3uansasaslInggu
1.1.1 wssyansazateuInsgIunsaozdily 18 vila loun Alanine, Arginine, Aspartic acid,
Cysteine, Glutamic acid, Glycine, Histidine, Isoleucine, Leucine, Lysine, Methionine, Phenylalanine,
Proline, Serine, Threonine, Tyrosine, Tryptophan Wag Valine Tuansazane 0.1 N HCL a3 ey Stock
standard firusduduuszana 1000 fiadnsusedns
1.1.2 WS8ua1su1n 35 uNsAeedl lunal ¥ae Working standard nsaeeily Alanine,
Arginine, Aspartic acid, Glutamic acid, Glycine, Histidine, Isoleucine, Leucine, Lysine, Methionine,
Phenylalanine, Proline, Serine, Threonine, Tyrosine wag Valine frnududu 0.05-1.0 fladnureans
drunsneziilu Cysteine wisnanududulugag 0.1-2.0 Jadnsuaedns waz Tryptophan LH3ULAIY
\Wudu 0.5-10 Jadnsumedns dwiuvindu Standard calibration curve wag Spike aslufiodis
1.2 nswSewanseunus (Derivatization)
1.2.1 TuUn Acetonitrile 1 daddns ldasluaiseunus 6-aminoquinolyl-N-hydroxy
succinimidyl carbamate (AQC) 3.0 fiadn3u wenlmdniu dendes Vortex 1uan 1w
122 thanslude 1.2.1 alug Incubator figaungfi 55 ssausadea iuia 10 Wit i
Bl Sungaumaiives
1.3 MSwseN@IgNg
1.3.1 MIP38UF0819815a TR
1.3.1.1 tdhdegsensanavidang loin asannannsie asannainiie Usuna 100 n5u
UARIELASBIUARIE
1.3.1.2 thiegnfiunldseusiunzinsesousnsgiu (Sieve) wunn 425 lulasiuns
uazaqniedlidnfu wasdniedidldluriauide Jadlvainiluldlilulognanui
1.3.1.3 Fasaee19 Ysua 1 nfu Taluvindausuins 10 faddns Wiy 0.1 N HCL
5 fiadans thlvwedeniesdaniileda WDunan 30 wiil
1.3.1.4 el Builgamniivies Usutiinasdae 0.1 N HCL welsdniu
1.3.1.5 evndlreglutiswesnsminasgiu Tusgfuufinuvamnnosiluftsy
1.3.2 MIW3UNEITZaNRI0e19UALaD
13.2.1 wehshegaiielinauduioweaty udnvldnasn Micro centrifuge tube
111U Centrifuge firnu350U 10000 FaURBUNT
1.3.2.2 Yinarsazanediula 1 Jaddns asluwininuTuins 10 Hadans @y 0.1 N
HCL 10 fiaddns Unluiwgdaen osdansaleda iunan 30 undt deiisliliifuigungfves
UsuUTunsaae 0.1 N HCL el
1.3.2.3 3eandlredlutisuesnaminnsgiu TuegiuuTinmvomnsnesilufisey
1.4 mswisyyasayusnInesiily
1.4.1 TJLﬂmaﬁazmﬂmmigﬂw?aaﬁazmaﬁ’mEjﬂqﬁﬂiaqmu Syringe filter ¥iim PVDF
un 0.45 lulasiuns Usues 10 lulasans Tdlu Vial vuin 1 Jaddns

3
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1.4.2 \@Aua1sazane Borate buffer 70 lulasans wazansande 1.2.1 20 lulasans wenli
ity dlularafeuiigaumgd 55 ssrnwaidoa iWuna 10 uiit wdandliliduigumgiives deu
ihlvimsgiaemadia HPLC

2. MswRpNANITYBNAIEs HPLC dmsuimszsinsnezily (Fauvatan Water, 1996) fall

Column ; AccQ-Tag C18 (5 um, 4.6 mm x 150 mm)

Column temp. ; 37 °C

Detector . Wavelength Aex = 250 uluiins Aem = 395 wnlulans

Mobile phase : A = Eluent A (Sodium acetate trihydrate+triethylamine)
B = Acetonitrile

Elution ; Gradient

Flow rate ; 1.0 mU/min.

Injection vol. ; 5 pul

Run Time : 39 minute

3. n135USU Gradient elution dmsun1suennineziiludasy
Ususasdrunisinavennandeuil (Gradient profile) dusunisuennsnesdily Inawms e
gnsavalvInIgIunIaesily 18 vila laensnezdily Arginine, Aspartic acid, Glutamic acid, Glycine,
Histidine, Isoleucine Leucine, Methionine, Phenylalanine, Proline Serine, Threonine, Tyrosine,
Tryptophan wa Valine 7inanuidudu 0.5 fadnsusedng Cysteine finnududu 1 fadnSudodns uas
Tryptophan finnudiudu 5 fadnsusedns ﬁﬂmﬁazmaﬁléﬂﬂm?auauﬁuémm%’a 1.4 udihluaadn
1303 HPLC Tnemaaeun1susudasdiuvanaindoui nednsdinas A a15 B nan1snaaeuiils
101W158AINITUEN (Resolution) VBIENIABININNTT 1.5 MuLnusiAIMunYes USP (2024)
4. MInsIaauAUlYlaveiBiTInuNIN
4.1 NTANNTUNIZLAE (Specificity) V093aNADU

WlguaITarateNInsgIunsnezdly 18 vila lnensaewilly Arginine, Aspartic acid,
Glutamic acid, Glycine, Histidine, Isoleucine, Leucine, Methionine, Phenylalanine, Proline, Serine,
Threonine, Tyrosine, Tryptophan & Valine finnuidiudu 0.5 fadnsusiedns Cysteine finnnuidudy
1 fiadnsudodns uaz Tryptophan finududu 5 fadnfusedns arsaraisuuadd wazarsazans
Fretansmesdlu 2 dnvae liun Megrnsneviluiiiidnvasdun wazdnuundureanas 7i Spike
asavansimsgunInesdlusa 18 wia tharsaraeiildluwieueyiusauannefivmnzandldan
fo 1.4 wdnludadiaies HPLC finnsantasulnunsy Tasginlasunlnunsuiiansdusnvassuvie
sunilasinlnunsuvesnsaesilluii 18 wilnnsoll

4.2 A1SMIANTATINALUNITATIINU (Limit of Detection; LOD) wazlnanintun1simgsusuna

(Limit of Quantitation; LOQ)

WIgNAITaEa18UINITgIuNTARL LY 18 vila finnududusig ldadly sample blank
$1uau 10 91 tluwdsseyiusmuanisfivngauainds 1.4 wdniludaduedos HPLC Tngiiasies
WUY Intermediate 7-10 91 fivheinaantu wanageuiildihandummeaais Andeauunnsgu
A11I0AT LOD Uag LOQ ANUgRIAILIN
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LOD =35,
LOQ =10 S’o , EURACHEM (2025)
4.3 msigadnmgnies (Trueness) uasAaiiies (Precision) fiszdu LOQ
WisuasazaeIInsgIUnInesily ansazaneiasgunsnexdly 18 via MANly Sample
blank Aiflanudadusedu LOQ F1uru 10 61 thansazangluwieneyitusaude 1.4 udnhludad
1309 HPLC aediAs1eviuuy Intermediate 7ivisngnantu wamanududuvainsnosilunay
Uszifiurugnies Tnefiansanan %Recovery aglutag 80-110 wagUszifiumnaniios lnsfiansanain
A1 HorRat < 1.3 11195571 AOAC (2023)
4.4 msmenuduiusBadunss (Linearity) waztisnnududuiivageu (Rance)
4.4.1 yhmsnedeuasiInsgunsneziiludaseray lnunsnewilu Arginine, Aspartic acid,
Glutamic acid, Glycine, Histidine, Isoleucine, Leucine, Methionine, Phenylalanine, Proline, Serine,
Threonine, Tyrosine, Tryptophan az Valine wisuiitisnadud fvasenududy 0.05-1.0 fadnsu
#odns nsnewiilu Cystein WwSaudivasanududu 0.1- 2.0 Radnsusedns waz ﬂmayzﬂlu Tryptophan
wiaufitasndudy 0.5-10 fiadnsusednssiuiu 7 stiunrududy anududuay 3 91
4.4.2 dansazanelUwieuayiusniude 1.4 wathlugadeSes HPLC
4.4.3 vdeyadildunatnimsznierududuresasnesguiuaiuildfinfiguld
niATes HPLC
4.4.4 frsandriidudunseiunaiduussansanduius (Correlation coefficient: r)
Faflinauginiseeusuiian r = 0.995 A1a APHA, AWWA, WEF (2023)
5. mafudeguaziiaszimusinanseesilulusegmandasiansiaussans nnde
5.1 penguifiuiiedandndusiannfiuuszAnsamiganundsdmieluandiuiinanans
nMAngiueen wazn1ALmile
5.2 Andendegrandndusiasiinuszansnmiieiidesduszneuieatunielndifes laun
Uszianvensnezdluainsssusd nsnesdludunsiey asatnaina vine aisatnainiie vindn
FanmdnTnannfiansedns Wadegefiddnvasiduns fdnwaziuvennadlasuisogeidu
vouvaTunila
5.3 AkUINAUATI0E19INNLUTEINNKATENBUEURIRI9E19 LazilUTAT el ununsnosiily
muTuReUNT AT

s282987 3UFU 9AAN 2566 Auan fugneu 2567
g uiviinImaaes

1. anuiidinauazifiudegamdndusiasfiuusednsanie liun Sudwiiondinuas
FITAFNTTUYT UATUTH 9YIEs 1l TeUIW UATAITIA AUNANYS WYYl a1U19 109518 U uns
9AIANE Nelen FUNUT Tr09 BN wasUTAuYs

2. velUin1snguauinsigiidenyingninisinuasiasiuadesimaianisinuns nquide
sl nedfeiaunladensdnmianisinens
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NANITNAADILAZIANTAL

1. n15U3U Gradient elution dm3unisuennsnasiiludass

INHANSANY Gradient profile wnzanlunisuenfinvesnsnesilunay 18 vila ldiinns
Usuaniizs udulaeld Solvent A 1w Eluent A (Sodium acetate trihydrate+Triethylamine) tag
Solvent B 11 Acetonitrile mMuaLaYSAIIEIU Fail 0-0.5 W 100-99% A (curve 11), 0.5-18 ui
99-95% A (curve 6), 18-19 W1 95-91% A (curve 6), 19-29.5 U191 91-83% A (curve 6), 29.5-33-u1%
83-40% A (curve 6), 33-36 Y19 40-40% A (curve 11), 36-37 Y191 40-100% A (curve 11) uag 37-39
U1 100-100% A (curve 6) wasiil ednansuinsgiuvesninezdlunas 18 vilanuaninznisusy
Gradient $198u (801757 1) WU31 @nedanaaunsavinlifinvesnsnezdlusenuidiiiainieiu
AUETU Fauandlumsned 1

a , a ) ¢ ! a a
MN19191 1 SLVlusUuVLVliJLLaSﬂ']mﬁLLEJﬂSUENﬂiWeJSNIu 18 ¥uUn

Analyte Retention time (min) Resolution
Alanine* 8.24 1.8
Aspartic acid 12.45 >6.0
Serine 13.91 a.7
Glutamic acid 14.83 2.7
Glycine 15.98 3.7
Histidine 16.64 25
Arginine 20.61 >6.0
Threonine 20.92 1.8
Lysine* 21.53 >6.0
Proline 22.87 >6.0
Cysteine 25.88 1.6
Tyrosine 26.14 >6.0
Valine 27.32 2.8
Methionine 27.85 3.0
Isoleucine 31.32 2.6
Leucine 31.89 52
Phenylalanine 33.18 4.2
Tryptophan 34.40 2.6

* ApennuTBmTlineinsnesiluves giirauazauy (2564)

Mnnsheseinsaeziluis 18 adandeusu muan1izd 1 wuiniinsneviiluifieos 16 vin 7
anusaueneananfinduldd drufinves Alanine Fawriufinvesansdu fainsuentosndt 1.5 uavly
wuiinwesnsmozdly Lysine 33l§vin1susu Gradient elution audnmensinsinsnesiiludnads
wigdlilanunsaviliifines Alanine uaz Lysine uwoneenanfinduld esnisusumuanizliamnsausu
Tuanaz gradient Wuld 1losainn1sUsusasaIusneg asfinansenuiufinesdlu 16 vfiaflueneen
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mnfulduda Sevhnmsusudsanmzmsuenninesiludase 18 viianuitues afinauazany (2564)
(@nnzdt 2) lifinnsnezdlu Alanine wag Lysine waneonanfinduls luuniifi 8.24 uay 21.53
puddu warldnanlunisinansanaseinaniaziiven 39 undl Wu 35 wit Fansuudsane 2
an1y JAuLanfngwed Gradient elution wisadntas Traniswennsnosiiluwsazyila (Resolution,
Rs) Anafams19il 1 addsaguldimndesnsiinnevinsnesdiua 18 viia anwnsodsannznis
NAABUT 2 anmizl lumsiessasadentuld
2. wamsaedeuaNuldladnuninvesisiiainnaziily
2.1 NAUDINAFDUAINUINNIZLZA (Specificity)

NAN1INAADU Specificity U9InTnozdluna 18 ¥ia lagNa15U191n1ATUINUATUUD S
asaraNBLuUAed asaganeuInsgunsnesiily dedasadnviananazvilaman Afins Spike
asazganguInTgunInoxdily 18 v feflwaniseseuduanddunimi 1

A A 1 lasanlnunsuved a) @158a18U1nIgINNIAesiluTI 18 lln b) a1asa1ufIg1aNanaue
ANSNUUTLANSANNBVRALMAD ©) @15a¥ANURAIBY1NANN UNATLANUTLENS A TNN IV
d) @15a2a78LUadA NRANNNISNAFBUNSHENNTADERIUIUAN1IENA 1

000 _Aw.a__JulLIJIL_ﬁL_JﬁBMu\_ B ."".A_JLJ“LL _

Mnutes

A1 2 TasInlninsuved a) @15azaeu1nsgunsnesilusiy 18 vl b) a15aan8f 10 19WEN N
ANSNUUTLANS NN BYRALNAD ©) A@15aLANUAIB1NANN UNATIANUTLANS ATNN VR AR
d) @15aransLuasm Nhnannisneaauniskennsaasiluluan1igy 2
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wuin Tfifnvesansd usuniunsedeuty finvesnsnexiily Alanine ua Lysine JuLaniin3sna
s IETasd M UNs RS Einsaesily Alanine uas Lysine Tushegnsiifidnvasieriduriong
LAzYUALAEN

2.2 HaN1TM1TATITALUAITATIANY (Limit of Detection; LOD) uazdndninlun1sinidsuiunu

(Limit of Quantitation; LOQ)

INN1511ANTATIAALUNI1TATIINY (Limit of Detection; LOD) In8n15LALEITUINTFIUNTA
avfilu 18 wila Aidmnududusing addudregafilifarsiidesnisnaaay (Sample blank) &3t
duiunsiinsgidieies HPLC uadildunndandiudsauuuinsgiu A1 LOD uag LOQ wuin
nsnegiilu 18 ¥ilaile1 LOD aglurie 0.001-0.009 Tadniusedns uazA1 Predict LOQ 39NNNSAWINA
AU 0.004-0.032 fiadn3usedng Jauanifamnsneuuan 1

23 amshigadnugndies (Trueness) uazAduiiios (Precision) fisesu LOQ

97nA1 Predict LOQ ﬁﬁwmmlﬁmﬁwmiﬁaaﬂmmaﬂémeLa”mwmﬁmﬁszﬁU LOQ Tagiin
N3 Spike a'ﬁmm%’]uﬂsmavﬂummwmum%m Predict LOQ v0insnegziilunsazdiasluasavany
f19819 mﬂuummumiamm Mmamﬁaq HPLC WU11 NaN153LASIZRNIADE uiumwuﬂum
Y%recovery mmmsaqqmﬁmm%miaamu 7i 80-110% AINNIN I AOAC (2023) BRI PReY
dudushndn 10 fiadnsusedng Tedenafaduldanmaifuasinesguiiftanududusiifuly deesh
Tinamslinneirainndouldgs ffulshmamnaeulnenmsiuasnasgiunseozilufinrdudud
a9ty Lilofigainugniosiazaaniissiisedu LOQ Tnensnosiilu Aspartic acid, Serine, Glutamic
acid, Glycine, Histidine, Arginine, Threonine, Alanine, Proline, Tyrosine, Valine, Methionine, Lysine,
Isoleucine, Leucine, Phenylalanine ne@eufinduty 0.1 fadnduseans Cysteine VA UTiAY
Wudy 0.2 dadnTusedns way Tryptophan nadaud Av1ududy 1.0 TadnTusedns wuin
i %Recovery Wity aglutag 80.36-109.89 At l¥oglurrsinmaivensufl 80-110 % fien HorRat
Wiy 0.18-0.44 Farinunamigeniua HorRat < 1.3 musnmsgiu AOAC (2023) Hanmsnaaeuiilduand
FINFNUINT 2 WA ANTI9RLINT 3

2.4 HANIINAFRUNIAT Linearity Wag Working range 9043500930LAT3%nInoziludase 18 viln
WU NSABDLT LU Aspartic acid, Serine, Glutamic acid, Glycine, Histidine, Arginine, Threonine,
Alanine, Proline, Tyrosine, Valine, Methionine, Lysine, Isoleucine, Leucine, Phenylalanine 1 A1
Linearity wag Working range 1129 0.005-0.1 fiadnsuneans nsnezillu Cysteine dA1lUY29 0.01-0.2
Hadnsumodns way Tryptophan AA1lua14 0.5-1.0 Jadnunedns A1 Correlation Coefficient (r)
1NNT7 0.995 FINTUNUTN15EBUTUTDT APHA, AWWA, WEF (2023) (r = 0.995) Nan15nagaeudl La
WA IMTINLANT 1
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2 a1TanmINaMIENEa Ascophyllum nodosum 6
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5 asafinamieuaznsneziluaniiy fldsyyanudutu 13
6 nsneriludunsied Alissyanududu 7
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14.5% W/W drudaegaiiliszyanuitududuiegansatnamiionsia Tusinunsneziludasy
saeglutiemnududy 0.015-0.088% W/W

nquil 2 seyiegraduamsatnainaminensia Ascophyllum nodosum $1Uan 6 A18E
fUsiunsnexiiludasesiu 18 il agluriasening 0.0004-4.31% WV

ngudl 3 szydaedradumsadaninoziluainUameia 9119 3 feg1e MINMTIATIZMN
YSunaunsneeillusiy 18 vila wudrdivsunansneslusin windu 2.79 4.12 uag 5.60% W/V anudsu

naudl 4 szyiegraduasatnamedszyanududu s1u 3 dreds wwadu ansade
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18 %ile iU 0.04 1.20 2.46 23.73 18.10 WAy 16.50% W/V maany
Tnenansdaseiinsnerilusi 8 ngu agulddemswani 4

42 msUspiuannmHanSusian s inUsavEamiy

MnramseivTnansnezdludaszluiiedwdnansiiudseansamity Aldduiuain
Sudnadinuas vamunsiuon 55 fegrs Fudsnduaulspanvesessuseneuldidu 8 ndu @i
thandssdugnuniwadndurils il

msUszidugaunnvesnsnesiilulundndusiansfiuuszaniamiivananududuiiannse
Anseildifisuiuarududuiissyuuann Selifedsiissymiududuresnsaesily famuasiuau
17§09 nmamsIiAszsinud f91uu 2 dreena Fsimu 11.76% Jarmnuaaimndousglutis
5-10% veUTinmunsaesfilufiszy wazddiuou 3 degs Fedndu 17.65% fanunraiaindeust
Tug29 11-20% vesUTanmnsnesilufissy uenand F91uau 12 degre FeAaiu 70.59% den
AaapdeuBElute 24.5-99.7% vosUTiansaesilufisey MnnansUsziiuannmdsiuaziuledn
fiegnemnniifviinunsesiluaainedeuluanniissyuuaain Sso1ausdldimandusiansiiy
UszAndnmiiafinsenafiesnaadslifinsmuauamunimdeunsiming fajuisfesdinisemuny
uarATIRdeUALAMHARSuTinouBALar T IITY Fwanmsfnudansalfidudoyaidefuiiay
thinldlumsdminasisrannndousesUiinunsnoziilulusdsdusiansiisdssavsamiald dmsu
rAnSua T Suansatnainde ninesiluainuan wiensnezdluiildunaadus s1uau 38 feg Anduy
69% 0310819 9mun ATIInUnTneriludaszluudinasinaiy widsldanunsofiazssyinasian
aaaiadouls esnnliliszymnududuvesnsnozilu Sadpsli@nwidoyaiinAunaziniguiu
finnanluvarsanadulunsliinusienfmusnieAianunrainipd suveswans amidaduiuimsios
thinldlumsmuaugunmveskdnsariasiiuussansamivdsziannsnesilusdeld

ANNUAL REPORT 2024 No.1 169



dyunan1Inaasg
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5 lupseu AnmginsmeilufilénnnmawSoneyiusieoamsoyius AQC Tnsusnnsnoziludassusias
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2. M3nsvaeuaultlavedisinsieinnasiiluidannin wuin 3153es1evinsnovdlud
A IIzIzsd iU iuUssAvE i tinveavaiuazsliang 91nn1sven LOD i
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AMARNUIN

A1919WUINT 1 UARSAT Retention time Calibration range Regression equation LOD Predicted LOQ waz LOQ 499n153LAT 129
nmeydlu 18 ¥iln

) o ) LOQ with
Retention Calibration Predicted
) ) ) ) LOD Accuracy
Analyte time Resolution range Regression equation r LOQ o
) (mg/L) and Precision
(min) (mg/L) (mg/L)
(mg/L)

Ala* 8.24 1.8 0.005-0.1 y=4,250,000x - 10,700 0.99991 0.003 0.009 0.1
Asp 12.45 >6.0 0.005-0.1 y=1,430,000x + 1,640 0.99988 0.002 0.007 0.1
Ser 13.91 a7 0.005-0.1 y=2,560,000x + 6,890 0.99900 0.004 0.012 0.1
Glu 14.83 2.7 0.005-0.1 y=1,560,000x + 4,110 0.99936 0.004 0.015 0.1
Gly 15.98 3.7 0.005-0.1 y=3,210,000x + 24,800  0.99917 0.005 0.018 0.1
His 16.64 25 0.005-0.1 y=1,880,000x - 795 0.99970 0.002 0.006 0.1
Arg 20.61 >6.0 0.005-0.1 y=1,910,000x - 211 0.99929 0.002 0.008 0.1
Thr 20.92 1.8 0.005-0.1 y=3,460,000x + 5,100 0.99927 0.004 0.013 0.1
Lys* 21.53 >6.0 0.005-0.1 y=1,730,000x + 3,440 0.99933 0.003 0.011 0.1
Pro 22.87 >6.0 0.005-0.1 y=1,490,000x + 680 0.99963 0.002 0.007 0.1
Cys 25.88 1.6 0.01-0.2 y=345,000x + 781 0.99909 0.004 0.015 0.2
Tyr 26.14 >6.0 0.005-0.1 y=2,030,000x + 4,770 0.99948 0.004 0.012 0.1
Val 27.32 2.8 0.005-0.1 y=5,510,000x + 6,130 0.99971 0.004 0.013 0.1
Met 27.85 3.0 0.005-0.1 y=3,890,000x + 451 0.99948 0.002 0.008 0.1
Ile 31.32 2.6 0.005-0.1 y=6,450,000x + 1,950 0.99967 0.008 0.007 0.1
Leu 31.89 52 0.005-0.1 y=6,220,000x + 2,400 0.99972 0.003 0.011 0.1
Phe 33.18 4.2 0.005-0.1 y=6,480,000x + 6,580 0.99935 0.001 0.004 0.1
Trp 34.40 2.6 0.05-1.0 y=82,100x + 4,570 0.99943 0.009 0.032 1.0

* pTeRnNIS Tl zvinsnesiiluves giirauazae (2564)

ANNUAL REPORT 2024 No.1

172



A €e9 vl 4% 1A% Sy 109 140% 8L ¢l 43 LSY €8¢ 9¢'8 VL6 16'8 98'Y vsL asyd%

0¢'t $0'9 'l 611 89't 65D er'g S0°G 6¢'L 899 65°S 85'p 99°¢ 128 956 168 §8'p 69 as
68101  IPS6 9666 L1786 06001 ZZ€0l 8bZ0T G220l  bIb6  1€26  €5b6 91001  LpS6 9966 6086  £900T L1966  €0T6 ueawl
LTZ0T 68001  Z€60T 09901  P8p6  8p'S0T 200l  8L'¢6  HZ€OT €88 8676  HSSOT L1906  TLHOT  6£98  LS90T  H0L6  9¢°08 /
€066 0886 180T  T¢'SOT 92101 2¢SOT 6896 8166  €500T L8201 0906 ZZv0l  Ive6  ¢Zv0l G668 IGO0 1086  LLZ0T 9
6L01  SPS6 6066  I¥'86  8870T  ¢€2L0T  pSZOT  Z6T01  86¢6  £eb6  0TG6  LLT0T €996  86'€0T  29€0T  HSTOT  9pb0l €816 S
€9v0T  €€96  Z800T 60°T0T  Tp'SOT  LTTOT  TLZ0T  ZETOT 9096 9596  HL00T  Hb'S6  €600T  Hv00T  LbbOT  6860T  1€201  €£96 b
80001  LL¢6 796 Y596  6970T  ZT'90T  99'80T  8.601  ST06 6506 0886 1996 166  60°TOT  €LP0T  1.66  98°€01  S6'¢6 ¢
6,901  LLY8  8v.8  G£S8  I8¢6  78¢6  8LP6  TTHOT 1§08 8LT8  LLB8  Igb6  6.C76 6218 0976 9678 G906  6£'88 z
bL'86  0¢b6 8696  09b6  HEHOT  Ob'€0T  8L°€OT  89SOT  9pb6é  H9T6 1,86  8T'E0T  L9b6 0866 06801  Z9Z0T  LZT01 0906 1
dig ayd na Al 1B 1eA KL sAD 0ld sA7 L 31y SIH Ao mo 135 dsy ey
VSEVNeRETRA J919Wesed

FERALIEMIARLLURIELY BT 8T MERCUEUKRLEWILELUULEYTEEMLYA 001 :«@nwmeE_,nrhen@«_n_v@wcm_,nrn\@rt ¢ WuemMBLELY

120 620 ve0 ve0 120 120 €z0 SZ0 9¢°0 z€0 120 12°0 81°0 8¢°0 br0 0v°0 220 PE0 JeYI0H
16220 €0€€'9  zizpl  181€L  ZOV9b  SOSPH  G800S  9Zvev  86Y8L  G6ZZL 9916'G  6T.SY  G678°C  9V9T8  6UVL6 0168 bI98H  90vSL asd%
75600 69000 18000 68000  0S000 85000  HS000  TITO0  €6000  GL000 €9000 6v000 /p0O'0 20TO0 80T00 00T00 95000 6L000 as
Z690T 28010 P60T0  TIZI'0 6010 €62T0 0010  [€2Z0 6110 8€OT'0 2010 19010 61210 §€ZT'0  L0OTT0 12110 HSITO  €pOT0 uesw
ZzZ.0T 68110 96110  PIET’'0  HIOTO  12ET0 9010  ¢S0Z0  €621°0 /8600 $SOTO 8ITT0  8SIT0 T0ST0  GL600 /8110 PZIT0 11600 .
2L66'0  0ZIT0 98110 86210  880T0 6I€T0  ¢IOT0  OLIZ0 65210  9SIT'0  [2OT0 HOTITO €611°0 G62T0 0,600 TLIT0 9£11°0  S9TIT0 9
ZIeT'T 28010 P80T0  €IZI’'0  00IT0  €ber0  TZ0T0  0¢2Z’0 22110 09010 8010 8010 v€cl’'0 26210 O0LIT0 1I€11°0 01210  1$0T°0 g
0860T 26010  €01T0  9p2I’'0  LZIT0 29210 GZIT0  812Z0  €0ZI'0 G80T'0 ZbIT0 11010 68210 8pZT0 6L110 HzZl’0 G8IT0 26010 b
Z0SOT  €901°0 89010 06110 86010 62£T0 SE€IT0  COMZO  6ZIT°0  8IOT'0 0ZIT0 2010 L9210 95210 28IT0 99010 €020 S90T°0 ¢
16607 19600 15600  ZSOT'0  €00T'0  GLITO 06600 8220 60010 61600 19600 66600 S8IT'0 0IOT'0 PHOT'0  HZ60'0  0SOT'0 20010 z
79¢0T 69010 19010 99110  2ZIT'0 G621°0  $80T°0  01€Z0  ¢8IT0  TvOI'0 6ITT°0 €600 60210 ObZl'0 62210 €pIT0  €LIT°0 22010 1

dip ayd na Al RN 1eA AL sAD 0ld sA7 L 1y SIH A9 mo IES dsy ey

(7/8W) SpIoe OUIWE JO SUOIIeIIUSDUOD) J219Wesed

FERRLIEMILRELURIELY U 8T MERCUEUMALEYILELUULLY]L 001 NYIEUMLLIELIELEY ¢ WULTIMBLELY

173

ANNUAL REPORT 2024 No.1



ASIUINT 4 WAAIHNANITIASIZAUSUIUNTADZTIY 18 ¥TRANNAIDEINAR S UNETLNY
UsgANSAINAY 71U 55 Aleend

nauyl WHA/ANYULAIDENS I %nIsnevily %n3nRzily
fhege  flszyuuaan Tufeagn9
1 avsadnameuaznInosilluiang 1 80% W/W* 66.5% W/W
1 80% W/ W* 75.9% W/W
1 lalszy* 14.5% W/W
5 oy 0.015-0.088% W/W
2 @SENANENIIENLLA ,
6 laiswy 0.0004-4.31% W/V
Ascophyllum nodosum !
3 avsaienseeziluainvaiveia 3 ladszy 2.79-5.60% W/V
4 @sEneEInsY 12-25% 3 laiszy 0.029-0.089% W/V
5 arsaneamsiguazninesiluanivg 13 ladszy 0.001-5.73% W/V
6  ninesiiludunsien 7 laiszy 0.028-20.35% W/V
7 asaneaIvsig wauiunsnevily 6 1.5% 0.006% W/V
duasent Aisvyauduty 4% 4.37% W/V
4% 4.74% W/NV
5% 1.15% W/V
5% 0.002% W/V
30% 17.59% W/V
8  nineriludumsiziinaznineoziily 9 1.0% W/V 0.02% W/V
afin Aszymnututu 7.2% W/V 6.17% W/V
12.0% W/V 5.56% W/V
15% 0.04% W/V
20% 1.20% W/V
20% 2.46% W/V
20.3% 23.73% W/V
21% 18.10% W/V
62.5% 16.50% W/V
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Aaemalla HPLC
Identification of pesticides in biological products and plant extracts
by HPLC
vl ngnswey  Avsgriy analpd  eywi malan  asessid nluya)

Tassanee Atthapornpong Phatruethai Kumnat Anucha Phonswai  Chalongrat Muenkhwa

[y

NANITNUNYNITNYAS NaINALITIYNTHEANIINTNYAT

ABSTRACT

Identification of 15 pesticides in biological product and plant extracts has been developed
by high-performance liquid chromatography (HPLC) conditions was studied for separation 15
compounds. They should be similar. In this study,year 2022 five pesticides were chosen
(acetamiprid , fenobucarb, fipronil, abamectin and carbosulfan) because they were very popular.
Moreover, HPLC-DAD was a simple and robust method for determination of pesticides. Therefore,
the objective of this research was to develop and validate a method for simultaneous
determination of five pesticides (acetamiprid, fenobucarb, fipronil , abamectin and carbosulfan).
Reversed-phase method with C18 column (5 um, 250mm x 46 mm inner diameter) using a mobile
phase consisting of water/ acetonitrile(v:v = 35:65) at a flow rate of 1.2 mL/min and detection at
245 nm was used. This method was validated according to new methods which included accuracy
and precision. Limit of Detection (LOD) of the five pesticides using this method was quite low
(0.003 - 0.03 mg/ml). and limit of quantitation (LOQ) were 0.01-0.1 mg/ml, the matrix effect was
in the range of -0.51 to 4.11 %, the results from matrix effect < 10%, indicated that this new

method exhibited good specificity or selectivity.

year 2023, five pesticides were chosen (hexazinone, cyhalofop-buthyl, lufenuron,
benfuracarb and pendimethalin) because they were very popular. Moreover, HPLC-DAD was a
simple and robust method for determination of pesticides. Therefore, the objective of this
research was to develop and validate a method for simultaneous determination of five pesticides
(hexazinone, cyhalofop-buthyl, lufenuron, benfuracarb and pendimethalin). Reversed-phase
method with C18 column (5 um, 250mm x 46 mm inner diameter) using a mobile phase consisting
of acetonitrile/ phosphoric acid (v:iv = 65:35) at a flow rate of 1.5 mL/min and detection at 230
nm was used. This method was validated according to new methods which included accuracy
and precision. Limit of Detection (LOD) of the five pesticides using this method was quite low

(0.003 - 0.03 mg/ml). and limit of quantitation (LOQ) were 0.01-0.1 mg/ml, the matrix effect was
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in the range of -1.35 to 5.95 %, the results from matrix effect < 10%, indicated that this new

method exhibited good specificity or selectivity.

year 2024 five pesticides were chosen (cymoxanil, thiophanate methyl, benomyl,
dimethomorph and tricyclazole) because they were very popular. Moreover, HPLC-DAD was a
simple and robust method for determination of pesticides. Therefore, the objective of this
research was to develop and validate a method for simultaneous determination of five pesticides
(cymoxanil, thiophanate methyl, benomyl, dimethomorph and tricyclazole). Reversed-phase
method with C18 column (5 um, 250mm x 46 mm inner diameter) using a mobile phase consisting
of water/ acetonitrile (v:v = 55:45) at a flow rate of 1.0 mL/min and detection at 230 nm was
used. This method was validated according to new methods which included accuracy and
precision. Limit of Detection (LOD) of the five pesticides using this method was quite low
(0.005 - 0.01 mg/ml). and limit of quantitation (LOQ) were 0.05 - 0.1 mg/ml, the matrix effect was
in the range of 0.76 to 5.34 %, the results from matrix effect < 10%, indicated that this new
method exhibited good specificity or selectivity. It appears that this developed method could be
used for these five pesticides that might analyze the pesticide sample in a short time. Moreover,

it may reduce chemical substance usage and government budget.

Keywords: Pesticides; Biological products and plant extracts; HPLC

UNANED

n1snsaeurlaansdesiumdndngiy lundaduadidusuazarsainainiiy Anwianiie
wngaufiviliansiis 15 win aursousnssenainfuld Tunsveaeuiddldidenyiaasidauaut
TnawAeaiu Tnad w.r.2565 28viN153LATIE 5 @15 A acetamiprid , fenobucarb |, fipronil abamectin,
carbosulfan Tagazldiad01ns1a drewain high-performance liquid chromatography (HPLC) i
nsratauda lalenaisisd(DAD) a1nnsAnunldaninzfinuizay Aeld aeduy C-18 Arwen
250 x 46 mmaun 5 um taad oudild v : ezdlaululasd lusnsidiu 35:65 Arue1IAa
245 wluuns gaungdnedui 40 esrnwaidea dns1n15iua 1.2 daddnsnoury USurunsia
a15678819 10 LWlAsARS 1Ia1tuNISIASIEY 35 T LAeNAdBU matrix effect A1 -0.51,- 4.11 %
LN N1580USU <10% wazdsd 10 uTsq T A1 ILT1LNIELe189 9 (specificity/ selectivity)
Lifinssunuresansey el lamadeumeandns ianisnsiada LOD (limit of detection) A iU
0.003 Waz 0.03 mg/ml wagArnidutusianfianunsniinszimnuTunaild LOQ (imit of quantitation)
agluv39 0.01-0.1 adnsureliadans

J W./.2566 W1N15TLASIEY 5 @15 A8 hexazinone , cyhalofop-buthyl , lufenuron,
benfuracarb , pendimethalin 19 Aaduud C-18 A118717 250 x46 MM, YUIA 5 um Wa@nd ouiile
avdlaululese : Weanesn wedn Tudmsndau 65:35 A210819AE W 230 wrluiluns
gaunilnedutl 35 asral@ea dnsinsiva 1.5 dadanssieunyl Usinun1sdnansiieg1e 10 lulasing
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LIa7TUNTSALASIEY 20 U1T LAeNA@BU matrix effect 1A1 -1.35,- 5.95 % LAU9 N158BUSU
<10% wayT50 10 Wl TauTin1ELa18 99 (specificity/ selectivity) L' T n1ssunau
99398159 U 1191 lanaaaunIA1naninni1sms333n LOD (limit of detection) taA AUy 0.003 way

'
[ [

0.03 mg/ml kagANUuTUEANamsadATIEiIUTIIals LOQ (limit of quantitation) agflugas
0.01 - 0.1 fadnSusediadans

U W./.2567 ¥A153LATIEH 5 @15 AB 17'{’5161 Ao cymoxanil , thiophanate methyl , benomyl ,
dimethomorph , tricyclazole 19 meduy C-18 AINN817 250 X 46 MM,AUIA 5 um Lﬂ/\lam?{aum%}
1+ ozdloululasd Tudnsdiu 55:45 anmgniedu 230 wiluiues gumglinedind 40 esaueaidea
gn31n5lna 1.0 daddnsdeundl Usuiun1sdeanssiegs 10 lulasdns ailun1siasizit 20 wi
Tnemaaou matrix effect §len 0.76- 5.38 % nawin1sseusu < 10% waziaiduisnidanusume
\anza(specificity/ selectivity) laifinssuniuresansdu Wil ldnagounAdasianisnsaada LOD
(limit of detection) I#@¥1AU 0.005 uaz 0.01 mg/ml Az NTURNgATia TATIATIZIIMN
U3uadlé LOQ (imit of quantitation) ogflutiag 0.05-0.1 fadnsusiefadans feluisdTaduuslon
sonsliusmatinsgsiansteatuidadngildlussdunds sufeild Yssndanar asied uas
suUszanauAnls wavansowamwanuATeilunsnsieaevanssiing uglundnsariitaeiuay
ansanaaniumnaly

AdnAny: arstesiumindngiy nandumndiduniwazansainainiiy; HPLC

UNUI

o URN15n 193RI R Ing S unTIen1anIsinens diulnginussautdyminisnsiainsiey
viinvesanstestuidndngiy Afldurunn uagianaumainatsvessiafiegwithduniinsgh
Tngamendndauefiduastisusivasarsatnainiiy filimsiveda (unknown sample) Sesududas
wAsnsuilalae@nyunaiaidnageunuuaissiu (multi-pesticides) vesanstesiumindngivy
Wiouszgndlflunslinsgindndueidasasinezarsaiaaniiy awnsaliifiu screening method ¢
jais sl envinansiiegns WneAnwianadfnisiidwniinseduinian e exdnninia
(acetamiprid) ,WluyA15U (fenobucarb) Wlwaila (fipronil) aguLunfu(abamectin),a1sludauly
(carbosulfan), t8nae T LUy (hexazinone)lwalaney-U719a (cyhalofop-buthyl),g LW W1 59U
(Lufenuron),wuv‘\ljim’ri‘u (benfuracarb) iWuALUNIaY (pendimethalin) ,"Lsaﬁaﬂsmﬁa (cymoxanil) ,
Inlannium tuvia (thiophanate methyl), tunludia (benomyl), latualngdeu (dimethomorph),
Inslemanlea (tricyclazole) Gsansia 15 adiail sztwmegeutiioUvanzldmnzay dmsunis
ptesgianslivansialumnsalieneiifiensaien wiasdnmanseinliansalditnmne
Anrginuurald WesnauauiBmaaiivesasunniisiusenly deddisiamzianzasuniinma
e Isududesdnmaimuizhinsesilimnzauiuiangunsaluaziniesiionflegluriesufiins
Tnoazldin30iniadn sz (high performance liquid chromatography : HPLC) TiiieldETAs ey
fifiaugnipauiuguazindeiodu Suindudesdianudimeiaizas (Specificity) (EURACHEM,2004)
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F 99z 09lddn195UNIUT09d158 U N1SVAEEY matrix effect fosliTnanon1suadoude
% ME < (98n31) 10 % (NATA, 2018) wLagn1511A13AT1AANISASIATA LOD (Limit of detection)
Fudummaaeumnudidumaaiiannsansaiald wazanudiduiganannsoiengimuiunals
LOQ (limit of quantitation) 41u3§6l Tsanndastursufsinismarniinseiingdunsienia
nsinunsiiieRrsesfumsiinmsismansalnsgidomadalmi 9 fatiulildisiiuszansam
Usendianan was Ussudmsuuszanamniy wasdadulselovdanunsodionenisnisdanainlunis

WunAnenmuesieslfiinmsvesnsiinnsnunsiudiugiiniadely

gUnIalLazIzNTS

4

aunsad

9

1. High performance liquid chromatograph fiRnsssnsiadurialalononsise (DAD)

2. AaduY (AQS C-18) A111eN3 250 Hadwns LHuUHIuAUINaIY 4.6 Tadluns a1sdounu)
5 lulasiums

3. meauy Y1l Eclipse XDB C18, A3u813 250 Hafluns LUk uAugnas 4.6 Jaduuns
asimdeunun 5 lulasiuns

4. \p30evanBen 5 funis fikunsaeuisuLdn

5. 13aU3H05vn type A wuna 10, 25 wag 50 Haddns fkunsaeuTioundn

6. Dinga-31eansarared aludAvidausuuTumsle (Automatic pipette) vu1m 10-100 lilaséing,
100-1000 lalasdnsuaz 1-10 faddnsfiniunisaeuiiieundn

7. Ununes (Beaker) wue 50, 100, 500 mL

8. 3esdansiledin (ultrasonic bath)

9. syringe filter YUINFNIU 0.2 lulAsiung

10. vial Yu1A 2 Taddns wag (la

11, 1511A5§1U NUSENERER Dr. Ehrenstorfer mmugvislaiesnin 95% d1uau 15 wiln
Town abamectin, acetamiprid, carbosulfan, fenobucarb, fipronil hexazinone, cyhalofop-buthyl,
lufenuron, benfuracarb, pendimethalin, cymoxanil, thiophanate methyl, benomyl
dimethomorph Wag tricyclazole a@5tAll 111 Methanol ¥iin HPLC grade, Acetonitrile il HPLC
grade, phosphoric acid

v o =

12. fegrandndndianstisugiidndnsiy lnslamesun (Trichoderma)

ad
/N3
1. Anwizieneibildanneimngadlunssaiinngiasdesiuidadng v 15 via

1.1 Ufunmziedes High performance liquid chromatograph (HPLC) @1%5Un153tAsIEH
abamectin, acetamiprid, carbosulfan, fenobucarb &g fipronil @ 2565)

Column : AQS C18 (4.6 x 250 mm,5 um)
Mobile phase : : Water : Acetonitrile (35 : 65)
Flow rate : 1.5 ml/min
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Detector : UV 245 nm
Injection volume : 10 pL

Total run time : 35 min

1.2 Yfunmziades High performance liquid chromatograph (HPLC) dmsunisiiasies
hexazinone, cyhalofop-buthyl, lufenuron, benfuracarb wag pendimethalin (U 2566)

Column : Eclipse XDB C18 (4.6 x 250 mm,5 um)
Mobile phase : Acetonitrile: 0.1 % phosphoric acid (65 : 35)
Flow rate : 1.5 ml/min

Detector : UV 230 nm

Injection volume : 10 pL

Total run time : 20 min

1.3 Ufunzieded High performance liquid chromatograph (HPLC) dwisun1siiasnest
cymoxanil, thiophanate- methyl, benomyl, dimethomorph Waz tricyclazole (U 2567)

Column . AQS C18 (4.6 x 250 mm,5 um)
Mobile phase : Water : Acetonitrile (55 : 45)
Flow rate ; 1.0 mU/min

Detector : UV 230 nm

Injection volume ; 10 pL

Total run time ; 20 min

2. NMSWREUATALALUINTTIY
2.1 w38y stock standard solution ¥@eENTHIMTFIU 5 ¥ilA
2.1.1 U 2565 abamectin, acetamiprid, carbosulfan, fenobucarb &g fipronil
2.1.2 ¥ 2566 hexazinone, cyhalofop-buthyl, lufenuron, benfuracarb iLa¢ pendimethalin
2.1.3 U 2567 cymoxanil ,thiophanate methyl, benomyl dimethomorph wag tricyclazole
2.2 w383 stock standard solution ¥04a1511M5§1U 5 ¥ia lude 2.1.1
Feensunpsguilsiienudiadiu 0.5 Saanduseliadans ilumethanol Ustan 5 fadans thiag e
w03 ultrasonic bath 15 w1t thesninidmiSuiigamnfives wdusutesde methanol audsdasanns
2.3 W38 mix standard solution Imamaumﬁmmgmﬁ% 5 4ila YuUmann stock standard solution
Y9IETAEAIENINTIUMAasYTa (Ta 2.1) Tu volumetric flask 25 885 1AL methanol Uszua
25 fiaddns tnliwgdaeiaies ultrasonic bath 15 w1t weenundsliibuiignmgives wdausu

U3U195m28 methanol aUdITAUSUIRS e lmaiu wusldvln vial aunm 2 Jadans Ulunsa
ATILIIPIELATD HPLC

3. NMINAEDU matrix effect

W33 mix standard solution YBIATUINTFIUNG 5 vila 11U 2 YA YaN 1 eTeuludvi
aza78 methanol (standard in solvent) kazya?l 2 Ww3euluaisazaneding 1aNanA I a15T1 U9
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AdnAn3NY lnslameasun (standard in matrix) 1w volumetric flask 10 iadidns iy methanol
Usvana 5 fiaddns tiluiegdeiades ultrasonic bath 15 udl teenudslidufigumnivos ud
UsUUSuIRIA28 methanol  AudNTAUTNIAT WU lHIUA U NT89A18819028 nylon syringe filter
0.2 luasew wusldwan vial vun 2 3addns Wiluasalesiziserdes HPLC

%’aaﬁgaﬁiﬁmﬂmimaﬁm standard in matrix Wag standard in solvent W@ INAILALNUS
ssrhedyamsmvseiuildiauuwny v fumudaduresanstuinegnauuuny x fansanamudy
NAUNTAUATIVDY standard in matrix LazAUTUIINAUNTEUATIVBY standard in solvent ALIEIAY
%matrix effect (%ME) NMIAMU