nsnagaudauANldlavasISnaaaunuenitaluainisaninlewnsas ICP-OES

LY Ly

qild pandiianl  wewiWad el Sywuun Shaw

UsenIns 255an@en anyeyn wiades  wevlled wsvue

UNANED
nsnaaeuanuldldvedsnaaeunusnidalueimsdnisieados  Inductively
Coupled Plasma Optical Emission Spectrometer (ICP-OES) Tnetuneunisiadoy
a1sazaumeg 1lafnLUanIn3Bunnsgiu AOAC 935.13 (2019) wasiasazalufiagnein

A9 IAmUSINLLeNTaRIELATEY ICP-OES HanSANYINUINAITALAIEUINTFIUMINTTa

a

fsziuaudutdu 0-10 fadniunedns Tinsiuinsgrutduidunselann regression
correlation (R) wirfu 1.00 ¥in1snaaeu spiked sample lusegrsenmsla emsida
21MNIANTHALDIMNILA fszuaududu 50, 100 way 200 faansusenlansy vinsUsudiu
ALY W"U'jwﬁL‘LJaie‘fjuﬁhﬂ’liﬂé’uﬁulﬁl,a?iﬂasﬂwdw 94.57 - 102.64 Uszifiumnuifiss
meldan1ieasdi (repeatability) Wu31 %RSD, fintfesnin %PRSD, wazUssidiuaudiesann

nsvagaUEIR1eIU (within laboratory reproducibility) wui1 %RSDg diAtaena1 %PRSDg

Ad1ARY: wasntla Msveaeuauldlaveis o1sdnd ICP-OES
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Method Validation of Manganese Analytical in Feed by ICP-OES

Sunee Kanapipat Phongpipat Suwapat Ratchanon Rakcheep
Prapaphon Wunnakhieo Sukanya Puangsiang Phonchanit Prommakun
Abstract
Method validation of manganese analytical in feed by Inductively Coupled
Plasma Optical Emission Spectrometer (ICP-OES). Sample preparation was modified
from AOAC 935.13 (2019), the aliquots of sample solution were analyzed for
manganese with ICP-OES. The study showed that the regression correlation (RZ) of
manganese standard solution at level 0 - 10 mg/L was 1.00 The determination of
manganese using spiked sample in chicken feed, duck feed, swine feed and bovine
feed at concentration level 50, 100 and 200 mg/kg represented that accuracy by
percent mean recovery was 94.57 - 102.64. Precision by repeatability showed %RSD, less
than %PRSD, and precision by within laboratory reproducibility showed %RSDg less

than %PRSDg.

Keyword: Manganese, method validation, feed, ICP-OES

Feed Quality Control Laboratory Division, Bureau of Quality Control of Livestock Products.

Department of Livestock Development



YN

wuan1ta (Manganese;  Mn)  flLavLT99znou 25 UNMUNLTI0zROY
54.938043+0.000002 &yanwals1n@e Mn (Prohaska et al,, 2022) wusn1daluussing
RoanTstuliunaroutaties (trace minerals) waniiaudAymossniedustiwnn lng
[ 3 o o o a a 1 1 gj 1 [y
Juesruseneuddglumsiauinaziasydivlavenssgnuaznizgnesy Hiunadudade
swweseuledlunssurunisiinatyasiulamsanazluiu nsviauusnfdavinlvdnid
ansraUndAlunsimunsEan villiennisvigeu deviviule wazdufneinisnszgnngy
waze1n1sinveinszgniudnitn uenaintinisviawusnidavilinisidudnvesdnitia

v

SHTINTNALRAA mmﬁy’aé’mﬂmiiamaaqﬂé’miﬁﬁaa (9e, 2559) wrasvashuanladinny
wnlus lnvdrulngjaziiemeagudiluivomsdnd widniasuluguveswusmdadain
(Manganese sulfate; MnSO,) visausanfiaeanles (Manganese oxide; MnO) agalsiniy
driemelefuussnianniull azludavnssgadusimman deraduaglianlse

Tafna19le (355Ns, 2560)

ﬂmzﬂism%msqii‘u (European Commission, 2017) Ussmﬂﬂgsmﬁawm
anameglsy 2017/1490 AmuadsunauusnidaluamnsdnidmSudniviasing 9 1ildifu
150 fadn3useAlaniy uenandnuusznanszvsanuasuazannsal os Mvuaingi
Fsluovnsdnd UTununsld warleulalunsvaman i wievieemnsdnd wa. 2559
IeimuaUnaussniageaniiimualitlue msdninaudisagudmivdnivssiansng 9
fetl Iruazda laifu 2,000 fadnfusenlansu TalsuifAu 1,000 fadniusenlaniy uazanslal

1Y 400 fadnsusenlansy (5997991 UNWY, 2559)

Vol URNITNUAT NFUATIVEOUAMNINEIMITERT d1TINATIRAUAMA N
duduadadldimuisnismaaeunnulilivesisnaaeuuusnialuemsdn ifeinios
ICP-OES as19¥afianueninday 257.610 urluiuns 8198935naaeu AOAC 935.13 (AOAC,
2019) uay EN 15510 (CEN, 2017) Suumaiinfienduanufousinmanauiiionmgiiss
Uszanad 6,000-10,000 LARIY witlenhlishegaAnlusznendassiasuananugiudy
anuzgnnIzd evmeNdzlantdesndanulusuuasifianuenaduamzi nusiaves
59 waziiauiduuas (intensity)  Wudndiulansetulsuusialuaisazaiefiedia
(nsuAngeansnisunng,  2562) Wnglduwimanisnaasuaiuldlivasiznaasuniy
Magnusson and Ornemark (2014) sielwnanisnagdeuiinnuddede inmnudersuluis

nageuTiauy Wulumuunsgivaina
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1. Ingusea
1.1 Wenegeuauldlivesisnaaeunusnidadluamsdasimendes ICP-OES
1.2 Wislimananusiulaidsneaeuwsmidluomsdnisewedes ICP-OES 1u3d
naaeuTimanzauivingUsrasdnisldaunazaanmsmaaouiinnainiede

Lﬂuﬁaam%’ummmmsammmmgm ISO/IEC17025

2. YaUUY
suiumsnaaeuanuldlsveitnnaouuniialuommsdaidewrses ICP-OES fil
2.1 WMANTIBNA3EY ICP-OES fiunzaufinzldifuizvaaey
2.2 ogeuanuludunsivenswinsgu (linearity)
2.3. mukiY (accuracy)
2.4, A uies (precision)
2.4.1 repeatability
2.4.2 within laboratory reproducibility
3. Uselaiifianadnazlasy
3.1 [iSneaeunaanidadlusnmsdnimeindes ICP-OES fikmunisnageuninuldves
Bondouwds Wislidulumuszuu 1SO/IEC 17025
3.2 WisliAnanudedunazsousuliisnageunusnialuemsdn’
4. FW/AUUNT
4.1 Mishogneenmsdnd fiumkiu sieve vun 1 adluns
4.2 asiAdl
4.2.1 n3alumsn (nitric acid, HNO3) AR grade Audntulitosnin 68%
4.2.2 @a13azansnsalunin 2% (v/v)
4.2.3 nsnLUaiaaasn (perchloric acid, HCLO,) AR grade Anudiutuliidosni 69%
4.2.4 Thadalesau mnudrumuldtesnit 18 Mo.cm
4.3 @988
4.3.1 stock manganese standard solution A3LULUL 1,000 me/L
4.3.2 M3LMI8Y intermediate manganese standard solution AMULINTL 100 mg/L
U stock manganese standard solution AMALILTY 1000 mg/L USuas
5 mL Tdaslu volumetric flask wuin 50 mL wdusSuUSIRsmensalumnsn 2%

4.3.3 NSLe5 8 working manganese standard solution ANUNTY 1, 2, 4, 8 La 10 me/L



4.3.3.1 Working manganese standard solution A3 UNUW 1 me/L
UiUn intermediate  manganese standard  solution AMLUNTY 100
me/L Usues 0.5 mL ldaslu volumetric flask aw1a 50 mL wazusu
USNIRIMBNInlunInALTNTY 2%

4.3.3.2 Working manganese standard solution ALUNUU 2 mg/L
YUn intermediate manganese standard solution 19U 100 mg/L
Y3195 1 mL Tdaslu volumetric flask au1a 50 mL wazusuuTuns
MIBNIALUAINALTNTUY 2%

4.3.3.3 Working manganese standard solution A3 ILTY 4 mg/L
YtUn intermediate manganese standard solution LT 100 mg/L
U3u1ms 2 mL Tdaslu volumetric flask ¥u19 50 mL wagUsuusuims
MIBNIALUAINALTNTUY 2%

4.3.3.4 Working manganese standard solution AM3LILTY 8 mg/L
UlUm intermediate  manganese standard solution AMULNTY 100
me/L U3uas 4 mL Tdaslu volumetric flask wu1a 50 mL wagdsu
USHIn5menInlunInasdutu 2%

4.3.3.5 Working manganese standard solution ma3Lu9u 10 me/L
Uin intermediate  manganese standard solution AU 100
me/L U3u1es 5 mL Tdaslu volumetric flask wu1a 50 mL wagdsu

U3UMIAENITAUATNANULTUTY 2%

4.4 gUnsniuaziAIelie

4.4.1 Lﬂ%ﬁmiwﬁuiﬁm (Inductively Coupled Plasma - Optical Emission

Spectrometer; ICP-OES) ?jﬁa PerkinElmer ﬁu Optima 2100DV
4.4.2 \p3oetalnil dsldaziBen 0.0001 ¢
4.4.3 ﬁ’samwmﬁazmﬂ (dispenser) ¥u1m 10 mL wag 50 mL
4.4.4 uwiupuseu (hot plate)
4.4.5 Beaker vu1% 100 mL
4.4.6 Volumetric flask class A u1m 50,100 tag 250 mL
4.4.7 Volumetric pipette class A ¥u1m 0.5, 1, 2, 4, 3, 5 gz 10 mL
4.4.8 Dropper
4.4.9 viaenaldsiag1d (tube) vuIm 50 mL WU Un
4.4.10 NS¥AENTOUUDS 4



4.5 %’umaumiﬂgjﬁ’amu
4.5.1 F3veaeuuisniialuemsdniseiades ICP-OES
4.5.1.1 30819 1.0000 ¢ Tdaslu beaker vum 100 mL
4.5.1.2 \unsalunsnidudu Ysuins 20 mL drldgesuuinuainuseuau
vaanTuauAs onoonanuiueLSeuLd i 3lisy
4.5.1.3 \@unsalasaaasniduduusuins 10 mL Wrlugesuuuwriuniusou
JuAnATuEsn BneenainuviumudouLdfial sl y
4.5.1.4 gheld volumetric flask w1 250 mL UuUsumsseivinloosy
Nad AU LAINTRINIUASEATYNTBUUS 4
4.5.1.5 naadeumUsunauusndadluaisasaigiiegeniamaia
Inductively Coupled Plasma-Optical Emission Spectrometry;
ICP-OES Taumsratafinnmenindu 257.610 wiluwns
4.5.2 WanmsTinzauvaunied ICP-OES Nazldduisneasy
4.5.3 nsneaeuauldldveiinageunsnidalusimsdnisienios ICP-OES
4.5.3.1 negoumdudunsweainsvunsgiu (linearity)
4.5.3.1.1 W3HLATUINTTIUNLUININA 5 SEAUANUTNTY AD 1, 2, 4, 8
ey 10 me/L
453.1.2 mmi’mmiamwmmgml,t,mmﬁaé’wm%a ICP-OES #imu
81708 257.610 ululuns
4.5.3.1.3 @3N IMUINTFILVBIATATANUINTFIULLINUa
4.5.4. NSNAADUAMNLNY (accuracy)
4.5.4.1 38w spiked sample (8m13kn ervsida 91sansuareImIsla)
Tngds sample blank 1.0000 N3U LAsaTaEa18UIATIIULLNTE 3
sydu seRuRLdLduar 10 9
4.5.4.1.1 586U 50 me/ke YnansazarouInsgiuluaniianiny
YW 100 me/L U3u1ms 0.5 ml adlu sample blank
4.5.4.1.2 fisziu 100 ma/kg Yinansazansunsgiuuaenianing
WUTW 100 me/L Usums 1 ml aslu sample blank
4.5.4.1.3 fiszsu 200 me/ke Ywnarsazarsuinsgiuluanidaniny

WU 100 me/L U3u1ms 2 ml aslu sample blank



45.4.2 veaau sample blank sliafoe19az 10 1 uarnagdoU spiked
sample usiazafindaogafisziunnududuas 10 S19u Favndeu
wnaluomwnsdad (W 4.5.1.1 - 4.5.1.5)

4.5.4.3 fnnmmweniaads (X)

4.5.4.4 Ysziiiuaauiiy (accuracy) lngldan %recovery vosmALianila
WAuUSeuiisuiuan spiked sample fiseiupududusing o

4.5.4.5 MAdauRI10819 CRM wllaf19819 phosphate rock lagnaaaudnuiu

10 $1 AEnadoULIealuensdn (¥e 4.5.1.1 - 4.5.1.5)

4.5.4.6 Useliiumiuuiiu (accuracy) lnan1suseldiy trueness wagUsgiiiuan

%Recovery

4.5.5 Useiiupnandies (precision)

45451 Repeatability finaeiseusufie %RSD,  AifIuInEIn
HaNAdEUSBlA1ToaNI %PRSD, fif1UIBNaIN Horwitz’s
equation

4.5.4.5.2 Within laboratory reproducibility ¥inn1snaaau mue
4.54.1 - 4.5.4.2 Inevhnsvageugiseiy (Mefu 7 5u)
wazUszdiudiadnuifies  wuuwithin - laboratory
reproducibility  Tinausieensuiie %RSDy  TiFIMIMAN

NANAFDUADINAIUDENIT  %PRSDy  7IAIWIMANN

Horwitz’s equation



5. NAN1TNNADY

5.1 @NNEMNRUNLaNVDWATET ICP-OES Nlanadauwisntaluanmnsdn?

AN 1 @NMEMVUNTENVRRATRY ICP-OES Tun1snadauwusnidaluevnsds

Measure Mode Axial
RF Power (W) 1300
Plasma Gas Flow (L/min) 15
Auxiliary Gas Flow (L/min) 0.2
Nebulizer Gas Flow (L/min) 0.80
View Dist (mm) 15
Pump Flow Rate (mL/min) 1.50
Flush Time (sec) 20
Delay Time (sec) 20
Replicate 3

5.2 wan1snageuautudunswesnsmuinsgiu (linearity) lngldarsazarouinsgiu

W JaNsEAuAMIINTY 1, 2, 4, 8 Way 10 mg/L

7000000.00

6000000.00 24
y = 607351x + 6370.5
5000000.00

R =1 /
4000000.00
3000000.00
2000000.00 /
1000000.00 /

0.00 / : : : : : : : : ‘

3 a 5 6 7
conc.of Mn (mg/L)

A 1 AsianeRudNTusvesansazateuInsgIU kN danautudusing qiuan

Intensity (cps)

intensity



NAN1INAFRY linearity suaamiasmwmsgmummﬁawudﬂ regression

correlation (RY) wifu 1.00 Taewnausiniseausu >0.995
5.3 wan1svngeu spiked sample lusegemsla emsda emsgns was
o3l Tisesumnundidu 50, 100 was 200 me/ke sERuANLEITuay 10 91
MNsUsTIIUANULIY (accuracy) wasvagaeu CRM wtindia819 phosphate
rock $1UaU 10 81 Uszdiuan trueness uay %recovery Uszifiupnuifieswuy
repeatability a1ntuiin1sageusiiety (7 Yu) Ysuidunnnudissuy

within laboratory reproducibility Tnansinwnuanseil 2 - 8

M157197 2 wan15UsEEiY % mean recovery lufaegns spike sample (@5t 81msidn)

o

NTLAUAMUUNTU 50, 100 ez 200 me/kg TeAUAMMLTLTUAY 10 91

9113k (Mg/kg) 915.n (mg/kg)
50 100 200 50 100 200
Aade (mg/ke) 47.90 94.88 192.0 a7.28 96.15 190.1
% mean recovery 95.79 94.88 96.00 94.57 96.15 95.03
LNUTINTEDUSU 80-110  90-107  90-107 80-110  90-107  90-107

(429999 % mean recovery)

M151991 3 Wan15UsELlL % mean recovery luda9e14 spike sample (811115805 81M15LA)

o

NTEAUAMUTNTU 50, 100 ez 200 me/kg TeAUANLULTUAY 10 91

9115803 (Mg/kg) 9191131A (mg/kg)
50 100 200 50 100 200
Anade (me/kg) 5132 9896 1972 4933  97.87  193.1
% mean recovery 102.64 98.96 98.62 98.66 97.87 96.53
LEIINISEBUSU 80-110  90-107 90-107 80-110 90-107  90-107

(429999 % mean recovery)




A15199 4 wan1snadeu CRM %iinsiieen phosphate rock 911U 10 91 wagUseiiiu

trueness ey %Recovery

4
o

gl NANIIVAERULUNTILTEY (Mg/kg)

—

88.06
89.79
88.66
90.54
88.81
90.46
90.58
90.05
89.29
89.48

O o0 ~N O U1 A WDN

N
o

Aade () 89.57
AndgauLINATgI (S) 0.87
$1uut (n=10) 10

True value or Certified value (u) 89.80
t 0.84
t, 2.26

t<t. WU

%Recovery (LNugiN158aUSU 80 - 110) 99.74

WAt 9991579 lag df=n-1 wag p=0.05 Wisulisuan t 9nnisaiuia (lddna
LATOIUNE)

AUAT t. IINAITI UINWUTT <t LERIIIDNAFDUL trueness



A1519% 5 Wan13USEIIUAIUTBILUU repeatability Tusieegs spike sample (811115l

wn3.dn) AsgAuAMuludY 50, 100 uay 200 me/kg S¥AuANdNTUa 10 91

91131 (mg/kg) 91ada (mg/kg)
50 100 200 50 100 200
Mean (mg/kg) 47.90 98.88 192.0 47.28 96.15 190.06
SD (mg/ke) 0.47 1.93 2.59 2.29 2.82 3.29
RSD, (%) 0.98 2.04 1.35 4.85 2.93 1.73
PRSD; (%) 5.86 5.28 4.76 5.86 5.28 4.76

U8R PRSD; (%) = 0.66 x 210259 88 € = Concentration ratio

AT 6 Nan15UTEIEHUAILTENLUU repeatability Tufeee spike sample (@M7eNn3

91911591A) NITAUANULTUTY 50, 100 taz 200 mg/kg TeAUANMNLTNTUAE 10 %1

9113803 (Mg/kg) 91M31A (Me/kg)
50 100 200 50 100 200
Mean (mg/kg) 51.32 98.96 197.2 49.33 97.87 193.1
SD (mg/ke) 1.50 3.45 6.93 2.22 4.05 5.23
RSD, (%) 2.92 3.49 3.51 4.51 4.13 2.71
PRSD; (%) 5.86 5.28 4.76 5.86 5.28 4.76

1-0.5 logQ)

M8LUR PRSD, (%) = 0.66 x 2 e C = Concentration ratio

A9 7 Wan1sUTEIUANULTEALUU within laboratory reproducibility Tudieens spike

sample  (8191151A 91mnsila) Aiszdumnududu 50, 100 wag 200 me/kg

SYAUANUILTURY 10 91 (MAFBU 3 ASI 19U 7 T1)

9130 (Mg/kg) 91ada (mg/kg)
50 100 200 50 100 200
Mean (mg/kg) 48.10 96.30 193.3 49.20 97.30 195.7
SD (mg/kg) 1.85 2.18 5.50 1.34 2.80 4.05
RSDg (%) 3.84 2.26 2.84 2.72 2.87 2.07
PRSD; (%) 8.88 8.00 7.21 8.88 8.00 7.21
(1-050e0) «

WELUe PRSDg (%) = 2 "\ilo C = Concentration ratio



A1519% 8 Wan15UTELUAMILTAEILUY within laboratory reproducibility Tusegns spike
sample (811115803 8111131A) fisziuaududy 50, 100 waz 200 me/ke

SEAUANMUILTURE 10 91 (MAFBU 3 ASI 19U 7 T1)

9115803 (Mg/kg) 91131A (Mmg/kg)
50 100 200 50 100 200
Mean (mg/kg) 48.6 97.70 193.2 48.10 97.40 195.9
SD (mg/kg) 1.53 2.34 4.90 1.33 1.68 4.99
RSDg (%) 3.15 2.40 2.53 2.77 1.72 2.55
PRSDg (%) 8.88 8.00 7.21 8.88 8.00 7.21
MUN8LE PRSDR (%) = 102159 88 € = Concentration ratio

9INA15197 2 warA1597 3 HanIsNAaey  spiked sample Tusegiseimsla
amsila 91msansuazetnisia 7 3 szuaududufe 50, 100 waz 200 me/ke
szfumududuay 10 81 nan1snadeuldALLIndaiadsundaiiu AU LA
%recovery WUINNNFIBEINARDU UaynTeauANUNTY aglunuainseeausy wansimHa

nsUsEIiuAULIY (accuracy) agluinausigesu

NAITNN 4 waneaau CRM vinf19819 phosphate rock 371U 10 961 Usgiiue
trueness WAy Yrecovery WUIMaNAFRY B luNTINITEONTY kAT WANITUTEIIUAY

Wi (accuracy) agluinausigeusu

NANT197 5 waze5197 6 Wunanismeaeu spiked sample Tusieg1seimsin
a1msila 91nsgnIwazemnsle Tnemadausineldan1iyad (repeatability) wuinuanis
A1u3nd %RSD, SANTaENIN %PRSD, firuaan Horwitz’s equation lunndegmeaau
LANNTEAUAIUTUTY LanIHanITUsTELANLTIEIUY  repeatability agluLnaua

YoUSU

NA5199 7 Uazans1e9l 8 [unansneageu spiked sample Tudaognge1msin
91 DIMNTANT WA¥IMISLA Junisveaeuiedrafeituuavnismegeulul 3 ase
W19AU 7 TU UIHANAADUNNAINASINIUTELIUAIIULAYILUY within laboratory

reproducibility WU3IWan15AIUIal %RSDg HAUBEAIT %PRSDR N1ATUI8IAIA Horwitz’s



[y Y v 1

equation lunnfegmadeulazynszfumLty wansinansUsziueaLig Uy
within laboratory reproducibility agluinausigeusu

6. @3UNAN1TAADY

nsnageunNltlaveisnageuluinfalueinisdand sirlraiuisanianing
fimunzauveniod ICP-OES farlfiluisnaaeunazainnisnageumnuduidunsves
N3MU195514 (linearity) I@ﬂiﬁﬁmiasmammimLmeﬁaﬁizﬁummL%’wﬁu 1, 2, 4, 8
way 10 me/L Ui regression correlation (R') wirfu 1.00 wanaeglunueiniseausy
(R*>0.995) 9nnslddaogreemsia e1mada o1msans uagomnsans Wu  spike
sample ﬁﬁmilﬁumiazmammgmLmeﬁaﬁisﬁummLsﬁwﬁu 50, 100 wag 200 mg/ke
szfuAududuar 10 81 negeuLarAIvIAmYSIaLLIdaeds vn1suseidiu
ALY (accuracy)  aeAuamlasidusdrnisnaufiula (%recovery) wuinaglugag
94.57 - 102.64 uanviteglunaginiseausyu (AOAC,90-107%) uazinan1snaaay
1Uspiiumufissuuy  Repeatability Wuin %RSD,  dAntiaandn %PRSD, Tunneegi
nagouLarynsERUANITLTY  uansnsnaaouussilaluemnsdnd Tuanizasdiegly
\nawin1seensy ntuinnsnegeu spike sample wiamisaTu waslANAITATANHUINTFIY
s iaisssuaandutuiientu sesuauiduaz 10 81 Fnsvedeuaiu 7 Su 1
NavAAe UL UTZEUAMILTIBILUY within laboratory reproducibility Wu31 %RSDy dA1ag
171 %PRSD, TunndneemageuLagynsgiumIduty wansimanisseiiunuies
WUU within laboratory reproducibility agluinausigeusu

ayulainannmeasurnuldlaveinaaeuiusnifialua visdnd Ianundiuway

Anusanzanasldduisneasusald

v
7. UBLEUDLLUY

8. NARNssUUIZNA
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YoYoUAM Wan.iaty Juniivindana Nenensdrtinasisaeunun nduiUadnd

q

lilenauazatvayun1sfinymaass
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