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Method validation for determination of metals in water and ice by ICP-OES
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Atomic Absorption Spectrometer Inductively Coupled Plasma - Optical Emission

(Flame-AAS) & (GF-AAS) Spectrometer (ICP-OES)

KaNMS : N1SQaNAULED (Light Absorption)
97U2USIANIA : Nas 1870

ADULSO (Throughput) : (N

3OVN1SIa (Range) : LAU (10%2)
N1SSUNOU (Interference) : NNOLADED

KanNNSs : NMSANBLED (Emission from Plasma)
91UOUSIONIQ : KaresIaWSoUNU

ADULSO (Throughput) : §ouIN

BoLNISOa (Range) : NS1OUIN (10%5 - 10*6)
NISSUNOU (Interference) : NoADAN
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. WdSulusgiu APHA, AWWA, WEF 2023 (3120 B)

answni/ INSOLIJD N1SIOS8U
d1suNasgu G098

- nsaluasnvuvu
(super pure grade)

. - 15 DI Water
P wGunsaluasn wouvutkla
0.5% viv (pH tGosnon 2)

.« d1sunasgu
lan: 12 uiia

m * DI Water

LA509 ICP-OES

ﬁa\l'\: https://www.agilent.com
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lan=naud 1 lanznaun 2 lanznaun 3 -
L3
0=N9 (Pb) « laswlou (Cr) wan (Fe) 1
. WAQLOYU (Cd) anshy (As) . ununa (Ni) novuav (Cu)
wonIud (Mn) . aeaiideu (Al) don:=3 (zn) |
gawau (Se) wISsU (Ba) L T w :
K a F ~ \;__ _— . | ; v |

na8L1R6) *Maximum level (ML)
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Linearity & Range
_Msnadoundwy | T
Accuracy f

Precision

LONAD19D9 :

*  fwssa dader. wnUftRnsveaeumNgndesesisilATEINaaillag
HosUFoRnaifien. funiadadl 1. nauinemansnisunnd nsgnsanstsaa; 2549.

®* EURACHEM Guide (2025). The Fitness For purpose of Analytical Method. A

Laboratory Guide to Method Validation and Related Topics.
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» ADIWDNWIELDIOD (Selectivity)

» Anutioyanousuwnzionzovvepmssadosinadn
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» AowIuduaso (Linearity) uazsovnasiévau (Range)

————\

- ; o
nausia soviAnagou
NSN—_———— ~ — e e . =~
Cd 0.0005 - 0.010 mg/L
Pb: AS: Mn: Se: 0.005 - 010 mg”_ lj']‘[UC—)lﬂS']tﬁﬁﬁleﬂ-SdO\)
Cr, Ni, Al ICP-OES
S:QUADIULYUVUAE 3 81
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> Va91nan1sas29wu (LOD) uasvad1navoavns
IAsS1tKLBLUSUCU (LOQ)

« gugu LOQ

- Accuracy

. ANUDCUDINGNS
LOD = 3SD
LOQ =10SD

» Spike sample
blank Ns:QUAN
N91 LOQ 5-10 1NN

(n=10)

. UNlUDhSNEKQDE
lnSOL ICP-0ES

- Precision
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» ADWWU (Accuracy)

¢
Spike sample balnk Accuracy Lﬂmﬁanjﬁi
dadNIU
, _ ANNLT DY %Recovery
M | 3¥au LOQ . E98a:N1SNAUAU analyte
5 P (% Recovery) T ppb 40 - 120
nald ITnl mmmmmsg'm
10 ppb 60 - 115
dv szé’fu Qﬂﬂﬂﬂﬂi'\?‘l&l']@ﬁﬁ"l% 100 ppb 80 - 110
1 ppm 80 - 110
Table excerpted from AOAC Peer-Verified Methods
Program, Manual on Policies and Procedures (1998)

AUGINeAaasnsuwngan 1 @s1unssnd InsAwri : 077355301-6 Insans : 077355300 Fb : MSADAUSINENFAASMSIWNER 11 351unss




/

35SN1shadou (019)

ciences

) ADLNYYL (Precision)

Spike sample balnk

(n=10)

: * Repeatability
a1 zau LOQ *Horwitz’s equation, HORRAT

AR SZOU LNMNNINTSIW * Intermediate precision
o9

e JIASIEKANDIUNUDIUDU 5 dU

g9 | szau gevasniaasyIn (Suax 2 61)
*Horwitz’s equation, HORRAT

LNOLNNTS
DNITU
ANNLTNDW Repeatability

analyte (%RSD)

1 ppb 30

10 ppb 21
100 ppb 15

1 ppm 11

Table excerpted from AOAC Peer-Verified Methods
Program, Manual on Policies and Procedures (1998)

3116155134 dj HORRAT

= Auansule
AOAC <2
Codex, EU <2
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» Measurement Uncertainty

Co
Precision . calibration curve

\ : Uncertainty

—————————————————hMetaLS{mg;’L}

¥ . T A
¥ ;f e C = Wuulanslushadiatn (mesL)
& e
F- .:E o= .
£ v SN v Pas = ATUUIIMEIRE IAzas@Is I ulane (%6)
&
flh - A \
i = = o X
| . Vumsvmazavanslane il (mL)
| #
P.. al Temp. - L.
Vi _d Temp. Fstd. Px = umwmmaasazanglaneiimden (mU)
- f‘-ﬁ . 1] L .dﬁl . - "oy
Cq = unmlavzludataiiguaansmuirg i (pe/L)
RSD = Relative Standard deviation 9113 3R
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lanzngaa 1

a1s10N 1 dsuwanisnadoudsdinsihusuncularsiudnuasinuvodoainnin ICP-0ES vovlak:ngu 1

Linearity & Range Accuracy Precision Measurement
Wavelength LOD LOQ Uncertainty
Element (nm)
nm mglL , % Recovery repeatability intermediate precision Result + U
(mg/L) | (mg/L)
(40-120) | oRrSD, | HORRAT | %RSD | HORRAT (mg/L)
<2 <2
nau 1 Cd 214.439 0.0005 - 0.010| 0.9999 | 0.0001 | 0.0005 84 -109 0.55-5b.45 0.55-5b.45 0.0040 + 0.0003
(0.01 - 0.03) (0.11 - 0.35)
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lanznga 2

wanishadou (0d)

a1s1vN 2 dsuwanisnadaudsdinsnskusunculaksiutnuasinuwaouinaln ICP-OES vevlaksnau 2

Linearity & Range
Precision Measurement
Accuracy Uncertainty
wavelength LOD LO N . . " Result + U
Element 9 Q repeatability intermediate precision
(nm) mg/L r %R
nm o Recovery
mg/L mg/L
(mg/L) | (mgiL) %RSD, | HORRAT | %RSD, | HORRAT (mg/L)
(40-120)

Pb 220.353 0.9998 82 -112 0.52 - 8.33 0.52 - 8.33 0.0418 + 0.0040

As 188.980 0.9996 76 -108 0.51 -10.60 0.51 -10.60 0.0414 + 0.0044

Mn 257.610 0.9999 99 -107 018 - 0.33 <2 018 -0.33 0.0403 + 0.0005

<2
nau 2 Se 196.026 |0.005-0.10f 0.9989 | 0.0005 | 0.005 85 -114 116 - 815 116 - 8.16 0.0436 + 0.0041
(0.003 - (
0.11) 0.02 - 0.58)

Cr 267.7116 0.9999 93 -106 0.24 - 0.96 0.24 - 0.96 0.0405 + 0.0043

Ni 231.604 0.9999 96 - 107 0.28 - 3.08 0.28 - 3.08 0.0399 + 0.0014

Al 396.162 0.9999 98 - 110 0568 - 2.77 0.68 - 2.77 0.0409 + 0.0013
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Linearity & Range Precision Measurement
Accuracy Uncertainty
repeatabilit intermediate precision Result + U
Element |wavelength =2 — . y .
mg/L r % Recovery
(nm) (mg/L} | (mgiL) %RSD, | HORRAT | %RSD; | HORRAT (mg/L)
(80-110)
Fe 238.204 1.0000 100 - 104 0.29 - 0.35 0.29 - 0.35 0.3030 + 0.0054
Cu 327.395 1.0000 101 -104 0.23 - 041 <2 0.23 - 041 <2 0.2918 + 0.0082
nau 3 0.060 - 2.0 0.005 0.05
Zn | 213857 1.0000 102-105 | 0.20-0.26 | (0:003-0.02) 550 _g26| (029-0.94) | 52959 + 0.0076
BA 455.403 1.0000 100 - 105 0.19 - 028 0.19 - 028 0.2887 + 0.0092
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wanashadound1udiuey (PT)

)) LV1sounadounduBIUNty (PT) N1s3tnsisklarsluun (BQSF WA 01-69) vovdiunatuniwiazAoIulasanNgaInis

O1S1OA 4 uaaowanisnagaunduBIuUgy (PT) nnsansnsKlan:tuin (BQSF WA 01-69)

Metal Result Xpt Opt Ux,,, Z-Score

Cd 7.61 8.16 0.979 0.19 -0.6

Pb 84.3 88.2 9.70 1.2 -0.4

As 85.3 86.7 19.1 0.9 -0.1

Mn 58.6 60.5 3.63 0.7 -05

Pass

Se 1253 150 161 40 0.6

Cr 101 101 371 1.00 0.0

Ni 795 79.9 310 0.7 -0.1

Fe 194 200 18.0 3.00 -0.3 \9/’ Y
Cu 1004 1030 721 10 -0.4 =¥ d
Zn 990 1040 946 20 -0.5 =
Ba 48.6 49.9 2.05 05 -0.6
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AAS

ICP - OES
31AS1tk Cd, Pb, As, Mn, Se, Cr, Ni,

Flame Graphite Al, Fe, Cu, Zn, Ba
31AS1:tK Fe, Cu, Mn 31AS1tK Pb, As, Cd
(3 s1q) (3 s10) (12 s1q)
o o o _ Cd =0.0005
e G0 il 0.03 S Pb, As, Mn, Se, Cr, Ni, Al = 0.005
d ' Fe, Cu, Zn, Ba = 0.05
uAaINs 1AU 1AU 1 AU

StgE10aINISASIDIASIEK

gogaounsaluasnvuvuuu

- Lamp (91gN1s{60u 1 U)

- Lamp (91gN1s{60U 1 U)
- Graphite tube

- VUQOUNSIAS8UAD9E1D [arALSaU
- Vuaeun1s3a 39U (s1qa:19ou) 3 9u (s1qa:19ou) 190U (12 s10)
- Acetylene 1 na/ i grlgaongPOOOI ag)
anstad/ddaqaunsai 3 109uU/100 Y. ' - Argon 1 na/ 1 10au/50 Qg.
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Method validation for determination of metals in water and ice by ICP-OES
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