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Validation Method for Determination of Total Arsenic

using Microwave Digestion Technique
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ABSTRACT

The aim of this work was to validate the sample preparation using a microwave
digestion for determination of total arsenic in a spiked soil. Graphite fernace atomic
absorbtion spectrophotometer (GFAAS) technique was used to determine the total arsenic
using palladium nitrate, Pd(NOj)s;, as a modifier agent. The instrumental detection was
performed under the condition steps of drying, ashing, atomizing and cleaning to be 100,
1200, 2250 and 2600 °C. The external calibration curve was constructed using the
automatic program based on the master standard of arsenic with 20 ppb. It was found that
linearity range was in the range of 1 to 20 ppb with R*>0.999. Based on microwave
digestion condition, the sample preparation with and without HF was also compared the total
arsenic in the spiked soil with a 10 ppb. The result shoewd that the arsenic content obtained
fron the prearation with and without HF did not significantly diferent at the 95% confidence
limit. The recovery was 80.3 and 82.3% for the spiked sample with 2.5 and 10 ppb,
respectively. The relative standard deviation was 2.15% (n=11). The results of this work can
also confirmed that the preparation method using microwave digestion provided the more

advantages, such as rapid, a little volume of reagents, completely digestion.

Keywords: Validation method, microwave digestion, total arsenic
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Alunsssnurananudadusngan Jaanusu ansnasszandliudueualunomg
Ruansyu laanall LOQ aziaiilu 3 naad LOD vizalseuind 10 winueIdauLileaiuu
mmgmmmqmﬂ LOQ @1a:dINNINuTanasnIn 10 L‘vifmmmmﬁmmummgmﬁiﬁ
PUBLMTUUARZNATATBINITNAFALUAZNITUIHANTATINA LA NUHUNIR A TN LT URS
AHWNIZANNITATIAABY LOD War LOQ ALATIAaaLIanIzn1InAfaLs1fUTunimn

wintiu luseay trace 3o ultra-trace lunnanaaausssanmugalaifiainsasey
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5. AMNANNUSITILEURASS (linearity)

ANNANNURITILAUAT Lﬂu@mﬁﬂwmzmmmﬂﬁ?}wmmuﬁumqmwﬁuﬁu%@ﬂw
Wludndanulaamsa semanalsunansuA N uUT NI A NN /MAaaL aNiluReInTIaaaLl
o (% Qdd‘ a =S a v d' v o o T a
ANUTUIEN HTWNNITNARAL WIFANTINITLEINUNNAN NITATIREDUAINAINNANWUALT
v o v ==
L@uURTale 2 N3 A

o a ¢ a (% 4' = [~ as d' ar 3 1 |

1) ANNANAUSITIAURTIeATaINe HuauansusiLanipNaniusatna iy
dndnulnamnsy TENINATYIAINLATENA ATALAZ AN NT U a9ANTINTaIN T Ideulag
linsumsgnu Inemangeiuasanuduiusrendndsinunudygimainasesiiedu
LAUMTY TUN TN T I UANNA NN US LT UAUATIUDULATAIN DN LT DINUANINIALALLNINT
L\AEINd@Iny matrix effect Anel

2) ANNNANNUSIT AU T NAge L HuAudNAussenInalTunniuesans
N1msgIundanulFaiaundnle naaeulneldianasdsiusemiadanddsniiileans
= s = v s o 1 as o ¢ Aa Vv Vv A A =Y
e alnalAnsiuAe A NdNAusEdulNldAnanTRELTHNM MnnIRsaaae
WUIANMNANAUSL LT UL URTY raaNisaunlalasnanisldanniIsaursanIviuagaliLAL

aa o o &a v
ANNHNANNANNUDTLTILAURN T

6. annla (sensitivity)
aa = A o o = = v v
anwliresisnagaunniaidantandnyyiunirinazidasuliidennududu
a v = | aa o ' i ya v v
wasuly dannlageuansdndsanainainnsonansnannunnsnelaniie AN gy
waswRaudntas nsasunlas aasd@nnadanuaAn aduduasfaaliAnudNRusiu
5| v =2 v 5 a 2 k% as
Wudunsatsagldaninla luannzuulunimeseudalfunmld anwlaedinnmeaay
UNATUAAIAMANTR LY 2 ANELE ABTAIIIALUNNTATIANLLAZTAANALWNITTATEILTN
aa a a i o  aa o ! @ v 3
wnlonagauanwlaaauuladuunazdu AanaaausinaiaffayinnsnagauanIwlo
nealiianaaeunanwlaudasundadladng nismsaaaauaninladnazifudounilaaasnis

UsriianinInuTeani1sALANARNINLTEA

7. 29ANNILNTUNNAFALWIDTA9NTT LE91U (working range)

' v v A = ' v = ! = | Y

FIANNTNTUANAFDLNTATINNT LAY UHIL DA LA URINITNAFALNT AT LT

AN v @ ) Y ¥ adaa o % Y v v

urTetieIn1dadutisetannududundsuun 7 azlinageuls wugaennaduduly
mﬂnmmu%ﬂfausluﬁqmjwvalfaﬂi%mumwmmgﬂu ASTM E360-96 ﬁﬁh@ﬁ?wdw
40%-80% lUNTOAIBHIMANANNNIINTURT N1TATIARALTIUAIANNIINI NN NAGBLAL
FuAuNA1 LOQ 1ull daentmeaeaulisifufaalaondnnusidaduwanalddaanisldanu

HupuanifeedsnuanstmnainnsalunisdnmiatndadadurTedsunua s



aulalalasianusdu Anuisauazanliuiveuaglununnmuuen laaiesljisnng
FRIALUNITATIAADY ANNLNULAZANNINENALEINUAE 3 ANNITNTY ARAINNLTNTURAD

NANN g4 ATELARNTINTLETY

8. ANNANZ (selectivity/specificity)

ANNANNIZVBIRENAAEL L UAUANHULNLAAIANANNITNLBITENAEATIATR/

v 1 = 1 ~ 1 1 L & a o =
naaaulaatlANLNL AMTEILazAN liutueueglunumNeeniy TaadanTunoy
AINaN98Y (interference) 1ABLIUBE UTBANINAINITNIDIIENAEATIAIALHLANIZAINFABINT
meaadnlaglaidinissunauanasauninuantiiadanan wndsarsnsoneaaulalagliinng
TUNIUAINAITADUUNNTLAL LAAITIIBRUTAININNIZES LTUNITNAGAUAILLATEY GC

4 = ° = v a o A = ° H

wTe MS AaziANNAIUNIZgs TUanENin1INAaauAATANINITINA AXHANNIUNIZAN
Wasanilaniansnsuniuaziindsansos nsnsaaaeuAsldliaesisaanisAnEglin

=~ o ! PR a va ¥ a woa v ¥ & A
103613 N 8919z sunauludguu 1 lunwdgiaiesljiminisresddlszaunisal e

narsanAxaiu Fauvisuiualdansuaziaannazgdall lisesinynsinsunau

NMNINAFALANNUNY
1) NIATIREDLANLNY FIN1TAAWRUNITIA 2 wuvsal
WULA 1 NTiidTane98yIana1e8eiused naatl
(1) Winpaeudane1984atnantes 3 AMdNTY Aa ANNLTNTURINALALS
ANAN NN LATEY UTATEAUAMNNTUN LOQ (BnHN1517 LOQ) Uaz/via 0.5 11, 1.0 N
WAL 1.5 W11 (W79 2.0 1¥i1) T89ATAMNITNTUNIIUUALTY ATAININUARINNYUNIE WHAT
v v v 1 901
AN tunagaulitieandt 10 €
(2) INANINAGAUANNITN M MINITALATIEIAITAIDLNE ATUIUNIAILRAE
1 v v
YBILARTANNLTNT U
s ar v N ac as = ar dw
(@) ineumnsaaNiy Iaendslaianile Al
Qdd‘ 1 Qll -d‘ Vv = I 1 1 s 1
357 1 AneRufldannnimeaesiAneglugisesauses 1y
ANFUTDINAN 40.0%20.15% ALaanlaaInnsdiaTzniananedesiasaglugog 39.85% 0
40.15%

359 2 lduanananeaauAaaLNlaaINNIIMAgaULLFaUAaUny

AneasnTluldeainneivialy Ingld t-test

axa

35N 3 ATUIUATLANANANYTO! (AMLANANTENINIALAR N 6
ANNITTANLANTLTY) WAZAIANNINLULA UL URIANLANAINTENINNANITTANL AN

2198951709 1At NTUNDUAIL



1) ANUADIALANGANIENY 0
An, :|Cm _CCRM|
P 1 1 o s
Wa A, = AUANANANY IOl
Cp, = ANARENLAAINNIIA

Copy = AIENBITLIBY

2) UseanuA AN LNLUUBUIDIANNLANFANNTENINHANITIAN L

ANBN9B9TUTAY TINIANANNIHLUUDUIBINTTA LAZAIANN N LUUAUIRIANB19B9TUTR

¥

o
Aatd
_ [ 2 2
uA - um +UCRM
L3a Ur= AN LUUAUIDIANNLANANTEUINNANITIA
AUANBI9DITUT Y

U = ANElELLNeUI89N179R
Ucam = ANNLHLULEUIBIANEN1989T LT
3) 118ATIANN N LUUAULBIANLANFAITEUNINHANITTANL AN
SN9BITUTRY NezAUANNITEIL 95% InaigouRag coverage factor (k)=2
U, =2u,
e Us= AN LHLULB UL 8T BIANNLANAINTENINNE
N13IANLANBNNEITUT B

a1 v

4) \NRENNNTYBNTU ANULANANANLIIF B9l AR eNINviTawWinAY

u

AN L UUAUTENEUDIANNILANATITENINHANITIANL AT DD

wuuhl 2 nendldAdandeBydandnegsiuses WmsanasniumsnglndiAesiuans
Aa@tid 38n971 QC sample LiN@YINNILANANTHIRTFIULIaNTTIaUlA (spiked/fortified sample)
WAIANURINIBYATNNTNAUAY (Y%recovery) YINAIT
(1) MiinarsaimssulTanaiuiueuaslu QC sample 38n41 spiked
sample WA91N QC sample WRE unspiked sample NAFAAU ANNABAATIET RNt 3 A
v v v v A v 6 = o v v A v a
WU AB AT NTUTALNALALIAIAT NATY WAZEY YTRTEALANANTUN LOQ ((HN1717
LOQ) kaZ/¥38 0.5 1, 1.0 1111 AT 1.5 WiN (W38 2.0 1911) TBIANANNITNIUANIUUA WAKY
v v K% ! K3
A Ntunagaylitiasnd 10 @

[

(2) ANUIDIMNTREAZNITNALAUIDINTNARBLWARETN A9

. C-C,
dorecovery = c x 100
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= Y v Ao Wy o oA .
e Gy F‘_’]"JF]NLSUNEHHV]QWPLQ“_‘HH UNTWARIAIRENIN spiked

il
afat

C, = ANHdNIUNInlAaNAy N nuaIRatneiilal spiked

Cg = ANMHINTULRIANTHINTFIUN spiked

(3) AMUILANLRAYTDITDEALNITNALAWANNNITNAGE Y 10 111114
= o o’d' o
WIgung uran N NaaNsy
4) mmeﬁmmm?ﬁu@au'ﬁumml:ﬁwﬁwumﬁamm FaBeN N aNTL

ZIENEN ﬁ]?ﬁ’]u‘l/]’]\‘l@ﬁ‘lﬁﬁj‘uﬂtﬂ’]LLﬂﬁﬂw}"l’]ﬁ"Nﬁ 2.1

AN 2.1 mt:wﬁmmfam"usum%’@mzmiﬂﬁuﬁumwmmgmmqmmﬂmzm

ANLANU U Recovery limit (%)
100% 98-101
10% 95-102
1% 92-105
0.1% 90-108
0.01% 85-110
10 Hg/g (ppm) 80-115
1 Mg/g (ppm) 75-120
10 ng/kg (ppb) 70-125

INOUFINNTEANTURNNAN9IEN9F uasuuanIeinty desdfiiinisenadiunis
ANMHUNNZEN YT EANNAIBNBILANIZIBINIINARBLLAAZAU WU AN T Naltluuziin
TegN 80%-120% wartinAs9aaauLadlaA1nINgn 60%-70% Wiagendn 120% Adgiliuilga

A5lna

NSNARAUAININEY
ANITIENAZULAATlUTII8Y repeatability TAln repeatability standard deviation (s) ¥3®
relative standard deviation (RSD) 78 repeatability limit IA&IA1L31N1TAI
1) YNINARUAB T UTNANNITNTUNATELAGNTINTIEI WA WAL
s K% i H vy = o ! v v o v a
10 91 (laitferndn 7 91) Mddeyaganaaiunmsmeouuiuls ngldnanimaaaudana1sds

V3e spiked/fortified sample
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2) naaavatwat 3 Anudadu Aaanadadusi nans ge visesziuanadadu
7 LOQ (@1Rn13vn LOQ) uazvie 0.5 i1 1.0 Wi 1.5 Wi (e 2.0 1) seeAaasdudui
A

3) ATUATUAN repeatability mwﬁ%’%mmgmmm%’mﬂ@% \i1d repeatability standard
deviation (s) 1178 relative standard deviation (RSD) YR repeatability limit

o |

4) A baldiisununamnnivus IAaenaslaionia Al
Aan A & o ° v v v 1 v o an °
359 1 inwnnseexFungnivualiuan Taun demuuanINGeNIATFIuNINL
3590 2 N7UTELAUNARNANNITIBY Horwitz 1UNAINNTAN1A0s RSD A1NNNTAAa Ll
1 NNUTEULNEUNY RSD A1NNITANUILLUANNNTUDY Horwitz a1n197 Horwitz W91 RSD
&NWUSTIY log concentration Taafin1snAgaUTIAINMaNtiaILlfIRANT WUANNANRUETY
RSD = +20' %99 yaznisnaseudinieluiesljianisiaeaiuazian RSD ot 2 lu 3
(~0.66) 1BaNTNAGELUAINUAEesTFNNg Tnsagiifluannis Horwitz fatl
Tagnaniesl JIEnT AL
—0.1505
RSD, = +(2)C
o 30/ v a e = o
TagnaniesiEnisiaeanu
—0.1505
RSD, = +(0.66)(2)C

= . .
LB C = concentration ratio

AMNENNIT Horwitz LiaAIuans RSD NiAdaldadusng ] azlaAn predicted Horwitz

AIANTIN 2.2

a o o o ! ! L A R .
AT1FINN 2.2 ANNFNWNUTTENINATANMNLYNTUNL predicted Horwitz

ANNLTND L Conc. ratio:C Predicted Horwitz
RSDg RSD,

100% 1 2.0 1.3
10% 0.1 2.8 1.9
1% 0.01 4.0 2.6
0.1% 0.001 5.7 3.7
0.01% 0.0001 8.0 5.3
10 ppm 0.00001 1.3 7.5

1 ppm 0.000001 16.3 10.6
10 ppb 0.0000001 22.6 14.9

RSDy ABMINAABLTIAINTENLURNITNAI LN

RSD, ABN17VARELTIAINAENLJIAN TIA eI
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NN THANTUANMNALIAINANIT Horwitz
1) A1 RSD ANN13vAfedAadtiasnd) RSD angnslunsAUImamNanns Horwitz
2) 1A RSD AINN1TNAABININNGT RSD ANgmslunsAUInimuannig Horwitz 1

A1 HOORAT anngms
RSD,

ex

RSD,,

HORRAT = HoR =

Lﬁ@ RSD,, = experimental RSD
RSD,, = predicted RSD
e Anfluanil HORRAT fedatjszning 0.5 - 1.5
e AOAC #8u3U HORRAT Uaanianuiaivniu 2

e FEU, Codec 812351 HORRAT 1iasinqn 2

NSLATEANAIDEN

A0 aNHIUIUABUNTLALLALNNT AU NEN NN AN AztTuan usnluianzan
o ar o a ¢ o 4' = 1 a o ds‘/ 1
ausunirunllaeszrnuieTasialagmnse unisulsunndanenenaluitlalan 197l
axroviadaiusaziaualilalursesiadiaszilalaanse faatiailalaifasinnng
datlilanenznoazarsaannagluglueslessunzinluaisazaroneuudnasazainisn
o a v d' A A 2 2: d' =] o 1 v I
nlifAiassisnaipzasiiadiasen 1uneunsulasugiviaaniuzaesaetndiagluginig
LARVTRADNULTIMNNZEANNLLATRINAIR LTENIN NTLATENFAIBENG (sample preparation) wiqn

= o a a ¢ |d'aqq' a 6 o 1 (%

ALNUANNITUDINATANITILATIZ N e NN s Az AN NIl ATIEANa LA lAtRAT TR B
NAUTUADUNIILATUNAIAEN LT1 XRF, neutron activation Wag thermogravimetry WalnAila
nmsatarzvlagdaulunlidnaziun1saem e MLULALAN (NNIANAZNAYW NNTINLNTR) LAS
N133LATITIARsLATRaRe (@ningalnt) N1sapsemadlnin wazlasuninng i) aflusaq
NIUNTLUAUNNTIATHNAIBENNGRAY F8NITLATHNA DEINNUATEALLAZVANET LT N1T

lald (digestion) N17&aNA (extraction) N17azae (dissolve) N9Vl AINNNAai U (clean-up)

v
anat 1

NILNHANLNDY (pre-concentration) tHlUAY TAUAALATIUBENLANTANIINILNINATEN
LANYRIARDENT TUAFNTNEUA FITUNIY TeAUANNEdNTuTada1TNaula LTuFAY dunauns
LATENADLNADILENAIARUIINNIN TULINATIBNANINNINTELAL 60 UDINAINIVNALDINT
a s o [~ as a d‘ a 49{ a v =® v
Aane wazdvenaifluamnuansespnuianaanifstulunsinamzlanintdanas 30
WweLAg (Oliveira, 2003)
laana1U38n191AT N ANa 1A aIAAAARAINUNITIABNIDILATIZI WAZINATIANS
a & = A o a a & v A o o I o = | o
WATITNNTELATRINETA LNATANITILATITILALNTITATEINEIANB LA WIUNINT U AL

anlszasAnainisdiasziny 7 1y lasunlnsnailddaniunisdiaseiaisiends wannis
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wein (separation) @ilninsalniliZanzmen (atomic spectroscopy) A11MFUALATIZMLANZULN
UFurudesy (trace element) LANNANTRANINI LW AT A (capillary electrophoresis) RV BT
AATIZNAaAU DNA (DNA sequence) Lusu nasldirTesiadninseiiazainaniufiasd

NNTLFATENFAIDENNULANAINY AILAAIIUANTIN 2.3

AN519N 2.3 TBNITLATUNAIDENAINTUNITIATILVAQLILATBIN DL

asfiaula ABN9IATANAIDE \A3Reilad AT
organics extraction, concentration, cleanup, GC, HPLC, GC/MS,
derivatization LC/MS
volatile organics  transfer to vapor phase, concentration GC, GC/MS
metals extraction, concentration, speciation AA, GFAA, ICP, ICP/MS
metals extraction, derivatization, concentration, UV-Vis, IC
speciation
ions extraction, concentration, derivatization IC, UV-Vis
DNA/RNA cell lysis, extraction, PCR Electrophoresis, UV-Vis,
florescence
amino acids, extraction, cleanup, GC, HPLC,
fats, electrophoresis
carbohydrates

microstructures  etching, polishing, reactive ion techniques, Microscopy, surface

ion bombardments, etc. spectroscopy

GC:gas chromatography, HPLC:high performance liquid chromatography, GC/MS:gas chromatography-
mass spectrometry, LC/MS: liquid chromatography -mass spectrometry, IC: ion chromatography, UV-Vis:
ultraviolet-visible spectrophotometry, ICP:inductively coupled plasma spectrometry, AA:atomic absorption

spectrometry, GFAA:graphite furnace atomic absorption spectrometry

Aaa = o 1 = 2: as 1 1 [~ = o v aa s 1
NENTFFENFABEN9NNIT RNl AE T UL NN TN IAENTR NI LN NURIF 2D 8N
ASY LTU N17ATANY N1TNTBY UTANITYINIIAWIN WHLNaTsRaIaAanisilasuglniaail 1mu

NN9NN NNTLREAANE NTENARLAINIBEANE LT 1R

o § v v . | o § Yo oA s 9 = o o I Ao =
N3Vl (drying) LHuntsvnliRaetetuntnAen InadnAqednaniduaaawda
Tleuliuiesngungiidszanns 105-110°C sasimnay auaeauddunninan lunsaliansy
a 'S o v [% 'Y Yo o | ° Y 2 A Aa v =
agdasznaasaladnaaaaannien lhihdaatnddvinliwilaanliguugiias vie

savialdlulogananudv
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niseiaaaanefaetng (digestion) lunsaififaedruiusananluigniafie g ns
| ° v | a o | v o = o = T A o v a I
dosaargvinlidasumadialimaeinesdgnianaes auduignianvinliaisnaulaaly
Adln/ v ] ra o v 1 d‘ A:l' v o d‘ A:l'd
stuuundnle lnadoulugBosvinliegslaasasazaraiinaadasiunisazanaasnaulang
I o | = o 1% o = ! =
atlusnatng nsarasauNgdesnuussEnsznIaynia (leeauuaz/vraluiang) wazuss
HAUDIANIAZANY FINTILTITEUINFYINALAILUAZAIQNALAIY NITRBNFYINAZAILA
o <1 v a = 3 k% a v =y o [
I UABINAT N TNBIAL TN A LLAZTATNATINIBIAINFBINITALANE ATLARNAIYINAZANE
Thunngiusiavessoatglngaainisnazarsasnaulasenunlaognaanysnl 1esan
FNYINALAN LR NAN L TUALALLARZTIANANTANLANANNY NNTazANeAdRIALANANNLT LN
138N like-dissolve-lke LTuasaunIdazanslaslufvinazara@aunse (organic solvent) a1
saflunidanunsnarandlimlufvinasa1aNidn 1w 10 wnae viensa Lumu
nMTaraUedaTlsznauaiunie (inorganic) ANvTRaAfutaNazazansluinlanin
URLANNUAE ANNUNAAINITAZANLURIAITAN ] Antduatiuniuma 100 NTN ABIALYIN
ATANS LFUNINAINTAZANE (solubility) NTATANEYR9E1TUTENaUURIaNTR NN FITIaL a1 UN
I DR E TR L RI-K bt
1) naered Nat, K' wae NH, azatrsulaanidu NayS, K.NaCo (NOy,
4 2 2 2/6
(NH,)oNaCo(NOy)g, KoPICl, WAL (NH,),PICl,
=S = -2 = = = ,6’ v
2) inaalunsn naalulni inderasisn wasindeesdnm azarglalulianiduy
AgC,H;0, azanatnlatunans
3) aanlanuazlansenlanuedanyliazatgun eniduradansuaamila (DU Na, K)
waz NH," waz Ba® doueanlanuazlansanlasued S way Ca® azaneinlauas
4) inaedalnrradangldaraneun sniiuindedalinredansueanilaazues
Ala1llesn (Ca, Sr, Ba) way Mg dautnaadalnauaa A% fu G aunsainlalansddals
penavlugluaslansanlas
5) \naenaalsn inaelustun wazinaalalelanvedanzazaraunls anduaes Ag,
Hg,>* way Pb® (PbCl, avanalatunandlusinien) Hgl laasaisin
6) indavgaalsnliaranuul anduinaengaslsnraddanzuaanila uasinae
Juad Agh, B, Fe®* uay Sn**
Wgealsa g
7) naadamnazanaunls andy PbSO,, BaSO, wa SrSO, naadainnued Ca’,
Hg® war Ag™ avaatnlatiasunn
=l 1 aé v =S =S
8) wnaalanumliazanain andunfelasiunredarzuaanla LazinaalaATiimes
CaZ+ Mg2+ Zn2+
= s = o & = = & =l 2 L3 =
9) \NABATLBLUA NARTAINA INAaNaaWA LNABATLTUR INABBTLTLUR 1NAD

UBLIA LAZINADBANTIAR bNATA18YT andunaamaIiredarzieanila
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10) 1NARURY Ag™ lazanet andy AgNO; way AgCIO,, (AgC,H)O, WA Ag,SO,

azangun AU unang

[ = =L v
nsdaadanad1Isanunsalaglinse
o | % < Y PN v P \ = a
NNTATANEAIDENAILRITAZANUNTALL ALAAINANTUN AT UADLLALNDUDINANAE
ar 1 o o al' a v 1 4' o 1 v o [~1 v v
ANNNINNEUAS 11U Aznnaansaniiunaleadils ilanirazanasaasgliving afludasld

¥
a o =

aAa |a a v aaa v S a d’g v
A1TAZANENTANNUTNIININIAUNS ﬂ’]ﬂ‘ﬁﬂﬁ‘ﬂﬁuﬁuuﬂ ’QﬁNﬂ{]ﬂﬁ‘ﬂ’]‘ﬂ’]\‘lLﬁﬂ\‘ILﬂWﬂu@’]ﬂ
= v dyd o [ v v =< aaa aa a dg/ = I o a = v |
M?‘ﬂi}l mmmmwmﬂummm’ﬂ@mﬂgmmmmmmmmmmmmmﬂqL@@ﬂ‘lmﬂm‘lm b
v o oA = | I3 Lo i 1A = ~ = = o ¥
DAagelLuTeiuasAlsney (LTURAIDELNLTNNLLLTHN NTDLNADUDILULTEN) @313417]

A o |

H,SO, LiagannaznilminanznausuiTeNdann uialunsmnsaaad19aiiau (siver) 1w

v

admsznay azlalld HCI Weasanniiansnaudanesnaalsnisadifadnisvidsin C vie
s lusmadraiiinaaniuaiuaviainaedalns anazanasaadailsaansaadinuia CO,
4? =< 1 v o (% o | qy v v a a = k4
way H,S U Aaldmasldnsaauiuazatgfant el neadndu (lamausansanaa) 14
avazaadivlaninunevans o slanaslednsaseuararzlunsnaauazanelunsanlaiiiy
Faaandlad (non-oxidizing acid) lagnsnazlildsnauiuleaaauay (anion) WaNLELANNINHA
ARNNTATATE (Solubilty product) 9eutnaeuuHASaxNIn (dunaedalnavaiaata) Tunsl
MAaiani17azatsLan leaauaadlanziiaansidedauiuleaauatuedansaviacin
aandaduresloaaustaadnae ielunsdMiniaTIunIaeIatng azsasnansulfisen
A X s
IATUAE

=

ASUANTaTUNTE ANLENTARNUNIENTANTALILTUTLBLIAUR L UNNTHLAAEINAIAIN

¥
aaa a 1

v v = a a < o = I =
ﬂ’]ﬂﬂﬁ’]’ﬁmﬂ"ﬂu@luﬂﬂﬁmmfaﬂﬂl’a\iﬂ@wu[ﬂuu°’| AIVTULTENIN ﬂq?ﬂ@ﬂLLUULﬂﬂﬂ (Wet

. . a o =lo v = o 1 a Gl V@ 18 s H wa
digestion) iL@L@umml‘ﬂ@ZLﬂ@ﬂum‘)@EI’N@uu%ﬁ‘fﬂ%Lﬂuﬂqu@uiﬂﬂﬂﬂisﬁﬂLL@%LH ANUR

(2
N o A

A a 1Y
1a9nTANLNLdadlUNTAZAN N AT
nsalalasaaain (HC) uiansanae fnfdunldnsaindaasanasinsneaunds
langignaandladlainandi H, azazanslalunsanae (launwanlansnddndlWiasnsgau

S o % v 1 @ q' | nl' a a 1 = '3

wuUFsndutiaandnvadlalnsiay) 1eudanduansfinalusssnad 11w LNADANTUALAYEY
1avgnan Mg, Ca, Fe, Mn waznanaantanaed Fe waz Mn azava1glalunsainage W
aanlaauad Al Si, Sn, Ti azldazarglunsainae tnaalaInsaaauazattlanlunIaNae N
INRBNANALNIALDTN (HyBOy) ldazanuinaevgaalsnungga 1y CaF, nsanaananiusii

AANDLATLNIA (W11 HNO; H,O, KCIO; Br,) avldaranefiansinausdalna
naalumsn (HNOy) Baldazarslanslsfiauynatia anidu A, Cr, Sn, W uaz Sb
MILNIIE Al LAy Cr aztianigansafuLiuaanlas d91 Sn, W way Sb aziimLilu

a171lsznaunsaniarattenn NTAluATNaENUALAYIANANAL HCI, H,S0O,, HCIO, %138 HaPO,
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aldazangasrtsenavuneaiialunsls Wy inaedalns (sulphides), inaetaialus (selenides),
WNaemaLaatsn (tellurides), iInaanaainm (phosphates), LNABBNTTLUR (arsenates), LNA D
YNGLAA (tungstates)
NIAFaRagn (HS0,) neatldnduiiqainentszanns 340°C Asllanldnsadudunion
as ] t-d' [<1 o YV a 3
avanamatadulane wazlavenan lnaasiliinianisaaasa
needeasaaein (HCIO,) neatlidnduisawdlufiieendladnise adldazaramannan
aa [ | 3 v a = 1 1 Qy v
wazlavznannwaniduesnlsznaulas (nsradnauliaansnazanalaveianil) nslinga
49/9/ o o dyo aaa s a = ¢ =& o Y a Qéf ‘szd
reasedingeds neatyindJAzenqunssiuans@unsd asanavinbimiassidatuls detiuasaog
ldansazaransaaaans ureldnsadNduiiuldadlunaadng Wnunaglinsadndunian)
L

a

¥ =2 o Y | PN o Y o A | a
wananhllanlasdas o inanFaulugadunazeinlmaainduazaesuaza1saunit
A a K% o Y Y = P ¥ @ o = P
PnuzAANegAarzdtlilnaisazasuia laansavaonaetianfessinsedy lesainay
v v o a s s d' a d? v a k4 a
AdNduIRInTAgeNin Antionilasiuaunsaneiaintulaainnisseidalagldnsalums
1 = I ar 1 ) o Yy d' al ¢ a d' al Y 1 v ;‘:
nasaealalusaatieinluvinlizen INeeand ladaTUNTLANaanT LAgLAdNUnal WAIA
nalAlLfiu
nsaneaanesn (HsPO,) ldnsatlaaranwanaenlannialusssNgni Nanaveasaant
THenn wiw UsOg taglus (chromite) Tasluathuad (chromospinels) nsainanny H,S0, Wae
'8 @ a o Vv C Vv a dy =
HCIO, avazanzaanlanradnanuazaasezgiiianls nisazanauslnanisldnsaaiintivie
NIANANUDY HoSO, HCIO, HaPO, HeBOg aztnelndeanungzuaunsilslmiudy (protonation)
WATNITNARNTLITITBY (cComplexation)
nealalasngeadn (HF) neatifdunsaiiamielfomisuniunsaatinay ) A4
° o P A o ' & = Y o a a v =
AnFunisazant Wadannsatiiilunsaeat nsatazinaadaanuN1TAAaNTIEITa1uLe 99N
V\IQ@@"Liﬁl@@@‘wu@qmmﬁ?ﬁqﬁﬂj‘zﬁw%mwmﬂﬂdqLﬁi@ﬁmmmmﬁu°1 Wgaaiiﬁ%ﬁqﬂﬁﬁ?m
A A v A A 1% PP ' .
WAaluansdifaunatosle Ingianiznanleasuuanniaonuuuuiulszq (charge density)
g9 (i Zr™, Ti*, AR, Fe™ a) asannWgaslsadawinianawinbilldenseuleaauns
. v = o sa o ~ | v oo o <
nang (central ion) Taxnatatsauaulasafaudugegandrazidulilsduiulesauiu
16 nsalalasvigaasnvindjiseanudanauls audulsslomiunnlunsasodamne wazindn
aa = v wa vy . A a £ o) Vo
TFanausananasazanailalasliantifinisszwelanaea HSiF; MNAT1 Aausildnunse
Ady‘i/ [~ a o = a v v 1l v
Uaaaiuinanduvisanatasnn aglaunalails
NIANANEY (aqua regia) LIUNTANANTZIING HCI NL HNO; TuaRINdIU 3 Ae 1
(HCIHNOs, 1:3 vA) nanfanadldazanslanglaiieunnaiauayldazaraaslsznauleasatin
P~ v A A o a a6 @ 'S o | v
Nazanslatesunnlunsaotingy q uwazdiazarearsaunsaidussnlsznavaesniaadalan

v

ANAEANUWNNLIZEANTNINIRINTANANBILALLAN Br, 1138 H,0,
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neatalaslusiin (HBn nsaiildmAeylaldun azldlunsaifae 11y ldazananad una
a o = a | a a v & = s % ;’i £ o
AN uwauatfon Tuduns laainaisdsdaunadusiun Ssgnadadilluduaesdioni
a a [% 1 o 's a ° a & (%
ava1udunIdls neatinannunsailesaaain azvinlminanslseneviuslunnssivelauag

As(V) WAz Sn(V) AquaneananFat1eladne

n1sLRA LML WLaN
o 1 v v . G| ad 1 a ° o o 1 a a
N9NNAReeNIL I uLdN (dry ashing) {WAENNTEREMUNIZEANNTLAIBENANTEUNT

HINNIEITatunNTs 1adananrdsznaudunitazonaandlagaiauiaaandiauuazlils

u
v

anifluaanlaauasinpng | IHaiNsmNasBUnT R ANNTBUNGININ ] LTW ANTUBY

©) azvlasullupsuaulaeanlas (COy) lalasauazidasuiiulesl asialdnasinn

soatgwindenvinlusnixn (muffle furnace) Mg 450-550°C NANNAWLTTHINA

U

v [ o o a ~ ¥ o o = =
LLﬂgLﬂqqggﬂﬂgﬂﬁlﬂm’]ﬁlmqwq@Z@qﬂWLﬂuﬂTﬂWLﬁmqgﬂN Sﬂfﬂﬂqr“lmﬂﬂ‘gﬂqiﬁuﬂsﬂ@Qﬂ’]?LW’ﬂMLﬂu

v

= o A @ 3 ar 1 o & o YV @ e
"AaszAUNTTIIgTesanTiiuesAdsznevlumiede Avuuiladgaaanisilimiiluign

o—

(% a

TuagAugmi 3uuureIansNaulalufiene WATANINLIAABNNIUARTBITUABUNNT
w1 luueaisenasduiuanseandladiduingaslunswieilemunisaaisfnueansi

| o 6 ¥ v £ Aa v a \
aula wazdoavinlansnanysnilaiaan asnionldian 1w MgNO), way MgO

a o ' Y a

nspsaNmlatnenenaululasian

paululasorliuis@usmanindandannenopdauatsznansdunasauasAauing
(0.01-1 1m9) waznisldiuazaglugaamnd 0.3-30 GHz uslaaallfldluiesjifnis
aziilu 2.45 GHz nalnuanlunislipaaniaunaslnlason Aenisvinlaananyunials

1 [~3 = 1 dy s s v o 1 [~
aunumanuraauINInin aymamaitazdfusaliianssnuauin atnglsfinan ns
PREULMITRIYNANANHAZYNATUAN LA UATATENTENI BN ALAZLIN UL Taay
° v a = Al | a o« ¥ ¥ v | [
vnlayniaiansadeuiwiuguawiaivanniou nalnnisliaaufauainisoutials
Wulay 3 dssinn fadl

1) dipolar polarization tfludunaun1slnANTauLilianaidn lnaluianasas
WENHINAUAINNITAUIRIAUINUNUAN WA wrifnsLsasenInelulanauLazusnaavinli
lawenainnsAfeuiLuuguauinbiiinaNiey adiAnaenalnid Ae 99apNDve9
awnudan i lilaanaifanisauasiasil A iaana nasin i ndunsns eI zmnang
Laana draonnddrgaiuldazyinbiusssesudnalaianalinganisirdeuluiaedusna

! A o = :4' N v Aa 6 a ° ~ = =
ﬂ@umNquLﬁ@@umiﬂqu@qu M?@ﬂ’]ﬂﬁ’mﬂﬂ\lﬁ’]ﬁﬂLﬂullﬂW’ﬂmNL@Q@NL’m’] LWENNRNAS

Faeiaesliasnsondeunuaudlalaalaiiianisinaeunuuugs
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2) conduction mechanism @1ANBNWANINANRzN B EanAsaurTalaaaulufaLii
IALARNsduaunaneiunssuallinGageanalimninatanuaun Uil a1 aluvinlisan
¥ Y o o aa g a ' ° v o aa °
fau deanauesianisl e limanzduiudannian nnsinlWilnga

3) interfacial polarization 35n13dtdunnss9u19195 conduction WaZAE dipolar

. . v v o = 1% A o | @ o ° o o a1 e
polarization e inaldnuluszuundaataiudagirlniinszanamaagluian il
WA W nsnszanamqvedanslumusiu nnziulinevauesrnalulasnm doulanzasy

v [ 1 4:1' o ;’i s | s A:l' =
aziaunasnuaadlulason widietihasmsaesnnsniuaznanailuiannganaulalasion
Y @ 1 a v [ o 1 = o Y a v Yy aa
Ifluetneh Tnalanzaziasagluging soatisazaanauuazyinlimianinufaulasosidanis
dipolar polarization MxziuNeatsaL 7 nlavzazlsengnaadewiuavinazaiad iy
Tuanaddn wazf1uNIAReuNIedleaauAIBLINNNANYINIUAURTAZENTEUINNlaEana YN

InlaaawinnistraeuiLULgNAAnANNTaUT

Exhaust  Fan

Crgesting Vessel Turntable
) (1)

MNN 2.1 anmauznaldaad (1) microwave oven WAY (1) vessel

o MF AN
WIS e
Bl
A b
Pl i T NN
148017 @
-
L ~ KH41030
|I H
F T
MIN4I0AZ HFID % = .,
| - T AN
|
1 H“"\-
* WINLT01& TER
II\'.
| .
—
™ A0 Catarsics
femof

NN 2.2 FnmuY pressure vessel HF100 (F1LAT83 MW3000 FH&R PerkinEimer)



v
a6 A o o

| 1 o 1 < A | a a ¢ a
ﬂ’]ﬂﬁLﬂﬁ‘@\ﬂNiﬂi‘LfW\nuﬂ’]?ﬂ@EI@@WH[FIQ@E’N‘W\W]Lﬂu@’ﬁ‘@umﬁ‘ﬂu@%@uumiﬁ HYNN

Tunruzlawssla wiilaqiuidasldniaustaninndunszazlanouiugs deinali

aunigalisny 35nmsdetluniaustafunisldmatislumantiaaizendn vessel #ia vial

laadqulu O&I NNANI4a AN D AwaIn an RERN! (fluorinated polymer) LT polytetrafluoroethylene

(PTFE) %38 perfluoro alkoxy (PFA) LNBLANENINLTER8F29E4 19ntaRnadllaatiniazangly

v o = ! =3 £ [ a o 1 o< < 2
LA ﬂﬁﬁ‘lﬁjW@JQ’]uﬁﬂuLLNLM@ﬂVLV\IW’]LL@SL"J@’WM@%HU%‘H@T@QE“]Q@EI’N IGIEI‘V]QLL‘]JHW TEANUYURNB U

nsdeaiuaiaunielzandn lUsunsunisees (digestion program) ANFAABEINNNTE B ¢

standard reference materials (SRMs) Wiguinaunuidsnisdesuuuitsa wIe acid digestion

(EPA 3050B)

AN9199 2.4 TuRauLedllIunINNNTEesLay acid digestion (EPA 3050B)

programe sample reactives and consumptions prog. power time (min)
weight (Q) step W)
65% HNO; (3 mL) 1 200 8
P1 0.1 40% HF (1 mL) 2 400 7
(26 min) (Total reactive volume: 4 mL) 3 600 1
4 0 10
65% HNO; (3 mL) 1 200 8
p2 0.1 40% HF (1 mL) 2 400 7
(26 min) 37% HCI (0.8 mL) 3 600 1
(Total reactive volume: 4.8 mL) 4 0 10
65% HNO; (3 mL) 1 200 8
P3 0.1 40% HF (1 mL) 2 400 6
(26 min) 37% HCI (0.8 mL) 3 600 2
(Total reactive volume: 4.8 mL) 4 0 10
50% HNO, (10 mL) 10
EPA method 1 65% HNO; (5 mL) 30
3050B 30% H,O, (10 mL) z - until effervesce
(180-200 min) 37% HCI (10 mL) subsides
(Total reactive volume: 35-60 mL 15

depending on HNO; additions)

711 : Guven and Akinci, Comparison of acid digestion techniques to determine heavy metals in sediment
and soil samples, Gazi University Journal of Science, 24(2011), 29-34.
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Kingston A% Jassie (1988) TALaAILUINIINITAIUIINAI UL LLNLATIINT
o o 1 4' ¥ o [ d' = al' Yo d' 1 [
WanzaNd uTuNstes ialdvinuienasungnaanaulasasaza e ldte s iuanmnam

AIANNIT

_ C.KATm
=

Lﬁ@ P = apparent power absorbed (W)

P

Cp = heat capacity (cal/g °C)

K = constant of converting calories to watts
AT = change in temperature (°C)

m = mass of sample (g)

t = time (s)

luilaqiiunsdensaatisnaiaradialasonlaiuauionataunnaniufoatng
a A P A A [ ¢ |1a 1y, ! & Aa o =
AUNTHUATANUNTY 11BIN1BTLaRAUALTNIULEENIN aANTTU LT auURIa1TNRANIALTLE
LAUA LAZETIAANITILLNLUAIAINADINITILATIEY N1TE AN DU IAINIT VLTI UL
ARUNF LA BLTUN1TAATUADULALIIATUNITIATUNAIALNT IHaALUNUNTHatfAIatN1aAqs
wanlWuFauvulianiniau nasldpaulalasianldinaitasniiuiniazainnsndasaansle
WNauynsaatne uluAnetidasaaalazan lngldioan 5-10 w19 Wesainnisonaley
nasnullialauanarasasazanalalnanss uinstealagdslaalWviauiulianniou

Y | Vo | v = == o | = 1%
axFauazgnonslauliiuaiauznaunanaslifsaisazanofaededaldioanuiunans
fala uaznfdsiasinisAuRaetng Mliiasara saIula i HuniaAsi g iviny
goungiaesniauy winawnulalasiaazgnansleulilaanasesaisazanananaiiey

v ar

NIANNL

USEPA 1#513049795 USEPA 3052 (1996) @3UNTLM3 8 NAL B ENIAUAINTUNNTALATIZN
unalaveninlanenisdeussgaaululazan Siva wazane (2013) nisifTaufisunnsg
datAetd19RUAIEIENIRTIIU USEPA 3 T5A0 USEPA-3050B(1996), USEPA-3051A(1998)
way USEPA-3052(1996) A9AN7147 2.5 115 UN153LAT12MLTHNA0s Cu, Zn, Cd, Pb, Ni LAY
Hg TuA1a819Aunau 10 din anwan1silsauiaunuan 35 3051A Hilse@nsninannnan
A% 30508 aniun17aN AT N NNl usTTNT RYadlany Cu, Zn, Cd, Pb LAy Ni WuINHeN
Iy o Aa | o ' o e v v ' o
FRUATNITNALAL (recovery) NANTN TULIAINITERLEUNIT UTNNUNTIAN LT UeeNINLAZES
annstwilaulannnngn Sanuanas 3051A ddseananinwlunisans Hg TuRn (soi) tanngn

TuRuvilaa (clay) WWeanansna nUTunulanzsana091tAlaneNINNANLIN3E 3052
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axnroanaanslaninnanNaau andu Cu waz Pb Miilulduiliiiasannis 3052 ngld HF

o Yoo, o v z
aNNNTaNliA silicate N@’]EI[F]'JVLWVNMNG]

100 -
90 |
o] 1
70
60 -
S0
40

30

Helugke-1) e Zn, Ni, Pb, Cu e €d (mg kg-1) contents

HE

W 30508
3051A
m 3052

a a
C
a I
] A a
e b b &

d

ol
in Mi Pb Cu cd

Elements

AN 2.3 Anudaduredarentnfivinnisatngg3s USEPA-3050B, USEPA-3051A LAY

USEPA-3052

‘ﬁ:ﬁ: Silva, Nascimento and Biondi. Environ Monit Assess. 2013.

A919T 2.5 N9l fiasnaAuANNRg USEPA-30508, USEPA-3051A Lag USEPA-3052

USEPA-3050B (1996)

USEPA-3051A (1998)

USEPA-3052 (1996)

- 0.5 g of soil samples in Teflon
beaker.

- 10 mL of 50%(v/v) HNO; was
added.

- The solutions were

heated on a hot plate at 95°C+5 with
a ribbed watch glass, allowing them to
evaporate (without boiling) to about 5
mL, for 2 h.

- 2 mL of ultrapure water and 3 mL of
30% H,O, were added to the beakers.
- The solutions were again heated until
the effervescence reduced; aliquots of
1 mL of 30%H,0, were added until
the effervescence was minimal or the
sample’s appearance suffered no
further changes.

- The heating procedure was
repeated, thus evaporating (without
boiling) the solutions to about 5 mL,
for 2 h.

- Finally, 10 mL of concentrated

HCI was added to the solutions,
followed by hot plate heating (95°C+5)
for 15 min.

- 0.5 g of soil samples in
Teflon tubes.

- 9 mL of HNOg and 3 mL of
HCI were added.

- They were kept in a closed
system, a microwave oven for
8 min 40 s on the temperature
ramp, the necessary time to
reach 175°C; then this
temperature was maintained
for an additional 4 min 30 s.

- 0.5 g of soil samples in Teflon
tubes.

- 9 mL of HNO; and 3 mL of
conc. HF were added.

- Microwave was operated the
irradiation for 5.5 min to reach
180°C, attaining a maximum
pressure of 16 atm, and 4.5
min digestion with constant
temperature and pressure.
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avpandinuavgaswniusilninsainil
luntsAnmsnuaiidmsed alnlnsalnlnisgandauuaszesaznes (atomic
absorption spectroscopy) lumatlanldamiudimszinitsuimaadanglufaatnamig
] a L8 a & a oA I £ + = a ¢ a a B
iy Aiarzivndiinnlanzazinine dueglundanasion GiameimUiinutune
o A | a @ L= =1 [V & a 1% =
nasmfiReagluduns i aanaiaiamisaldimnsmzinlianalanglaninta 70 579
v o o Y ¥ aa 1% o . = 1% |
sneiu szauAnNdNdunIAszilaatluszau ppm (part per milion, MHsluAUAIW)
uannreatnny aldnnseuietntluaznen e lATUNANIUAZAANAUNAINIY
dl |d| s s dg{ U a =~ GI/ I 1 zi dJ as
wazitlasuasleas Tlagluoslaaslnaiis s AnATNUgIIUNIAN LREITIAZYINTL TINANY
g v o v o = ° o i A i = =
MyiuernanazldnasIuLaINIANNAIUNIZAUBIALALAZTHEA LAEAINITAANALUALH
AN USlasRsaT AN NI uradlany telansdA NI HIUNINAEAANAUNAIINULEN
v k4 a oA 4 =3 = o vV (=
Tasn Tunamssdavnnlaneilsunudesiazganaunasnuuaslides fuldaisungues

\eF-uaniuesm (Beer-Lambert law)

Focusing Lenses

Wavelength

solector Detector

Radiation Source

Amplifier

Signal Processor

2NN 2.4 duilsznatandlATad AAS

Tumsinmeavdenlasupluadaneilusgluairazatsfnatng Winanefy
arxmaNlngldnasauanndaslnsagdiuairaesnen (atomizer) fazmmﬁlﬁmﬁu%@mnau
wisuLaslFanuuaariLlaLas (radiation source) MAIAINLULAITIHNUNTAANAWILEDAL
QIABNANNZANNENIARLTIINN LS ALAAZ TN LAYYNATIATARAERIMAME T(detecton
Wiailasuandoyonnuaudoyoamdliiln andudnlufimisseen sy @mpifien

AugANITLIUNIAINTUTENIARARIIABNNILASS (signal processor)

NNSNUNIUITTUNSTTH
UuN99908 LazAne (2556) snaeunstuitleusnsmdnlufunzney Aaeigazinn

Jadnasaan wuanlFunuensininluAunzneuniudsgafeunazggiuatluga 3.87-
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17.96 mg/kg WAz 3.00-15.11 mg/kg ANNANAL AMNNATNINLIUNLINYTuAUNIAN
NIMTFIUVDI USEPA

an o Ld a o S o 3 a a

Aranunl Yeydl waranle alimuiug (2557) snaudiinuetfioiinlunzneunuiay
n3souldunuTnuuiesuivesdn Samdaiat 91U9U 3 9ALILAY8ENT AamAtia ICP-MS
nudFanensatnlunzneuauynaaiuie gl ANALN A NIATFIBANNNA RN LS
dselamiliianisagedunazinensnssy Usnaiedwaulnamdasusdmusinigadaat)
1199 229.96-277.32 mg/kg drutFunauensiainlunssadlfuinTAannteswansnanuluwe

S

azqALALAIRLNg U 34ﬂ"]@gﬂumwﬁmmﬁgmﬁﬂizmqqmmﬁm@mmmmmﬁgﬂummiﬁﬁm?
Uwileu

Nriagu and Lin (1995) s1enutf3snnilansminmzia (Pb), waaLian (Cd) wazansia
n (As) Tudnarnaniemeumieseseding s1uou 26 dvefiansamunglueidng wudn
UTu1niaee Pb, Cd war As a¢flutaq 0.5-11.5 pug/100g, 1.0-10.2 pug/100g kag 0.6-14.2
Hg/100g FNNAIFL AININENTUAINAIIADNINENEUNHIZANLANITLTLNA

Das et al. (2004) sgautSunanutleuanfioinludng naliuazlan aindsvine
faaane Wasannfiunnefadnudiifugedeelfifamsudewlwinddems ms
Anrznensainiagldmeatinesnaninweuaasudy ainlnsanasuuulalass (HG-AAS)
wurjﬂﬁq@ﬂﬂqﬁmﬂﬁq@ﬂw (11 A8 UWAzAY 18 FateitTinuendialniiuAninsgiy
firtmun lusnedredarosa il inuefaindamun by fitimus (1.0 ma/kg) Whl
wudsnaudadlFanuenfialingailszan 2.4 mg/kg AIUAIFUNY 0.73 mg/kg UATLNAR
419WL 0.14 mg/kg T1ENIUARERY Zavala and Duxbury (2008) izﬂ_gﬂ?mmmﬁeﬁﬁﬂﬁwmﬂu
F19171991U9 204 Fatingfiarineluiesnaisluiionesn wawan NXuAg LUTLEAT LAY
Uszinadiu ‘W‘LI'J'”T]E‘ZNWMEﬂﬁfLsﬁﬁﬂﬁg\mmWﬂ@u‘ﬁN 0.005 04 0.710 mg/kg

Meharg et al. (2009) s189 U3 ie S adnianunuazarsaidnaiunidly
NARAITTI09M9uaz T A AR U 901 Faating a1 10 Uszina (@ n31) sanvedinangann

Uszinalng wudisaatsdnanlszwmestlduardulfudilsinuaasaasanfainiaag

'
o

mﬁqmﬁ@ 0.04 uaz 0.07 mg/kg ANAIFL uazdnaantszmasaBnuasdaaailiunmn
m?mﬁnﬁywmqﬁz«gmﬁ@ 0.25 WAy 0.28 mg/kg AMNA1AL daudnaunaanssinalng (54
et Hisnmenflaiinnauaiady 0.14 mg/kg FIMLAUE29 0.01-0.39 mg/kg UATATN
A7zl Tiaine unaludng 63 Faetraantssinaiaaanna au auLAe
AMNALAZALNENN WU ANNFNRUSIEMI9eNTrTina Duiaduaz an LTI N A LANAN T
BHNNTLAIATYITUINIUTLNARNG ]

Adomako et al. (2011) Tearuanumsaiastutleulusiadneing 419lne daana

19719 wazgniRey 41UaU 549 Aretanguiivainiasnainlutlszinaniun nguiseina
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gled awInuazields aan 21 Usena (5 n31) wudndraanszimAnIUInLs1a NN 1m0
widsapselamtinnn Psunuenfiatinludinainewdni wazlneny 0.22 waz 0.15 mg/kg
o o é 1 a | | v 1 4:1' 1 ar |

AINAIAY BN HUTHgand T ludssimaninwul sann 0.11 mg/kg WANAUWLLN
v -2 a a = ¢ 4 oA =3 Vv a & a
FegazyedanfilinelunTduesdnaluniiiiiAngalsuiuresas 83 veslTunniensiaiin
4 = |a o ] v a a ¢ a a N cY
NINNA TILTHNUAINANIININNININa eI NLaZ InaNnuanTatine dunitiesns 42 Las
67 ANNAIAL

Costa et al. (2015) Lauansataszngtutuassenfiainetunidludnalasldiaia
NNTATENAIRE19WLY cloud point extraction (CPE) WARALATILAY8LNATA ETAAS tat
NANNITATNFAIDENT As(V) LRAE19 9T unUINALLAR (molybdate) Tuantazimiiunsnaes
ngAGaRaTN (50 mmol/L) a3LEadauazgnana e 0.06% (W) Triton X-114 LHBHIUNIAMA
weniilu 2 dpnna wenduiidutuaisnszaiafatinszilTannendiainiamansiog ETAAS
n3aaTzsanatailataeanuiundunss 0.05-10.0 pg/l IANNAANITATIATAVINAL 10
ng/L NMIATIAABLANNYNABNLALNTINTBEALININALAUELlUTI9 90.8 - 113.1 LaznAaay
AUATNIRIFIY certified material IRMM-804 WuanlifiAnauwanftset N Tad1AnyNreiy
ANNNITRNU 95%

. % aca ¢ & a & s a

Pasias et al. (2013) lAs1e9nudsatAszRasinnIuaLassUuuLIasanfaiinly
dalaemailn  ETAAS  lnsiedAgnismsassnetnednanagisnistessagnaulalagion
(microwave ~digestion) lAgA8NlAUBAINNIOALATIEAEVIMYAIINALAZ L LUITRI8 T iin
AD BNFLEHNNIVNG (+-As) @1FIEneNuYFINauNg (t-inAs) war JUuuvresenfaiinatiunsd

(As(ll) waz As(V))
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NI5ANLUUIUIRE

Lﬂ‘%‘imﬁ'ﬂ (apparatus)

1) aznaNdnwavdesuTualninsWiniines (AAS), ICE3000 series, Thermo
Scientific, UK

2) ii3astinasitatnesanaulalasan (Microwave digestion), Preekem, Toplex,
China

3) waulWAn, Binder FD115, Germany

4) 1p3eieazLdan, AND HM-200, Japan

#&5LAd (reagents)
anainldlunmaseaiiunsadipsnzt (reagent grade)
1) As standard solution 1000 mg/L, QRec, New Zealand
2) Nitric acid (65% HNO3), BDH, England
3) Sodium hydroxide (NaOH), QRec, New Zealand
4) Hydrochloric acid (HCI)

A8N19MAaa49 (methodology)

NFUIANIIENLUNZAN RIS UNITATIAINDIS LTI RNALNALIA GFAAS

A1519N 3.1 4Nz NUTULAsUIR99E GFAAS

CHYLE dragamnRNAnE (°C)
drying 100

ashing 1100-1300

atomizing 2000-2300

cleaning 2600-2800

NSLATENAIDENS
L‘hﬁfmﬂ'ﬂqaulﬁ34mmzmﬂmmgmmiﬂfnﬁﬂiwﬁqmqmLﬁﬁmyu 10-50 mg/mL WA

HaNTlau 48 Fala udavinmsnseduazauliunaigugi 110°C uaan 48 dalag
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AEnsanmandiainlugisnaasng
Fenetneputnmdn 0.2000 g lalunaen PFTE udaiiia HNO, Wadu Usunms 1
mL uaz HCl Wadu 3 mL vinnnsdeadaseedlslasion aulisunssusad
Gﬂxu b3n: power=1600 W; ramp time (min)=4; hold time (min)=4 min; temp
(°C)=160
Gﬁxuﬁﬂm: power=1600 W; ramp time (min)=5; hold time (min)=5 min; temp
(°C)=190
LE21aNTAZ AN HINTBNLENAZNAUTLUABaEN d@uﬁ%ﬁm’mé’hﬂﬁm?zgm%wiﬁ

138797 10 mL uanvanrazanalidiasneinng GFAAS

AENN5eRtARLNY
FIABLNNAUUININ 0.2000 g lalunaan PFTE WaalAN HNO; WiNdU USumg 1
mL HCl a1 3 mL waz HE 1 mL vinnnsdassngiaradlalasion asldsunsuse

PUULTN: power=1600 W; ramp time (min)=4; hold time (min)=10 min; temp

(°C)=140

‘ﬂzuﬁﬂm: power=1600 W; ramp time (min)=5; hold time (min)=18 min; temp
(°C)=170

‘ﬂzuﬁmmz power=1600 W; ramp time (min)=4; hold time (min)=25 min; temp
(°C)=190

‘ﬂzuﬁ?i: power=1600 W; ramp time (min)=5; hold time (Min)=30 min; temp
(°C)=220

v o A~ i QA' a 1Y T a 'S 1%
LAYUIRNTASANENINTAILAINENAUNLUARD RN ﬂ@u‘ﬂﬂzL’%\@’Q’Nﬂ’)ﬂu’m?qw&iﬂlﬂﬂ

1387m7 10 mL uanvnarazanslidiaseinag GFAAS
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NAaN1TNAaaN Llﬂzﬁﬁ;ﬂ&l@ﬂ’]%‘ﬂﬂﬂﬂﬂ

NMsNANIzLASRLaA AT 1YY

nsatAsiBanuenfaingariasasneninueuge fuduaidninslinfime s
(AAS) 3% graphite furnace (GFAAS) lunsvmaaesitlavinnistliuanias ashing ludag 1100-
1300 °C @n19% atomizing 1ug99 2000-2300 °C waz@n192 cleaning 1199 2600-2800 °C
1AENANTUNANNATY YN IRBLIAWEY (absorbance response) summmzmﬂmmﬁmmimﬁnﬁ
fAnadaduFgatu annndFaudaunnan an102n1ImMaaesn1sed 4.1 Wuaniazi
mmmuﬁqmzﬁﬂm"umﬁLm’wﬁmiﬂfﬁﬁn%ﬂ’L%’miﬁqﬁfm (modifier reagent) 7151w PANO);
uanaNd fladuaniny cleaning fafinasianignslgeuaLIm Lﬁfauﬁ@fqmmﬁqﬁzﬁu
NINNIN 2700 °C WU LAAENIATUAANNINAN GIUAAITBINNANNTN ANEZ B ARY
VTR AN TFaT9e PANO), 5Qﬂﬂﬂﬁ34%/@uﬁ§\uﬁu1ﬂ

aealefAN N1IANEIENIIZIR9LATRI831ATYT GFAAS Tunsnaaaitlally
Wisuisuainnsviunssreanisdfuasusninznimeaassenann ialilddayai

v |

INFABILAZUNTE AevaduniInaaesdiuidaauaniozlnadsauinauainaiaanuiily

u

WWUATY (RY) WAZAINTY (slope) ARININWLALAIS

A5 4.1 ANNZNANEILAZANINZTANIZANTRINS GFAAS

anz drsauupinAne (°C) amupRMuanzay (°C)
drying 100 100

ashing 1100-1300 1200

atomizing 2000-2300 2250

cleaning 2600-2800 2600

MTIATIERRNTLTRNAEINATIA GFAAS HANINZBLARLIURDUAILAAIANTINN 4.2

TILANANANNANIIEUULUNUBILATEINS (Manual guide) WIaIaINNNT RIANTFATILLANANNY



AN 4.2 ANNZTIUANIZEANUIRIIE GFAAS
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N1z AUNH 1WA ramp rate  ARSINNTLAATDILAE
(°C) (s) (°C/s) (L/min)

drying 100 30 10 0.2

ashing 1200 20 150 0.2

atomizing 2250 3.0 0 -

cleaning 2600 3.0 0 0.2

miv‘hnsﬂwmmg'mm%mﬁn

naesaNnaanIgIulunsineitienldas extemnal standard ¥3aa1ALTENIN

calibration curve method Tm?fLumﬂnmmﬁﬁﬂmim?ﬂmimmmgﬁmfmmmﬁmiuﬁﬁmm

wAT89 AAS Taeld master standard LINUY 20 ppb A NIdINTRNLAanadu 1.0, 2.5, 5.0,

10.0 WAz 20.0 ppb ANZTUNIZANTEIIT GFAAS AR 4.2 NITNLEUATILEAIAININD

4.1 TpadAn R?>0.999 TaLaAdlliuINTa9NITReLauedIAntiudunsana 1 09 20 ppb

0.60

y = 0.0278x + 0.007

0.50

0.40

ANNITAANAULAS

0.30

al

0.20

0.10

0.00
0.0

R? = 0.9996
e

."'..
5.0 10.0

15.0 20.0

ANNINTU As (ppb)

WA 4.1 NIUNIRTTIUIBIANTASAENIATFIUBNTIE TN

6n'fNmmL%M%ummm%mﬁﬂﬁmﬁmLm?ﬂmiwxlmmgmlﬂwﬁmﬁmmmm RIGRETT

Jnrmevaunsresdnynmiudunn wileanududuresansioinuinnan 20 pbb ag

wundyninraevauedInanadlasldifudndiulaansaiuanadudu danaliaiaans

(=1 v a1 v U s 2: dy = 1 |
Wuidunsaliandasndn 0.99 Astiulunigm mamu%m@ﬂmqmwLﬂumqmmm’mmmgm

Tugia9 1 09 20 ppb
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ANNENUNIEANRINSUNISIATENAIDENG

medesinatauiieATedlulagion fu Toplex e Preekem laansasaniaz
P~ = 1% ¥ 1% o o | A a v o
nrzylugieanislinuliaanpaeainumietng (naxuan) laglunimeassiinenldiunausn

ANT9N 4.3

AN519N 4.3 ANNZTIUNIZANEBLANBLN

MBS Ywin #9LAd (mL) AUUNH  ANNAY  1IAD
ALY (g) (°C) (atm) (min)
Soil (total) 0.2 65%HNO; 1 mL 140 10 2
37% HCI 3 mL 170 18 2
HF 1 mL 190 25 2
220 30 8
Soil (leaching) 0.2 65%HNO; 1 mL 160 12 4
37% HCI 3 mL 190 20 5

AMNNANITER AR L NNIABIIBNLINTEaeAla819aUlaeld HF Aaannlu

a13azaneNiala IR NauWae 1iedaInnIa HE @181T0aZaN8NINTRNALAZINABTANA
v aa 1 A . o A a A 122 o !
1A% wedsnstieaiiilu leaching Az faliAzNOUAUINADBYIIVINITNTBINOU AINNTT
WiauiisulFanuenfatninulusnetehuninisinasasaannIgiueniiaiin 10 ppb
wunlTunnendiinAnuaInnn st aayeanslsldANNLANANIa WA TIEATY NTTAUAINN
il 95% tHasanatdiinninasliitldgadundevesduminnu ladlalddamniznngly
1AT9ET9109TANA AIHUIUNINARDIRNITANAAIYNTA 2 THARD HNO; WAy HCI LA e
wafavannaisioiinaanainasiednald agrelsinin dlusiedrsfensioinarunsaiia
wuselAnUEaInNANITt e Aaat19ATlENTA HE $a8AL HNO, Way HCI
= ~ 1 1% = | = 1% .

maTauiaunsdeasaaaiadlalasaniaznisdesuuiiilonaiansa (wet acid
digestion) Tuf@ENIAUNTNIFANAITAZANENIATFIUBTLEHEN 10 ppb WUINLTaNenTiEtin
NNLAINNTLDENIEDIIB IUANNLANANBE NN UEAATY NTZALANNTANU 95% WANLIN
Usunaenfafininulumiedrainiunisdesuuuitlansaansa (wet acid digestion) Wi
YFunnuninndn winnagiAyiiazanandiuniueeansafildlunisdeadiniusinndtasnn

a [% ' 1 @ ! | [ = ANy = [

narulananndn agnglafinna aznuannsdeusaaipzaalulasionidefnn1eanuanuazaan

(=3 k4 v 1 v v =S
saaL59 Tiantauninann LANTBABLADITIATGN
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NSUISREALNITNALAY

N13MTBEATNIINALAY (recovery) 1AENITVIINITANAITAZATINIATFIUBITLET
NANTU 2.5 AT 10 ppb A4bUENTAIBE19AY WAIANLLUNITATENAIBENNIELAEANUNNTE B e
o | [ = v o & A o [ a K%
FaasamneiaTadtulagan SeuaznisnavAunAunls wasdlumIen 4.4 nudnsesay
NINAUAUIRIANNENTU 2.5 waz 10 ppb U 80.3 WAy 82.3% TaieuiLNmNITHaNTY
PBITDUALMINALAURINNINTTIUNWNEIMNTUATEN NIANNDNTUTTAL 10 ppb aglugas 70-
125% @84leARIN INUNNITHANTLYDILARLNUILINUAZANVUARINANHULINUAINTTATE

naNeilads 11U THARIAHN TLALANNNITNTULUATANREN INATANITILATIZI LTIUAW

A5 4.4 NMNTUIFBLAZNNTNALAU

v v v v v v al v
AMULANUYU As  AINNLUNUU As AANNLUANTUYU As N TRUACNIT

fd (opb) fnvlusnasned  wilushaselad  nauAu
spiked (ppb) spiked (ppb)
1 2.5 2.025 0.018 80.3
2 10 8.250 0.021 82.3

AN
1 . . Vv o ar 1 d‘ a v v
AYHLNY (precision) 1nEnnlAAINNITUNANTAIB ENTIANANTATANENIRTF LN Y
2.5 ppb LAININIINARBITT 11 ATI WANITIATIETLANARIAITINN 4.5 LAY 4.6 Inaiile
AuaFaEazANITENILIUNIATFIUANTNG (RSD) WUINANYINAL 2.15% Tauandlimiiu

ANNUHUTBIALATIEN NG



A15197 4.5 NANTFIATT (n=11)
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ASaT AMNISARNAULAY  ANLINTY (ppb)
1 0.0781 2.588
2 0.0775 2.536
3 0.0794 2.604
4 0.0801 2.629
5 0.0833 2.745
6 0.0801 2.629
7 0.0799 2.622
8 0.0786 2.576
9 0.0786 2.576
10 0.0785 2.572
11 0.0788 2.583

AN9199 4.6 NANITATUIDIAIIN LN

fAaLls

ANNAIUI D

n
mean
SD
%RSD

11
2.603
0.0559
2.15%
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dgduazansana

asduazanlsaua

NNTANHIAN1ILIBINITALATIZARNATA GFAAS Laaldansmagas (modifier
reagent) 7Ll PANOy); wudmquﬂmmgﬁﬁ'mmmﬂwﬁgumu drying, ashing, atomizing
waz cleaning tlu 100, 1200, 2250, WAz 2600 °C FIAN1IZAINAIILANAIAINEN1IZLLZUN
apaLAIaile (manual guide) iipsannnisldanssagaauwnnsiai natATanTINEIRsgIuly
N33z viiaaldan external standard ¥38@1A138N97 calibration curve method Laglunns
1/1mmﬁﬁﬂmﬂm?ﬂmiwﬂmmg’mmnmmﬁmiuﬁﬁﬁumLﬂ?’lm AAS Taelld master standard
a9 20 ppb AT UTI ARy 1.0, 2.5, 5.0, 10.0 LAY 20.0 ppb GNIETHINIZEN
10935 GFAAS TaafiAn R20.999 Geuansliifuingaenisnanauespanailudunss (inearity
range) A 104 20 ppb

mstlaafnatsfudaneTadialazion fu Toplex f3fe Preekem ldaNsnuan19Lil
szyflugfansldnulisanadasiufating annanistasiatiweaadinudnisdes
foadnanulald HE Faavinliansazanafilila luinzneawnae Wesainnsa HF @a1x190
AT ININTANALAZINABTANALE S WARENTelas iy leaching AZEIHRENAUALIADDERS
yinsnseanan annisiieuisuiBanmensiiniinulusaatnsmudiiinisfnansazans
NIMTFIUBTLEHEN 10 ppb wudnlisnpanfafinfinuanmstasisaadalianuuansng
athaiiadiny Nrvfuanaidediu 95% asnensainiianadliurllgaduiiinnesdiu
wintu gl dainnznnelulpseaisuasdang msulunimeaasinisaindaansa 2 oin
A8 HNO, uay HCl I ganafiazafnaniiainaanainaissoadnals adrdlsfanu dnlu
Faadreienfainanunsaiaiusyldiudainanisdeasaadnnasldnsa HE 3auiy HNO,
waz HCI

N13MFBEATNITNALAY (recovery) 1AENITVNNITANAITAZANINIATFIUDTLET
AN 2.5 LaZ 10 ppb AdbUANTALDENAY LAIANLTUNTFRTLNFAIBENNIEIALIN LNt B Y
Faadnednenaiadiulasion Yaaaznmnauauiiauindd wandlumiaed 4.4 wudnfesas
MINAUAIaIANHTNTY 2.5 uaz 10 ppb 1w 80.3 uaz 82.3% dufisuiunuminisaaniy
m@a%’@ﬂ@;‘:maﬂﬁuﬁumummgmmqmmﬂmsmﬁmwL%’N%’uisﬁu 10 ppb B¢luiag 70-
125% 8¢14lsAMIN INUTRNITHONTLURILARZVUI LI UALINUARTNANE LI WA N T E
nanailads Ly sinsaetne srauAnNdNdUluanssaesng matiAn1sATE s

ANNWNL (precision) meﬂﬁﬂmmiﬁmwﬁqaf;h\‘iﬁ'Lﬁummmwmmgmﬁwﬁu

2.5 ppb LAIVNNITNAABITY 11 ATI HANITIATIZALANAAIAIT19N 4.4 LAy 4.5 Taaiile
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J % a % ar -4 oA 1 o = Y @
ATUIUTBEAZAMNILEULUNIRTITURNNND (RSD) wuamdAININU 2.15% FILAAILIALIAU

ANNUHUTBIRLATIZ G

A LAUALULE
Ao o o a | P o o aa | o | 19 = | o |
N3 8NAITANLTRUA L AL UNITWAMUNA BT B AN AN AR LLATA At ARt

v = i v G| A = o ! v 4;/
mm@‘nﬂﬂmmﬂ Walranunsanduasiunswsas mamﬂwmnmmamﬂw
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