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Abstract

This work focused on the stability and performance of magnetite (Fe;O,) as a magnetic solid-
phase extraction for trace analysis of phosphate in aqueous sample. Fe;0, particle was synthesized
by the chemical co-precipitation method and confirmed by FT-IR spectroscopy. The FT-IR spectrum
of the synthesized Fe,0, showed the characteristic peak in the region of 570-580 cm™ corresponding
to Fe-O vibration. Size distribution of Fe;0, was measured by laser scattering technique. The results
varied from 30.3+23.3 to 87.4+61.6 um for 5 representative batches. The synthesized Fe;O, was
then tested its performance with our developed extraction method for phosphate analysis.
Standard phosphate content of 1.2 pgP and 2 mg Fe;O, was used as the test sample. Under acidic
condition (pH 3.0), phosphate ion was adsorbed onto the surface of Fe;O, for 15 min to reach
maximum adsorption. Subsequently, desorption process occurs within 1 min only using 1.00 mL of
1.5 mol/L NaOH. The synthesized Fe;O, performed adsorption capacity about 4.9+0.6 mgP/s.
Moreover, the batch-to-batch consistency showed no significant extraction efficiency among them
by statistical analysis with ANOVA test at 95 % confident level (Fy, 2.04 < F.; 3.48). The
reproducible extraction was good with the average RSD of 4.2 % (n = 15) even though particle sizes
were varied between batch-to-batch. In addition, the Fe;O, can be reused at least 100 times by
washing with acetate buffer pH 3.0 between samples. Under ambient temperature and dry storage

condition, the Fe;0O, was effectively used at least 4 months without diminished extraction efficiency.

Keywords: magnetic particle; magnetite; stability and performance; extraction of phosphate
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FesO, [5] ICP-OES removal 3.65 - 3
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Weildisn1snnaznausneLAll (chemical co-
precipitation) #afauuata1nauifeves Jang
wavmnz [29] TneSunnisuadleseau (1) Aae-
lsannszlainse (FeCl,.aH,0, Sigma-Aldrich,
avusans1susgeesiiv) niin 1.0 nfu duleseu
(N paslsatanaslainsn (FeCly.6H,0, Sigma-
Aldrich, aniusansnsasgieasiv) nun 2.7 nsy

(8msdau Felll) 1 Tua sia Felll) 2 Tua) asludn
inedauin 100 Saddns azaredetiusieenn
Tooau Y3uns 50 Saddns udunansavatenaui
adluriafunauanuae fuuinadlugiaiitud
TMevumsesliaudeu (MR Hei-Tec, Heidolph,
aniusansnsmsiensiu) niounsiiunia
Tulnsiuadluansaratouas nusIsIA30InIuans
avanuA8uvialitnan (MR Hei-Tec, Heidolph,
avitusansisasgieesiu) nasanan ogmmai
v 80 a9 waldud FufnasazarswenluLiley
\WuTU 30 % (NH,OH, Carlo Erba, a15504558018)
Usuas 25 fadans ashdededn 9 waaiiald 20
uiiitel AT nAneg9anysal antiudng
E]‘quﬂ']ﬂﬁlé})éf’lEl‘j’lﬂi’]ﬂ‘\]’ml@aau?\]uﬂ’j'] pH U84
ansazaeiildainnisaradunans udldudingn
mﬂuaﬂﬁqqmymﬂlﬁﬁammiazawﬁyq 814
ounadnadafagiastuoauaulegy (CH,OH,

a =

Carlo Erba, a151504558018) uaudnd1geun

<

[

gaumnil 60 perwaldya LuLian 24 43lug Lile
o ¥ v =3 1 %
Mlieun1A Fe,0, wiie wastnuldvinwiiauin
dnlulagaanudu Gansduasizsiusasaisasla
BUNA Fes0, Usvanad 1 nSu

2.1.2 @15LANLaLNISiAs8uasaYany
Funsuiasnzvineains

Ymansavareodnsmtudy 0.40
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fadnsunearesaneansluasinnUvines i udu
0.1 Tuasiodns (pH 3.0) 11 3.00 fadans (KH,PO,,
Merck, aniusanssausgieasiu) asluvinuii
YUIALEN (FURUAUOINAIN 2.4 LEURIAT g9 3.3
\wuRLng) AUT5901n1A Fes0, 2 fiadndu agvin
Tilaarsazanteveainatudu 1.2 lulasnsu
WoaWesaluasavargesBinndnines pH 3.0 vu
auna Wudunulunsfinm
N15LATENETALANYILBLAUNTIN
(combined reagent) Us11035 25 Naddns NS
1IR3gIU [30] dmsuiasieineamniIansvinli
\AnansUsznouldsdoudinturievealnlyaus-
131ug (phosphomolybdenum blue) Usznause
dansararensndaiiasnidudy 2.5 luanedns
(H,50,, RCI Labscan, $1991019n5k8) @15azane
Inunaideuloufludnisinsaiadlainse
(C4H4KO;Sb.%5H,0, Carlo Erba, @151504558013)
WNTU 2.74 nSunedns wenludeuluduinn-
wanszlatnsn (NH,)Mo;0,..4H,0, Carlo Erba,
a1515u559014) LWty 40 nSudedng uavnin
waana3Un (C;HgO, Carlo Erba, 151504558013
\WudU 17.6 nSusiedns naudulusnsidiu 10:1:
3:6 IngUsung
nsimsNaIsarangesTeatines
Wt 0.1 Tuanadns (pH 3.0) USuns 1 8ns vin
Tngn9nTnosdRnidudu (glacial CH;COOH, RCI
Labscan, $19010019n58) Useune 5.8 fiadans
adlubninesouia 1 ans defithussgegussaa
900 fadans wadldarsazareluneulansenlan
Wudu 1 Wwaredns Usu pH auls pH 3.0 uaaly
usulsumslvasy 1 ans ansazaneddudanh
axawmiazm&Jmmg’mwame%wzﬁmﬁwﬁU%’v

anmiuRIeunIA Fe,0, Wliusequinuagldang
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Msinsenalsazaelafeulansen-
lon Wutu 5 luanedns Usuns 250 Jadans M
Tnedslaiionlonsonlas win 50 n¥u (NaOH,
Ajax Finechem, fhduaun) asludnines udiu
thauasu 250 fiadans Tnssuansasaneiesi
AT W Seasdsnstuieneieiily
USunasfimnzay

2.2 3/N1INAaY
2.2.1 msiigatiendnuvaluazvuined

auNA Fe;0,

THwatla FT-IR (Fourier transform
infrared spectrometer, Nicolet 6700 FT-IR,
Thermo Scientific, @13gaiaisnn) dmsunsivaeu

a

niflsAdudAgynuaveniisendnualianizved

o

¥

nlanl83%

Fe,0, N 94A5 KBr pellet wagly
MMALANTITNTZLAILAS (static laser scattering
particle size distribution analyzer, LA-950V2,
HORIBA, iﬁﬁu) WednssRuunuazn1snssa
AIYBIBUNA

2.2.2 n1sfnwrdadenisanauay

Usgdndninveseuna Fe,0,

(n)

® ounn Fe,0,
m asitaule (PO,*)
A padUsENOUBY 9

1438 n1sanafofigadureaudsd
Juansudmdniinszanesluaisazaiasegng
(dispersive magnetic solid phase extraction, d-
MSPE) Tunisdnen (sniiu 3adnwinsldsniivh
LUUUTTPRUNIALLABANUILIALEN) N13ALEunTg

a

FfeUsznoudie 2 Sunoundn (U 2n) Tdun
‘ﬂ'gumaumi@ﬂ%’uvdamwLLaulaaau (PO,”) vu
ouMA Fe,0, Lilauanuuvndsing 4 eenatnansi
aula uardunoumsaeduroamnueylossusen
MneyMAsEUTINATaNsazatefvzien  Lilo
iinanududulunisiinsesd Tagnalnnisgadu
LLaxﬂﬁm&J%U%Lﬁmﬁummmﬁmmlﬂ/\lﬁmam
syndraoannouloooufuUssauuiiuinves
auUNIA Fe;0, Fauwusiasumy pH V998158 aY
[10] fa3Ufl 29 mnansazatsilaninznsa (pH <
7.0) aninnsTuslaiundituinoynalsiianin
U53U3n (Fe-OH + H' <> Fe-OH,") vilvilinn1s
gadurleawnieaulaseu uazninasavaied
an1994ud (pH > 7.0) axsian saldsiniuntuis
LAAIENINUTEYaU (Fe-OH <> Fe-O + H') ¥inlwt

WoaaweulesaugnuinesnaNoynA

3U%1 2 (n) nszvaumsananealns

Wludpsis

? m‘l? 143h

weulooaudlgeynin
WilANKAZNSUENEYNIA

29NINANTALAIYAIYLTA

L mimedy wilwdnneuen (magnetic
(@) & decantation) uag (¥) naln
S
Wihun gk, PO oF ”+° UL ) e°° N1IAATULAEAITANETY
Fe,0, PH<7 e e}ge pH > 7 - °fe ¥
¢ b
Aganudlousiluiain wanfiu neaanoulosauuy
. v d v 4 aunA Fe,0, maustlii
nalnn1sgadu nalnn1sAedy
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msedaddansavarevoaad
w3sdluansavaretwimes pH 3.0 [10] [Wusunu
yosasaraneiieg1aitelfiAnnisgaduuuiiuig
aunA wavldansavanelufvulansenlenusumg
1.00 fiadanslunisaedu egnelsiniy n1sAne
Uiz?{‘w%mmazmmLaﬁaimaqayﬂwdumuﬁaﬁ
drulngldrrdesaznisnduAuvesnisaimiu
Yayausuiiiuna %qléjmﬂmiﬁﬁmmiamﬂﬁum
AeuafnuazndsainumuwIsmuaunTsi 2 waz
3 fauansazaneeaulnneunisaauayndanis
afnfhiwihuAzeluavitiugasgnuiuanw
Thdunans wieldld pH vesansazanefianaiu
dawaroufiser sasilihusaanlesouuiy
Yumslifiusunsgusindudu 5.00 faddns
AeumansavanenanAmeiauiuiiiiniuasly
lulasAaan (Medueanas 10 Sadiuns Usung
nelu 700 lulasdns Hellma, aniiusansisusy
Lwesiu) Wensaiandndusdnitudionie
W daaunlnstines (V-1200, Mapada, @167150-
Ssuszrnvuiu) frnuenadu 890 wiluins
2.2.3 msAnwialun1sgaduuaznis
A8
Yupansasargunsgruloaa
Wudu 0.40 dadnsuneanesanedans Usuing
3.00 fiaddnsadluviauivuiaidn fussgee
aunA Fe,0, niin 2 fiadnsu Aandu 1.2 lulas-
nSurleanesareounia 2 dadndu) uduvgeiy
A3 0TEIEITAZAIBLULLLILEY (GFL 3006,
Gesellschaft fur Labortechnik, awﬁuﬁ‘mﬁﬁm%'g
Wwasiiu) finanands 200 seusewdl WeAnwvan
lunrsgaduiluiian 1,3, 5,7, 15 way 30 unl
mnﬂy'um%fqaymﬂﬁéf’mLLNLL;J'mﬁﬂm&Juamﬁam

wonalsazateiiell udrvvaunindsanTazane
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lghsulansanlenidudu 1.5 lasedns Usuins
1.00 faddns Wuian 5 udl Annud 200 seu
dounit anduihaisazaeiilaluiiufase
Tuaudtiuug e iargandunasdsazulsnsaiu

ANUduTUTRINaaNaNgnandulalut9dY du

RV
o

N15AN®ILIaIN1TANEFUNY nnassludnvue
WAearu Tnedmuaailunisgadulia 15 und
wazAnwnalunmsaedusaus 1 89 10 und

2.2.4 NMIANYINAAMUTNTUVDIANT
avanslodeulensenladiifidenisaedu

arsazaelufoulansenlan [Wudu

0.05, 0.1, 0.5, 1.0, 1.5 taz 2.0 Wasiadng U3u1e3
1.00 fiadans tunlgfnuuszdnsainnisanedu
Weawlnlosausaniatnaynia Fe,0, eldaniiy
nsaeduUsinameas 1.2 lulasnsueanesa
feauNTA 2 Tadndu AvuUAIaINISIvEILaY
AUSITaUAST fie 5 W waz 200 seusowd
AIUAINU

2.2.5 nM3fnwUszansnmnisgadu
g9anv939UNIA Fe,0, (adsorption capacity)

Tupansasargunsgruloaa

aanduduisudiu (C,) 10.00 fadndumleanlesase
anslutwes pH 3.0 Usuns 3 fadans (V) aslu
YIAUAIVUIALENTAUTIOUNIA Fes0, ntin 5
fiadndu (m) arnduirlvivgdaeiaiesadn
ANTATANERUULIILEUTIAIEY 200 SoUsBIT
Junan 15 wil uduenayninesnaInansazany
Fresnansuindnmeuen Tnansazateiiin
150 faddns ot luviufATenuisluaud-
ThiuguaziaAinisganduuas drAnsgauasitle
Tudaduanududusonsvussguiiaig

JUNETATA18UINTTIUNDANATNNIIUAIY

@
o

WWUTUkUUY 838 Taginlvins1ulSua
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Woawlnilignaaduvueyniauazdunisegly
#@15a¥a18 2 LIatauna (C) NITATUIUN
adsorption capacity (q.) bandbuannisn 1

(CO'Ce)V

o= T
2.2.6 NMINAFDUNANITNTZANYAIVD
YUINBYAIA Fe,0, siauszdnsatnlunisadia
odnn
N3FUATILIUNIA Fes0, 78NS
anmznausunalidudsivialaie ilesan
anmemsdaasziisluasazanenauiléindu
Aviazany gaumgilligain (20-90 asmivagea)
vhmeldanusuussenme wageymaiiduasish
1n19n529189UMABUTILAY (relative mono-
dispersed particles) [3] pehalsiniu nsdaasizn
ANYANITNAABIMI N IUYANITNARBURE I
thu deuillomaldvunveseyniafilaviiuiniy
MTIVADUNATDITUIALAZNITNTLILRIVDT

LY

sumandunseitundnen1sutlldainnoans

v
@

dunsuimseidsunaseld Tunuidelidauseu
WiguUseansainnisadaneainnnligaynina
Fe,0, NdaLAs1Z9idy 5 AN15nnans lngluusiag
ﬁqmmimaaq%ﬁﬂsgﬂ 3 ads udldAndseansam
SouaLNISNaUAUVBINITANA (% extraction
recovery) §3Usuanesazvasnaalniignarn
sanulaluudazyanisnaaes (Arwialdain
aun1sii 2 wazaunisii 3) vndSeuiiieuiudae
adfLuU ANOVA test fiszdiupnundesiu 95 %
Soarn1sNaUAUYIBINITANA =
(SovazUszansnmnisaedu + Sevavdszans-
AMNRATU) x 100
So8arn1sNaUAUYIBINITANA =
{[Abs, + (Abs, - Abs;) x 100] + [(Abs, - Abs,) +
Abs, x100]} x 100
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idlo Abs, Ao An1sganduLavesansiiadeu
WaaL.WmﬁfﬂLﬁudaumi@meﬁwuawmm, Abs, fi®
ﬂ"]ﬂ139_]mnﬁuuawaamiL%a%’auWE}aLWmﬁﬁ’lﬁuﬁ
wiaeluansagatendainisgady, Abs, A AIN13
AANAULABIANSI B T uneaadLGuAignYy

U U

saelainsulansenlan, Abs, - Abs, Ao USune

o 1

Weawnignaaduaguueynia

Y Y
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