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INazae (Solvent extraction) uazmmnmmfmﬁq@mﬁummtﬁq (Solid-phase extraction)
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fginsnl anseluazdunaunisfiniine udsuail

ansal
1. Hot plate waz Magnetic stirrer fivie Heidolph, MR Hei-Standard @'u MR Hei-

Standard, Germany

=l

2. \iedanefion 4 fnuwi 8% Sartorius $14 BSA224S-CW, Germany

3. nsdanation 2 dnunis 4% Percisa $u XB 3100C, Switzerland

4. \#i3ee pH meter 8 Mettler-Toledo §1 Gmblt 8603, USA

5. Ultrasonic bath éﬁ@ Eima bfu Transonic 460/H, Germany

6. Atomic Absorption Spectrometer, SpectraAA 220, Varian, USA

7. Scanning Electron Microscope/Energy Dispersive X-ray Spectrometer, Leo
1455 VP, Angstrom Scientific Inc, USA

8. ey fia Memmert $u Model UFE-500, Germany

9. 1AsRIMWMALN fivia Hettich EBA 3S, Germany

A5LAN

1. Di-(2-ethylhexyl) phosphate (C,H,,0),POOH 97%, Sigma-Aldrich, Switzertand
Kerosene, Reagent grade, Sigma-Aldrich, Switzerland
Ammonium hydroxide (NH,OH) 28.0-30.0%, AR grade, J.T.Baker, USA
Hydrochioric acid (HCI) 36.5-38.0%, AR grade, J.T.Baker, USA
Nitric acid (HNO,) 69.0-70.0%, AR grade, J.T.Baker, USA

Indium solution standard for FAAS, 1000 ppm, Sigma-Aldrich, Switzerland

A L T < R

Sulfuric acid (H,S0,) 96.6%, AR grade, J.T.Baker, USA
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8. N-Cetyl-N,N,N-trimethylammoniumbromide  (C,;H,,N(CH,),Br, AR grade,
Merck, Germany |

9. Acetylacetone (CH,COCH,COCH,), 98.0%, AR grade, Sigma-Aldrich,
Switzerland

10. Titanium diisopropoxide bis(acetylacetonate) 75 wt. % in isopropanol,
[(CH,),CHO],TI(CH,0,),, Sigma-Aldrich, Switzerland (1°‘flu°%umumsﬁqLﬂmwﬂlmmﬁﬂu
laeanlds)

11. Pentaerythritol (C(CH,0OH),), 98%, ALDRICH, Germany

msm?aumsaxmﬂmmig'm%mﬁﬂu
WATATAENIATFIUEUALN 1000.00 HaAnFusiedsns @waaaliiaoudnduy

4.00 HaANSUARARS AaetnsAanleaa

<l Qs o
nsiRsaNdsazataUWinasg

A

1. wiranasazatansalalnsaaesn roududu 020 Tuasedans Inatlilanse
lalnsnaeinidudu Bunms 0.83 fadans UsuBunnniy 50 fadans dagtinsmaann
lenou

2. wranansazareinunadounselsfanududu 020 Tuadedns laeda
Tnunadaunaelss 7.45 nfu azanefunBunasiiuy 50 Radans daeninlsaainlessy

3. wranaITaTatanIaesdanANiNdL 0.10 Tuasedns TneTilnnsnesdsn
0.60 fiadans Ui Burnsithy 100 fiadans daendsAanianas

4. wisumsavanelminesiiom roudade 0.10 asiadms Inedalnaeneydom
0.82 n§u aranauaztfuFunmadu 100 Aadams Faevnleannlaney

5. wisnuasazarulwunadunlalalasiauneain Anududu 0.01 Tuafedns
edatnunaFonlalalasaureaina 0.14 nfu azansuazlfuBunmsdhy 100 HaAans
Fatinseanniany

6. wirnuarararelaladanlalnsauraga aoududy 0.01 luaseans Tnate
lalnieslalasauaaia 0.14 nfu UfutBunmadiy 100 fiadans doetnlmAanniaoe

7. Yhansaranefiléannde 3.4.1-3.4.6 uuauRumEE AT duFLaaluAnIg 3,

uae 4 arrangnsazanativines pH 2.0-6.0
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A1 3 ARTIEIUMIIRTaNETazaelvines pH 2.0 andsazans 0.20 Tuaradng

nsalalnsaaasn waz 0.20 Tuasaans Inunaidannaalse [42]

angararensalalnsaaasn ansavareinunaidey
pH a aa e ,a aa
(HARAR3) Aaalen (Nadams)
2.0 13.00 50.00

A1919 4 BRSIEIUNTIATENFTREALUWLNDS pH 3.0-6.0 an&1sazane 0.10
Tuanaansnsnazdnn waz 0.10 TnanafnsldiReNasdLaN

USn1ms 1000 Nadans [42]

AVIRTANENTADLTFIN arsazanslnipanazdiem
o DeARn) (@A)
3.0 982.30 17.70
4.0 847.00 153.00
50 357.00 643.00

A5 5 ansIdIunsATaNdsasativines pH 6.0 ana1sazais 0.01
Tuasadnslalalnsiaudasinn waz 0.01 lnasedns lalananlalasiau

wWastnalsuns 100 Nadans [42]

asazanglalalanian ansavanelalanaulalasau
pH = aa @ -
Haansn (Hadans) wHoanm (Nadans)

6.0 88.00 12.00
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MILASENFITRZRETLALAUA

1. nswisaNasazatsasiaiaesdlau  AonduduFensy 3.00 lnaFunms
TneThuneziaiaazdlay 5unms 3.00 Sadans wazFuinmsdaeintsaanntoanuld
\{Ju 100 AaRans

2. NSEITENANTAZaN N-Cetyl-N,N,N-rimethylammoniumbromide  (CTAB) 4w
Stz 0.05 Inuuaasietfunms Tnads CTAB 0.05 niu @:mﬂmimﬁ']ﬂmﬁmn%@ﬂum:

dfuilFunmsdu 100 Jaaans

msdsaszilmniisnlnaanlas

thaa Titanium diisopropoxide bis(acetylacetonate) 75 wt. % .lu 2-isopropanol
11 461 faRans uaz 59 Pentaerythritol 11 068 niu 'Lzmmﬁ'unanlﬁm’m?@uﬁ@mmﬁ
sz 70 asrnaadus Wuaan 3 Falue auazarenihuiiedaoty antudfinaaadeu
Auiieszanmd 130-150  aeAaLdea wianAuAARIYQIQUINA QUAINaTanEsIUE
eanliumfunn 3 Falie uRnsoeildasidnensilunaduieiiui tasdumies
uaiunliasEen udrinllinflgrungdl 650 asruadus dusan 3 Falus thansitldn
unliasBasdnafuazinliinsnsidaamaia X-ray diffraction pattern (XRD) WAASNA
N1SNAABIRNIALLAN 4

1. MEMEMITAANZANURINTAN AR ILAANNRZAE
1.1 N1911AY pH lUNSANRAULAENA28 D2EHPA

wnasazaeuasguBwasdudy 4.00 fadniudedns Liuans 25
fiaddms asluranfunauliunms 250 Dadans antuANNsadaia3n Avududy 5.00
Tuasiadng inams 50 Gadans m‘lwmmﬁunﬂuﬁﬁmmzmﬂmmgm%ma'_ﬂu ;qumnz?u
andy (Reflux) — fenw 10 tneldigruugiitlsnnns 100-120 seraaidon wazay

ANTATAAUTNAULNIUEAN (Magnetic bar) 11ian 4 dalug
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Drying tube

Water out

Water in

2w 10 msanazanginsallunmsnauluandy (Reflux) [43]

“Usuen pH 1esarsaray Tneld westudlonlansentas Anudady 7 lua
siedns W& pH winfu 2.0, 3.0, 4.0, 5.0 uaz 6.0 AudEL uaziBFaudauiunisliysusa
pH 1eaNaTR3A" pH Tuasansadis

o dl ar 1 1% a aa o v
Wasazaenliudl pH uda 5u1mns 100 Tadans wnatadandaisazane
D2EHPA m']m%’mm O 05 Tuasia@ins Tusavinazanenalsdu (Kerosene) 13snms 60.00

a aa

findans luaingn 3 Ak 14 narlunsaghafias 5 w0 qum fi%es azlddusarinazans
1lsdu (Organic phase) Ltafxmmzmﬂﬁum‘ﬂ‘ﬁ'ﬂwq'?‘ﬂ (Aqueous phase)

ﬁﬁ%uﬁqﬁm:mmﬂiﬁu (Organic phase) Nn@udaeiAaesssmefanazans)
tuumelianiazanamiy depsresduazasava i g daenselusin Aamdady
- 0.50 Tuasiadins uazdfunBunmsliidly 25 iadams fraaanuiuunms RIAdmsaenATiA
azsaniinuautasnduauinnsalnl (AAS) ﬁﬂmummﬁlu 303.9 unluiums

1.2 msmﬂfnmmmumm D2EHPA nuzausamsatnduien

Fumeunismaaes mu@unumm 1.1 uslazal5udn pH  1e98138zane
nisannisndulnanduliien pH 1y 2.0 YSuulAsupuiduduaes D2EHPA Taeld
D2EHPA  Aonaidndudaus 0.025, 0.050, 0.100, 0.150 uax 0.200 Iuasadmns luFaniazane

s ussynniamaresar i Banauansazany D2EHPA 1Runms 60.00 fiaans
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13 msmansdaaasnsalalasaaain Aanasan1sanANALAY
Funeunismaass wilaudusiade 1.1 usazlfud pH 189817858
wiaannasnaulanduliien pH 1T 2.0 afadae D2EHPA Asuidndu 0.10 Tuasiedns
urnaranoialsiuy amiuagldfudaniazaealsiy (Organic phase) uazfuansazany
Funsadaiiain (Aqueous phase)
vihdusarnazanealsdu (Organic phase) NMWMINIARANALAY (Stripping)
sauansazatansalalasaassn Aaududu 5.00, 6.00, 7.00, 8.00 way 9.00 Tuasedans
Toaynnimasesazldifiuimarsazatunsnlalasnaesn 1suins 4500 Haddans ey
ansaranealsdn 60,00 dadans WeatanduALESauda azldduansazarensalalasnagin
(Aqueous phase) ﬂw‘lﬂnéﬁ“uo’iwl,ﬂ?:mmuaﬁqﬁm:mﬂmeguma"lﬁamommmwvﬁ’u
andudrepsusng 7 siaansalusizn Annudndu 0.50 luadedns uazdiuFunslviiu
25 A8ARAT Aoa9aliuLiunms uazntadadan AAS
2. mMauanautgnanAnanlsldn Inen1sanAnI8RIvIazats
Lﬁwm@mh”umm:mﬂmmsgm%m?mm:‘tﬁmquﬁmmmu dhannazii
T YL ety TR T T AN T I BTC RGPPSR
2.1 nsgusaads (Sampling) tAnanlsldn
sdnanlsladiiommmnuanaanind g fuetneiate udavidnantrlee
wranfudunesndneginee wdsamiuwinlfnasdnanlslafuuumy udawiodnanisles

=1 d' o o d‘ [ 1 4 < :J < ° v v o
aaniuddiu NMAAa982uNaL AUATITINGSN LaTBNaIdauNMARNNHANLITNARtRY

a

v v
° o «

d; % 3; o 1% & d’ 9 i’/ o’ [
Vl"l‘lﬁ&ﬂ’ﬂ“ﬂiﬂl@@ﬂ i ”Qu'lﬂuqﬂuﬂ‘ﬂ@\'iLﬂﬂ@’]tﬁ‘i‘ﬁﬁlﬂ’]uﬂﬁlﬂﬂﬂﬂ? mum@um@zﬁumamdmm

AININ 11
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dananlslasiunuauudn Co )
M linaarnantslasuuusu

(A
» 1

uwiaAnanlslasieaniiiu 4 dau dngesdiufiagiunssiuenn

liidunasadiegngae

d‘ =] v v o
waTHaNAaIduNIuaaInae iU

MW 11 NSFNALREIS (Sampling) tAnanTlslds

2.2 msrrdatnlIansaganasn

tudnanislafannmaeguianting sndelszanns 2,000 i idaslumnfunay
Funms 250 fiaddans winnseadailasnanadindu 5,00 Tuasedns 1Buins 50 faaans aelyly
19afiunan v%wmna’l”uimnﬁuﬁqmw 10 Tnelvigrunniuszuns 100-120 avrgaidaa
uazAuENTRTAEdsuiIALI AN [nanlunisdes 4 Falie ndrsnuan 3 Ak

Uiuen pH aasasacanalnelfuenluiionlansenlas Avnadudy 7.00
Tuasiednsila pH  wirfu 2.0 nseemzneu aanuinasazarensadailadnunanadas
D2EHPA Amidiud 0.10 Tuasiedms lusavinazaenalsdy (Kerosene)

2.3 mMsananle D2EHPA lumavinazaneialsau

WATAZANTATARITN anda 2.2 wunasadae D2EHPA A sdudy
0.10 luase@ns lusvitazareinlsdu sunns 60.00 fadans TneTlinasllluarsazane
neada9snATFuRs 100 fadans Tnuatadn 3 A% Wuanlunisagiaseas 5 und avls

dusvinarateialsdu (Organic phase) 153779 60.00 TARART LAZAITAZAILTUNTA

(Aqueous phase)
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2.4 nsANANAUAURaltnsalalasAaasn

Wdusaniazateialsdu U3u1a9 60.00 HadanT ande 2.2 w1ana

o A

quAw  (Stripping) Aaansalalasaaasn Avnududu 7.00 Tuasedns Usuams 45.00

2

aa o O

afans arlidusaniazateBuiae (Organic phase) WATTUANTAZANENIA (Aqueous phase)

bt )

'
L%

nauarazaedunsa InefsganAuLLLAAAMNAUAINIH 12 azlinznawdens denznoudenn

T
Alavianum

Thermometer ———»3” Water out

Water in

<+—— Reduced pressure

DIN 12 msfffﬂLm‘%’ﬂuqﬂnsm’"\,umsnﬁuammw AU [43]

2.5 NI9ASITUAEINATIA AAS
FanznauaIniote 2.4 azatasaensalusinanududu 0.50 Tuasadns
Ysudsuans ity 25 faddns sosvqaliuiBuins thaisazatelunmasndaamaiin AAS
t; =y a v 6 v o/ a . o .Y
TunaunIsLandulAsNa niAnanlslassoansadafasnuazaiafon

D2EHPA UWA&AIAININ 13
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winanlslas 2,00 g + H,S0, 5.00 mol L' 50 mL

Reflux 4 hr.

y

1150 pH 2.0

Y

annA9e D2EHPA 0.10 mol L luialsdy

\ 4 v

Aqueous phase Organic phase

Y

anANAUAUAIY HCI Wud 7.00 mot L

y

Aqueous phase

v

WUTNLBULALINAEINATIA AAS

& -~ <l 1 %4 14 QU o a s
AN 13 mum@ummﬂn@umﬂumnmn@ﬁﬂ*ﬁﬁm’mnim*ﬁaﬂqmLmsanmﬁ'faﬂ D2EHPA

3. mimﬂquﬁmmmmmmsaﬁmﬁ"mé’f’:@‘mi’ummuﬁa
3.1 n1eMAn pH FunnzanlunsanaauR e
wnansazateRsgIuBuAsududy 4.00 fadnfusedns Buaas 15.00
Hadans adluaaalfuilBuams 50 Tadans Bug1sazansnines pH 2.0, 3.0, 4.0, 5.0
ez 6.0 5u1ms 2 adans mua1dy anty wnanriansdinuiinudnduienas 3.00
Inenfsaunms funms 200 Hadans  uas N-Cetyl-N,N,N-trimethylammoniumbromide
(CTAB) Hanudindudanar 020 lnanqasietiunns sums 2.00 faaass asluaas
ﬂ?”uﬂ?mmﬁﬁmm:mﬂmmsgm%utﬁau UsutBanmstagldintmaannlessusanaan

1 4 1
Usinfunmslid 50 addns Ineldgnmanfiszan 50 asrnaa@aa aqnduds o
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g

Iaeanlannn 200 Nadnu Mmﬁnmasﬁ'ﬁmm:mammsgm%mﬁﬁm AUANTATANEIAE
wisAuudman 1fnan 25 wd
laaumsurauseniata thansdldl Wedudndiiaosidgs (Uttrasonic)
Huaan 5wt wasdei B iFanAznewlszanm 5 wf antutinansusauaesflalvin
msmgum‘ffmé’qmﬂ?;mmum?ﬂfm’ (Centrifuge) Tmml%’ﬁ”mmL?*Q‘Lummgum?ﬁm 3000 rpm
Fuaan 10 wad agldduansazane (Aqueous phase) Azt uteud (Solid phase) Ay
fnfuzeuds (Solid phase) B=Faeansalunsn mmﬁfuiu 4.00 lwasedns Usums 5.00
HaRART 19191191 3 A3 ThansazaeTil&lrmadadiamalia AAS
3.2 msmaruduTusTanTaseasgiaesilaulunmsanaauies
%um@um-swmam wilaunuiode 3.1 Tnedsudl pH 2aa19aza e lHl
i pH e 4.0 wazAsuanudduresnsiaiaesilay e ldannudnduienas 1.00,
2.00, 3.00, 4.00 uaz 5.00 Ineffunms Usunmg 2.00 Hafans Auans
3.3 memardNTuRsInzanues CTAB lunsainduis
fumeunismaaes wilautuiada 3.1 Tatufud pH a8sasazane i
A pH i 4.0 werilagunandudures CTAB (flu 0.01, 0.05, 0.20, 0.30 WAz 0.40
Tneinnasiafiuing Auatsuy
3.4 mswrinrasidgsinmisnlaaanlanlunisannauinen
%um@umswmm wideuiudade 3.1 nedfusi pH aesarsazanalis
A1 pH 1iu 4.0 waziFauifsurinaessagrseudnanaalalasaaesnuaznsnlussn Inald
AT Y 4.00 Tuasedns U3uNms 5.00 Naaams |
3.5 niswiannanturasnaty lninitenlaaanlan lunisanndusisas
Fumeunimmaaes wileuiuiade 3.1 Tnaulfud pH v8snsarane il
A pH 1 4.0 Weudaauidudueansalusin Al4lunnsazly 2.00, 3.00 4.00, 5.00
waz 6.00 Tuasafns Aua1AU Usnms 5.00 NaAaMS
3.6 mawFanalnnmdesleeanlodmunzslugaduduies
Fumeunismases wileuuiade 3.1 taeUsusn pH g8381sazana ]
A1 pH 1 4.0 ﬂ?"’uLﬂ&iﬂuﬂ?ﬁmnﬂmmLﬁﬂuim@@n”lfnﬁﬁlﬂunﬂﬁgm%ﬂaugﬁﬂuL‘ﬂu 50, 100,

200, 300 Ay 400 HAaANSY AMNARIAU
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- al
3.7 MEW AN LTI UNITAURITATANLNLUNIZ AN
:I/ [ % % o 1 al
Fupaun1maaes wileutudiade 3.1 nadfusn pH vearsazans LA
[ i i <4y =)
pH 11 4.0 wazuldswnarnldlunisauaasnamilu s, 10, 20, 25, 30, 40 waz 50 WAH
FNATAL
o = }% L @ W s Qs [~
4. msugnduAsnanniAnailslaalagnisannnigninaduaasnis
AINNIMAaesiuaITazaeNIRsg AR NaridanasmNvan dhaniaz
d‘ t i’/ a = ¥ o‘d‘ alanat o lg
NUNTANUA TN INARAILLNBUALNAANANNANAT 19 95 F9H3TN1TNAABIAIL
4.1 nsdzdasnlansadanasn
dndnantsladarnnisduaandng andeilszanas 2 00« niu ldaslutin
MunaNFunas 250 Hadans Mnaninnsadandsnandudy 5.00 Tuadedns Fuins
50 iadans ath/lugiadunan Avganduluanduuanssdanin 10 Tnaligumnfitlszun o
100-120 @4ANIAITEE WATAURTTAZAEMsLeABLnEn 1Hnanluntsdan 4 d2Tus
g1 3 A
42 msananIeRigaduraud
Wagztaaiaiauda unarararafiiiunisnsessan Sintered glass Ufu
1 g o rd'd ] o aa :// ) o =
A pH AaaTazae eI AT pH 4.0 Usunms 2.00 Jaddns anntuwifvesgfiaasding
psLNduSenas 3.00 Taeffums Wsunms 2 NsAaRs uar CTAB fidudu¥asay 0.05
lngwaasieiunns sums 2 faddns anduldgompfitssuinu 50 esAntaidea
telnmiflenlneenlas 200 fadnsfuldasiinnesniiansazanansndafain (Aqueous phase)
AUANTAZAYAILIWVINALLMIMAN a1 20 10T
Feauansaranaiada thansazanailEluanazneulng 1 ¥aaudoei
mwnm whinan 5 wid LL@”WQWQi’]ﬂ?uN’Wm 5 WY mnuummsmmm‘lé‘lﬁmumﬁ
Fot AT RIS Tneldemsnalunsmyunies 3000 rom uean 10 Wi azld
Tua7arany (Aqueous phase) tazduresuds (Solid phase) anifurinduaasud sxdos
Ly 2/ ¥ i s aa o g :// ° d‘ 9
nemlusEnadudu 4.00 Tuadedns USuins 5 Radans 1191 3 A% thanrazaneiild
. .
lumsaadndiaaimaiin AAS dunaunisuanduienanidnantslaflnanisaindansagady

PBIUTIUAAD HINN 14
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winanTslast 2. 000 g+ H,S0, 5 mol L 50 mL

Reflux 4 hr.
v

Buffer pH 4.0 + Acetylacetone 3.00 %(v/v) + CTAB 0.05 %(w/v)

v

TiO, 200 mg

v

AUATALAL AL IMANLTNNET 20 WA 71 50 °C

v
WAEIEn 3000 rom uaan 5 uah
v 4
Aqueous phase Solid phase
v
TeAenga HNO, 4.00 mol L
4

wiBunudumtusaamaiin AAS

& a <t s as s <
AN 14 TURAUMTUENAURLNANLANALS LA LABNTSANAAIBAIAATUUDIUTS



