20084 kR

BTSRRI =EOME

JAIMA2008 Frikffisit AR HREH

D—INNHAIVAB%RAEH

RADERYHEH
B BRUEROBRLEIZONT

‘ TIBEDREDTVEBREDHE ‘

) orLTovsTmEkRE |
| 2) EfEHEEETIN VORER

m/}Er_J:ﬁ@Fnﬁaﬁjék’)ﬁmk"f%)b‘
BmE F R OREEE SRS B
| nEREEREHLELCEEEE |

B MORE BR

s BROMRAERITROONSERNE

Be . BARICKD T ARRISROONDER

. EHABMFIHRTR 1. SRR RO R
- EWHSHMHFIOES -
. l
. A ERBEOR AR ? M’Ef’j{éT TORME=FARIAA
- FL—MHIEORIAHHRET T —2ay 3. Btim#{F (Na, K, Ca. Mg)
« BERMEE 2 FRERMZEALZEM 4. EETEHNIS. BHTEEERT S
s REITTV—ay
. A4 o0 AT ERRTHLE DB ?\
e
TI=v9
DEESMHBROONLSTREF BEtshd<h)v IR
[romersa] A rotin

[ ]

0

[

/

LP7—R
HiW|TR

RER

- BRI, IL—T107 8k
- BE R, B R
— T AL BEH

s EHRNENBLI-LWHEREYE
— 548 (Na, K, Cl, SO4,NO3. ...)
- D tHE (Al Fe. Ca, Mg.K ~~~~~ )

o MREBBI—T VTR
- L7 AL (FEL Tk, Pt. Pd. Ru, Rh, Au. Ag. Li. .)
- L77—RA) (FLERHE.U.Th )
— R—ZAF)JL(Cu, Ni, Co. Zn...)
- E£E%¥E (Pb.Cd. Hg. As. ... lREBM)




iz ey
ElFRH# H T BEFI DI E R

& B i=HEE A AT

A7
UMl
ﬁ%ﬁﬁﬁ&*ﬂﬂﬁ a)ﬂ”iﬁ a)ﬁ:jj_

EROBRI=EOMES

ORI ST —FEEHMEICFATS

\

\ |
\ /
/
—
—
T VBTN ST — D

AEHIEIOINEEFIATS

Rh, Pt £ Cu. Fe BATMYIRNHMTS |

F—JoOvheE

1—» —

[ #8 8 H
NoLA

10

BEEmEFIZF AL B Ao oB L ?

RV - LEEAB UM LGE DR MRIETRLI-S=DS LTy
T BHRAEHE . BT SFi&E. ~ AT —ILPyT MR

<

Cle® >
/=
B \@

BiAICRMENE RN
S—ry FEREYVSED

°0
BREICERTZEE Q)

BRI CTERASNDS B

AR AF MR
SDB#R)7— hFAL . T=F>
AWERS M cr (i, Cr(vi)
ARMRE As(lll) . As(V)
FL—HitER SFRMR
13/-KipE YYhR.R)T—R
2+ 3+HFA4Y BB
Na, K, Cl, Ca, MgkgZE RERMN
A=l %% ) ]

J
12




=FEOMBTDA

A7 BED EF R EN A

AA KRB A BRI LS00 B
< EHEERIDBIREHER>

£ HAR £ #AR

bt HCl FARERAA S,0,2
IvibkFEE HF FATUBAAY CNS

HEg HNO, Bk H,PO,

ik H,S0, REEAAY €O,z
SAekREE HBr BEEKE H,0,
IOk REE HI

BIREANBRDHEHBENERT B,

BIM : MBS, p30 (HHE)

14

BEAT M) VO AP DERERDREFEEH

T . ..,‘I E{T)ﬁﬁmﬂma Irll: W STIFT

o h o ks §‘ e EIT ! [ERINE

i @ onoare WO ADS o adsorptisn §,1<MHCI<I2 | | L1 AN

% | Kug ] Bal—+ SLADS | slight adseeption 12 MHCI (035D %] 'i"l 'i:" CHEONREN
Cree g \ 1 STR ADS © Strong adsorptiee. O} 1. mTT i

| | Lt Ll _L.__th==*J_._

L 50R Ko G 3 e s

i - IR 876 W=7 SR
O E T TS R A P

RBEN| : AnE < y mapit ] ||

| ."‘}‘&{KI___‘ AN l:i*‘lp

R TR [ [

ﬂhnmﬂrgh1tﬁﬁg“—

SRR RNR AWK %l SR AR AN ANR

ERAMIRENE0T 021888

B GEEsCHASET S - 2RNC L S ERR0Re "

Ref. K.A. Kraus et al. Intern. Conf. Peaceful Uses Atomic Energy, Genova., 7, 113, 1956

VBN YO AR DB IEEREDREFZEEH

M DS 6o adusrption from 1M - HM MF
S ADS SHIENE adkerption

TR AZE! SLrong dserption Dist caefis 2

EAT o X R

I
Mot 1 -

!
g
i
1

—

1 G 3N R AN ) ]
NI FENE] ERNHT NN ERATRNAAE T BRI ENEOY 022888

1 |
0T AEUSY ARH ANNRT UNNTY Wini; DUNAFNRY RANT NNV

R P P T LT L RE RS VT 5 Bl L
Ref. J.P. Faris, Anal. Chem., 32, 520 (1956)

15 16
| Y -
Eﬁﬁﬁ MIvOZBDEEER wf%ﬁéiwu A A4 RRF B A D S B
; <EHEEBESBEOE N>
R IELS
b .Tlm.:w;:n T i Fe(lll)
Lpitm SV
L] o
i as] 23 /s 1y M,
T_—_i 9 /Mo(WT >
pbfioll iy n
Jp225HR L )
7 e
o1 e 62
I HCL@EE (N} -—— HClHIE (N)
o iC o | -eeeee 0.5M HF IMHFR Yo R
|~oaus | BRREOEEICHIZAFT U RBEEICE T B TRORFFEROEL
B RSy S BAEHE 4 - TRENC L LS ENCANRY
Ref. Ref. J.P. Faris and R. F. Buchanan; Anal. Chem., 36, 1157 (1964) . SR REARICE. po0. (1H2)




InertSep MA-1 250mg/6mL ZFIFALT-
JvBMREDOH! & Ta DHMSHE

BEAF L R MF| BRI D7 B

<EBEREHHIBEOED N>

AFvT ER BRE BEEE % e
HCIHCL HCI2ZSM HCL  0SMHCI 0,006} HCI HC
SRg HEERIE R = - HETIRRTD S | sn/rh,oa 509'2&5&1 i.T/rq,on MHCI H0
avF a=vi 1 0.01M HF / 0.1M HNOs 10mLEAE | 10mL/min | tHI=ERTSE 8 c ’I‘I\ { 1 | t .
HEEE EIREHHFARAR 1-2mL 1mL/min | #bOTHRYBEET BT ol Y | ‘
Hf &3 TafR¥F 0.01M HF / 0.1M HNO3 5-10mL. 5mL/min | PEOUEETD | Fe(Tl) ZnlH) %
Ta [E4X M HF / 2M HNOs 10-50mL | Sml/min | OnLAEEL L G EHR . Ma(Tr) ‘ T
R HBAIK — - DigiTUBEsTEOmLIZ &Y% k! ﬁ ‘ L B 10-¢H
A5E ICP-MS — — BANRFE S, £TFIL 2 EHR. [ / ’ Fo(II)
(m 4x10-1 =i
T s oy maomias ] W () (
gﬁetﬁ&iﬂé&;nerM - t L Jk /‘ 2X10-1
’ | , f
e 0~ il [ I 5 50
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_CH,CO0H Cl’bCOOH
/\/N\/\ LCH:
N\CHZCOOH O/\(\N N :
CHa(H)4CH:OH
,CH,COOH oH
CH,CO0H /K "CHCOOH (CHe
N, CH(PH)4CHzOH
CH,COOH DH
OH OH
a) Imino di acetate type b) Poly amino carboxyl acid type* C) Gulcamin acid type
A3/ ZEFER R RYTI/HIVRUEEE TIVhIUBE
2B LOBAF EREFL— As, Se, Gel=HLTH

* Hitachi Scientific Instrument News, Vol. 49, No. 1, p8 (2006)
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3M Empore Disk Cherating Resin (2% 5%
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N
. 3

28mg

Sample Load:0.025mg/L, 200ml
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A =FF® (IDA) ¥ L —bFF L RZ7 A —Nv it k3
RS P ERGR HERER] RE SR 123 3 MAEH]

ILRPXL—FT4RHH—M)wY 10mm REAK 100ml

L 2M HNO, 7ml x 2 * B3 (0451 m)
- H,0 7mi x 2 *BnR

- 0.1M CH,COONH, (pH5.5) 1om| PH BA% pH5.5
CH,COONH, 1M 10ml

10ml/min NH,OH (HNO,)

L 0.5M CH,COONH, (pH5.5) 5-10ml il cor
ol 0.1M
- 2.0M HNO;3ml+2ml *Option

- H,O (Dilution to 10ml)

Fx/8714—:Cu2t 0. 02mM
ICP-AES 1. 2mg

| sxmcmHrtase |

FL—rEREAHHBAREHN

NAT7A—ZA4T XL —EEH— D
InertSep ME-1%#F| AL
BREEEINIVIRANCDERABMT T ) r— 3y
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AR R T REIREEHRE AV YF

MAEANIK InertSep ME-1, MetaSEP IC-ME,
50mL Empore Chelating resin Disk Cartridge
VBTV E=V L BN MEKomLx2

pHREES
pH 4-5 | o.M HBPYE=HALSML |
FE& 5~10 ml /min

HE 1~5ml /min EE
B &Y BRI E —]  wimEAkemLx2 |
ETH

— | 2M BB 5mL |
FEE 0.5~1ml /min

| e | ICP-AESIZ & 55

RERIZEICE T RS E R HEETIN

ICPFILAIE

SATIK pHER L I

LB RIRE [ER R AE

28

Mo AEREmE RS < =FR—ILF

Chelating Cartridge I

S

| DigiTuBEs Rack |

PTFE Drain Rack | | PP Drain Rack

FL—ths SPE [+ EARE

FHTRMLR 2MIBEE. 2VBFEE 7V E= L
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II|||
o r Si P S Cl Ar
AT T
i .
L, W N B
il i
1 X
R Al ¢
=]
Os | Ir % Au ﬁ [Hl Po | At | Rn
il
71 Fr | Ra |[AcLr| Rf Hs | Mt | v | vu uub wuq uuh Uuo
M| | o e o] et o g e e
S - SR
o m! HWM i ImI
Bk

Lr

InertSep ME-1 &#&pHIZ& T 2R 4514 (ME-1; imino-di acetate function group) at pH 1-9.)

On-line mini SPE cartridge packed with InertSep ME-1: size 2.0 x 4.0 cm
Sample: spiked 20 ppb standard in water; Eluent: 2M HNO, ; Flow rate of each sample and eluent: 1.8 ml min'*
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InertSep ME1 i [E] 4R 2= 5Hf#5 R

ME-1

a Cd Co Cu Fe Ga In Mn N Pb Sc S Ti V

AINRE 10ppb

zn
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MetaSEP IC-ME #inEIUR ST #E R

ME—2 (MetaSEP IC-ME)

Empore Disk FL—rh—kr)vP EUREETHEIER

3m

HINREE 10ppb INREE 10ppb
MetaSEP AnaLig TE-01 i&in[E 4R FF{fi#5 R MetaSEP Analig TE-05 0 [E 4R 3 5 i #5 R
a0 T EERME 5T R TE-01 e ERIRME 9 F RS TE-05
50.0 500
RIMREE 10ppb RIMREE 10ppb
ST ST 4EE E EHES - =
SREEAZZEM IIK (5% FRELEE ) EERMREMER
S -~ NMI RM 7202-a FREEFZ#E:m)I
‘EFH?J—H)“J’/ InertSep mini ME-1 ‘ JC 02-a FREEFRZEM K
fERABEED—R) v InertSep ME-1 mini ME-1
AL ER R FOvh Fma(7 _ BEHE _
BfI( ug L : ppb) E: d“(w nm m m. CV.(n=3)
AEE | Al 396.153 15.0 15.4 8.02%
Pb (10) 9.93+0.16 Mn (5) 5.070%+0.059 Cu 327.393 101 101 0.46%
Cd (1.0) 0.999+0.020 Zn (10) 9.84+0.20 Cd 228.802 1.02 0.9 0.70%
Cu (10) 9.94+0.13 Al 66.3+1.1 Fe 259.939 30.10 30.6 1.59%
Fe 57.71+0.84 Ni (10) 9.53+0.26 Mn 257.610 5.03 5.0 0.86%
Be (0.5) 0.524+0.014 Mo 0.2899+0.0038 Ni 231.604 1.07 1.0 1.45%
Mg 3.3192+0.058 Ca 13.03+0.13 Zn 206.200 10.3 10.8 1.56%




InertSep ME-11Z & 58 53 7 1% D B & = A& 1

I InertSep ME-1 250mg/6mL or InetSep mini ME-1 280mg I

avFaa=vy

MWE S SR04 BT ot
7! m
0.5g — 20mL 0.5M BFBE 7~ E=9 LASmL
SmLFELE
FRK35mL [ [ -
e aom | ANFAREEL 2ERRE |
50mL2E 1

| EES % - BIE |

| sPEBASMI 201 | HiH HERK smL

ER  2M FHEE 3+2mL
[ icPani. masH

%% 0.5M BFEA7 > E=J L 5mL

SIERE R AR IR~ O E 84 H & A5

A5EFE | InterSep ME-1 [EUNEE% | MetaSep Pb-02 [EIIRH%%6 SRBEOREGMR)
; (hm) | W | V—R | kMg | B | U—R | BkwE | | B | V—R | E
Cd [228802| 98 99 96 0 0 0 0.05 0.05 | 0.025
Pb |220.353| 90 90 99 113 93 133 0.05 0.05 | 0.025
Na | 589.592 | 0.001 | 0.001 | 0.007 | 1.1 0.2 3 3054 | 1722 | 1430
K |766.490 | 0.003 | 0.005 | 0.014 - - 37 232 174 93

Mg | 285213 | 0.7 0.8 14 | 002 | 001 | 002 374 | 192 | 163

Ca [317.933 | 10.7 84 1.7 35 02 19 115 | 3561 17

P |213617 | 001 | 002 | 002 | 0.03 | 0.05 | 0.01 918 | 149 | 458

a4

InertSep ME-1 250mg/6mL 2k 25T
FHET4ZE#EE7K CRM CASS 4, SLEW 3 @RI

60 W valeur mesurée @valeur certifiée

W valeur mesurée @ valeur certifiée
3000

2500 U
oy 2000
E g
; g 1500
(8]
> 1000
500
0
CASS-41 CASS-42 SLEW-31 SLEW-32 CASS-41 CASS42 SLEW-31 SLEW-32
o0 ) 3000 , M valeur mesurée mvaleur certifiée
mvaleur mesurée mvaleur certifiée
2500
2000 V
2 2
E 21500
=
i > 1000
500
0

CASS-41 CASS42 SLEW-31 SLEW-32

CASS-41 CASS42 SLEW-31 SLEW-32

TARYE SPE QEEATA~DEAEH

BHAXIR~NDEA

EHREBAOERAES
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MEHETHE U ~DERA
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TLRFTARIMME— R XBREHE

1. B#

2. ILRFTARYDIELE

3. ILR7HRL—IT1RIHEE

4. TLRTBAAVKBTRAVHE

5 HHRILR7TIRIHE

6. EDS—RRY—=1% . ICP/AESZREE

7. EHRERAXBAMKEICLSTIGESH

BEXRAITER~OBEREH
HREAM

SEXIRDITEXRP) S, SEROBEED FRREBTREREF DN TE DR TN
AEOBNWFAETHD, CEL. KERPOMEBRDEDN T DHBSICIE. RIEDITH
OFIMENUECIED, BIEHEONZBRREE. BRNNDDDIEORRENRDS
NBDRD—ZVTDITOBRRE TUBDRS D TIREENRDHICIIEND ANEEL.
—75. BMMDZEBECHEVTATET D755 MRECEN. EBNBKRNETE
DEHEMEDBNITETHD, CNETOIFEICIH. EEBEEEMREIOFL—
E - BISERMESEA YT U YD 1 LY —ICHEI DIIEND o12n\ RBICEHHE
E2YDIREDBENOH O,

ZCT, SO, BRIE OF. BB E UTHRTE DR DICE o ZIREDER
ZRAV, CNITKFEARPOBEERDZME LEYOXIRTERDIT I DIIEICDONT &
% - B8N, DEREOBRRNSZOEMEETHB UL,

Classical Procedure Proposed Procedure

ol =

Concentration by Heat Quantitative d isk
Filter Paper Concentrated on SPE Disks




T14RAOBEBEIE? KPSRMOFL—FTF+ R M-8 3 X% (WDS)

XRFBIE#DREN A% BBAIET>BIAL ICP-AESE T AT AL

Disk SPE Medium T samptessoomt -
™ . . & 16 Chelating Disk 47mm LR=Q W p—
kV,72m, A fani
1. Empore Chglatlng Dl_sk f. sokv.rama - . e |
2. Empore™ Anion-SR Disk 2. v wrzom | | wl g
3 h
3. Empore™ SDB-XD € wl 4
. # ol
4. Empore™ Carbon Disk g . i
4 MR =098
e
] ¥=0988
10wt% SPE Particle + 90wt% PTFE ae A
§ 04
X 02 Cd:RE=0966
o
o 50 100 150 20 20

Detection Limit (ug)
Cd Pb Zn Cu Ni Co Fe Mn
44 09 04 03 04 05 04 06

Faster “Chemical Filtration” on Empore Membrane Technology Specialized Vacuum System for Multiple Samples
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WK DEERDH T (SPE-XRF-WDS) \IK P D KER D 54 (SPE-XRF-WDS)

ATmmFL—hT1RER ATmmFL—rT1RER
. Empore Chelating Disk 47mm Calibration Curve for Mercury
45 Empore Chelating Disk 47mm
Seawater | 2M HNO, 10mI w0
| 0.1M CH,COONH, 50mI §os [ ZMHNO; 10m!
i N * S . {~ 0.1M CH,COONH, 50ml
N 2= 090
Seawater 1L. pHS5.5/0.1M CH,COONH, Y ’ Seawater 1L, pH5.5 / 0.1M CH,COONH,
N
 Reagent |— 0.5M CH,COONH, 50m s . {— 0.5M CH,COONH, 50mI
7 water g . "
Drying in Oven (100°C. 15min) = 10 . Drying in Oven (100°C. 15min)
- os
4 00 -
" YREWDS) ; P ,.m o XRE(WDS)
- - o _— P )
) XRE Spectra
Measurement Conditions R f Metals fi le:1L, T
ecovery of Metals from Seawater (Sample:1L) Scan Cond. Recovery of Mercury from Seawater (Sample:1L)
Analysis Diameter 25mm ‘Added (ng) _ Found (ug) Recovery (%) | Range : 33-38 deg
Step : 0.02 deg Added Found Recovery (%)
Atomosphere Vacuum (13.8P3 cd 50 523 1045 | Time :10sec Ha 5049 (+0) (+9) 00
Target Rh (4.0kW) Pb 50 49.7 995 Hg 259 Run#1 50 498 99.7
Excitation Cond 50kV-72mA Zn 50 510 1019 HaSug Runé2 s 05 1000
Crystal LiF cu 50 494 9.9 o
Detection sc Ni 50 403 %6 sty Run#3 50 493 %56
Scan Range(2)) 5:90 deg Co 50 490 97.9 4 S Average 50 499 9.8
Scan Step 0.02 deg Fe 50 515 103.0
— 7 = T s cvo 12
Scan Time 0.2 sec/Step Mn 50 188 376 : P

EL7A > ZMT 1+ ROZERLSKBCr (V) DT BAKBDHIS52 D5 (XRF-WDS)

ATmm7 =F VR T4 RIEA ATmmFL—hT1RIER
" XRF Spectra Calibration Curve for Chromium(V1)
30| . - .

| crkero, . keps XRF Spectra Calibration Curve for Uranium

! g 2 Cr:R?= 09090 -

- C cramug 7 &
. £ x P 4 U:R? = 0.9998
i o ts0ug " s #{ Seawater 3L 30mm é 5

» 1 g 0 e

. | rsane s % g 3

5 poL-02ug ~

! e - 0 Usoug N ey X,

@ eis b et we 5 M W5 ™o ME M 0 50 100 150 200 250 KGJ SN N |

e e TR - An (1o H Ut Bi-LAT
mad B 0 0
e /\\_L_/\ o 10 20 30 4 50

= e BEE(ue

- Recovery study Empore Anion-SR 47mm 2

T 1 [ Methanol 10ml Uloug
= — Water 10ml T | )
_‘,‘ Tap Water 1004g — ingerizlzizzt)ml Usug Analytical Results of Actual Seawater
R =101% — x
ecovery L (1M NaoH 20mi) | XRF-WDS  ICP-AES
] [~ (Water 50mlx2) pi 4
: 20 #5 oA A5 M o5 @ u 29 31401
o s Tap Water 1L (50mi/min) 208 b
I - - s
Drying in Oven (100°C. 15min)
LG CIEETEEE] N
- XRF(WDS)
- - _ XRF(WDS)




A4 TRT AR OERNDAs, SeD 44T (WDS)

AT T =AU R BT AR EA

80 .
20 As: Re=08098 As
As,0,
5 60 Se:5e0,
£ 59 .
1 .
B0 2
20] I
10| A Y
0 x . a
0 50 100 150 200 sl -
AFE(1e) =i
80|
20! Se: Re=1.0000 -
2 60 |
8
= 50|
&* 10 i * i TapWater
g 1§ 10049
X 30 R
20 | g Jasmine Tea
10 1o 100ug
0 | S— _-\- S S T =
4 50 100 150 200 & T ¥ i
= n -
R (ue) -

B EEEIC & D MR- E L XM E (WDS)

47mm #F8R1) ¥ — SDB-XDT+1 R 7%

= soBxD > Ka 08X
. 120
. i 30keV, 120mA
@0 ?7»;07 GE PC 10| .
MEP % %
1 § 80 .
., 5004 < P:RI= 09996
] o -
1008 @ 60
£
40 '
TR 12 . 108 S:Re= 08091
—_— 20
- - 0
o 200 400 600 800 1000
AFE (ng)
SDB-XD S-Ka
| § 30keV, 120mA
,W)Z,M_QNOZ Ge. 7C
- S-Ka P-Ka
MEP % Carbon Disk
S0BXD. .| cabon isk
. 500ug
: 100ug i ¥
1 BT 12y 10ug
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FL—bFARIGH—R) YT
TAHDHAMAL=IrEDHRIZLD

BRREDREERS T~ OBRARH
1. B#
2. FL—bTARID—R) P ERBIT=FR—/LF
3. EREBEFL—ITARID— )OS ERE
4, ARFHEHOTIIOY I —TEKIZEE DR
5. AINEURERIER
6. EHMITHE

WRLEHB

EHHPPOMESEEL. TOFFREZRBLISHPRLLLUREEPRRAICET
PRATKE L TOBERASELICOH, FINOEEEIEL TV S,

MiFPRE EDRFBHIZ. REEEORALICEVERARTEZIRELH3H. 2>
NIBLENHBBAPERICLZ TS, REOFREM< LD, 53V RINELSEE
RECAMIZAMNICENT. ABEFOSBEERAORESRHSN S, HESFRIC
W32 07 -7&E. FRENOBSICMA. AYPRTRBEAZ 15, BO
EAR. SHHOBR - BRHENMAZICEHTERZ LS. EHEEADOEAMLSL,

—hH. IS/ HBFL-bTFARIA-MIVIIICEBT M) VARMIETIE. BE
DYFLICEY T 5 VEOERIMFTE S,

FCT. EFEHETI/OVI-THICEURBL., FL—-FF1RIH-bYY D
ETIEMERER, ICPRAE. ICPHEMRETHESBE NI BHEICOVTHIR
HeEfTok.
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TLRPFARIRL—MH—PIIDER?

CH,

s

/CH7

e S CH,
g co

= Sampling Manifold

Empore™ Membrane

Prefilter (Graded Layers of PP Nonwovel

n)

Empore™ Chelating Membrane (IDA polymer

59

EFAMADILRTTARY FL—bA— )y OBEREH

Samp|e m fR: Human Urine, Certified Human Urine (NIES CRM No.18 )
= [f0;%: Human Serum Control (Nissui Concera)
m E&: Human Hair, Certified Human Hair (NIES CRM No. 13)

Extraction Procedure:

Chelating Disk Cartridge Sample (Urine, Serum, Hair)

Micr‘owave Digestion

- 2M HNO,5ml x 2
- H,0 5ml
- 0.1M CH,COONH, (pH5.5) 10ml

pH Adjustment pH5.5
CH,COONH, 1M,1ml
NH,OH

- 0.5M CH,COONH, (pH5.5) 5-10ml

™ 2.0M HNO, 3ml

+ H,O (Dilution to 10ml) * Reagent Grade:
TAMAPURE AA-100

(CH;COONH,: CH,COOH + NH,)

ICP-AES or ICP/MS
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1000ng/ml 100ng/ml 10ng/ml 1ng/ml DOL 1000ng/ml 200ng/ml 50ng/ml 5ng/ml DOL
Recovery% CV% Recovery% CV% Recovery% CV% Recovery% CV% ng/ml Recovery% CV% Recovery% CV% Recovery% CV% Recovery% CV% ng/ml
Al 96.3 2.1 93.9 16 NA NA NA NA 100 Al 1023 33 100.1 9.9 151 58.0 NA NA 213
cd 1022 19 99.4 04 100.7 35 96.9 6.7 0.23 cd 106.0 22 100.1 25 96.9 28 1033 17 017
Co 89.2 18 923 3.0 21.0 94.7 18.1 1202 059 Co 56.6 525 85.4 8.6 44.6 58.3 57.7 481 2.01
Cu 91.8 18 97.2 07 74.9 13.1 NA NA 153 Cu 105.7 4.1 107.1 7.2 85.8 175 NA NA 101
Fe 1002 38 923 137 99.2 19.1 NA NA 246 Fe 1123 10.0 1015 172 NA NA NA NA 114
Mn 93.1 142 77.8 243 60.5 54.4 37.6 375 0.11 Mn 99.4 3.4 78.2 115 56.1 317 NA NA 4.71
Ni 101.3 22 94.4 7.0 104.4 9.9 NA NA 2.07 Ni 88.9 8.9 94.6 03 94.9 14 86.8 39.3 1.86
Pb 104.4 19 1012 16 94.3 19 84.7 111 041 Pb 97.5 23 98.7 23 97.6 19 95.9 85 0.67
Zn 116.1 28 103.3 6.2 NA NA NA NA 37.0 Zn 99.6 2.7 100.1 41 NA NA NA NA 116
Ce 102.7 38 99.4 4.0 96.5 0.9 NA NA 1.40 Ce 108.0 311 114.1 9.0 94.8 0.8 96.8 14 0.52
Dy 92.4 21 100.5 0.6 98.3 2.7 96.8 2.7 0.01 Dy 101.9 13 95.2 70 92.9 2.8 90.9 25 0.04
Er 923 1.0 995 0.9 98.6 22 96.1 2.8 0.01 Er 102.9 2.1 91.8 038 93.2 25 922 24 0.03
Eu 97.3 0.4 98.6 11 100.4 25 100.4 15 0.01 Eu 1008 15 96.1 3.0 94.5 2.3 95.1 2.4 0.04
Gd 976 11 96.4 13 99.3 21 96.9 17 012 Gd 102.9 19 88.8 76 943 26 911 17 0.07
Ho 977 08 98.3 06 98.7 20 97.2 29 001 Ho 100.8 09 92.7 12 935 27 98.1 25 0.04
La 975 06 985 12 991 21 85.2 57 069 La 102.3 14 90.1 32 933 2.7 92,6 23 048
Lu 997 05 98.6 08 98.4 16 9.5 25 001 Lu 103.2 14 9.3 32 933 23 97.2 35 0.00
Nd 972 03 983 11 98.7 18 80.6 34 070 Nd 1014 1.0 95.1 22 94.3 25 87.9 18 113
Pr 100.0 12 102.0 6.0 99.0 26 97.3 22 0.16 Pr 100.9 11 94.3 L9 95.3 22 99.6 15 0.28
sm 84.4 5.4 97.9 05 98.4 26 97.1 21 0.10 Sm 102.3 16 87.0 135 93.9 26 90.8 L6 015
b 943 18 99.0 02 08.2 23 979 26 001 Tb 102.7 13 95.6 6.6 92.8 30 96.9 22 013
Tm 875 22 088 02 990 18 95.9 26 001 ™ 100.8 09 90.7 5.1 928 22 975 2.9 013
Yb 077 11 095 05 978 20 046 28 001 Yb 1015 09 96.5 3.1 92.7 22 89.8 2.7 013
N=4-5 NA: Not Available N=4-5 NA: Not Available
61 62
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50ug/g 0.5ug/g 0.05ug/g DOL Human Urine Cerftified Urine (NIES CRM.18) Human Serum
Observed Observed Certified Observed
Recovery% CV% Recovery% CV% Recovery% CV% ug/g
ng/ml ng/ml ng/ml ng/ml
Al 115.6 95 NA NA NA NA 8.712 A ND ND A ND
cd 98.3 17 101.0 26 103.6 8.9 0.017 cd 154008 087004 cd 0.790.06
Co 357 85.6 64.9 14.0 725 10.0 0.015 Co ND ND Co ND
Cu 98.7 L4 NA NA NA NA 1341 cu 27.9805 10.040.2 (10) cu 859433
Fe 106.1 827 NA NA NA NA 1410 Fe 7.2408 10.740.7 Fe 837238
Mn 46.9 126 NA NA NA NA 1.792 Mn ND 14504 Mn 3815
Ni 995 08 86.6 26.1 NA NA 0.235 Ni 23106 L6501 Ni 68406
Pb 98.2 14 54.1 14.1 NA NA 0.368 " - "
on 1075 et NA NA NA NA 7929 Pb 22401 0.8:0.1 (1.1) Pb 15102
ce 1029 0.8 89.0 2.3 56.5 a7 0.0127 zn 491#12 643218 620+50 zn 714£38
Dy 97.0 13 101.0 0.4 93.9 2.7 0.0015 Ce ND ND Ce 0.620.2
Er 987 21 1009 11 96.0 25 0.0013 Dy ND ND Dy ND
Eu 991 24 1016 0.8 987 15 0.0014 Er ND ND Er ND
Gd 97.1 0.9 99.3 0.9 94.1 18 00015 Eu ND ND Eu ND
Ho 98.1 20 101.0 1.0 1016 23 0.0012 Gd ND ND Gd 0.1220.02
La 96.7 1.0 93.6 17 63.2 17.8 0.0227 Ho ND ND Ho ND
Lu 98.7 15 100.7 07 100.7 23 0.0013 La ND ND La ND
Nd 98.1 22 97.3 14 76.5 9.1 0.0084 Lu ND ND Lu ND
Pr 98.1 16 98.2 07 93.3 38 0.0042 Nd ND ND Nd ND
sm 96.5 0.6 99.3 05 90.0 2.4 0.0034 Pr ND ND Pr ND
Tb 98.2 13 100.4 0.7 101.2 1.9 0.0012 Sm ND ND Sm ND
™™ 99.2 2.2 99.6 0.6 99.4 2.2 0.0013 Tb ND ND Tb ND
Yb 98.7 14 99.7 09 92.9 2.2 0.0015 ™ ND ND Tm ND
N=4-5 NA: Not Available fh ND ND Yb ND
o N=4-5 N=4-5 "
ERCRVMOHTER
Element Observed (ICP/MS)  Observed (ICP) Certifed Reference 1 Reference 2
Al 106 * 3 115 %5 (120) 1193 1305
cd 0.228 + 0.004 023 +0.03 0.213 £ 0,004 0.20 +0.02
Co 00571 + 0.0057 0.07) 00654 + 0.0047 0072 £ 0.002
Cu 150+ 0.2 15501 153+13 148+ 02 145+13
Fe 134+5 138 £2 (140) 143+ 4 144+5
Mn 3174072 3.9) 3.94 £ 0.59 4004
Ni 112 +0.09 114 +0.08 1.95 + 0,013
Pb 461+0.08 4602 4604 440 £ 0.08 im;gﬂjﬁq:@gﬁﬂﬁ*ﬁa)r&mo
Zn 175+ 6 166 +3 172 £ 11 1521 1795 =
Ce 0.159 + 0.015 0139 £ 0,017 0.184 £ 0.032 :F I/ — I‘Eﬁjﬁ . *ﬁ%oﬁﬁ
Dy 0.00591 + 0.0006 000573 + 0.0005  <0.0069
Er 000347 + 0.0005 0.00303 + 0.0003
Eu 000181 * 0.0005 0.00149 + 0.0001 00020 + 0.0002 ERZY—ILLI-TITLIYR)
Gd 000701 £ 0.0009 00085 £ 00007 <012 ORI A", AR H—' ,5E &R, SP B
Ho 0.00142 + 0.0004 0.00116 + 0.0001  <0.0097 20036.26 BELFEEEE GNB)
La 0.0886 + 0.0045 0.0816 + 0.0082 0128 £ 0.03
Lu 0.00029 + 0.0003 000044 + 6E-05  <0.00082
Nd 0.0373 + 0.0067 0.0491 + 0.005 <0.064
Pr 00187 + 0.0016 00172 + 0.0019 <0.13
sm 0.00338 + 0.0013 0.0062 + 0.0009  0.0070 + 0.0011
Tb 00016 + 0.0004 000106 + 8E-05  0.00132 + 0.0003
™ 0.00081 + 0.0004 0.00048 + 6E-05  <0.0042
Yb 0.00303 + 0.0006 0.00299 + 0.0004  <0.0035
*H,0:9.72wt%  *Reference 1 : E. Fujimori et al., Bunseki Kagaku, 48, 57 (1999) (Mean = SD) pg/y
*Reference 2 : S. Suzuki et al., Bunseki Kagaku, 43, 845 (1994) N=3-5 o5 6
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LA Pb, Cd DEHETARYIZLBENR
Empore™ Chelaung Disk

Soil A SoilB  SoilC  SoilD  SoilE  SoilF  SoilG  SoilH  Soill  Soil]
1M HCI Eluate (10ml)
RIGIT BEdS; i3 A TR BESE S BERINGRR SR L R Fiz: |
L KE RE e KRG K6 Be Be ke #e Be t— Methanol 2ml Water Eluat MW digestion  Multiwave (PerkinEimer)
L ater Eluate
2M HNO; 10ml |— HNOZ2mi
— H,0 10ml .
s - u u 2 Masking of Al, Fe
- )
TIRE R R RICEE L T- iR i R4 1 0.1M CH,COONH, Soml
= . . y 1M Sodium Tartrate 1ml
#&ES4hH (200[E/min) 05> Kt (3000rpm, 15min) %38 (0.45um) . {
1M Ammonium Citrate 0.5ml
At oo, o
m
3g/30ml (50g/500ml). 6hrs ¢ 4
— 0.5M CH;COONH, 40ml
1M HCl it ¢ ¢
0.9g/30mI (6g/200ml). 2hrs — H,0 10ml
= é’a% ICP Measurement Conditions
—2M HNO, 8ml E RIS/AP
a = F S 115 kW
B A (Ar) 0.5 L/min
— H,0 to 10ml 7IAHA W) 14 L/min
4 130 rpm (1. 8nl/minn)
SyiTii Pb:220. 353n0m, Cd:214. 4nm
ICP/AES
67 68
BB SEBAROFER =
e ad
KitiEI=H1T S EWTROE REERICH ! 5ETROEIRE / LRAHH
SoilA SoilB  SoilC SoilD SoilE Soil F SoilG  SoilH Soill  Soil J
pH 93 59 6.7 83 83 7.6 73 5.8 5.7 5.9 120
Al 02 01 02 04 02 27 04 01 05 01 [ocd mpb_Ozn ONi ECy BMn|
Ca 21 24 18 55 12 4.9 36 4.4 19 19
Fe 0 0 0.1 02 0.1 27 02 0 03 0 100
K 22 10 0.6 04 08 0.6 04 14 3.1 10
Mg 18 3.0 0.3 03 14 04 03 13 0.2 6.2 - Sample Volume (mi)
Na 39 07 11 5.1 5.1 0.7 0.6 22 04 16 = -
S 25 50 75 100 150
(mg/L) =
IM R AR O & BT EOFER T
JT g Cd 99 1037 1031 1029 1038
SoilA SoilB  SoilC SoilD SoilE  Soil F SoilG  SoilH  Soill  Soil J w0 Pb 1011 1025 1013 1015 1016
Al 400 1330 1620 128 340 750 1130 1540 1170 670 Zn 1038 1046 1036 1035 1067
Ca 1700 270 160 220 560 220 280 30 170 210
Fe 290 540 480 110 130 370 460 270 530 250 2 Ni 1058 1016 1022 1012 992
K 13 8 2 5 11 3 3 3 6 11 Cu 9.7 956 953 951 947
Mg 130 a u 33 40 15 1 7 12 2 Mn 1064 1058 104.3 103.7 106.1
Na 12 1 9 12 19 9 9 2 6 8 0
Si 850 570 750 130 580 380 530 790 480 303 25 50 75 100 150
Ti 18 30 32 3 2 22 29 16 33 12 sample Volume (ml)
(mg/L)
69 70
S — -
0K H &<+ 5 E T RO H 0 EREBR iAo BEaHHBE LR (Fe AIRRFU T H)
A B c ) E = s H | 3 Recovery of Heavy Metals from 1M HCI Containing 2000mg/L of Al and Fe
Masking I E4200 ST E80 EEER200 EREAI00 EEES0 U IME0 ULIEI20 JIVE40 JIUEE0 HIVEM0  HIVE0
Cd 103.0 1016 1010 1014 99.4 99.7 99.0 99.6 1025 105.6 (mM) BEB40  BEMS0  EEMI20 EEHE0
Pb 102.1 99.4 102.9 99.0 92.7 975 101.1 101.7 96.9 99.8 25ml 25ml 25ml 30m! 25ml 25ml 25ml 25ml 25ml 25ml 25ml
1ppm Tppm 1ppm 1ppm 1ppm 1ppm 1ppm 1ppm 1ppm 1ppm 1ppm
Zn 102.6 1014 1021 1105 100.0 954 1031 1040 1066 109.8 Recovery (%)
Ni 1016 993 1012 998 1041 885 1058 1079 1044 1075 o B » 1 o o " o 102 & %0 "
Cu 1002 899 1003 963 910 805 967 960 965 994 phe ol o . s s o o I " o
Mn 1035 997 1022 1005 996 1000 1064 1083 1057 108.8 N s a 2 5 & 8 5 s % a4 as
Cu 8 3 10 7 5 5 2 7 4 10 n
Spike Conc. Img/L. Mo 1 86 90 91 96 98 95 9% 8 67 88
n Matrix(ppm)
E ‘.Cd Epb Ozn ONi ECu .M"‘ A 00z ) 7 w0 16 CRE— 36 106 7
Fe 02 33 62 75 39 18 23 5.1 22 26
(1/2 Matrix)
— Masking JIUE20 JIVE20 JIUERM0 JIVE20 JIVEM0 JUTE40 SayER120 TOUEN60 HIUM40 HIUES0  JIUES0
D\° (mM) ERES0 ERMI20 AR ERMA0  YooMe0 EAHM0 YT M0 HIUM0 ERMS0  ERHMI00 ERMI00
; 25ml 25ml 25ml 25ml. 25ml 25ml 25ml 25ml 25ml 10m! 10ml
H] Topm Tppm Tppm Tpm Topm Tppm Topm Tpom Tpom 10ppm Tppm
>
g Recovery (%)
8 Cd 97 95 102 93 100 100 (1] 50 102 105
o Pb 63 n 89 55 45 67 '] 0 45 922 101
A o o 107 104 1 n 102 & 7 &0 107
N s S 3 0 @ 3 % 8 5 5 5
Cu 6 13 19 24 1 4 93 4 5 8 14
Mn. 90 84 86 84 n 91 82 90 10 91 99
Matrix(ppm)
N 2 0 7 0 T8 % G m [0 0
Fe 4 @ 100 s 2 150 0 44 21 16
71 72




1M IRE IR RICE TS A ET RO B ME

A B C D E F G H 1 J
Cd 1012 937 1009 1008 909 964 811 944 997 820
Pb 735 844 910 1004 912 815 658 700 909 763
Zn 622 735 895 1022 973 668 960 803 833 838
Ni 674 818 86 950 846 715 803 487 838 636

Spike Conc.:10mg/L

Recovery (%)

1 ME B H & O MWL 8 o) 7 n B I

A B Cc D E F G H 1 J
Cd 98.8 959 1055 1016 963 101.0 1074 1007 1035 98.2
Pb 917 885 1043 982 1013 981 1041 936 1012 989
Zn 1033 876 938 86.7 936 99.3 98.0 949 978 96.7
Ni 778 89.7 85.0 75.3 99.6 91.8 93.9 751 1005 1011
Microwave Digestion: HNO, 2ml Spike Conc.:10mg/L.
120 Bcd Epp OZn ONi.

Recovery (%)

74

Added (mg/L)
0.1 0.5 1 2
Rec. (%) CV% Rec. (%) CV% Rec. (%) CV% Rec. (%) CV%
Ccd 93.6 0.6 97515 95.0 24 91.9 0.6
Pb 87.8 1.7 83.0 6.0 72251 85.8 4.6

® Cd

-
60 °Fb R?= 09998

LifkHRIZETHSPEDE R DREE O TR

[mgll] A B c D E F G H 1 J
cd ND ND ND ND ND ND ND ND ND ND
Pb ND ND ND ND ND ND ND ND ND ND
Zn ND ND ND 0.338 ND 0.036 ND ND ND 0.007
Ni ND ND ND ND 003 0007 002 002 001 003
Cu 0.006 ND ND ND ND 0.007 ND ND ND ND
Mn ND ND ND 0049 0002 0006 ND 0016 0002 0039

ND means:Cd < 0.0005, Pb < 0.004, Zn < 0.003, Ni < 0.002, Cu < 0.001, Mn < 0.001 (mg/L)

Zn 14717 82825 101231 7727 J im“ Mﬁnmﬁml:3'168PEM§&0;&#0)9*“*
Ni 827 24 755 3.0 1166 2.1 74539 5
z [mgl] A B c D E F G H 1 J
Added (mg/L) 3 cd 0076 0014 0002 0002 0002 0032 0043 0016 0011 0.002
5 10 20 50 Pb 174 0772 0176 0144 0251 182 0895 0153 0.619 0.198
Rec. (%) CV% Rec, (%) CV9% Rec. (%) CV36 Rec. (%) CV% Zn 667 223 0427 0567 0923 256 497 0187 174 0654
Cd 88912 96805 96109 94121 Ni 0965 0253 0075 0077 0101 0463 0308 0191 0663 0.107
Pb 71912 87.0 07 88.7 25 854 65
Zn 69.2 16 74711 759 28 75133 [mg/kg] A B c D E 3 G H 1 3
Ni 53753 77118 77429 71351
cd 25 05 0.1 0.1 0.1 11 14 05 0.4 0.1
0 10 20 30 40 50 60 70 Pb 58 26 5.9 48 8.4 61 30 5.1 21 6.6
Added (mg/L) Zn 220 74 14 19 31 850 170 6.2 58 2.0
Ni 32 8.4 25 26 34 15 10 6.4 22 36
75 76
- =
TiRHHBEDSD Cr(VI) O KEREE
Empore™ Disk Anion-SR
I— Methanol 5ml
— Water 10ml Soil EI
L 20% HNO, 20m >0l Eluate
R A RBBEBRER|CTRBERD 6160 0 AOBROITEORE [ Water 20ml
ERRU—IL, €1 D= I RAYILAYY*, 9T O ITY2RS) [~ 1M NaOH 20ml
ORW AT, XA #H—', I8 &, TEES', & &/ES , S BEs — Water 20ml
2003524 KDF{EFHRS (BIAF)
50-120 ml/min
«
— Water 10ml
ICP Measurement Conditions
— 20% HNO3 20m| IRIS/AP Vista-Pro
it 115 kW 10 ki
il 7 A (Ar) 0.5 L/min 1.5 L/min

ICP/AES

Constant Volume to 25ml

TG A H A (Ar)

TR

14 L/min

15 L/min
130 rpn (1.8m1/minn) 0.9 ml/min

Cr: 267.7om
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Cr(V1) O EENRI<EH 1+ 5BE L&

R 2> DF@DFHID

cr(V)

Capacit .
Sample pH pacity S0,” DR
120 120 120
— Cr,0.%
100 100 100 S 50,” oV s0,”
ug ppm Recovery [%]
< g0 S < 80 100 05 956 1075
= = &
of: § > 500 25 981 1045
3 3 1000 5 955 990
g 60 g 60 § 60
3 @ g 5000 25 990 1006
2 0 x 20 10000 50 942 931
50,2 50000 250 950 256
2 2 20 \ 75000 375 911 184
200ml Water 200ml Water EN 100000 500 95.0 138
o o o 150000 750 96.0 9.1
0o 2 4 6 8 10 12 1 10 100 1000 10000 100000 10 100 1000 10000 100000
Cr(VI) [u -
Sample pH (V1) [ug] S0,2 [ug]
79 80
H and Matrix Conc. (mg/L) in Water Eluates
j 02774l
Soil #01 Soil #02 Soil #03 Soil #04 Soil #05 Soil #06 Soil #07 Soil #08 Soil #09 Soil #10
120 pH 93 59 67 83 83 76 73 58 57 59
20% HNO Total Recovery (%) Al 02 01 02 04 02 27 04 01 05 01
100 3 Volume(mi) 20% HCI20% HNO3 Ca 214 239 18 55 117 49 36 44 19 188
— Fe 00 00 01 02 01 27 02 00 03 00
- 0 0 K 22 104 06 04 08 06 04 14 31 100
& 10 83.4 Mg 18 30 03 03 14 04 03 13 02 62
g Na 39 07 11 51 51 07 06 22 04 159
$ 60 20 93.3
3
& 0 30 953
g 40 - Matrix lon Conc. (mg/L) in Water Eluates
o .
20 50 97.1 Soil #01 Soil #02 Soil #03 Soil #04 Soil #05 Soil #06 Soil #07 Soil #08 Soil #09 Soil #10
Load: 10ug (Cr,0,2) :
60 977 c- 02 05 05 ND 99 ND ND 64 01 178
0 0 0 20 30 40 50 60 NO, 01 42 ND ND 54 02 ND 27 02 ND
SOz 208 87 26 ND 152 44 19 04 40 929
Total Elution Volume (ml)
81 82
Recovery of Cr(VI) from Vari il El i
ecovery of Cr(VI) from Various Soil Eluates Recovery of Cr(VI) From Water Soil Eluate/
Soil #01 Soil #02 Soil #03 Soil #04 Soil #05 Soil #06 Soil #07 Soil #08 Soil #09 Soil #10 Linearity and Precision / Soil # 06
Water Elution 998 949 959 97.6 984 984 972 1016 997 968
i Eluti 14
Alkali Elution 948 926 965 1007 1021 982 1001 1008 924 951 spike Cone.(mg/L)
Spike Conc.: 1ppm, n=1 (Recovery%) 001 0.40 1.0 12
Test#l 00086  0.374 0984 I 10
10 S Water Elution ™ Al Elution ] 2
Test#2 00086  0.368 0.999 E
100 s 0.8
g
%0 Test#3 00087  0.368 0964 8
S 8 206
S Test#a 00088  0.374 0.966 S
E. 2
g s AV. 0.0087 0371 0973 04
g
& 50 Recovery (%)  86.4 9238 97.3 02
40 cvoe 12 0.9 10
30 0
» 0 02 04 06 08 10 12 14
10 Added Conc. (mg/L)
0
Soil #01  Soil #02  Soil #03  Soil #04  Soil #05 Soil #06  Soil #07  Soil #08  Soil #09  Soil #10
83 84




Recovery of Cr(VI) From Water Soil Eluate/
Effect of Sample VVolume / Soil # 06

100;
Volume (ml) Conc. (mg/L) Conc. Factor Recovery (%) .\".——.
80
25 0.2 1 933 5
5 60
50 01 2 911 g
&
100 0.05 4 89.6 “
200 0025 8 901 £l
0
0 50 100 150 200

Eluate Volume (ml)

Recovery of Cr(VI) From Alkali Soil Eluate/
Linearity and Precision / Soil # 07

100
Spike Conc.(mg/L)
10 75 75 80 .
Test#1 1.05 7.65 80.3 =
E)
Test#2 1.06 7.47 76.2 E 60
o
Test#3 1.06 7.58 76.7 §
= 40
Test#4 1.07 757 76.9 5
2
AV. 1.06 757 75
20
Recovery (%) 95.8 100.7 103.2
Ccvo% 10 1.0 24 0 d - - - -
0 20 40 60 80 100

Added Conc. (mg/L)

86

Recovery of Cr(VI) From Alkali Soil Eluate/
Effect of Sample Volume / Soil # 07

Recovery (%)

Eluate Volume Conc. Conc. Recovery 100 ’L.\./—.\.
Conc. Factor
(ml) (mg/L)  (mglkg) (%)
80
1 75 2500 0.04 103.0
60
10 75 250 0.4 100.7
25 1 33 1 9.8 40 r
50 15 50 2 99.2 20 |
100 0.75 25 4 96.7
0 . . . . .

0 20 40 60 80 100

Eluate Volume (ml)

Effect of Co-existing Cr(I11) in Alkali Eluate

Simulated Sample: 2mg/L Cr(VI1) + 80mg/L Cr(l11) / 5mM Na,CO; + 10mM NaHCO,

pH 20 36 57 70 78 9.0 100 108 11.0 112
Ajusted with HCI NH,OH
Cr (mg/L) 2348 1123 | 7257 79.4 84.26 = 7691 = 7105 | 3216 & 3223 78.9

Recovery(%) = 1174 = 5615 & 3629 3970 | 4213 3846 3553 1608 | 161.15 3945

Clear | Clear | Turbid | Turbid | Turbid | Turbid = Turbid Clear = Clear Turbid

Appearance

cr(iiyform | ¢ Cr(OH);, Cr(OH)s> ———————— Cr(NHy)s™" Cr(OH);

Separation of Cr(VI) from Cr(l11) in Alkali Eluate

or)s R
ot [Soil #07
Cr:07 CrOH) Cr(Vl) (mgiL) 2 2 2 2
i) Spike Conc.
cr(il) (mglL) 1 2 4 10
Cré*  Cr(NHz)g?" Determined ~ Cr (mg/L) 1915 2042 1931 2035
Recovery (%) 95.8 102.1 96.6 101.8

a8

FEOEDNIEFSERRERRRS—

FU - FRBBEICKDIREKPD SV DRiE

— EkBERAZE 20014ERR (ERE134E8A23R)
FL—bTARYCor NT LK)

(i - FiEde)
—2M FHE& 20ml

(—0.1M EFEE7YE=)L(pH5.6) 50ml
— FEBK 50mix 2
[EK]

R

(— FHE& 10ml

{— EFBA7VE=) L7
—0.1M Cy-DTA 10ml
f— 7YE=7K—pH5.6

50-100ml/min

[Rw]
— 1M fE& 5ml x2

— PIERAZEE & (Y 0.5mg/1) 5ml
[E&] 20mI

ICP/AES 385.958nm (367.007nm)

[(BRXm]: = #, RHNE, 24 R, 0) BEM e s—.
BUNSEKI KAGAKU, 49, 245(2000)
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UDICPRIEICHITSD¥HTH (BE. &R

HRBIEROXE

U(VI) Diat bR

285.975nm 367.007nm
— Ca:200ppm
—— Ca:100ppm 120 90
— Ca:50ppm 80 4 3MHNO,
100f—_g——4— + 2MHNO,
70 S le:1L,10ppb
ample:1L,
— Ca:Oppm P PP
80 ~ 60
2 g
H i 50
g % g 40
[l
367.007nm 263.553nm 385.957nm
40 30
U:0.5ppm Mn 5ppm Fe 5ppm
U:05ppm $0-5pP) 20
Fe 5ppm 20
A ILRR 10
7K, 10ppb
. . . . 3 M
Ni 5ppm U:0.5ppm 0 0 5
0 02 04 06 08 1 12 14 0 2 4 6 8 10 12
AMERIREme/L) Total Volume (ml)
91 92
HRITRONE/Cy-DTAOHR EWMITROTE /Cy-DTADRIR
U 263.553(98) U 263.553(98)
Fe _ Cy-DTA%L 500ml FEEK, 10MIES Fe Mn % Cy-DTA%L Ba500ml FEBK 10mIER
01mM Al,Cd,Co,Cu,Fe,Mn,Ni,Pb,Zn: &1ppm Al,Cd,Co,Cu,Fe,Mn,Ni,Pb,Zn: % 1ppm
 o5mm U:20pph 0.1mM U:20pph
LomM Cy-DTAFH#{L #3053 @ 05mM DATCT L BRI : 5B
> 20mm % 10mM
20mM
STD U 1ppm FHIAMA N\ STD U 1ppm
U 263.553(99) U 367.007(71) U 263.553(99) U 367.007(71)
Fe
Mn
U409.014(63) U 385.958(67) U409.014(63) U 385.958(67)
93 9%
Cy-DTARDIZIR EDTAZRI0RR
TR : 305 AT B - SR Rk : 305 AR : SEEM
Gy DTARE Oy DTARR EDTARE EDTARE
0 OimM__ 05nM___ TOmM___20mM 0 OimM___O5nM___10nM 20 0 R T T B Tl OseM 1o 200
A X X %1 280 %0 A w21 745 00 00 00 ry 10 74 m m m x 78 1 M M M
cd 9%.1 04 00 00 00 cd 986 64 00 00 00 cd 1008 143 00 00 00 cd 1004 412 00 00 00
G 987 07 00 00 00 Co 1010 58 00 00 00 co 1029 13 00 00 00 G 1003 28 00 00 00
o 912 o1 00 00 00 o 985 o1 00 00 00 cu 1001 00 00 00 00 o 505 04 00 00 00
Fe 72 75 202 469 46 Fe 77 25 00 00 00 Fo 1005 02 00 00 00 Fe 6 o1 w0 o o
Vo 93 2 00 00 00 Ve 91 873 00 00 00 e 1021 940 00 00 00 Mo 1027 520 00 00 00
N 579 256 00 00 00 N 885 27 12 00 00 N 1035 30 00 00 00 N 1007 u5 00 00 00
Pb 958 31 05 05 05 P o1t 72 00 00 00 Po 1025 13 00 00 00 P 1021 7 00 00 00
A 041 12 02 o1 o1 = 04 128 00 00 00 z 1013 03 00 00 00 A %97 357 00 00 00
2635098 m 169 138 130 126 Uzsa sioeD) 5% 644 10 12 119 2635098 st 656 12 135 125 U283 5198D 419 2 3 135 123
(2635[99]) 299 258 173 170 154 X(2635[99]) 825 836 97 91 91 (2635[99]) 695 721 108 106 102 U(2635[99]) 598 633 105 106 103
s @ 9 103 o % UEsT0T1) 102 % 9 104 108 Ws670071D) 8 o 100 % o s & 101 105 o %
a5 (67 1120 1028 666 70 5 a5 067D 1862 150 % % & Uae59(67) 1474 102 % 8 o UGEs 67D 104 109 9 8 %
09 0163) -5 751 74 837 458 U409.0(63) -9 % B B s 4090(63) o2 2 s o5 -1 Udo90les) -1 % o 4
1200 1200 1200 1200
1000 1000 1000
800 _ %00 _ @0
& 2 g
# 600 # 600 # 600
= ] =
a 400 e 400 e 400
200 200 200
00 > = = 00 O 00 T
0 OmmM  OSM  1OmM  20nM 0 OImM  O5M  TOnM  20mM o OimM  O5mM_ fomM 20
Oy-DTARIE EDTARE EDTARE
95 %




Feli T (@8 D@ BOBOUR

U 263.553(99) U 367.007(71)

U 385.958(67)

FRPYEZDALICKDI YRR

KiliK Rk
TKiE7K(mg/L) FFER7 T LB (mol/L) ) BFEE7E=) LR (mol/L)
0 0.1M 0.5M 1.0M 20M 0 0.1M 0.5M 1.0M 20M
Ca 125 200 149 11 08 08 Ca 400 192 122 13 4 017
Mg 38 31 18 05 0.1 01 Mg 1350 144 30 25 15 01
I Na 76 02 14 76 25 08 Na 10500 49 19 18 16 3
263.479 367.110 366.904 K 15 0 0 0 0 0 K 380 24 03 02 03 0.1
(ppm) (ppm)
*5)@(*ﬁ;§) *5,@(*ﬁ;,}\) bﬂ(*ﬁ;%) *b’@(*ﬁ;§) aﬁ(*ﬁ;g) U (263553) 944 938 966 958 875 U (263.553) 818 947 939 80.0 2718
Al 0.2998] 0 0.0612] 0| 0l U (294.192) ) 1085 970 955 875 U (294.192) (G0 (+) 96.1 809 284
cd 0.002| 0 0 of 0 U (367.007) 91.6 925 977 975 898 U (367.007) 71 909 927 781 282
. U (385.464) 96.7 9.4 99.4 9.1 904 U (385.464) 799 934 938 789 294
Co 0 0 0 0 0 U (385.957) 96.5 96.2 986 978 90.1 U (385.957) 802 933 934 785 283
BRE Cu 0.2123 0 0.005, 0 0 U (409013) 973 971 1000 985 901 U (409013) 838 955 948 797 286
o) Fe 1.937 00382 1.28 00923 00239 w w
PP Mn 0.19 0.0004 0026 0 0
Ni 0 0 0 0 0 0 1000 = [ Ca B Mg C—INa K —%—U (385.957) 1000
Pb 00151 0.005] 0 0 o - -
o o 0002] sl 000t 0 § o[ = e e o v fwo g w g
H o § @ &
U2635[08D 1295| 1290) 1272 1325 1386 g w g w @
UDEIRE U(2635[99)_ 140.1 103.0} 1227 108.0| 1134 5 200 200
(%) U(367.0[71]) 84.2] 104.6} 93.0) 1035 99.8| 0 = 00 0 =] = 00
U(385.9[67) | 2197, 927, 1749 939) 922 o am ow iwom o om e o
U(409.0[63]) 1347 1163 1476 1923 1888 LA 7 LaR
*ER 53R T HNO, 30ml/L. 51 BRI
97 98
FU— T 1 RTICKBKHABDPOUO> DIBHRIFRRE FRODCIIRERER / K&K
FL—FTARY 4Tmm -
IKEKICKDHNOINGHERIERB L UBRE TR (n=5)
(B8] »52/—L gﬁ*g“L
ki d 10g/L 28/L 0.2u8/L MDL  MaL
€2 573319 . EES
| o BS 20m! [Zil. B, PHI] GEETS) Recoveryh  GV%  Recoverny  GV%  Recoverh  GV% e/ (/L)
25 N
(: L smask 20ml § Z pHIAEE] U (263.553) 98.9 24 95.2 24 99.5 33 0009 0027
— TUE=IL1.7g — 0.1M U (294.192, -, - 96.3 24 110.6 9.6 0.012 0.036
L 0.1M EREETVESIAGHS0) Somi | VY € ( ) © ©
= 0.IM EDTA 5ml — 0.5mM U (367.007) 96.8 18 906 15 100.4 69 0005 0015
GBAI . 0 150ml/min = 7YE=7K — pH5.0 U (385.464) o) ) 1042 30 116.1 63 0061 0.184
U (385.957) 944 25 935 18 947 36 0005 0014
[V>R] U (409.013) (-) (-) 99.2 29 1243 232 0014 0.041
- 05M BFEA7YE=9A(PH5.0) 50ml i
] JKEKFRINEURERER (2pe/L) DRXTOT7AIL
— 2M B4EE 5+4 ml E r B ': - B — B - B —
(— PIERIEZEE (Y 0.5mg/!) 5ml ] i .
[E&] 10ml | 8 — ' - = -
263.553 294.192 367.007 385.464 385.957 409.013
ICP/AES 385.958nm (263.553nm, 367.007nm)
99 100
WITUREER / 531K —FEDMHIE/ETN3
SIIKICK DHRNOIGRERIER B K OBRE RIR (n=5) *5)12K:ABR) | /Z \%E}] Eﬁ @ *E o) ﬁ L \~ f-s L
2ue/L 0.208/L MDL MaL 7] SIORY- /'
Recoverys _ CV% _ Recoveryh _ CV% (ug/L) (ug/L)
U (263553) 95.2 22 88.3 43 0,006 0018
U (294.192) 95.1 16 856 31 0015 0,045
U (367.007) 908 3.1 833 20 0010 0,029
U (385.464) 99.7 23 854 86 0019 0.058 Bt EH A\ 75 N T4k ' -
U (385.957) 95.8 20 887 31 0016 0,048 At 73 & Bel- -
U (409.013) 944 26 843 316 0010 0029
- =3 1|+
TNEIREER / 57K RIE R iR
SEBKDDITHEE (n=5) IR E:385.957nm b 3 =
: = BRI D D
Seawater A Seawater B
Test #1 3.11 3.18 o 2
o JEKRRIBEN S DI
Test #2 321 309
Test #3 328 3.13 VA
LRI
Test #4 329 307 B R A
Test #5 321 3.06 oS
L4 Seavater A R
Average (ug/L) 322 311 s-lmw L. BESTRAHEOT SR
SD (ug/L) 007 005
oV (%) 23 16
101 102




Representative Macrocycle Compounds
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TERERE

K+

Relative Log K values

0 Degree of Substitution NorS

Change of selectivity as measured by log K for M*-ligand donor atom.
Where X=0, K* forms the most stable complex. Where X=N or S, Ag*
forms the most stable complex.

Molecular Recognition Technology

(D FREEWN MRT) &2
Cage size, Bonding, electronic
chemistry interaction

Ligand
Stereochemistry

| RESFORMEATEAIL |

Size, configuration, charge and wetting
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S FRIBEIR MetaSEP AnalLig
_ SRBiEROBHIOFIS—

= Chelating
= Acid
= Base

= Exchange

106

Chelating Elution

Chelator
@ +  Chelator-(M+)

107

Acid Elution
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Base Elution

< i”'
(+)

Exchange Elution

N: -(Anion)
@ _L> @ +  Ms anion)

MetaSEP AnalLig
FUSAUI NS LI & DR ETE S

Adsorption Profile of MetaSEP AnalLig AE-04
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Adsorption Profile of MetaSEP AnalLig TE-03
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HBRERHEOT=-HDF 512 EMANLEL—y MEBHA

AnaLig® Technology - Full Automated Sequential
Computer
Control by PC Software
@) SPE Cartridge
[ [

@I SPE mini Column %\

High Selective

Sample Preparation

High Sensitive
"""" ICP-AES Analysis

1st SPE Treatment -
P 2nd MRT-SPE

Sequential Injection

n' ,
MetaPREP APS-1 MetaPREP APS-2 ICP-AES
M&S Instruments GL Sciences B HEFE (Rt
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73 F 5 a8 [E A8 48 HH B A S5

—TIVTL—TA T BhHM
ELEPbDEYR

MRT-SPEIZ&APbMDitiH
PoERATLDFIH

MetaSEP AnaLig® Pb-02 wiF
1MAEE 5mL (B E)

FREK 10mL (BiiE)

hZLYA4X 500mg3mL

aAVTFaaz=vy B

FEHEIK 5mL
0.03M EDTA 5mL
EURHEO—FLIz5, v EBILT 1

FBK 1015 mL (R<#) ~2 S EIRBRE S LIELEE TS,
1M B8 SmL BoCYEIRT B, ShE2ERYET.

0.03M EDTA 2.5mL x 2[E|

B AR
i B2 I mLEEET

117

ZwF LAY KRB DOWEEE, RoHS® iPb® il H

ex) MetaSEP AnaLig® Pb

AnaLig Pb-01 is highly
selective for Pb collection
Conditioning : H20

Sample Loading : pH 0 — 9.5
Rinse 1st: H20

Rinse 2" : 0.1-1.0M HNO3
Elution : 0.03M EDTA

Quantitative
removal of Ni from
sample

118

NiAyFBi&HPbHB: 750230 T—4

Evaluation Cartridge = 500mg/6mL Size

w || F—ao—rEBEI
w | 7353 aL F—SEERT B

200 ¢

00
Break Through Wash Fraction with  Elute with 0.03M Elute with 0.03M Elute with 003M Elute with 003M
Fraction Data 1M Nitric Acid EDTA Ist Fraction  EDTA 2nd Fraction ~ EDTA 3rd Fraction ~ EDTA 4thFraction

(2mL) (2mL) (2mL) (2mL)

Pb was retained by AnaLig Pb-02 with pH 0-9.5. Water and 1M acid rinse can be
used as removing high matrix contents from sample solution.
119

BERMORYLEEST/A)T—2aVvEBES




BEeaRvbT

Step Function Solution Volume Flow Rate
1 Rinse 0.1M HNO, 3ml 5ml/min
2 Rinse H,O 12ml 10ml/min
3 Rinse 0.03M EDTA * NH, 3ml 10ml/min
4 Condition H,0 12ml 10ml/min
5 Retain sample 2mix2 1ml/min
6 Wash 1 H,0 5ml 5ml/min
7 Wash 2 0.1M HNO, 3ml 5ml/min
8 Wash 3 H,0 5ml 10ml/min
9 Elute 0.03M EDTA - NH, 2ml 0.5ml/min
10 Elute 2 0.03M EDTA * NH, 2mix3 2ml/min

ASPEC XLi Injection Roop Size = 2mL
Flow Rate : 1.0 mL/min
Wash : 15 sec, Stable : 15 sec, measurement 5 sec x 3 times. CV=1.5%

4> F 12 E48 MetaSEP AnaLig Pb-02 {# Il
2MBEEREIK T M)y I R TIZ$H 1+ 58T 0 BILURIR 1 0 FLl

FL—hiig0E

200 1 METREHRE

[ 2M HNO3 Matrix
I H20 Matrix

92

HMETREHER

80

70 r

2MBAEREIR %
FEELRE

50
BRTRE R

30

20

122

NiRMJYO R, CuRMIYHRIZEITZPoDEIRE

Sample CNI?.n(;spf) ?:f‘fe(rpi:ﬁ Cu R;noval Pb Re;overy
Original Cu Solution 1361 - - -
MRT AnalLig Pb-01 1361 0.38 99.97 87
MRT AnalLig Pb-02 1361 0.01 100.00 95
Sample r:‘??pizs_ /m?’v’ps:)s Ni Rizmval Pb Re;overy
Original Ni Solution 1000 - -
MRT AnaLig Pb-02 1000 0.046 99.99 88

4mL of 100ppb Pb in 1000ppm Matrix Solution was laoded into MRT-SPE cartridge.

Pb was eluted by 0.03M EDTA-NH4 Solution (2mL x 4 times = 8mL).
Pb concentration after MRT-SPE must be 50ppb in elution solution.
Recovery Rate is calibrated "Avagage Pb ppb /50 ppb x 100 (%)"

123

“HEBEMBNIAYTHE

@ PbifEmikEAR Ay HEPOFEMBEHDKRE
A FRPb#ERINA
B #&Pb#&FEMEA+Pb 1ppmiFEin
. C—_ -
C EROELBE(PORA)
D £iLBEH (PoFEH)
E Z{tBEAPbIEZHD+Pb 1ppm
Pb MEKE nm
FnEWEE
217.000 nm 220.353 nm
B. ¥k 105 % 108 %
E. #{t8EH 98 % 100 %

DFRHEREAESG 2

MetaSEP AnaLig Pb-02/15 L

AIRKMJYD ZHSDPb®ERERUR

AlfRER

MRT-SPE {LIEE] MRT-SPE LI

| sPemm

#1 4x107 Aok #8x10* Aok

FEANIUETHB0053D 11,

EETIE. 10005 D1 REDRENREHR

Al 396.152nm [ZF T HE=4—

126




EINE S

MRT-SPE ALEE ] MRT-SPE 4L# 1%

—

SPEMLE

EXBAOE—IDERI=HY . PbE—Y
[FRHENGOA, EAEEHREE{T5C
EI2ES T, POE—IAHERT S

AlL—FBR/IF—[22ppm7EH &
SIZPbERML ., HER S Bk ERR
LT, —EE%SPEMELT:,

Pb 220.353nm IZHFHE=4—
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D FERHBEREAZN €03

BER-LT7AZIL~DERG

MetaSEP AnaLig PM!)—X
AR B FEE A

SFRMEEHL ERGI

HRtEEARH<=FA—ILF

129

MetaSEP AnalLig® PM Series procedure for PGMs

PM-01,05,07,08 SPE Cartridge ‘ Sample 4aml

pH <1 by 0.1M
HCI

Au,Pd, Pt, Rh, Ru

0.5M thiourea/0.1MHCI 4ml

Pure water 4ml x3
10ml/min

Pure water 4ml

1ml/min 0.1M HCIE#

0.5ml/min

Method 1) : 0.5M Thiourea / 0.1MHCI 2ml x 4

Method 2) : 0.5M Ammonium Chloride 2mL x 4

| Analysis by ICP-OES
SPS5520 SII nanotechnology .

Recovery Test of MetaSEP AnaLig PM Series for PGMs

Cartridge size: 500mg/3mL

Au Pd Pt Rh Ru Ir

BT EL BT EL BT EL BT EL BT EL BT EL

PMOL 0.0% 99.5% 0.4% 88.0% 14% 76.9% 13% 12.1% 0.8% 16.1%

PM02 0.1% 103.1% 0.4% 105.9% 0.4% 73.3% 14.3% 10.3% 7.0% 3.4% 4.4% 4.4%

PM03 0.1% 104.2% 0.2% 101.2% 68.0% 12.2% 77.0% 0.6% 66.1% 71% 75.6% 1.7%

PM-04 0.1% 103.4% 0.2% 105.5% 0.5% 95.0% 20.2% 42.5% 14.8% 19.9% 24% 15.5%

PM0S 0.0% 107.1% 0.0% 106.9% 64.6% 6.6% 70.6% 15% 67.5% 0.8%

PMO7 0.0% 103.3% 15% 103.5% 1.9% 95.8% 14.0% 4.7% 4.9% 2.7%

PM-08 0.0% 108.3% 0.0% 106.5% 2.0% 96.5% 15.5% 15.9% 36.6% 16.6%

PM-12 0.0% 37.3% 0.2% 103.3% 0.3% 87.3% 48.2% 22.71% 17.0% 10.9% 12.3% 8.9%

BT: Cartridge Break Through
EL: Elution Recovery from Cartridge

MetaSEP AnalLig® PM-01 for PGMs data

Eluted by 0.5M Thiourea/0.1 M HCI

Aol
Bl
o]
o
) 2|
e
@
£y
D
0 ii
A Ri R R R

Au 100%, Pd 90%, Pt 75% Recovery




MetaSEP AnalLig® PM-01 for PGMs data

02500

0.2000

0.1500

0.1000

0.0500

0.0000

Eluted by 0.5M Ammonium chloride
Ir

[-=Ir—=1r  Rh ——Rh =%Ru —-Ru]

Ru

4th Elute

133

BT 1st Elute 2nd Elute 31 Elute

Element selectivity of AnaLig PM-08

Test matrix is SCPS PlasmaCAL Mix STD in 0.1M HCl solution

|

H Checked recovery from cartridge

Pt Al Ba Sr Be Bi Mg Mn Ca Cd Co Cu Fe Ni Pb Zn Ce Er Eu Ga Gd Ho In K Lu Nd Pr Sc Sm Tb Tm

o FabatEiEZEF AL
EEREURBRDRT—ILT v T

AnaLig 1st Column

MRT Columns in Series
BT LB

6M HCI

Feed Solution
6M HCI

‘ AnaLig 2nd Column ‘
AnaLig PM-06

Ir, Rh, Ru

Effluent Solution
0.5M F# FR%/0.1M HCI

5M NHA4CI

Ir, Rh, Ru

136

Molecular Recognition Technology

PGM < R ) MR i

MRTZEFALI=SO LORBROBAEH : 12/35%

IBC PGM MRT
Refining Technology
is now well known in
the P.M. Refining
Industry

Numerous commercial
MRT systems are now
operating worldwide

The list of applications
and installations is
constantly expanding

137

138




D FRBEREAZHEDS

6ffi 0L DD BT E

ICP-AESH T~ DE A
STTZILAILINDYREADE A

| tEEE%E RoHS HETHICr(V) |
Cr(VI) DS #TEE DN |
BE7F ICP-AES TIXCr(II)&Cr(VI) D B R H (H R 1R

MRT-SPE-ICP-AES IZ &A1& H %

MRT-SPES B+ T LA N YR F B E

How to separate Cr(VI) from matrix

BEkE [EaE 73

AT BAEHIZ LD Cr(lll) & Cr(VI) #9024
Cr (VD) D5 BB ZE AV TR

7oA ATl — | By IRD DD
EETR YR TOERAELL
HETRTN I ADS DR

F ATy RIZEBRTA AT RE(
;};?—% Reduce each
aK: ’ interference
A 5o ]

MRT-SPE can separate Cr(lll & VI) |

Method of MetaSEP AnaLig® Cr-02 for Cr(VI)

| MetaSEP AnaLig® Cr-02 500mg |

|:|5amp|e — 6M HCI 2mI x2

[“— Water 3m|x3~5
pH 0~10.5
5~10 ml /min
— | Sample Loading

0.5~5ml /min
[«— Rinse 0.1M HCI 2ml x 2
or water 3mlx 3-5

0.5~1ml /min I_E'”‘e I 4M Acid: HNO,, or H,SO,, or HCI

Cr 205.560 nm

ICP-OES Analysis Cr206.158 nm

Cr 267.716 nm
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Method of MetaSEP Cr-02 for Cr(VI)

| MetaSEP AnaLig® Cr-02 500mg |

|:|5amp|e +— 6M HCI 2mI x 2

[<— Water 3m| X 3~5
pH 0~10.5 i
5~10 ml /min
— | Sample Loading
0.5~5ml /min .
[e—— Rinse (0 1M HCI 2ml x 2
or water 3ml x 3-5
0.5~1ml /min Elute 4M Salt :

NaCl

UV 540nm

Diphenyl-carbazide colourimetric assay Analysis

143

MetaSEP AnaLig® Cr-02 500mg/3mL Fraction data

2500

cr(lin) = Cr(Vl)

1500

1000

o ’_. =N L

SPE Column SPE Column 1st Elution 2nd Elution 3rd Elution
Break Through Rinse 2mL 2mL 2mL




w0 ¢ MetaSEP ME-1(Chelating Resin)
Fraction Data

2000

Cr(VI)

cr(lin

1000

500 |

SPE Column SPE Column 1st Elution 2nd Elution 34 Elution
Break Through Rinse 2mL 2mL 2mL
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Recovery
1000%

750%

500%

250%

MetaSEP AnaLig® Cr-02
Capture Selectively

00%

.n.ﬂ.n.n.H.m N N

Cr Ba Be Cd Co Cu St Ni Pb U Ce Dy Eu Gd Ho In Lu Nd Pr Sm Yb
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Method of MetaSEP AN-02 for Cr(VI)

Cr Capacity

| AnaLig AN-02 500mg|

6M HCI 2ml x 2
Water 3ml %X 3~5

5~10 ml /min

anding I
0.1M HCl 2ml x 2

or water 3mlx3-5

0.05~0.15mmol/500mg
Cr MW=51.9961

| Sample I

pH 0~10.5

0.5~5ml /min

0.5~1ml /min IEIute 4M Acid or

4M Salt :
N Cr(VI)
nalysis Diphenyl-carbazide colourimetric assay
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Rec!
%

100%

80%

60%

40%

20%

0%

Evaluation of best Flow Rate for MRT-SPE for Cr(VI)

overy
.
DET T
I SRR
1 N A
. Cr(VI) Recovery
e .
| MetaSEP AnaLig Cr-02
°

Cr(VI1) break through %

25 30 35 40 45

SPE Flow Rate mi/min o

100% p
Elution profile of AN-02 500mg/3mL by HCI

80% | B
60% P

Fraction Volume = 2mL
40%
20%
|| S NN N
Hl cone. — 1M 2M 3M aMm 5M 6M
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100%

80%

60%

20%

0%

Evaluation of best Elution Volume for AN-02 for Cr(VI)

Each Fraction = 2mL

Detection :

Diphenyl-carbazide colourimetric assay UV 540
nm

BT st 2nd 3rd 4th 5th

150




MetaSEP AnaLig Cr-02, AN-02 @) T3BEH~DHFBEH

AmEER

AN-02 Cr-02

Spiked Sample

100.6 97.9
100ppb
A) Wasted Water (B ) ( A)
Plasma Polishing 91.5 96.9
Spiked 1ppm

B) Wasted Water
Drill Polishing 89.2 78.1
Spiked 1ppm

B) RUIBIERKR  A) FSAIHERK

L \§\ Standard

Non-SPE””] ™~ After SPE treatment
B) sample

(FYDOV TS5 1=
w DU YPyINRGEH

=1

8
B ¥EEK

i1 mI/min.E

H
BE| 5>
bk

H 0-0.5,0-1ml BEDEEHZEICABA

J
ICRITE

BTV B AVEEBRICSTD  (SCP SCIENCE)

|

S04, C 1 DRRELLE

* D=V PyTHE
| @ R
|Ba 2B AFAVTBMETNEN |  |[AsE HFAYHMIETHRER |
Jmmsaim ACSRER
IR &
* LEEE4E

*CHROMAfix PS-Ba, PS-Ag (MACHEREY-NAGEL)
*MetaSEP IC-Ba, IC-Ag(GLHY ATV R)

8 & FHE(mg) BEEE Jiik:d % Cat.No.
MetaSEP IC-Ba 3005 135mg/L (S042-) HEAAUBRE 25 8500-25000
MetaSEP IC-Ag 300+5 135me/L (CI-) ERIAVRE 25 8500-25010
MetaSEP IC-ME 2805 02-0.3 mmol/g (Cu2+) | BBEERE R 25 8500-25020
MetaSEP IC-MA 2805 0.40-0.55 mea/g BAAVIRE- B 25 8500-25030
MetaSEP IC-MC 2805 0.40-0.55 mea/g B RE - R 25 8500-25040
MetaSEP IC-RP 2255 50-100 mg/g AHMBRERE 25 8500-25050 153

1F2Ho03 M 574—RIT BigfEA— ) v OB
Badf # VX MIBIEIZ KBS0, 14 VRE

Ei48
MetaSEP IC-Ba
STD (GL¥ATUR)
SO, 1000ppm .
F, Cl, NO,, PO, Sppm FEAR:340mg
F ol NOs oJ PO,
Baf A ViultIE 1-2m| ER y
NI
Baf ¥ MM 2-3m! BH { ‘ FRERRL S VLT 5 EES R
‘ ‘\ A “—,,4'

A#42onT N 574—RAIT BigdHA—r v OR8N
Agq F X BBIBICLDZCIAFME

B8
STD MetaSEP IC-Ag
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