HEFE AR, £49% H 75, p. 341-352, 1998

WEIZEAESRFINE, =4, WmEIROTLEES
DI E T B BRBEEDTH

RO AOBEE

Shigeru TERASHIMA and Masahiro TANIGUCHI (1998) Evaluation of sequential extraction for
speciation of copper, nickel and zinc in geological reference samples. Bull. Geol. Surv. Japan, vol. 49
(7), p. 341-352, 3 figs., 5 tables.

Abstract: A method to determine the chemical forms of Cu, Ni and Zn in geological reference
samples is described. It combines a sequential extraction procedure with flame atomic absorption
spectrometry. The sequential extraction solutions were classified into the following five types: 1)
0.1M potassium nitrate for the ion exchange and adsorbed fraction ; 2) 0.05M ethylenediaminetetra
-acetic acid disodium salt (EDTA) for the EDTA soluble fraction; 3) a mixture of 0.1M ammonium
oxalate, 0.1M oxalic acid, 0.05M ascorbic acid, 0.006M HCI and 0.025M EDTA for the oxide
fraction ; 4) a mixture of 6M HNO; and 1M HCI for the HNO,;-HCI soluble fraction; and 5) a
mixture of HCIO,, HNO; and HF for the residual fraction. Although the 0.05M EDTA was used to
dissolve the carbonate minerals, the contents of Cu, Ni and Zn in the carbonate minerals are low,
and significant amounts of the three elements were extracted from the oxide phases. The sulfide
minerals can be easily dissolved by the digestion with HNO;-HCI, but most of micas and a small
fraction of olivine, serpentine, hornblende and pyroxene are also dissolved. The time required for
the speciation analysis of Cu, Ni and Zn in ten samples is about 8 hours. This method was
successfully applied to the speciation of Cu, Ni and Zn in a variety of geological reference samples
such as rocks, soils, sediments, ores and minerals.

® F

MBS R (Cw), =y 7 v (Ni), HE$h (Zn)
DEGREEMET L0, BRIBEFERE 7V —LET
WAt % R B o & T R 2> D )R 2 ST & HES T
L, ZOHESMERRET U, ERENESRG OREHER >
5, WEREFO Cu, Ni, Zn 2X#KERE, EDTA T
B8, BbYRe, TR TIARE, REMRBICR ST 5
Z w7, EDTA B X 203813, KBIESYOW
fEx B E Lizds, REBESY DI r B RETHRED
—EBERL, —BRHEFE TRBIYETROFED
HFRKREWEEZ 5z, Cu, Ni, Zn28FT 3
Tt 2 R T 5 Ak e U IS -ER I L %
WEBSENTH o7z, LrL, ZONBIZL2 L E/RHE
IR EACHBRL, DAL AR, G, ARRSED—
HOEET 2720, BROBNICREELLETH S,
A L, 10808 DT 8 BRI 0. 5ppm £ T
@ Cu, Ni, Zn ORISR AETH D, SEHEZ
#E (KECEME, #EAE, 8B, 848, 9%

B b8 (Geochemistry Department, GSJ)
**Hh el (Geothermal Research Department, GSJ)

DT 21T > TRIFRER 2/,

1. 130 &I

TEE2R U LT 2 HEHARNTOTROFELERDZ D
FEFRGEEYORBICHET 5L 3N TBY, 20
TOTNROFHEERZ T T FHEVEEHO LT STz
DOWFENEEREIND LI Wh>TER, TROGEE
EREREIAT 2 Fk e LTREEOATFENFIA S L
T3 (EH, 1995), IhsDhTR—FE2EL 2
BEPRETERILEL, BHT Z2TEESFHLTCZD
FAEVEBEIEET 2 FENERD RN THY, %< O
FERRFERINT WS (Tessier ef al., 1979 ; Sposito
et al., 1982 ; Shuman, 1985 ; Kheboian and Bauer,
1987 ; Singh et al., 1988 ; Xiao-Quan and Bin, 1993 ;
Kanai, 1994 ; Li et al., 1995).

BRIEMREC & 2 EEERRH O Cu, Ni, ZnEo
ST DOWTIE, Lief al. (1995) 2EEESB L O+HE
Z3FBZDOVTHIFEEL T3, EEELvHmSEr
GEOTHRBERERBESINTE ST, £72Li e al

Keywords : speciation of Cu, Ni and Zn: evaluation of
sequential extraction ; geological reference sample.
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(1995) DFIEWZ BT 5 AT ERERENF200RF I F & R
Bbohsd, AETE, EE6BERBIVT V5
Y (FE - /O, 1996), €Y 77 (FE - &0, 1997)
DIEEBIIAT D 7z D W HENL U 1= B R BRI LR 2
Z, LOEREHZ DWW TH 8 ISR TR T & 2 R HELL,
BEEH, 1%, HEY, 848, 8%, 2—-NVT7 74Ty
¥ 2 I OMBEREER R Cu, Ni, Zn OFERERISHT
2175 T2 OERMEEMET LT,
APFEETICHI D, SFrEET 2 —HEITHE
BRI T O TRER OB Ic D TEX AR R BIE
Bz inTz, AAFSEE, ETHEBEAERSIEER BT
(BB BT 2 EEWE O - FHiiFEROEEL
CHET BB O—HE L TEmINTDDTH S,

2. K&, BESLUSEF

2.1 EBHITRESEH :
FRFRAESHER HEYy—V 7y ¥aAA
-855EY B A L 7z, ST & ik Cu324.8nm, Ni232.0
nm, Zn213.9nm THY, BR-TEFL T V—L%
Ao, TXRTOBIEENNY 7 75T Y FHIEE—FT
Tolz, 38, #EFET MG OREEY 2T 5720,
BT LA EERENESNIEMETIERNY, TEFLV
Y& 1F2.5/min, ZE&HFEEX13.01/min, /N—F—
FONEOBFEIX12mm & L,

2.2 HE

Cu, Ni, ZniE¥EER @ ADEMERE O FFIRESH
CAEE (Img/ml) 2R, RFICEH S R WEETIX0.4M
B THER L CTHER L.

0.1IMRERE Y U 7 AVEIR | B 2 K ICIBR L 72,

0.05M EDTA ¥ : EkF 1Ly Y7 3 Ui
TNV AZKE R KICEELT2,

AOAH ¥ - Bl ERE 2 KTEHEL T, 0.2M v a
U7 e A-02M Y2 vEE-0.IM 7 A aNE Y
-0.01M BRI SRR L 7z,

ZOMOBRE TN HRFRHETHY, Kik1 4
VR L,

E‘;

2.3 SDNSEERY

SRR & UIABHESR RN, KECESEIOR, R
3 4508, 1B - HERRY 8 OBl SR - K T KL
A=WV T7 74Ty a 2 ROER3IERTHS. Zh
SEEIF® Cu, Ni, Zn D2EFEIZDWT, BRI
BOTRHBELWEEZSNAEEZEIRIRLE, &
FERE O R AL DO FEIZ SR 1 ROBI AR R
ENTVDEY, BHTLEUTOLBY THS,

R EEL CEEDORBESY 2 EE T 5 D I3HER
YIE#EEE OOKO-204 (CO,21.6%) DA TH B, Kk

HED > B JA-3, JR-2, SRM278Ix izl ic b T
EREDOV )V AFN T ACECEM2ET 5. HRE, #
BYD S5 JSI-2 (BHET, BRAV— M) idESE

(FeS,) 2%, JSd-2 (KIERT, HIZghL{Tymm)l[HER
V) IS L EHSE (CuFeS,) B&E3h3 (FE
< A0, 1996) 285, % OEEHZ DWW T ORI DOE K
WREETH 3. §iH « 8D > 5GXR-4, SU-1a,
MP-2, RTS-4ixwiFndbmsachs, GXRA
WKE 2 & N E OB E A (Cu6520ppm) TH D, SU
-la A F 50OV PR —TERE Wiz =y 7 v-§i-a
NIRRT, W8%D~Y NF v ¥ ((Fe, Ni),
Se)s 2 %DPAHEAES (ZnS), 1.1% DREFREEE (Fei«xS),
0. 1% DEHFHEEET 5. MP2B3 4 F 5 D=2 —77
YRARIA Y IINEDS Y ISAT - TTF VAT,
W1%Drv—Y>Y% 4+ (FeAs, ), 0.7%DRHH
8k, 0.4% D¥EAERGE (MoS,), 0.23%DEMIE %S
BT 5., RTS-4% SU-la LEKRIZA FF DY R XY —
THEIRE Nz, FRERHIRSHETHY, eRESEE
2335.9%, WALYIBREH335.2% £ a8 Tw»wB D TCu,
Ni, Zn OAREHSEIHREHE L THFETZEHFZLN
%,

BCS176/2 (Mn $:7), JMn-1(x> 4>/ ¥ 2—)),
JSS800-3 (GRksr) 13, Mn Xii Fe 2 kL3 2BY
HLETHY, ML E ENTwiywy, SRM1633a,
JCFA-TEWFN B FRRIK (I =NV T 54 T vy a) e
HEITHD, PEORE, LAT74 VEESHE T, £
ELUTHEEME» S S.

3. B AHE

ARG TIE, WYV 7 ABR CEH T 2 TR 2R
e, EDTAWKTO %k EDTA A[%RE, AOAH
-EDTABHTDO % n 2 B8, MiR-EBRTozh
PIEB-ERTBEL L, IS5 TEHLZWERS 25
EYREB LRI 12, 4.1 TRRNEBEHERZ D LI
UTFOREEHELL,

3.1 BERBEE

3.1.1 WHAKER

=0B10.05-0.2g % BT 23RBS (15ml) WY,
Bh Vv ABHI0ml 2Nz, &% L CTHEAFRIC305H
EVIET S, FOOEE (2000rpm THHE) L7, £¥&
Az R ORBRE B LANS,

3.1.2 EDTA uj¥5ke

REFEREY)w EDTA B 10ml 2h0z, 305D
BES, b LB 2% EORBERENEE SN
2EEE, RETIRBAVAC X AENEMNEES TS
DE—F—E2HAWTUET 3 FE - B0, 1996). »§
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£1E HFRBRTO Cu, Ni, Zn D&ESFE

Table 1. Contents of total Cu, Ni and Zn in studied reference samples

Sample Total Cu Total Ni Total Zn
(ug/g) Ref. (ug/g) Ref. (ug/g) Ref.

Volcanic rocks
BE-N Basalt 72+11 A 267126 A 120450 A
JA-3 Andesite 43.4+3.9 B 32.2+6.6 B 67.7+9.6 B
JB-1 Basalt 55.1%+5.5 B 133+17 B 85.2+9.9 B
JR-2 Rhyolite 1.36+0.47 B 1.99+1.59 B 27.8+2.7 B
SRM 278 Obsidian > 5.9 C 3.6 C 55 C
Plutonic rocks
GS-N Granite 20+1.8 A 34+11 A 48+9 A
JP-1 Peridotite 6.7£2.1 B 2458+177 B 41.8%£7.7 B
NIM-G Granite 12 C 8 C 50 C
MRG-1 Gabbro 134 C 193 C 191 C
STM-1 Syenite 4.6+2.0 D 3.01.6 D 235+22 D
Sedimentary rocks
JS1-2 Slate 44,5+2.6 E 40.6+2.45 E 1017 E
SCo-1 Cody shale 28.7+1.9 D 27+4 D 10318 D
SRM 98a Plastic clay 171 1 139 I 43 I
TS Black shale 460 C 170 C 63 C
Soils and Sediments
GXR-2 Soil 7619 F 21+5 F 53064 F
GXR-5 Soil 354+34 F 75+8 F 4949 F
MAG-1 Marine mud 3043 D 5318 D 1306 D
SRM 1645 River sediment 109 C 45.8 ¢ 1720 ¢
SRM 2704 River sediment 98.6 C 4.1 C 438 C
00K0-204 Anomalous sediment 288 1 18 C 140 C
JSd-2 Stream sediment 11777 E 92.8+3.3 E 2056+190 E
JLk-1 Lake sediment 62.9+4.9 E 35.0%£3.1 E 152110 E
Ores and Minerals
GXR-4 Cu ore 6520+550 F 42+6 F 737 F
SU-1a Ni-Cu-Co ore 967050 G 12330+80 G 186 I
MP-2 W-Mo ore 850 I 4 I 3620 I
RTS-4 Pyrrohotite 28015 G 79401360 G 158+ 14 G
BCS176/2 Mn ore 365 I 850 I 665 I
JMn-1% Mn nodule 10500 Jit 12500 H 1090 H
J$S800-3 Hematite 650 G 6 I 1030 G
Ashes
SRM 1633a Coal fly ash 118 C 127 ¢ 220 C
JCFA-1 Coal fly ash 122 1 32.2 1 63 1

A: Govindaraju(1995), B: Imai et al.(1995), C: Govindaraju(1994), D: Gladney and

Roelandts(1988), E: Imai et al.(1996), F: Gladney and Roelandts(1990), G: Certified or
recomnended values of the sample producers, H: Terashima et al.(1995), I: Unpublished
data by the authoes. *Dried basis at 110°C.

hOEE bEODBEL IR, LEAZHOHBRE CHL
A%,

3.1.3 ExftRe

RIsEEEY % EDTA ¥A# 5 ml, AOAH #¥# 5 ml
PHWTE— — (50ml) &L, BHMTEE-T
115+ 3°COEMK | TREZ IR D IR ¥ %228 5602 FNE 3
3, BHBERLASEL, EEAERNOEBEY F&HBRE
wiL, KTIELL10ml & LTERET 5.

3.1.4 WHE-IERAVER

RIS %27 5M EEE 8 ml & 5 MR 2 ml 2
BwTE—%— (50mD) 2B L, KFHITHHB->T115+
3°COBM ET60SHMMES 5. RFHME L, 8
150°COW W L CHRFELET 5. 0.8MiEE 5 ml 21N

Z, EU CHEMiE25MET 2, BH - mUOHL 2
%, FBAZHRBECBL, KTELL10ml ¥ LTES
3,

3.1.5 EEYE

RIBIERE Y 2 VEDKTT 70 E—% — (50ml)
2B L, ®EREE 1 ml, R 1 ml, 7 v{bAkFEE5 ml
Z2INZ THI2200CORE ETINEG R L, RFEEET 5.
0.8MHHEE 5 ml 2z THHREML, ABEEL T
KRTIELL10ml & UTERET 5.

3.2 TEBRF :

3.1.1-3.1.5CHEL - RREHF D Cu, Ni, Zn %
2. 1THBAR7 G THE L TRINE.R KD, BRERE
FoTEEERXRET 5. RERAOFEBERINL,
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Cu, Ni, ZnD—FBEAAT7IA2KZHIRL, &&E
HEEDMEITE L EEH3.1.1-3.1.5THM L - REERKD
FREZELLA BB IS EMLUCHRET 3,

4. WHREEE

4.1 BRBEEFOWRET

BREFREC BT 2 BE L BEHEEOERTCHET 55
WX, As, Sb (FE - &0, 1996), Mo (FE - &0,
1977 ; FFEIZ 2, 1997) OFERSHT CRE L DT,
ZZTIECu, Ni, Zn OSWICERT 272D CHELT
R4y % RN T B,

4.1.1 ZTHRERE

TERERTE2IEH S 3R E L LT, Mo D35
& LHEBRCHEB Y V7 A% v 55 (Sposito et al.,
1982) ®ERF U7-. 7272L, Sposito et al. (1982) Tix
16BFE DB 21T> T 52, BHERFMESE L & —FE
HLU 7B EUERT 255085 0 8 - A41,199),
%2 EORIELO B D b - CHEHEFE X304 L
7z.

4.1.2 EDTA uJiifE

0.05M EDTA ##IC & 2 L3I, FERRBRIESYD
BN EEHTH - 72 (Sposito et al., 1982), ZDFHEHE
BRBWETOREEND 2L, ULrd SOk KA
HFTHRGEL LT OITRERELTE RSB DH 5,
L Lah s, AFEERIC T, REESEYT T
ZOMIZBEMEBTEO L VBEHLRT WIS HBEH
L, 9 LI ERE AN S %2 L REBIESY)IC Bk
THOTREL D DBMEIZE L LCEEFS NI TERDEFS
DHEBWKREVWEEZONT-DT, BHR GFE -850,
1996 ; 1997) L ERRIZAEAT T 7 ¥ g VI REEERE L T
FWEDTARIER L Lz, kB, AHFEK L 2081
BWT, MEBMEZRL T2 L TROBHEENENT 3
SEH B2 1E BCS176/2, JMn-155) 3% 2 O CEREED D
BEThD,

4.1.3 Bt¥RE

BAERETTR OB Fik & U TR T AOAH BHK
DHERWSHFEEERA UL, &3 (1995) ki,
VavBTVEZULEYVaAaVEBERAWVWS FER
Tamm ¥ & FiER, 138 - B EBESH CIEE < 25
JEME D Fe AL THLER2BET 2 ke LTHE
AahTwiz, ZOBRBREOBECERE, LEFEOE
BoMfTbh, TBEHOREE FeBRICMOBHHREEL
THFASNS X 52 >7 (Shuman, 1985 ; Singh et
al., 1988), E{t#EE Cu, Ni, Zn OIEHZEE 2HTT 5
728, £ LT Fe, MnB{t¥ CHE & h % BCS176/
2, JMn-1, JSS800-3%x% & L TUTOERZITo /.
£ ACAH B D A 2 W T3.1.30ME 21T -5
ERBEYR IO ODEEEVEFEAL, ZOKRHAEI
Mn % Ca O ¥ 2 VEBEDBEEEN/NE Wiz 0 i Rt
BRELTHY 2 VBIEOWEBBER L, < DELEN
I e FEZONE, 22T, AOAHBROM
W EDTABEEZHRML THLEHFE 3 2 FiE 2R
L, #R%2 AOCAHBKRDOATHUELE LB L THE
2FWR Lz, WThOTEE D AOAH-EDTA BE&ER
THE L7 AP EE LR D, B BCS176/29 M Zn iX
2565, NilZl.4BGZzoTwaicw, KETIE AOAH
-EDTABIKRE AW FEE2HEL %,

4.1.4 THEE-IEERVIVARE

AL ROBH AL LT, 4 MEBZ AW
%tk (Sposito ef al.,1982) & 6 M hElE- 1 M iEREIC
k35 (FE 80, 1997) 2Hewsia (SU-1a,
RTS-4) 3R & U CTHET L7z, ZO#EE, Cu, Zn
DOAFEICEEZR R o0, NiZO2WwTRERED
EOVHSPIEEEGRT2DT, BEDOHTELERAT
BZ ki’ 6 MiEEE-1 MERIC X 5408 TRk
VMOEPICED XD REVDERET 20D T,
4. 2THERERITIBEREOKTSIBHEL, DASA
G, A, ARES0 b ERTLLELZSS, ZL
TR SEERB 2 TR T 2581, Zh

- D LT S Cu, Ni, Zn &, Hiltp o O

2R BEWEECu, Ni, Zn ODEBICBIT 3 RED g

Table 2. Comparison of results for Cu, Ni and Zn in two oxide dissolution reagents
Sample Taken Reagent Found( 1)
(g) Cu Ni Zn
BCS176/2 0.05 ACAH 12.1%+0.5 23.2+2.1 8.6+0.2
AOAH+EDTA 14.2+0.4 32.1%+2.6 22.0x1.0
JMn-1% 0.05 AOAH 2735 374t 14 17.7%10.9
AOAH+EDTA 2776 386+16 21.8+1.1
JSS800-3  0.05 AOAH 27.8+0.7 0.2+0.1 42.61+0.6
AOAH+EDTA 29.0+0.8 0.3+0.1 47.14+0.8

AOAH: 0.2 M ammonium oxalate + 0.2 M oxalic acid + 0.1 M ascorbic
acid + 0.01 M HC1, EDTA: 0.05 M EDTA, #Dried basis at 110°C.
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HEEHLTrRVZwEHand e, X757
Va VERAYR I, HR-ERIERE L,

4.1.5 REYE
EMEERATO4 Cu, Ni, ZnZoshhsE FE,
1971) ZBA L. EHETER, HELROGEC DOV
TEREKRE Loz, F5 (1971) ORI,
Cu, Ni, Znwxd 2RETROLEITR L, FHEL
BT 2 A EEERCBRMNT 2 L L biany
2797 ¥ RRIROFFIERIT 5 O & CTIEMRSHHED 2
BB EERLTNS,

4.2 ERSOBEHEFE

BRBEEDRBRIEIC L > TED & 5 R EiE+T
ZORHOMICT LI L, SETENED X 5.2
HICEET 20 2H 2 ECEETHY, EEHSBESEH

YR D> T DIERD S I B RSV 2 BIE R T

WL, BT 2 ERSDOERESN 21T > CHEHLIO
EHRRE P RE LT (R, 1997)., ERO—FIE LT
BERE4, ERE2, ARGSE, AV 7 X, EE, »
A AE, TERCE, WML, KA, WECE, 32—
NTFA4T7 vy aBImBONMEESE 1”KE LT
ALz, o5 Aniz Akl Mo OFRXEBHE B

ELbDTHY, BIERROWLE X AOAH B D &
TIT> T3, ZOMiZnTFnd3. 1 TthRRHEL
FACTH 3,

FIRICINE, BREVEBTROSERPZVLORER
AEEZIE, WEcE, AlEE, BEETHY, B,
b U ARE (SRM99a) TIEWIFNDITR HI0% LA L2
BEMETHL., Vv LEA (JF-2) Tk Fe,0; D&
DRSS & B ZEFEEF 2R L TCw5ED, Zhixh Y
v ARAGUAOHEEE CEB IO EEZL LN
3, BEREAEOBEER R R T 2 L fHEA (AN-G)
PROLBBELRPT VI EERBLTWEY, ThiZRA
FoEicxt 3 2 ZEEOHFTRER (—FE, 1972) &—
B3T3, DASAE (JP-1), kA (UB-N) T3,
B-EBAEE L BREYEOWT O CREEE 2RT
TEEMRET 5. IR L TEEZER (Mica-Fe), £
& (Mica-Mg), &4 7 A (VS-N) Tlwvi'h b g
-EBAEROBENRE T, £ 1RIRLERAOFH
TRRVBBLLTVWILRZRLTWS, YVAFTA
WWETe JA-3, JR-2DSBE LI &, &Y 7 A (VS-N)
PER LT W RERRIGEAEE O T REROHEEIC L 5
EFEz o5, WKL (SRM98a) Tk, CaO D&
BB ERTCREEEZRL, ZOMITHThbEE
MIREDSET 2, I—NVT7 547 vy a2 (SRM1633a)
i3, &L L TRBEEUENS W, BIEWEDOS I
Fbvbs.

FEEOMEHE RS & BRIEMEER % v 5 30RHLE I 38

75 FEEEIVOREEEHEET 5 &, BFENCEE
BEE< A S AR, YA <ARG, Ba<REEOIE
WEEENET EFZOND,

4.3 TRERIDHTHESE

AR HESARI3 1/ 12 D> T Cu, Ni, Zn OFZEERISH
PEMLIERLESSRE, £75 7y a YBOBH
ERE2-IFNTR LIz, WTFhOFEEHZ DWW T H2-4[ED
BOELST 2T CREFRERENEGONS Z L 2
L7, REWZEINIE, WTFhOTRIZOWT bR
F120.1ug I TERTRETH 2720, HF0.2g 208
L72388130.5ppm EE T Cu, Ni, ZndBEET
&%, 2RI OWTET F 7 v a YRIOSHHE R AR
LifEE, &&8F&E (F1R) »oEINEEFELER
BEISRICRLTH DN, ZndrEdH LIZZILERD
EHEINERZEHLE & 25, Cuidl02%, Nik
99.5%, Zn i3101% CRIFLHERB/ON TS Z &
bhrotz, NIM-G, GXR-2, MP-2, JSS800-3Hd Ni
D &S5 WEINER10% L5 AE L FhB3EREA L LT,
EEREOXMESALT L ERETRWES &, ST
ROBEMMEL, BoRSMBENIEOAZVI LT
BOMEEE DAL E Z 55, {ERE Cu, Ni, Zn
OEBRIFBROBFHILTOLBY TH S,

4.3.1 KEEHE

YU AH T AKEL JA-3, JR-2, SRM278TIiiw
THhOTRLBREVECRBELRTEALD D, R
Zn i380% LA EDSEREYRE L TER SN2, Fe 2 ld
COHLTNOERSHBERAVETCREREER LI L
»5, Cu, Ni, Zn@BFFELTY) HH T ARICEE
THeE2oN5, LRE (BE-N), BAhWE (MRG
-1) Ti, Ni, Zn BB THEBEELZRTOCHL
T Cu BB EBTHRENS {, REMOEENE 2
shs., ZOMOXEEECEL TR, £ 0B
BT HRIRARBE 2R TERSD 5,

4.3.2 HERRE - 13 - HEREY

Av—1 (JSI-2) &, MoHEERLEERD, Cu,
Ni, Zn DWFhiZDWT b EBR-ER SRS REE S
Y. K3 ESESEEEINE Z L0, Cu,
Ni, ZnOKESbFEADE L THBELZEEZOR
%, FIYEEMERGL (SRM98a) H1D Ni, Zn 3% < DFES
EABRICEREYRECTERE 2R TS, Cu -5/
BRENS FIHOBEELZRB L T3, BEEEY
(MAG-1) & JSI-2 & I REFE - 1E MR T VS BE OD IR FEE Y
&<, IHEREY (SRM-1645) Tl Ni, Zn IZE(LEE,
Cu IR ERAEROBESE BB H 5, Wl
Y (OOKO-204) X Z =D REBIEH M 2 &HF T 5 25,
EDTA AIERETRERBEYEDOZAL L VL »ITE
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NBS99a(Na-feldspar) Mica-Fe(Biotite) NIM-P(Pyroxenite)
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FIW EFRSOBRBBSTER GFEEDL, 1997)
Fig. 1. Sequential extraction results of major elements for 15 geological reference samples (after Terashima et al.,
1997) 1: exchangeable; 2: EDTA soluble; 3: oxide; 4: HNO;-HCI soluble; 5: residual

— 346 —



HEBRERARIT O, = v v, HESROBRERIOANTIC B 2 BREHEOTE (F8 &)

3% AR Cu ORISR

Table 3. Distribution of Cu in five fractions for 31 geological reference samples
Sample Taken Found Cu(xg) in each extraction step* Cu(ug/g) Recovery®
(g) (1) (2) (3) (4) (5) Sun’ Ref. (%)
BE-N 0.10 <0.1 1.7 2.0 3.7 0.2 76 72 105.6
JA-3 0.10 0.1 0.3 0.3 1.9 2.0 46 43.4 106.0
JB-1 0.10 <0.1 0.9 2.6 1.0 0.8 53 55.1 96.2
JR-2 0.20 <0.1 <0.1 <0.1 0.1 0.2 1.5 1.36 110.3
SRM 278 0.20 <0.1 <0.1 0.2 0.3 0.8 6.5 5.9 110.2
GS-N 0.10 <0.1 0.5 1.1 0.3 0.2 21 20 105.0
JP-1 0.10 <0.1 <0.1 0.4 0.3 0.1 8 6.7  119.4
NIM-G 0.20 0.1 0.3 1.1 0.4 0.3 11 12 91.7
MRG-1 0.10 0.1 1.4 3.1 9.6 0.4 146 134 109.0
STM-1 0.20 <0.1 0.2 0.3 0.3 0.2 5 4.6 108.7
JS1-2 0.10 <0.1 0.9 0.7 2.9 0.2 47 44.5 105.6
SCo-1 0.10 <0.1 0.5 1.9 0.2 0.2 28 28.7 97.6
SRM 98a 0.10 0.3 1.9 5.3 10.0 1.0 185 171 108.2
TS 0.10 0.2 1.8 41.0 3.8 0.8 476 460 103.5
GXR-2 0.10 0.1 3.1 3.3 0.4 0.5 T4 76 97.4
GXR-5 0.10 0.4 7.3 26.6 1.5 0.4 362 354 102.3
MAG-1 0.10 0.1 0.5 0.8 1.3 0.3 30 30 100.0
SRM 1645  0.10 <0.1 0.6 1.7 8.0 0.4 107 109 98.2
SRM 2704  0.10 0.2 3.2 1.9 4.1 0.5 99 98.6 100.4
00KO 204  0.10 0.1 5.1 20.5 3.5 0.3 295 288 102.4
JSd-2 0.10 0.2 20.7 7.6 78.5 2.2 1092 1117 97.8
JLk-1 0.10 0.2 1.0 3.3 1.3 0.4 62 62.9 98.6
GXR-4 0.10 1.5 176.0 7.0 461.0 12.0 6575 6520 100.8
SU-1a 0.05 6.8 2.6 0.5 429.0 13.1 9040 9670 93.5
MP-2 0.05 2.1 1.3 0.6 39.0 1.2 884 850 104.0
RTS-4 0.05 <0.1 0.7 <0.1 13.8 0.2 294 280 105.0
BCS176/2  0.05 <0.1 0.3 14.2 3.1 0.3 358 365 98.1
JMn-1% 0.05 0.1  238.0 277.0 8.8 0.3 10484 10500 99.8
JSS800-3  0.05 0.4 0.6 29.0 2.7 0.4 662 650 101.8
SRM 1633a  0.10 <0.1 0.3 2.8 2.0 6.3 114 118 96.6
JCFA-1 0.10 <0.1 1.0 4.0 2.1 4,7 118 122 96.7

*Following the sequential extraction steps described in the text: step (1), exchangeable frac-
tion; step (2), EDTA soluble fraction; etc.

"Mean sum concentration of the five fractions which recalculated to Cu wg per g sample.
‘Reference value of total Cu concentration taken from Table 1. .
dCalculated from the sum concentration of the five fractions and the reference value.
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Table 4. Distribution of Ni in five fractions for 31 geological reference samples

Sample Taken Found Ni{xg) in each extraction step* Ni(ug/g) Recovery®
(g) (1) (2) (3) (4) (5) Sum” Ref.® (%)
BE-N 0.10 <0.1 0.5 19.4 4.1 2.2 262 267 98.1
JA-3 0.10 <0.1 <0.1 0.4 0.2 2.3 29.0 32.20 90.1
JB-1 0.10 <0.1 <0.1 7.3 2.6 3.1 130 133 97.7
JR-2 0.20 <0.1 <0.1 0.1 0.1 0.2 2.0 1.99 100.5
SRM 278 0.20 <0.1 <0.1 0.2 0.3 0.3 4.0 3.60 111.1
GS-N 0.10 <0.1 <0.1 0.9 1.5 0.7 31 34 91.2
JP-1 0.10 0.2 5.6 137.0 78.0 15.5 2363 2458 96.1
NIM-G 0.20 <0.1 <0.1 0.5 0.2 0.4 6 8 68.8
MRG-1 0.10 <0.1 0.3 11.8 3.0 4.1 192 193 99.5
STM-1 0.20 <0.1 <0.1 0.3 0.2 0.2 3.5 3.0 116.7
JS1-2 0.10 <0.1 <0.1 1.1 2.6 0.3 40.0 40.6 98.5
SCo-1 0.10 <0.1 0.4 1.2 0.4 0.4 24 27 88.9
SRM 98a, 0.10 <0.1 <0.1 2.6 3.2 7.4 132 139 95.0
TS 0.10 <0.1 <0.1 12.0 2.4 1.7 161 170 94.7
GXR-2 0.10 0.1 0.1 1.0 0.2 0.2 16 21 76.2
GXR-5 0.10 0.1 0.3 5.3 0.2 0.1 60 75 80.0
MAG-1 0.10 <0.1 0.6 1.7 2.1 0.5 49 53 92.5
SRM 1645 0.10 <0.1 0.2 2.2 1.1 0.5 40.0 45.8 87.3
SRM 2704  0.10 0.1 0.3 1.8 1.8 0.5 45.0 44.1 102.0
00KO 204 0.10 <0.1 0.5 0.8 0.5 0.3 21 18 116.7
JSd-2 0.10 0.1 0.8 8.0 1.3 0.8 110.0 92.8 118.5
JLk-1 0.10 <0.1 <0.1 1.7 0.8 0.6 31.0 35.0 88.6
GXR-4 0.10 0.2 0.6 1.8 1.5 0.1 42 42 100.0
SU-1a 0.05 172.0 16.1 26.5 383.0 16.2 12276 12330 99.6
MP-2 0.05 <0.1 0.1 0.1 0.1 <0.1 6 4 150.0
RTS-4 0.05 16.6 4.4 3.1 361.0 3.7 8396 7940 105.7
BCS176/2  0.05 0.1 0.5 32.1 8.4 0.9 840 850 98.8
JMn-1% 0.05 0.3 240.0 386.0 9.0 0.5 12716 12500 101.7
JSS800-3 0.05 <0.1 <0.1 0.3 0.1 <0.1 8 6 133.3
SRM 1633a  0.10 <0.1 <0.1 3.0 1.7 7.3 120 127 94.5
JCFA-1 0.10 <0.1 <0. 1.1 0.5 1.4 30.0 32.20 93.2

%Following the sequential extraction steps described in the text: step (1), exchangeable frac-
tion; step (2), EDTA soluble fraction; etc.

"Mean sum concentration of the five fractions which recalculated to Ni #g per g sample.
‘Reference value of total Ni concentration taken from Table 1.
dcalculated from the sum concentration of the five fractions and the reference value.
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Table 5. Distribution of Zn in five fractions for 31 geological reference samples
Sample Taken Found Zn(«g) in each extraction step® n(ug/g) Recovery®
(g) (1) (2) (3) (4) (5) Sun” Ref.® (%)
BE-N 0.10 0.1 1.5 8.8 1.8 1.2 134 120 111.7
JA-3 0.10 <0.1 <0.1 0.8 0.3 5.6 67.0 67.7 99.0
JB-1 0.10 <0.1 0.3 4.0 1.1 3.2 86.0 85.2 100.9
JR-2 0.20 <0.1 0.1 0.4 0.4 4.4 26.5 27.8 95.3
SRM 278 0.20 0.4 0.2 0.5 0.4 8.5 50 55 90.9
GS-N 0.10 <0.1 0.4 1.5 1.6 0.9 44 48 91.7
JP-1 0.10 <0.1 0.1 1.6 1.2 0.8 37.0 41.8 88.5
NIM-G 0.20 0.2 0.4 6.8 2.6 0.7 53.5 50 107.0
MRG-1 0.10 <0.1 5.9 6.3 1.8 5.3 193 191 101.0
STM-1 0.20 <0.1 1.5 14.3 6.3 24.0 230.5 235 98.1
JS1-2 0.10 <0.1 0.6 2.9 6.3 0.6 104 101 103.0
SCo-1 0.10 <0.1 0.5 6.8 1.5 1.1 99 103 96.1
SRM 98a 0.10 <0.1 0.3 0.8 0.7 2.2 40 43 93.0
TS 0.10 <0.1 <0.1 3.3 1.2 2.1 66 63 104.8
GXR-2 0.10 0.5 17.8 32.5 4.8 1.7 573 530 108.1
GXR-5 0.10 <0.1 0.5 3.7 0.5 0.8 55 49 112.2
MAG-1 0.10 0.1 1.1 5.8 5.5 1.4 139 130 106.9
SRM 1645  0.10 0.3 15.8 134.0 16.8 1.0 1679 1720 97.6
SRM 2704  0.10 0.2 15.7 19.7 6.8 1.5 439 438 100.2
00KO 204  0.10 <0.1 1.6 9.2 2.3 0.8 139 140 99.3
JSd-2 0.10 0.1 19.6 162.5 17.7 2.7 2026 2056 98.5
JLk-1 0.10 0.1 0.2 9.1 3.2 1.6 142 152 93.4
GXR-4 0.10 0.1 3.0 3.6 1.3 0.4 84 73 115.1
SU-1a 0.05 0.8 <0.1 0.7 6.8 2.1 208 186 111.8
MP-2 0.05 43.0 5.3 11.2 125.0 2.2 3734 3620 103.1
RTS-4 0.05 <0.1 <0.1 1.2 7.0 0.1 166 158 105.1
BCS176/2  0.05 <0.1 0.2 22.0 8.3 0.9 628 665 94.4
JMn-1% 0.05 <0.1 30.8 21.8 1.1 0.1 1074 1090 98.5
JSS800-3  0.05 0.5 0.4 47.1 6.2 1.5 1114 1030 108.2
SRM 1633a  0.10 <0.1 0.1 5.3 4.1 12.4 219 220 99.5
JCFA-1 0.10 <0.1 0.4 2.5 1.2 2.1 62 63 98.4

*Following the sequential extraction steps described in the text: step (1), exchangeable frac-

tion; step (2), EDTA soluble fraction; etc.

ean sum concentration of the five fractions which recalculated to Zn ug per g sample.
“Reference value of total Zn concentration taken from Table 1.
%Calculated from the sum concentration of the five fractions and the reference value.
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