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Improved method for determination of selenium
in anode slime copper electrolytic refiners

By Toru FUJITA and Yutaka OHNO

Abstract

Selenium in anode slime, was determined by the following treatment. After treating
anode slime with KClO,-1:1 (Vol.) HCI, selenium is quantitatively precipitated in the hy-
drochloric acid filtrate by addition of FeSO,-1:1 HCI solution and warming on water-bath
(>80°C) for 2 hours.

The selenium is redissolved with fuming nitric acid and warmed to expel nitrogen
oxides. In the solution, 1 drop of Phenolphthalein solution, 50% (Wt.) KOH, 0.1 N-HNO,,
and 0.1 N-KOH are successively and dropwise added until faint pink colur appeares in
the solution (pH nearly equals 8.5), then potassium selenite solution is obtained. Add
0.1 N-AgNO, to the potassium selenite solution, and the selenium is quantitatively preci-
pitated as silver selenite. After cooling with ice, silver selenite is filtered off and washed
with cold water.

The excess silver nitrate in the filtrate is potentiometric back-titrated with 0.1 N-KSCN.
(Indicatorelectrode is Ag, using KNO,-bridge.)

Selenium was determined with the following accuracy. For metallic selenium, the
error was =0.0001 (g.) and for selenium in anode slime, it was less than =#=0.0003 (g.).
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2.1.1. 447 4 1
i) BEEhot vy s
BBRRIE 3G # e 1 ) IR B LB, BB R THl s L TRV BAITE, Nk 2 F
BT, eV ZEBAR IO ERNICHBIEICENTE ., LOBEAR TR (@~Wd) Itk 3,
(a) £ LY D—IFME LY EICIE> T T, FEBARKRENRTIE, Bran izl BT
1252, (b) HicmohTnamL, MBEE—E, EBERDOHE LV yBROEHE L LV E
BAEBLLTELVILT B, (o) VY REREZAUCERICTIIATH 5, EHEL Y GO
THULEFO—IBIR, HBICHERLTOBEDT, COEFEBRETILERD D, HEEHE—
BBERLE LTS L THRMAB S LB D, REKhOERERET S, () Lo (a), b))
RIS RRICTTR b IS,
i) £BtLyORESH
el BBt L Y BEDORBNKISICONT, BR FHERETE >, HORME
MevyEBh)AKEID, BV yBRICLT L Yy ZBRIE3HEN, RS - HET
HBENONP-2DT, TOHEEE-> T,
i) AHRIEEB1IRICRTHED TH 3,
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L, BRATAORBFEHWET 5, BIRPORYERERET 203, RIEQTHERE—
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ii)(a) BEBE—$ERHNTEV Yy E2ERMICERIGEBEE 5 L I3, BEEEEZL 30%
(Vol) DL FICHRDMEMRD 3%, 4Bty ik d 508, RIEHBIAROBRIETERLDT
VY OSNHICEEERIZEID,

(b) #IE@THEALSHONT HZL LT 3 721, MH (H,SeO,-HCl ##) 3 & U FeSO,-1:1
HCl %5¥#%a b 6 U 80°C YL EITiR L THB MENDH S, HTH LGS Ly A
ARBERICE, @ORETHRE2LEAVLTS Cl Bl sz,

() BIE@OD Vv OBRITICET 2 MRFMII 2HKETHSTH 5 (2.3.2. 1),

i) KT vFEY, TUvoKSRERIEL THRHETHIC, O®DHME I3 HMTTR
WV, Blkix#1:1(Vo)HCl THET 5, RIEOTREISICCl BRHENIBLLEET, #
BT 5, TvFEY, TUVREBEOTHEREEBRISY L, EOBEDRRENR 3,

iv) @®®O#EIZ No.4 /'5S 274 v 2 —2HOTORIERTH 3,

v) Hie VYA Y KBERIMAKGRICKOTFET VA Y HEZT S0, WbW 5 8EHE
Tuh ) BEELTRESEY, BEEAET VA Y, WERRE RS LB Ot ZE 4R
7%, EOBREDHRERICEK S, BEQIROWMICTED, 7/~ V7 2V EkE 1
Mz, 50% (Wt) #itkh V) 2 HEDHRET 2 ETHRMLT, HEEMEZPRIBREL, RRCHE 2V
vEERVVEEAYICT S, RICOIN RiEEEZE T LARO AL ) b 5 (KR,
Blfix 01N A¥H Y 2 F L, BEEZHT VA ) HICT S, BRICT S ErIThEaBED o
N2RE (PH=8.5) 2N TH 508, WHRETOEM IO,

vi) el YBBRBKICRELAERATH SN, AGICE»EVIART ZY oT, #
fE@ TR kEROTHIBAL, FhWEBTIBKERNS,

vil) itV EERO kB A B K B ZEHEOSISRIKICORTED TH 5,

K,SeO,+2 AgNO,=Ag,Se0,+2 KNO,

AgNO,+KSCN = AgSCN+KNO,
({RRAENE : Ag
IKNO, 7'V v F{i i

it VYV BROBKEERILEDIDIT, HERIKEIL 200~250cc (L7825, TDIHICE
MO, ¥+~ 7TRIEV, ULHALHEEICTOmV ALORODH D, RIGHKIELAERRSC
IR,
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Se: it 99.99% KR4 % Se = —BERSRR L BE[E %, RiEHOWIZEH VIET, WBOHS %
A7 —ASKTHREL, chEAHARE L,

AgNO, 0 KSCN;  FIEAH%E (k5
2.3 &BRELVOINER
231 210 &RV YyOSNTE) ICL> ORI P2HICRTBDTH S,
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HE e Ry 8

g2k 4 K R

Se (g) Se 4r#ftfl (g) B % (g
0.1026 0.1027 + 0.0001
0.1082 0.1082 0.0000
0.1016 0.1015 — 0.0001
0.1025 0.1025 0.0000

AFRERZIAS MICHFEBREDNT-ELTVS, XD, 210 (&R &V Y DFHTHE)

BEXBRTHEEZEZONG,

2.3.2. £RBELVYDAHICONT, 210 (BHEHRD VY OHHE) ICX > oI,

B3ARITRTHEDTH 5,

g,3X 4 W M R

FeSO,-1:1(Vol) HCI e, #A{ET 1RRMEL, —B/iGE,

Se (g) Se 43#ift (g) BO%E (g
0.1010 0.1013 + 0.0003
0.1043 0.1043 0.0000
0.1011 0.1014 + 0.0003
0.1023 0.1022 — 0.0001

Baxr 4 K R

FeSO,-1:1 (Vol) HCl 7 imtk, HATET 2 ReflImE U, THIC b,

Se (g) Se Si#ifE (g) ®nO#E (9
0.1003 0.1001 — 0.0002
0.1029 0.1028 — 0.0001
0.1020 0.1018 — 0.0002

SHFERIES PICHRBEDNT—RLTVS, F4HELD, BrAE L THBE—#%%
Bt ge, B EE 2T, ERERID eV VY RERNICHKETS C EBH LT
H 5,

2.4 BEERPOELYOZIH
2,41 EEaEkHc X 340

B 2 4 B B SRT R 2 (BLBR ; Au, 0.3. Ag, 10.5. Cu, 12.8. As, 2.35. Sb, 4.36, Bi,
1.50. Se, 3.03. Te, 2.44. SiO,, 5.26. Cl, 0.24. 4 H,SO,, 21.29%, 5#7; = BERSET) % %
ZiclL, B5EOWMIERZRHYL /2,

SAIFERIBBO6RICRTHEO TH 5,
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No. 1 No. 2 No. 3 No. 4 No. 5
Ag: 105 0.1052 0.1062 0.1064 0.1065 0.1064
Cu: 128 0.1293 0.1300 0.1299 0.1303 0.1301
Pb: 218 0.2381 0.2379 0.2394 0.2384 0.2388
As: 235 0.0236 0.0249 0.0229 0.0231 0.0229
Bi: 150 0.0225 0.0227 0.0207 0.0206 0.0207
Sb: 4.36 0.0470 | 0.0484 0.0502 0.0501 0.0505
Te: 2.44 0.0268 0.0261 0.0256 0.0265 0.0271
Se: 3.03 0.0304 0.0308 0.0301 0.0310 0.0307
BLOXR 4 O B
Se (g) Se s #rfi (g) HoE (g
No. 1 0.0304 0.0303 — 0.0001
No. 2 0.0308 0.0309 + 0.0001
No. 3 0.0301 0.0301 0.0000
No. 4 0.0310 0.0310 0.0000
No. 5 0.0307 0.0303 — 0.0004
2.4.2. REGARHC X 2 5HTHE 3
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HEOEBEBEhDO VY E, 21 OSNEICHE>THT L RER, BT7TRITRTEDT

b5,
W

D BHRJE % BaCl, © SO~ Mkl s i 5 5% TKpEL, #EE H,SO,, CuSO,
2P L, £0#% 100°C T L1z, B L TREL T A/NIKESZKREL, 50 £ v ¥ 2
TEBOW, &k, L IL I @z hilEOBEETH 5,

BT&R 5 M K R
E ¥ B PE (g) Se ¥l (g) Se (%)
2.5230 0.0973 3.86
I { 2.5123 0.0972 3.87} 3.87
2.5071 0.0974 3.88
l 2.5020 0.1044 4.20‘l
Ir 2.5035 0.1059 423, 4.22
1 2.5120 0.1062 4.23]
2.5003 0.0978 3.91
L { 2.5007 0.0982 3.93} 3.92
2.5006 0.0981 3.92
2.5003 0.0983 3.931
I { 2.5009 0.0978 391, 3.92
2.5017 0.0983 3.93 ]
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SHEIZES DICHFREEDHT—R LTS, BREEOMBRICBEMEENETNC &%
ERTEE, 21 OWEREYTHELEEZONS,

S FTERRER, —Eichd 2RO TR S, L Ltk 6 iz, 1 HHETHE
WEAMT THED A ENTEXZDT, HHOHEBD 2 HUNICHHEEZ KD 3 C &1 T
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2.5. BHOMUBIUVEERHTE

2.5.1. RIENTHIEH/ELD, LV EABEBEICHET 2HPEI LY, 0Bz
GRETAHNL BV, 21 OANEDOBRIE®T, Hitw LV v EEH Y IAHEMEERIBK CEMEME
U7 (R : 8R), HoMER, YMEAMNIT, WMERSRERS 10 Ho@fichre b, RRE
DR EZIOMUMBEDLN, RISKILEZEDLEBTE Lo, Fhiit b VY EERZEE
LIZWT, BREOREEE%E KSCN, NaCl, KBr TEMERE LcBaicid, BAOKT ik
WTAPARD, THERMBAEZTEIRETHLROBE DN, 05 DB D BT DR
3, FELTH LV YBROBREERICXIbDEEZLNS,

2.5.2. WL yEBREMBICHATHS, B8RITRTML, Mty BRoMERKIZ
WMyTvh) EERWICEISTADT, MyT vy AV AKOVv Yy HMBEEZ KD TE L &,
Volhard #:ic & 0, £ VY A EBEICHET X 5, L2 LI OHAICE, it L v %%z —E ik
L BMBIER LIE TN RO ROOT, SlETRD S5, 21 OFTEOH BHERINTHS,

# 8% Volhard fhic & 0 % ERT 258
HETZ L yORE

0.1092 N 0.2174 N
AgNO; (cc) KSCN (cc)
10.00 19.90
10.00 19.92
10.00 19.91
10.00 1991
SeO; 0.16 g 7 10.00 19.92
10.00 19.92
3. ¥ ]

1) 4BV YORBANMEELT, 210 (&RBLV Y OSHHE) BZ4TH S L O
1% (8 2 £51),

2) B % KCIO,-HCl L%, FeSO, ZHWNT, &V Y REBEAK XD ERMICET
IR B HIC, B ENER (>80°C) 2T HATh - (883, 4 £ZHM),

3) EEOBMBETDO LV YE, 2.1 OSFEICHE > THH LciRE, oW ERTFERE
PHRTEDTEL =Lk B T7EER), BHREBOMBICRREIRNTEEZZREL, 21 D5
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MERZEYTH B LOMmeH, TARB64TTE, HMOBEEED, 2 8DNICHHTH
Az o,

HOICHBREZBHFE T S0E L BAREERMKR 2 A BBERATICEL LD R#HOBE
FzLET,
(BARMES, dtHERHA%, #E HMBFE8A21H)
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