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Development of production of fine powders
by using solvent extraction technique

Makoto SANO

1. 13U &I

R SR OB AT, B R E I
MEB L OB KB SR Sk 2 20 TO &
WMI2EIMICED. ZOFEVHMZOOH D, HEI
I oT, MHMETH DI LR TR, RNkt &
MR T THDHI L, SHLTVD I E R ENRHIEER
ENDHMIEEA THD, TR Z, SHA=— X2
I U7tk 3G L ORI EE > TE T,

kBRI BRI T = A4 3R
KINLHETOGHIZL DM TFILEEND
Breaking-down process & . i, AAHILSAIK
IR AR, WA, BRIk ED LD
b2 R0, A PO - K
W2 8T H K3 % Building-up process & A% %o
AT MEL ym UTomMEF+®i%E3252 &
WS WETH B & S, A OBARK T-OE
Fy WHTAMENEE 2B, AL —HOICEME
T, EEHH SN BRFRECERLTB), 208
WAL T2,

A, RSB W CER A+ > D5l - R
fEE U TR S T & 7o B o & ks 7~ o L 2ol
MLEIH ETEHRAD, 1980FEEHHBINTE L, &
MUSIE BN X 0 &g A A+ V% S KEE D S A7
BRI Lo &m s %, B4 o sUsZ2 RN L TH
HE GERII E D) BRRET, B A, KL
VB EROMK T L LTIHNT2HDTH 5,

PRSI E R R L 72 ik, o &
D3DNZKYTE S,

JERZ A FIK244E10H 161
FRIBTER T AV ¥ — - BRI L AR T A

1) #EAYER O HIBOS & R L 7z
AEHICH L - &E K% KN &lm £ 4 >~
ELTHEE GEE) 32 RIS, HinTEE
LTHI S5, RIS, S ORI % 2250 Kk #
HARWN TR LT, ERBALC &I
5,
2) MUK RBOSZ R L 7z g™ 10
ATHEH & A MR & % 100°C 2 EE 0 I THEFRIR
HLUTHKR R L. FHHTh O S Im o5 % vLh bl
T 5, HhHwid, AHHEKEEZF—FI L —
TUZANI00C BL EAmE Uik 5 LT, A
HIt o &0 155 % KM BN R L e KR L & L
THHSE2%,
3) AKFE L e e
ATBEA D D E g W5 % ARFE T AMIE T T100~
350C THRIL LT, HEAHMICEER L LT
nmaes,

LT TRESLS B B 77 2 ML ASAT R BEE 1 ATHRA
& RM DL — WG T THBEAM T O S 15 % #
HREOMRL T & L ORI S ¢ 2 40T,
1) KT a5 4ikETH5,

2. REH AMESFTRIEE -7 8)

Ag’. Mn*., Ni¥', Co*, Cu¥, Zn* &1 KiL &
% DOEEA & ¥ HKITHEEYE D B (REVE B
Waad) 2ET528, TLEONLRBENS
AR TED T 22 EIZFEH L2 E D,
W AT AN T B A DK NaHCO; KR &
FEA & 2RI U 24T & R R S . ArTBHDD
DEIEWT % 08 RN GEIEVE R B % & ) Ok

31



T ELTHIMEE D KICEONZITY 2 Bur i L
TRALMR S OK 2 Ri&ETH 702 2E 2

% Table 1 2759, = 2T, #HEEEStr (%) & 8T
K Cry (%) &, ZNEFNIPOA M &8 155 D

720 wEEAEE LT A S 42 %o 2 &I o)
FEMTWE LTI LCHEZ HORTRLELD
21 EATRELHMERORE Thb, WFolgEid, X&Endrosr (XRD) &

B AT A MV ST R 0 & © & B3R 2 393
b7z, Fie OB FRE VTR E T o720 &
B4 A+ IiZonwT, Ag', Co*, Ni¥', Cu®, Zn™,
Mn*, Nd* @ 7 fifi& ., HBANz2WT, VAI0 (3
WANR ) R SNA-180 (577 ) OHILR
> i & DP-8R ®° PC-88A (2-ethylhexyl phosphonic
acid 2-ethylhexyl ester, W& %5 EHPAEH) O %4
Y VBRI AT VO 4 MEUZOWTHET L. ZOf0

B0 (TG) X077

VAIOIZHII E R 7Moo &R A4 4 > Tld, RENE
DM RSN, Ag', Mn*, Co* TiiF g
B LT, NI, Cu® TIISEMERRRE & LTHT L
o Cu IS 7 4 b (CwCOs(OH)>)
ELTHIhL, FRAHETT XI5 A4 b
(Cus(COy) 2 (OH) ) 1AL d 5 &\ []IELZ ) MERR 4L
Frdh HLSHIMLZze S, 7 X554 bAREEY
AMIEZAFT< I H A P X DEET, EOAIKHFI

Table 1 &7 Z AT R BE @ H T & 2 ilh R FEUMA DB DEEZ BN, ZnF Tl &I
DI | 20 ERREN GHBERL : A % Na BHE% SHOEVER M
Ex‘l ractant [Stripping Agent  Peoy 3 Timelf Str Cry Crystallized Products L L 3 P
System [mol/dn®)  [Kg/env’] || |[[%] (%) Y W LTHIL 2o Mo giiv Nd* (X, #iKkoy;
AgtVALO | 08NaHCO; 15 1 |87 w7 AgCO, e e
CutVALO | water 0 5 a8 CuCor(OH): HILKBEL R LR & L ¢, NH,HCO; KB D
water 20 8 95 Y5 Cuz(COy)»(OH) 5 )
CotVALD wzl:cr I 1 [8 77 CoCO; Wity REEA AT 2 LCTH IR E LT L7
0.8Nal1CO; 5 3 i 0CO, NaHCOs . . .
Ni+VAI0 fr;.gto 1: i 2: ::; Ni(C()C‘{)(j(;NiI\(I()lI{{(;? 411.0 fi A A SNA-180D B A Co R Ni % i Hr sl B T
e VOB SO0 g g AP VALOL b S,
i i AR A7 AN AR L7
Nd+VAI0 | OSNILHCO, 20 033 ] 98 96 Nd,(COY, - 81LO Co®' % Ni¥* DA HIME L INEET S 2 = & A5 Ao 70
Co+SNAIB0| 08NallCO, 20 1 | 71 69 CaCO, B )
Co+DP-8R | O08NalCO, 20 L [ 8 6 green solution IR SOMINFIORBER &E A 4+~ oMbl
Co+PC-88A| 0.8Nal1COs 20 1 3 2 green solution - s
N+PCBSA | O08NallCO, 20 1 || 2 0 B RLTWwWBEEZ LN,
100
— 80 | 0.5M VAIO [e) -
= fe] O HO
= 60 - L OM VAIO - £ 0 5 ke O 0.101M .
& 40 S o 15 Ko || ® 0,203 0.3 NaHCO,
| ® 20 Kg/cm? B ® 0.336M - @ 0.8M NaHCO 4
1 ] 1 [] 1 1 1 1
- 2 9 5
L 1 1 L 1 1 1 1 1 1 L 1
0 30 60 90 120 0 30 60 90 1200 30 60 90 1200 30 60 90 120
Time [min] Time [min] Time [min] Time [min]
A) Effect of Cypyp B) Effect of Pgy C) Effect of Ciy(org) () Effect of Stripping
Pepz =15 kg/cm’ Cya10=0.5 M Cya10=0.5 M agent
Cij(org) =0- 204M Cik(org)) =0- 187M Pepz =15 ke/ca’ ;?“1°=°ii ﬁ St
Hy0 Hy0 Hy0 Coz =1 X/l
Cibtorg) =017 M
Fig. 1 Ni @ REEH 2D ST R

32



22 BRABERISICELEFTRERGOZE
mi"kd'] ZNE AT RSB X 1T9HE 4 OBt D
DWTHGETL, —#E LT Ni* Oo#iH% Fig 1

LT\TO SR AT AR RNIE AV S wiT ke
BRM SRR R KR AE, NaHCO B EATA & »
ZEKEL LB EN DD o720 TD L H NI,
b 6 2DEIEA F > THREA I 7z,

R AME AT AR, A S8+ oo
W & REE GREMIKEBIEZ &) L LTER
A F YO IIPUEORIEIIL & L TR TREN S,

E/

aM +5CO

n org 2Q15+CH2O ﬁ

M_(CO,),(OH), ¥ + na/2 (HR)

2, org

Z ZT. MR, & (HR). (ZZFhZNAHFE & fiih Al
2HIKTHY, a. b, ¢ & nldFNFHHREIE 2R
W BEmA L . REEA . KEEA A O L i
I DG A F R B IMBRI O A (=48R
A4 i) THbH. T/ RF gas R org lIFN
ZNGMR AT DL A 2R T,

ZORIGME. BRI OOKIER, 2Fh., 1) Kk
77 A DKHINDOEM & B X 2B H o4
WoHAE, 2) H AR o SEs Lo  F %8
o hiibEfe, 3) KMHPToOEE A A v L iREEA +
CRKEEA A 2 ERE LTINS B R EEENT AR S

M EhTwb,

non-
I addition
[ Alamine 336
addition

Extraction (%)

Mole fraction of carbonate species

2 VAIOIZ X B &HEE)E A 4+ > Ol & ik
P bl > i A IR T8
0.50 mol/L VA10, 0.50 mol/L Alamine336,
0.10 mol/L Metal Concn.,, O/A=1.0, 298K

Fig.

H VR ¥R A O Versatic acid 10 (W&
VAL0) 12X B RMER A A+ > Ol & Rk
BAFIREE R Fig 3 (3R MEMEIMANC X 2 4l 1
F v O pH IZIKAFE L. pH o n& 3kic s
BTN S S, Bz U, &g f 4+ ok
HINOS L ES pH 1T EWHEE 2 5, — . KEEIZ
Y9 TH Y. HCOs % CO& DENGHIGF pH I E
KEL B BDT, KEALWAEREZEL 2T 4
g RS OFINE pH S WIZ ELHFITH 5.

COENT HBEHD SR A L AN
ENDEME COF KA TREIAFET B &bt
M 570, oMAT#EE2EH T & 2Rk

Mg sh s,

1.8 1.0
L Y L EH*R%# .
E 141 E 08T A) Pooz=15, Cly(org)=0-204,CNatico3=0-8
o L0 a 05 - B) Poop=15, Cly(org)=0.170, Cya10=0.5
z 06 F = 2le O Cl\(org)=0-187, Cya10=0.5, CNaHcO3=0-8
0p Lot ot N D) Poo2=15, . Cya1070-5, CNarico3=0-8
0 05 1 15 2 0 0.2 04 0.6 0.8 E) Pco2=15, , CVA10=0'5' ClM(org)=0‘0852'
C =0.8
Cvaiotorg) M] CNaHCO3(g [M] NaHCO3
A) Effect of Cya)o(org) B) Effect of Cnancosao
10 r 1.0 1.0
— 08 | — 08 | b - 08 F
3 [ E [ g ° 1
2 06 jQ—:—_g 2 06 | — 2 06 ft—g—s
o [ o [ o [
% 0.4 [ % 0.4 [ % 0.4 [
0z 02 | 02 |
00 [N N N | 0.0 i I 0'0' [ B
0 5 10 15 20 25 0 01 02 03 283 303 323 343 363
P, 2
coz [Kg/cm?] ciM(org) [M] Temp [K]

C) Effect of Peoy

Fig. 3 Ni diT o P3gki7IC

D)Effect of Clyore)

E) Effect of Temp.

BEETHIENFORE

33



23 BRI FU A XICE LI TIRERGOSE

T2 OBAESEDRAT ORI B ZIFTHEICD
WTHGET L72s Ni OfF % Fig. 3 IR T, 22T,
MPD (35 il B3 Ai50% 12381 5 FERAETH 5.

NS DFAELA o T Hl A EE DAL O i R AT A
. ARMHAIEEE, KSRESON T T 0 KL
. FEEHNSRAKZ W22 E ZBRTIE BAR05
~08um OWMPHIZD - 720 JMHAREZ 2 2 1256
X L WSRO ZELA S S, EIREE
B & LIRS ML 72,

W AT SR S A B & KA D SR L 72 - W
TTbNLDT, ZOFBIRENIZLT ISR
R OFIRICDEBST L EEZ O b. - WHCR
BT AR & AKFHO R TI R° & DFRL I O/A B &
BEZHLIEICE S TEMNSIELNS, 22T, A
AN IEED 5N 37 I ¥ @ Alamine3367% ik
ML, 25I120/A #284b &8¢ T, BS5 N7 Cu bl
W OKLTF IR 2 BT E T HMEE (SEM) 12 THi%e
L (Fig. 4) F72. TN ooRESM (Fig. 5) % il
E L720 Alamine336% il L 7z3%4. Cu s ok
TAIMN B IRIRDEEY TH ). KFIBIREERIEICT

A) Cva10705, Calamine=05. B) Cva10=1.0, Calamine™0-1 C) Cyp10=0.5, Capamine=0.5,
Cleutorg™0-1 Ro/a™1. Cleutorgy™0-1 Ro/a™2. Cleutorgy=0-1 Rosq™S,

Peog=20 Prog=20 Pcoz=20,
Scale:102m =}

Scale:102m ‘—) Scale:10zm (—)

TN

D) Cva100-5: Calamine™0-5: E) Cva1070-5: CAlamine™0-1. F) Cyp1071.0, Capamine0.1,
Cleuory0-1 Ro/z=1/3, Cloutorgy™0-L Rosa=l, Cleutorgy™0-1 Ro/g=l,
Pcoz=20 Pcoz=20 PCo2=20
Scale:10um ) Scale:10xm Scale:10um  $—)

Fig. 4 Cu @Ok IR

100 F EBC D —_ Ga O

=

8 80 [ vA10 +Alamine O/A

4 A 0.5M 1

g 60 [BiosMtosM 1

= C: 0.5M+0.IM 1

2 40 [DOSMHOSM  1/3

s E: 0.5M+0.5M 2

E F: 0.5M+0.5M 5

8 20 [G: L.OM+O.5M 1

e H: LOMH0.IM 1

0 1 1

1

0.1 10 100

Particle Diameter [um]

Fig. 5 Cu i DR EEGATIZ B LT T FHEBRIESR

G087 ¢

34

Y MU= VT &z, ZFOREIEIE A& KO KRR
O/A. HMHAIEEE, Alamain336iE /KA L. 2R
SaflNTETsZE T FHRAE 1 um ~40
umOFPHTI Y P =V TEBR LTV RV,
Alamine336 WM O FATE X, ADFEIR D EE ST
MWEBHITY) ¥ 7RI L2 EE L. faRIE s &
Z40~60um & K&, JBIRIEHEA TH - 720
ARG TG B DR F T IE L TV 2R »Was,

0.5mol/L VAIOA A E VIR D Alamaine336%
w5 &, B 2518 dyn/cm 2> 5% 5 dyn/cm
FTWA L T THOBERE AR L~ L L
R L3 % &R, W OBENE X ) 5 HCIRED
w/o (water in oil) ¥ 4 7 TH 2 Z L R L T 5,
Alamine336 D RN & 0 KM 2 S #ciiE & LTRE
IbL. ZOHRMES O/AZEZDLZ LI DT
IS Td B AMHDWIHENZAL LT ST ORI
WERBIIZL-EEZONS,

24 BPBIILZRNYORIEDE LTCLEHAD
Zi

mAT & 2255 d B\ id Ho+ No G 7 A5 H T

Bl L CRRALY B R Rt O § 5 720 O FEHE

P DAL &R i b3 A IRE 2 TR, ORISR
% Fig. 6 12F &7z Nd DAt o iz, wind
W EE TR L. BRALY R & E i b 5,
Co™ XML X MR § Wz DI T — 2SR AL & 11,
Cos04 & 72 A A%, 1173K DL L Tld @& 5t E LT CoO
WZh b B FIEVED R N o f B 13 29 R
933K LMl &R O BRI L T, 2% ) &,
XRD I & 0 Nd SATH o 2 i id Nd (OH) 5 &
[ S 7zA5, BG4 B @ NdzOs A3225
FFOKRDIZE D IMARSEL 7272012 FEZ b5,

Materia Temperature (K)
(Air
Ag,C
2,C0;y )
(AIr
2CuCO,Cu(OH,
4O, (Hy)
(Air]
CoC:
a4 (H)
: : (Air
NiCO;2Ni(OH),4H,0
iCO;2Ni(OH),4H, (Hy
70C0, (Air ..
Na(CONSIO_ (ain NSRS

Fig. 6 #5HH e BRI o 2 o0 i e 14
15 K/min, 100 mL/min (Air), 10 mL/min (H,)
+ 90 mL/min (N>)

ERAL W <o &)@ DR FHEIEIE . B SFIC X D &1L
T5LE2ONDL, ZI T, BT EH A ORIETE
SR L D N IZIRIL R R0 IR B DKL A R



*’if%%iﬂlli L 7. Fig. 7 12 Ni @B 0 F3y
KRB IIZTHASNEDEE 2R L TWb, 85
fif 2 Mﬂw T ORI RIZ059 u mTH B, 22
AT OB HRTIE573K ~973K i #iPH T:#90.3
u mDY-IRPED NIiO A S 4L, ARk X b
DRBENNS o7z, L, 973K & D B WREE
TiE, BRI L D B IRRE O LA L IITREATR &
otz =T KRET ARG EIP TORGETIX
573K T TICFHRE4 umdD Ni &2 ), B
MEDOESHIZX ) ISR AT S,

1 14
0.8 r
Sy §
@] Q
o
S 04 S
0.2 r
1 2
0 1 1 L O
600 800 1000 1200
Temp. [K]

Fig. 7 Ni 2455 A B W O S 3R £2812 8 K33 #05 i
M BE D
15 K/min, for 30 min hold at setting temp.,
100 mL/min (Air), 10 mL/min (H2) +
90 mL/min (N2)

3. b Y

BN 2 7o R IC DWW TERED IR
THREIZMb > TELWL 22D T—< D% ﬁ~
Ty IREE AT AN ST RIBE 720D W TREL L 720 BF
TN XML CTHY . T D7z DIZIZES
LBMRMENLETHEEEZOND,

BRI H L SR — B ER O BB BV TH
HINTELENDHRRORNBETH L, 20
By BRI, AT RO TTERY & LTI BRI TR
EHZATVDANDT, Do &R Ty F U FOBERRE
B4 70 G0 % G Lo KIRWUE JRURE & U T Il it o g
AL & oM R E Bk TEX 28 ) 4 7 v
WA R BDOTE LV EWFLTWS,

BEMW

1) M. Sano, J. Shibata, S. Nishimura, Solvent
Extraction 1990 B, ed. by T. Sekine, pressed by

5)
6)

7) ;

8)

9)

10)
11)

12)

13)

14)

15)

16)

17)

18)

ELSEVIER, 1163-1168, 1992.

M. Sano, S. Nishimura, Proc. of MMIJ/IMM Joint
Symp. in Kyoto, 21-26, 1989.

B, ZH, E¥F, VA, HARSEESRRE
43-48, 1986.

S, W, (¥, VA, ARSEZEARE 104 (1200),
41-46, 1988.

VA, 8 &, 69, 1556, 1983

S. Nishimura and M. Watanabe, Proc. of Recycle
of Waste Acid from Stailess Steel Pickling
Meeting, held by American Iron and Steel Inst.,
Pittsburg, 1-9, 1982
ZHL OTEA, R
1989

S. Nishimura, Min. Tro. Ext. Met. Rev. 21, 143-
165, 2000.

e, ZH, BHAM, AR, HAILERIE 104
(1201), 55-58, 1988.

F. M. Doyle, Hydrometallurgy, 20, 65-85, 1988

A. J. Monhemius,]J. G. Thorsen, Proc. of ISEC’
80, No.80-91, 1-9.1980.

M. Sano, Y. Yamane, J. Shibata, S. Nishimura,
Solvent Extraction Research and Development,
Japan, 3, 86-98,1996.

EBF, ZH, POH, LA TH¥ESRIYTL V) —
231, [L 7 A% VoA HEM], 166-171,
1992

G. P. Demopoulus, P. A. Distin, Proc. of ISEC'80,
No.80-76, 1-10, 1980.

Li Rui Xing, P. A. Distin, Proc. Of ISEC" 83, 235-
243, 1983.

G. P. Demopoulus, P. A. Distin, J. of Metals, July,
46-52, 1985.

G. P. Demopoulus, P. A. Distin, Metallurgycal
Transactions B, 16B, March, 13-22, 1985
A.RBurkin, J. E. A. Burgess, Proc. of Symp. Of
Solvent Extraction in Metallugycal Processes,
49-52, 1972.

102 (1186),

wRlE, 32(3), 217-238,

35



