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1.1 R EA AR

I R} VI VG B G e SR AR B = B
VRN TN RN R B RO R T A ]
A0, EE AT BB TR, H B AR W
1.

B R B R B (A3 A 2D L CO, M (26
FE=>99.99 %) iR E K A KB F K.

F1 mAKERUERS mg/L
Li™ Na™ K* Cat Mg?* Mn2* S

9620 33096 18885 400.3 6.7 26.3 60 955

1.2 RERERFTE
R 1 Fs

KK KR

R T R

1 PR RRERE S &L RE

T 5 AE K JEORE I — R e BE Y Bk TR £
VA VRGHE AT TR SN 5 S5 L 45 B VR T 43 A5 3
SRk B PR 5 DU 0 He T DT AR 1R R
P T RO . W) 9 h BRI R A R K vk, 2 05 i
8T FMLAR R PE -5 VR IR DRI mT R [ 352 BT
PRI — 2 o b AR R R A 25 88 1K TR S K

JE A CO, AT BT Y8R AL 5217, BN e I8 9853 25
bR AL 5, I R B AL S RO 4 B T A B
B 25 e A0 R A B LB A s R e, T B ) il 2
o B A MR Y B A R, S N I g T Uk O U
Bf A UC IR BE B0R [0 35 DRk AL B Be . 38 DF 22
U5 ENAS B HL T SR R B

2 HBER5WiE

KR IE S AR 56 25 52 40 B 7 Wk B L e T
BB B SN S T | BT D) R A A R R R Ak
Fsgm, AL DT IR 50 S50 4 @ DA R . 1k
BROGHi 2 4 DO SR HLA 0 3 R i PR 2 A (g K
BB R B (BARFR ANV FE) .COU N B [A]) . D (J
N D)V E (BT B R, s B 5 E 4 KR
(Lys (5" DT IEAC RS , R KPRt Lk 2.,

®2 EXRBEZR.KEEIT

K A/ B/ . o E/
C/min D/ )
(g« LY (gL H (r* min~ 1)
1 9 200 50 80 0
2 11 280 60 85 1 000
3 13 360 70 90 2 000
4 15 [ 80 95 3000

2.1 FHMREBENH &

T 22 441 K VS VL v O A R O R 1 G R
WL 3, b K TR o A A P e PR B sk oY T K HLTE
JK T i R R T R 32 S R TR AR
o KA IR BE T FH e R A A AT DT AR A 3 Bl R 4L L
N AR
Li; SO, (o +Na, CO; (o =——=L1, CO; (, ¥ +Nay SO, oy

£3 LyCOERHNAMBESBEENXR

R/ C VAR /(g + 100 mL™1)

0 1.54
10 1.43
20 1.33
30 1.25
40 1.17
50 1. 08
60 1.01
70 0.93
80 0.85
100 0.72
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RS,

F4 EXHBEER

K%
R 75 YU/ %
A B c D E

1 1 1 1 1 1 60. 43

2 1 2 2 2 2 63. 84

3 1 3 3 3 3 65. 37

4 1 4 4 4 4 69. 64

5 2 1 2 3 4 63. 81

6 2 2 1 4 3 70. 30

7 2 3 4 1 2 69. 63

8 2 4 3 2 1 75. 24

9 3 1 3 4 2 72.61

10 3 2 4 3 1 73.98

11 3 3 1 2 4 74,57

12 3 4 2 1 3 79. 50

13 4 1 4 2 3 71.16

14 4 2 3 1 4 74. 35

15 4 3 2 4 1 76. 14

16 4 4 1 3 2 80. 95
x5 EXRERESTER %

S A B C D E
Rl 64. 818 67.002 71. 560 70. 975 71. 444

R2 69. 744 70. 614 70. 819 71. 203 71.760

R3 75.160 71.425 71. 893 71. 024 71.579

R4 75. 651 76. 333 71.103 72.172 70.591

R 10. 833 9. 330 1. 074 1.197 1.169

2 5. T E 1 5 AR R 2E K/NITT A A
(R ZK AR ES 1k ) = B (i R B vk ) = D (S i ik
FE>E@G Y1 F) >CO M ED ;% A 5 B
W20 010. 833%6.,9. 33% . Hidy 3 M ER 21
FE 10022 AT 8B b K R B VR B e TRk B T
P AR W 25 e, SN VIR B L BN B TA] L 5 47) 3 A8 X
DUERA —E ],

FE R SR (R IR R BT i vk B 15 g/ L ik
i 44 I i Wk 360 /L R ik BE 95 C LR
WA} 70 min, 87 Y03 % 1 000 r/min) F 9 K ik
B FUAR , 25 S — K UUAR %3k 80 %0, T il 45 7= b

HB R PR R R BOAE 90 % LA b, EE R
%6,

W ORR N S5 A5 30 B Rk R A E AT R K K Bk
bR 25 B 24 0L O AR IR BE 90 °C VR AR R &=
P 1/1 fe Al 5518 B Bk % 20 min, 45 580 L B %
ik 91.97 % VB R BRRIK 90. 919, filk iR £ 4l
i 90.39 % TR 97.62% . ZidiH KR
4 AR il TR 411 2 BE R4y L3R 7

ko6 BRIEBKBENEERS %
Li; CO3 K Na Ca Mg Mn Fe Cu

90.39 0.33 1.62 0.67 0.019 0.028 0.0011 0.0001

®7 EARKEREHEBBRENEIERS X%

Li; CO4 K Na Ca Mg Mn

97.62 0.028 0.12 0.72 0.022 0.031

2.2 FARRERIEIR 4iH & H it AR ER SR
2.2.1 BIYIERMK

XF R 2R TUUE — /K PR AT B A R Ak 19 41 1 £ 7 2
2l ) 2% L SR R R R A . B SE AT Ak Ak
B R e R A I A 25 B K AT IR A1 IR K R E
A CO, SR, I A Btk R 0 R W™ L g
FEAE .

Li,COyc,, +H, Oy +CO,p =2LiHCOs(,,) o

FEL B T2 441 A e TR 5 ik TR 6 ik 2 i 5 4% I
PRI B g 36 AR TR, R B S 5 ik S . DLTTCTE TP
SEAE T Wb 2008 2o [ 4 B 2 o ik 1 5 v
SHEREINC I/ R R v AN T IDN R g f
L — Ty T R T YR - T R g R R 2 AR R
FHE L4548 CO, M &5 55 — 5 18 46 4 5 g
(] ol 2 i 1R 855 L Bk R B A5 A B COL 5 M 5
SO BT B AR B R A% T 0 A L 3k B —
BRI BB, BN SR W R R BT A L
25/1, = F AL ik KK W 3 0. 5 L/min, I JE
30 °C.aFE WA pH & H A E 5 45 - 0,
XiF E o BT A TG BY U1 40 3 A K el AR BY D) §5 TR G
Al 50 14 52 L B 25 SR DL 3R 8. 1Y Uk Ak S g
IR PR ARV pH R R N R [R) A 7 Ak R A dn
2 i, MRS HEM AETIATYIING G, ik
N7 N R 4 1 o S5 07 38 238 O e 4 T o L Ak 3% o Jo i
D U WA B V1A 7 B9 AR T o S AT T 78
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o RLBR PR AR AL e 4x . FHLBEOY IR IE I, ) DL E) s — 2P A AR A RIE 700 L

®8 HURMIKHLER

PP/ (r « min™ 1) RE pH SR /min SRR/ g AR/ % SEAR/L RETER/ %
I 7.55 16 0.15 97.0 23
2 000 7.59 24 0.12 97.6 12 47.8
3000 7.59 22 0.12 97.6 11 52.17
4000 7.58 18 0.13 97.4 9 60. 87
6 000 7.60 13 0.12 97.6 6.5 71.74

—a— 5

—=e—— 2 000 r/min
——— 3 000 r/min
—¥— 4 000 r/min

T 95 .
a —— 6 000 r/min
8.5
7.5 L
0 10 20 30 40 50

J% BB [E] /min

B2 "tk pH BB E B L M

& 2 F BT YIS ik pH TR
BRI 5l AST YIS ) AR pH 7E KUV i
WIRHCR B2 9 B B D) e s K ikl pH R
Wof B o B, R BERR I G s Ak S R % . BY
PIAT LA 88000 0 = A Ak i 3 L Al A<M 5 ik Ak T
P2 fl B0 72 4 AR i RN R KRR T

FEW AR R A 25/1 S AR Rk SR
0.5 L/min & 30 ‘C By PIFE 3 6 000 r/min fix
P44 04T 85 )3 1k i £k K 56, e Ak IS VTR
FEALE R AR 9,

x99 BRUBAMEELZRS mg/L
Li™ K" Na* Ca?t Mg? " Mn?*
7 082 12.5 37 7.4 1.3 0.13

R S I AUE L N N e S [ 2
DN B S S A W e o A i R = =
A7/ S 2% BTV T W AR i e Ak R RR A3 1A AT
L B RS VBE VR R BR R AR 97, 26 %6,
81.82%.95.73%.

2.2.2 BFILH

K HCD101 K fL4& # A AW g Ak 216k 1L

1 ARG B A Bk A 2D R BRI P LB L

SEORTES T, E e XM IR AT UL B L BB - D)
FIHT 6 20 B LR FR IS WM BE M i . ik BE R 3# 1 BV /h,
WRPE I ] 2 hs 2 SE K K e IR . 0 % R 2 ~
4 BV/h. k= K pH=433) M H 40 S Ak
PR WO VE R IR R TE L 1 BV /h ki e
2 hs ) LK IR BEA i L U TR 2~4 BV/h. ik
Z K pH=8 RIal . 735l i B 8 5 52 e i AL U
7 1.34.2.68.3.87 BV/h, Ab ¥ 200 mL &Lk . A
[F o A 3 T A RS 5 S BRACR UL 10,

210 FEZHERETRRBEFERE

i 7/ Ca®™ KBp®/ Mg*m KEr%E/ Mot KRR/
(BV+h™ 1) % % %

1.34 95.43 99. 32 18.75

2.68 98. 03 99. 34 42,42

3.87 98. 52 99. 72 33.33

B 2 4 Ui A B A AR 2 5 e W Ak
. MR FH T RRSORERE. HR
FETE 99 %0 L I 5 55 WA BF 200 SR B o A 9 il A2 T 222 I
Th#a#, R FA] 55 98, 52% L1 s HCD101 #I A
U X 1) 2 I 8 AH X AL, X A A — E 25 R A
Ho ZE LT R XA B s i LA R
IR o W BRI Y v B B VR JE T 3k B o A Tt R
i R R o
2.2.3 IR

W 285 B 28 B B 44 IS 1 RERE AT i 4R 4y
itk o FI) P e TR L A T 5% 10 O A /N T ) G ik
T2 0 e R B A 7KV VAR v S A R 1 e A A e R
T 3 A v AT . AT S R Al R L 2% I
BB . RN RN .

2LiHCO; (., ==Li,COs, +H, Oy +COsp
TAR A i ok B 2 S AT A B A R
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JE Z St DA KGR B 3 00 Bl R R 4R T
ZERLW] AR 90 C B E 300 r/min 7&K
B 3620 10K INARARAE TR L B R B AT Hh L WOR
TS Vo T AR IR A A 14 T AL S Y DL AR
11, B R AT K% 2% ot 5 o 24 AT 3k B (6 hR 20K . B TR
B b B AH SR SRR SR ANE 3 BR .

F11 BBREFAHEEAERS %

Li; CO4 K Na Ca Mg Mn
99. 82 0.001 5 0.014 0.001 7 0.0001 0.0007
a
i
i
I l Li,CO, PDF#:01-080-130
| In‘ |I| Doy wle vl woworw ogww g
10 30 50 70 90

20/(°)

a—XRD;b—SEM,

E3 mEETHE XRD 5 SEM RIFE R

H1 I 3Ca) 5 a8 Fr 44 09 DL€ 7™ W) A S e
SR B AR E PDF - A w5 B VE BE . Ui Y i A+ Bk 7R
PP R R A R RE R 4. K3 E
H AN () T2 GE 0 BRCUR T 1 8L i 16 T o 4 1)
B PR A 5 AR . IR ik TR PR BURE 2 ] Y HE FR AR
BTy A AR B e B G T B R R G A
KRGS X 2% o B 1 AL BT 5 0 2% A M T A3 3
23 B B BRI B 7 i o b s DR R A3 ) UL
[F1) 2 B /D AR SOR} s R i BAT B 14 S0 A
SECTUAE L T DS 29 5] M oy BICFE B AR AR R L e A2
R 2R R RERTI AP AT R RS

SR FH e 18 6k DL B— B9 D) i Ak — 85 1 28 4
O T LA PR 2 BEO A 22 BR AR Eh R b B
R A b R PR AR AT Y . IE AL
BT 200 ik L R 4 8 5 0 TR o R X P K
WA 2 . B YIS A e fb i e R i A O 3
ARILFE AR T AR B AL Gt AL 5 7T 46 5 7000 B L v
], [R5 4 70 % LA L CO, SR . B F a5
STOIACHR PR 2 o B — AP PRI At
R PR AR ME , T 2R TR 1A 5, A A A
TR SRR A Tl A A

S & Xk

(1] sk, HiF5 R, NI 4E B %5 0 A SR B R BUIR 5 007 55 it
O w74 5FH . 2020,40(5) :17-23.

(2] Rell, B, a5, 55, BRI = B A R b it
VEBRARAL[)]. MLIA 4. 2023,42(1) :50-53.

(3] XM, b Bk 5 o 2% R B, 45 &0 B o 25 WF o ok T
[J]. TEWHF9E,2019,27(4) . 77-81.

(4] ®HETe PMEE AR eIt , S5 Ak R B0 1Y 1 o B 4 b ot 7 1) 1F
ek L], B TR AR . 2018,18(1) : 20-28.

(5] ¥y . JB/INT IR L 55 7 Ak 4t 4k 150 440 1 [l Wi & S ik
W A A W90, JEHLER Tl ,2020,52(7) : 62-65.

(6] #yrut, T2, 25T & dh e e 20 ) & OF sk R (],
AR 4 .2020,49(1) :49-53.

[7] YOO J,KIM J,JUNG Y S, et al. Scalable fabrication of
silicon nanotubes and their application to energy storage
[J]. Advanced Materials,2012,24(40) :5452-5456.

(8] dkate, X 4ic b, e, 4. iAo vk ol 4% vl b Bk R 28 T 24
FRAF5E )], TEHLER Tl ,2020,52(3) :68-71.

[9] WU H, CUI Y. Designing nanostructured Si anodes for high
energy lithium ion batteries[J]. Nano Today »2012.7(5) :414-429,

[10] B8, UbA , MOMR . 25, 1 22 1 56 vk O 10 Bk 192 28 428 4 2% 1
Wroel)]. o E %R LE & AT . 2020, 38(8) :15-18.

[11] ZHAO C.ZHANG Y.CAO H, et al. Lithium carbonate
recovery from lithium-containing solution by ultrasound
assisted precipitation [ ] J. Ultrasonics Sonochemistry.,
2019,52:484-492.

[12] BN ZEWIR, 2007 S0, 36 T 0Tk 20 A 12 0 HEL ok 1% 428 ol 4%
AL R R T L], Ak T3 E R, 2020, 46 (7)
140-142.

(130 Jefli Ak, JH it B, 45, FH & b 3% 1 ko i e 9l 1 3
WRFIE)]. IR 4, 2022,41(1) :61-67.



o>
S

¢ 194 - MBI IR 4 2024 4 4 H

Preparation of Battery-grade Lithium Carbonate by Shear-assisted Carbonization Method
ZHANG Yan,YANG Jianguang, FAN Xiaobin, LIU Jiang,SU Anbang,

ZHU Qiang, TANG Shiyang
(School of Metallurgy and Environment ,Central South University ,Changsha 410083,China)

Abstract; Aiming at the problems such as long production cycle,low utilization rate of carbon dioxide
and difficult to meet the standard requirements of battery grade lithium carbonate produced by
traditional carbonization decomposition method,the preparation of battery grade lithium carbonate by
sodium carbonate—shear carbonization—ion exchange—heating decomposition process was studied
using low-grade leachite ore as raw material. The results show that the removal rates of calcium,
magnesium and manganese are 97. 26%,81. 82% and 95. 73% , respectively, under the conditions of
30 °C,liquid volume/solid mass ratio of 25/1,carbon dioxide input rate of 0.5 L/min and shear speed
of 6 000 r/min. The shear assisted carbonization method can significantly improve the carbonization
reaction rate, shorten the reaction time, save more than 70% of CO,,and is more conducive to the
production of battery grade lithium carbonate. The prepared lithium carbonate can meet the standard
of battery grade lithium carbonate.

Key words:lithium extraction from brine;shear enhancement;carbide decomposition method;

preparation;battery-grade lithium carbonate;calcium;manganese; magnesium





