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Synthesis and lithium adsorption property of H, TiO;
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Abstract The Li, TiO; precursor was synthesized by a high temperature solid state method using lithium
carbonate and anatase titanium dioxide as raw materials. H, TiO; adsorbents with Li™ selective adsorption property
were prepared by the acid treatment process to extract Li~ from Li, TiO; precursors. As-prepared samples were
characterized by XRD,SEM and Li" selective adsorption measurements, respectively. The results shown that calcination

temperature had a considerable effect on the structure and composition of precursors.The Li and Ti extraction ratios of

the precursor Li, TiO; synthesized at 700°C for 8h were 98. 82% and 0. 95% after acid treatment (0. 5mol/L HCD).The

maximum adsorptive capacity of H, TiO; was about 33. 4mg/g and had good selection for Li™.

Key words

Bt 4 1R 22 T MR} 22 AR 11 Bk e e L B %
FASEF= R BT 2 A BT 2R 72 A 90 v L o il o2
UTAF R AL 22X R i 1 S T R B S S
sty 4 5 R R R 48 A 4 BB BT R AR R LR
W B . ply T ] A B AT B IR ) R T L LA
Rl AR U] 25 T e M) S 1Y T
KRBT IR E 22 O S A T R R R By A H
JE . T ER I kK PR (LD 5 REBEE T
(Mg” ") JEA7 . H P HA R AR LAY 1R i 2 12
A LT AR CO. 07nm) » AT E LB o s 4. T
Ik 3 A A 4 18R A7 ol PR 90 i K v R OB (1 B
B ITT5 1) T A T AR R HO
R 2 1y 1 7K 578 K AP R AR AR S D B L B A
ST R

SR T R B 5 B A9F 9, B R AT P T 0 O

ELWB . HRN AR 4 (CSTC2011]JA50004)

adsorbent, H, TiO3 ,adsorption, lithium

FZMEK R B T 0 ™28, 1 LiMn, O, | Liy
Mny 5 O, H Ly Mny o O, 1 48 4 3145 51 (1)
i SE AL W RS TR I AT AR AR R VA K T
PR A S Bk s i Li, TiO, A Li, Tis Oy, 28R Ab
FHLAS 2] 1) A 4R Ak A W B TR L A R B A KL A
R G I M B 4 19 A AT B B R R . Zhang
AR AL 2 A T TiO, 93 K, P 1 [#
ABESE B 19 3] Li, TiO, X 88 B9 7 19 W Bt 25 & ik
25.46mg/g. BFHAIEZE" L TiO, #l LiOH« H,O
S JERE S OK RN B R A 0 49 oK R 6 55 i K
M Li, TiO, S48 K W B 57) H, TiO, o X 48 2 W% Bt
ik F) 36. 16mg/g; Chitrakar 251 2L TiO,
M Li, CO; Ay JUREE i w5 i AR Bz il 75 Li, TiO,
1 3 R AL BAS ) 2R HL, TiO, % 88 A% W B 1 B >

32.6mg/g. WIS W, H, TiO, W Rk ) i 0 B fig

EEREN AP E 978, L Wb B BUER , E2 N F LI RE A 6 4 R REBE ST .



. 164 1 T 8 B W4T

HHTIRMA Li, TiO, MH 07 ik A a1 L iR 2
FAF YIRS . AT 5T I A5 G0 0 s T A R A
A RNZ IR Li, TiO, F 984 L I 3 5200 M & iR
X JH 245 A 60 KR IE R B 1) W A i ) 5

1 SCIG#ER4y

1.1 BIIR{E Li, TiO, # R & B

W5 T R A N B Ak A THO, 4% n (LD :n (T =
2.02: TOEEJR L) A B — 8 R R & B e v,
I A VR R ZUPEFE Th, 15 2] 2815 BOIR W, 7E AL
AR LA 110°C (9 i B2 BE 1 /5 o 7E 35 56 i o rh 34 4
B, T4 B 7E 500°C L 600°C L 700°C FI 800°C T k5 4%
8h, FEah B AR AT 5 15 8] Li, TiO, , A 7] i B
T £ B R S A3 B AR S LT500, LT600, LT700
1 L'T800,
1.2 WmHFIREE

PRI 1g b 3% 45 149 W8 BB 5500 i B4 b Ll T
200mL 0. 5mol/L #h R % Wk 19 H 28 = M Fe i h . 78
25°C I HE R 5 1B M — 2 B ), 985 B T W 43 )
WiE Lit B Tit e BE IR X (O35 Li A Ti i %
R, B IR B P S R R TR A B
#4390 8 HT500 ,HT600,HT700 Fl HT800,

mg

Ry = X 100 % (D

m ok

X .Ry WERBILE KWIELR, Wimx HE
JBICRIEE W T T &, gsma N & B ITRTE IR
FE B, g,

1.3 WRMzshh=

FREL 0. 50g b A M B 55 9 83 2K, A 250mL
0.5g/L LiCl %W, - i 2mol/L NaOH ¥ W . 7/
FRAW pH 76 9. 0 247 76 25°C FERIR % » /3 I TE
AN [] s ) UG 1 )23 95 VR O sk W A i S
FEVS W LiT FE W B ET IS Bk B AR Ak . MR 7 X R
P18 W o6 25 o w5 2ok X (2O 1A

VG, —CD)
==

XV o L AL L Co 1 C 205
TEUG W BEEE A ¢ B 20 LT B9 mg/ Ly M, Ry I B
FIA R g,

1.4 £EERETHIRAHEEFE)IR

BsomL &4 Li" \Na® (K™ ,Ca”" fil Mg*" 4§
BT R K R 0. 5 MR B A =K -
A B % o R T W pH IR O 9.0, 3R 7E 25°C
TEIEAR G 2d J5 800SR4, R UL B

q mg/g (2)

W5 FH A W' 15 A 53 531 DN 5 4 W TP A B - B U
BE . A5 4 S 1B W B A 3 TiE R B (K ) R e B P
ZH(ali) (Me:Na™ (K™ Ca®" \Mg*") Al 43 31 i =X
) KX ITHE,

_ vV, —C.

K4 M.C (3)
aki, = ;:‘:A“meo% W
K, C. Sl W Bk 3 SF 4% BT R R

mg/L,
1.5 M5 RME

KA X B2 it B (XRD, D8 Advance %, 1#
Bruker 2 &) X H A5 77 9 i 47 & AH 53 #7 . CuKa
AL 40k VL HLE 30mA L HFVE R 10~80°,
A 10°/mins 2k 41 1 d 7 2 68 (SEM.,
TESCAN VEGA 1l #, % & OXFORD /A #@)) Xf %
PR HEAT IR SO 5 SR T B W AT O 335 0 U I
AR RS MR R SR T R B A R K (ICP,
Arcos FHS12 B, f# [5] Spectro 23 &) 3 il 2 & W
filci: Ti'T MR
2 #REiFie
2.1 MRIEIE X ET S AT 3R K Li, TiO; B Mm
2.1.1 #T3E4R Li, TiO; %9 XRD o #7

LT500.LT600.LT700 Fil LT800 4 XRD i &l
W T,

(206)
(133)  (006) ) (062)

10 20 30 40 50 60 70 80
20/(°)

B 1 LT500(a) LT600(b) LT700(c)Fl LT800(d) Ay
XRD i

H P AT B b i X AR b Rk 1) 45 4 i i
AERRKMWZmW, HisMEE2EH L, TiO, (JCP-
DS 33-0831) £H Jill,, FCAYT 55 U 10 iR J32 Bt 45 3 32 1 T
T34, W R B 2246, L T500 Hr Li, TiO, B4R 1E
WA 51 J3E A 55, 4x 41 /7 H TiO, (20=27. 44°,31. 98°,
54. 32°F) KRR W, KiE & 20 A AH TiO, & A
AL RL Li, TiO; = Jo, BARIAE 500 CBURRE T,
ANREAR B H b 7 b s B & R0 IR LAY 4 &, LT600
&Ll A A TiO, 58 B 98 55 . B0t sl b LT700 A1



10 1) W B H, TIO, 1Y & B B e B 1 BE i 53 .« 165 -

LT800 4% Jit W /b 1fij i 55 » L A< thy 4l A Li, TiO, 41
. Li, TIO; AR ZE# AT H 2328 Lil Ly, Tios 1O,
FoR L Li A WA A A7 AR X — A (LD 2 A
Li JE7 58, M5 —A(LiTi,) 2 1/3 1 2/3 B4
R e L (LD 2 BB & L TiO, B
B9 75 % MR Y 25 Yo F(LiTi) )2 . 540 B
B TR B (4 T L R A i (133) I T E 1 K, F2 ]
LiTi, J2 Li" F0 Ti'" g9 HEF0 oA e,
2.1.2 BRIZBLAZ 5

¥ 1g AR BT & R A 5K 4K 43 51 A
200mL 0. 5mol/L h iR ¥ Wi . 2R F R 12 il 4% Wk fff
Fl. 12h J540 900 E Li A1 Ti B9 3 45 R LA 2,

100 -
\I
90t —
8 801 _/- 7:7%
& 701
4
g g0
2_
(1)'  ——

450 500 550 600 650 700 750 800 850
B 2 WREEXF Li, TiO, " Li F1 Ti i H 3R A5

F P ] 0, B SR AR A B IR BE X L R TR
RAE BB KEW, 500°C K 600°C A 1L A EE & K 24
HH Ti0, BWAETE, Bir =Pk fe 56 28 i, Bt H: Li
FOTi B 2 G, 700°C K 800°C A WL I BE
HB I 4 B 1 H AR AT RE Li, TiO;s , Ti B9 151 R A
ME LR TR, AR SR, A L
JI ST U A ] T B o S S B IR B A s A T
I R, U T A5 0 B R A S i RS e e 25 . 45 1
LT700 ff) # B H R 4 98.82%, &k & #1 K
0.95% . LR &5 PE e f 4f .

2.1.3 BB AT

ZEEAE 0. 50g/ L F I W W B 30h 38 B P i
J5 BB IR B X HT500, HT600, HT700 #1 HT800
W 25 A R e, 25 SR LI 3. f B AT L, HT700
B B 25 B e KL, 1R 8 T 33, 4mg/g. e WAE ST
SEEG AN . B AR AR S A A BUR A 700°C

ol /' —
e

500 600 700 800
REE/C

=1

g
[
® N

T T

% Bt 7 & /(mg
s %

—_
=)
T

E 3 B IREXF HT500,HT600,HT700 F1 HT800
W2 2% B 119 52 )

2.2 $2WRHF H,TiO,
2.2.1 XRD % #F

4 AETIRAR LT700 K AR W B35 HT700 )
XRD i [& . w1 EIA] UL, B SRR LT700 ¢ fiE U 34 5
PR Li, TiO, (JCPDS33-083 D AHM) &L J& S AL &
SN BELE R C2/c. X b R 2 B0 A R SRR A Y
XRD 3% P& 1] 01+ R e JB 48U, % BR300 (133) W6 A 3
I o (133) e Fy 3 JBE 384 K, G i DR |l AL T o8 4
Bl E Aok AR GE R R A T AR AR L T SO R Y 0
TR e A L R A SIS T B 590 1 437 S W4 20 1 5T
BRAR AT KA T — 2 M A% . Ui W] Lit B S R
AR M R A T — R AR

- c
I G

(002) (133)

020) (200) (206)

(133)  (006) A\(062) &

10 20 30 40 50 60 70 80
20/(°)

B 4 LT700Ca)HT700(b) Fl T H7 W 41 5 1Y
(LDHT700(c) iy XRD % &

Wi o 790 BT 8 A R S 19 (LD H, TiO, 5 W B i
(9 H, TiO, FE W4T B R AR AL, (133) 16 55 7 35 1
B, 2% WY W BT S B R 5 R B A R, R I 1
RE4T .
2.2.2 W#oH

& 5 5 LT700 F1 HT700 # SEM [&,

5 LT700(a)F HT700(b) % SEM [

Fh PRI AT 240 L TR 95 AT 4R MR LT700 S kAR L ok
B2y 2pm; BR AL BT A3 FE f HT700 5 1 3K 4408 3
BEA AL, U B R TR Uk J R B 5 1 BOUE 25 # JL T
PREERAR 3 2 £ 0 B 5] =2 JIr L i I A 2 1 R B
T
2.3 WRHEEE S
2.3.1 BRMANGEMSHF

HT700 765 il T~ 0% B 25 5 Bl s 1) 9 722 4k it
LR ULIEN 6, Fl AT UL PR SR R0 X A 0 R BT 7 A B R



- 166 - 1 T 8 B W4T

(i) P 185 o T 4t e . S B B B, B A e AT AR
6h Jo W R 2 5 ATk 27mg/g. B W EAT , 2 A
MK, 2 24h 5 WK R EARB ., BT
W A0 Je B 3 98 r Li  RE A vm  TR E SR)  Li
B AR A% B 1 4 B T R R R S AR 5 B
W BRE B AT L W R R LT MR B R T R W B 5 R
Li e 32 20 ¥ 14 o, A% 5 14 4FE 3 g 38 40 k) Wi o
R LE, E—E W] T . LiT 78 W AH 8] i TS 47,
INf W B 75 & O 33, 4mg/g. % A AL R W KT )
H, TiO; BLS AW 27% . J5 EeiF o838 ol of — 25
e 125 U 1 W

W
wn

— N W
= - - -]
— T T T T

-~

g

AR/ (mg-g™")

10 20 30 40 50
B[] /h

K6 MBS T 700 R B2k 5 I (0] A 728 il 2

2.3.2 kXABERBTHLIRAK LR
Li" 3l 5 R i 6 4 J B 1 R R 4 R R T
SEAE T B 7K TR R A 790 5 DG B ) 5 A 4 1
Ve . TE RS R 25 1R I B R0 0 AR B K
FEIFE T K Na' . Ca*" Hl Mg”" /Y W 4 A
PEPRPEMF A SRR 1,
x1 EBBETFERMKT HT700 LW S ERE

KA Co/ C./ q./ Ka/ ;
B’FE  (geL7D)  (g'L7) (mgeg™") (mLeg™ ot
Lit 0.32 0.261 17. 81 68.07 1. 00
Na™ 69. 41 69. 41 0. 38 0. 0054 12433. 65
K™ 9. 85 9. 85 1.16 0.12 578.13
Mg2 f 10. 23 10. 21 5.12 0. 50 135.79
Ca2* 5.16 5.15 1.05 0. 20 334. 41

S U3 I POR R S T i ey R e
B RB K IF M LiT >Mg?" >Ca’" >K'™ >
Na® B HE el IKIF R LiT <Mg" <Ca®" <
K" <<Na' W52 45 R RUZ W B0 0 Lit A8
By Lit e,

3 i

DUt 12 4 F0 B8 Ak B TiO, R ERH, R GG &
R AL A BT Li, TiO, BORAR . A s e B X i 9K
A PR 235 F6) I B PR B A B R i, Ho b A 700°C 4
R L BBE 10h J5 il £ H A AT IRAAR Li, TiO, K HH

T L 1 5 MR N I A B 28 R TR L TR
B HL TiO, (133) W JE AR I 2, T 5000 15 R 25 L
-0 ) e K W B 75 B AT 5 33. Amg/g. I B B
B Li e,

&% ik

(1] W B R B0 B T 0 0 KA Liv s Mni Or B 48 B R
PeFFE[J]. LR Tl ,2015,47(12) 1 38-40.

[27] Jang ] H.,Dong D Q,Chen G H,et al.Li" extraction insertion
reaction with Mgy Mng. 5 Tio.5 Oy inverse spinel in the aqueous
phase[J].Rare Metals,2007,26(6) ;536-539.

[3] EJb. 24, 2. 99K S AL G & 7 0% 42 B0 K s b 4 Y
FHHFFELT ] BR AL, 2017,46(4) :373-379.

(4] EZf, 895K B2 PVC-MnO, il 4 S %41 8 T
W W AT D L) ] A TR AR, 2018, 18(4) - 821-827.

(5] 80, sisk. 40 B8 1 08 AT SR {4 LiMno O, fY i 4 B2 21 05 B 44 g
BEFE L)AL TR B A, 2013,41(8) :123-125.

L6 Fhue, ke, TEE.LRMHAR LiMn, O KA & H
PR B BELT ] R TR 2412, 2010, 10(1) £ 185-189.

(7] IhVERR,THFKA, PRk, 5. Sol-gel & M LiMn, Oy J H 45
FliR /AR S ) MA &R RS TR,
2004,33(6):602-605.

81 ra,BRB E ., AN A A8 0 57 9K K Lis Mns O (1 i #5 2
PERERT 5T [J . TEHLBE B 2441 . 2013, 28(7) . 721-725.

[9] SunSY,Song X F,Zhang Q H,et al.Lithium extraction/in-
sertion process on cubic Li-Mn-O precursors with different
Li/Mn ratio and morphology[J]. Adsorption, 2011, 17 881~
887.

[10] Yang X J.Kanoh H, Tang W P.Synthesis of Lij, 33 Mn;. 67 Oy
spinels with different morphologies and their ion adsorptives
after delithiation[ J].Journal of Materials Chemistry,2000,10
(8):1093-1909.

(110 EA DA, st 55 o R 25 7 05 W ) MnO, +0. 5H, O %k
P T B W A RE AT 52 [ ] AL 7 24 41, 2007, 65 (12) : 1135-
1139.

[12] @ RIT L B/ Liz s M. s Oy /PVDF 22 LI 1 il 46 B B 480 4
fELT] AL T 247 ,2014,65(1) . 237-243.

[13] Chitrakar R,Kanoh H,Miyai Y,et al. A new type of manga-
nese oxide (MnQO;+0. 5H, ) derived from Li;.s Mni.4 O, and
its lithium ion-sieve properties[ ] ].Chemistry Materials, 2000,
12(10):3151-3157.

[14] Zhang Q H,Li S P,Sun S Y, et al.Lithium selective adsorp-
tion on low-dimensional titania nanoribbons[ ] ].Chemical En-
gineering Science,2010,65(0) :165-168.

(151 BREIE, LA BRALIT 45 40K Ho TiO, $7 0B 50 i Kk 245
G G B P A ). T A (0 4 R A A 2017, 27 (3) : 547
554.

[16] Chitrakar R, Makita Y. Ooi K, et al. Lithium recovery from
salt lake brine by H, TiO3[ ] ].Dalton Transactions,2014,43,
8933-8939.

WFs B #A:2018-11-11





