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Determination of Lithium, Nickel, Cobalt and Manganese
in Waste Secondary Battery by Inductively Coupled Plasma

Optical Emission Spectrometry
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2. Beijing Key Lab of Mineral Resource Evaluation & Analysis, Beijing 102628 , China)

Abstract HCI-HNO; was used to dissolve the sample and ICP-OES was used to directly determine
lithium, nickel, cobalt and manganese content that less than 20% in waste secondary battery. The
optimum analytical line of elements and suitable working conditions of the instrument were selected to
determine the actual samples. The experimental results showed that the coexisting elements had little
effect on the determination results. Relative standard deviation (n=11), RSD<(2%. By comparing the
test results of different methods, the different test results of the same sample are basically identical. The
results show that the method is fast, simple and accurate, and can meet the requirements of the
determination of lithium, nickel, cobalt and manganese that less than 20% in waste secondary battery.
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R T A BV (RALE R R
P2 WV 40 B TR S 1)  JR T IR KO 1 0 R e SR A A5
FHAIEE BN E T A ERE HEE(TZ
i 5 B-EDTA {3k . H# EDTA B2 %) . 1
TR O T v R L R B A R AR OGS R 5 A I
EH AR (EDTA B, i & o &
B A 43 66 B B R R Ok 3 vk A R AR A
B FUOBIGE S H W A R WO S
B A S FHROLIEE. RREVYRAEFR
W T o W S L Tt TE AR A B R G VR R A
o PRVEAEDSR Ak S 0 R e R R LB LR
MERE, RERSAARREEREER ERE.
AR T IR 1 T S S R Mt IR AR AR AR B
SR, EEWE SR AR EREREL ST
BEEREPEN SR, BEHHFIRAKEH
E  FEL AN R R 5 R 2 U 1 U L F R b P R LB
AR, HSCE SN R AR A ICP-AES
IFi) 3000 B 1 L St o A R L LA LB AR 4R 6
TLER . WRHEIAGE BRAER R LB BB, AR TR
WAEARE. TH° ARBREE S8 FIRE bR
(ICP-OES) il e e mMEh F RS &, EiRt
BRARE—BBRK FERFES, H REERITRER
& , Tl B JER AR A 45 B 1 1R R 3T 6 154X (ICP-OES) R
TE WU RE, F5 0 o0 2[R , Rk P,
HLBAR A G B TR & 5 61E (ICP-OES) ¥ B #:101 &
ZWREMEM TS EMAT 2008 VB R
B2 N ¥ Bl H b (RO AT L PR Al BT AR R L Y
KR AN B B 1E 18] 1 BRSO , B BRI

1 SEIEES

1.1 RXFELEE

BR.HER.mAR (s, B2 £ R); %
I /K =G K B AT 5 418 B AN BN A o 1 A T R
(1 000 pg/mL, R4,

725 HLBRFE A B AR SO (R AR
Es /NP
1.2 KBH*E
1.2.1 RS

FREL 0.5 gOEHZE 0.000 1 @) ikAE, Bk ke 8
F 200 mL BEIEBEAR T, FI A BRI, IIA 15 mL
HCl i IR%f#2) 10 min, fILA 5 mL HNO; {KiRn# =
WHERELR, M TRAZEZR, B A 500 mL & &
W, KERERS . BERIE. FEH SRS
H o #ALES TAES AT I 5

R AR TR R 1 2 EVEW T 100 mL
AR b, #Mm 10 mL HCL 5, HKERZZE,
1’5,

®1 BERERSRER

Table 1 Weighing mass and separation volume

FRAE IR TLEE JERTTEN SrER R
2/g /% BM/mL E&B/mL  &F/mL
o5 0.50~2.00 500

) >2.00~20.0 500 10 100

1.2.2 TAEHRZRA2ZHI
RATFHER R Y BB W EARER 2 e
W BEATEC R . T ICP-OES 75 % & i 3% K &b 3E4T
W7 5 DARR I 5T 38 W B A 8 A A , AR T8 2 1 R 5 iR
BERP AR, L TAEM R, TR MAHX R B>
0.999 9, TAEMILRLEMERXRIE 3,
*2 ITHEHZEERT

Table 2 Working curve series /(pg+mL™")
TLH PR 1 PR 2 PRUE 3 FRUE 4

Li 1 5 10 20

Ni 1 5 10 20

Co 1 5 10 20

Mn 1 5 10 20

2 HRE5IR

2.1 BEFERERE

K PR 7 RV AR 1% ~47 1B

F%& 1. 8L 0.500 0 g IKAETF 250 mL By B 4%
B, AR KIERE, A 15 mL HCl R % 2
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10 min, fIA 5 mL HNO, i & fin #& 2 iR 4L 15 % 52
2F . TFAHEZR.
£3 ITIEMBBMEE

Table 3 Linear relation of working curve

JLE  HK/nm Eqyy MR RE
Li 610. 365 y=5 605. 9x—104. 07 1. 000 0
Ni 231. 604 y=2372.83x+5.733 3 1. 000 0
Co 228.615 y=1671.3x+190. 91 0.999 9
Mn 257.610 y=28 723x+2 908.5 0.999 9

TR 2. FREL0.500 0 g ik T 250 mL Bf 55 B
FRH I 15 mL #h R AR IR % #% 29 10 min, Ff A
5 mLA§HR,3 mL AR, S MAZEH AR E
A, ZEWER,

F LA _E P J7 S8 %0 AR 2EAT 08 » Y A 19 DL AL
x4,

XEO7 SR 1 oI AR LR OT R 2 BEAT S5 R
ML R R IR 5,

M 5 PB4 R A B &8 1 ¥ v R i A D7
R2ME MG REARY S, EHTR 1 B R
Ay, 17 3% B b LR ORI, = R R
hEA—-EENK, TR 2BREK, HHREMEH
AR NI EATGR, G HE, LREFETR 1
VEh BB TT 15 .

x4 HERHBBRER

Table 4 Dissolution of samples

RS TR 1¢ 3% "
WA
TR 1 FERERE  AMENBOREY WHEIEAERER  HRERE AREREY BRI ERER
EY WL, FERIER WRST A B RIE S WS A B RIE S BT e HE IR

£S5 ARIMAR2 WKERIR
Table 5 Comparison of test results between

scheme 1 and scheme 2

WSS TR FRLIGER/N  HR2ER/%

Li 0.91 0.93
1# Co 4.91 4.85

Mn 2.99 3. 04

Li 6.52 6.47

Ni 19. 68 19. 85
3%

Co 19.76 19. 65

Mn 19. 16 19. 24

2.2 SiELEIEE
TRHEMBER R BRE VBRI AN, EE A
10X ZEAH C.0.50% £ A I S\ 15% £ A ) Fe,
250 AW AL 20064 Cu L E., K5 T
GREZWVL.C.SHEEARMERNVME. b T
ICP-OES 3 [7] il &2 £ Fh J0 K 1) 20 45 1 4, A< 303k

BN T RIS R #HT0E, RELEHET
Yo/ H B A5 M B R B9 £k Li 610. 673 nm Ni
231. 604 nm.Co 228. 615 nm.Mn 257. 610 nm 43
Prigsk .
2.3 FHAUEHRW

TREHE R BREE VR VR A A BT
10% &4 C.0.50% 4 M S.15% £ H Fe,
25N AW AL R 206 4 Cu SR, £ 5P
BIZE R, C.S MFEFEXN W e 45 REA B A .
F7E 100 mL AEMRPIMA 2.5 mg Al.1.5 mg Fe fI
2.0 mg Cu M T I0 T Gl B /N B A% B0 B 5
TP BT A OT R 9 B R & i AD M Li N, Co
A Mn A5 #E % WS WK B8 1,00 pg/mL Al
10. 00 pg/mL AR S AR ME S VR, #5207 B 00 2 VR
5. 45R 0K 6.

x6 THEZEHIM

Table 6 Effects of interference elements

FHITCEMAE/mg

1. 00 pg/mL WL A (8 /

10. 00 pg/mL ¥ ¥ I & fH /

(pg+*mL™1) (pg*mL™D)
Li Ni Co Mn Li Ni Co Mn
Al(2.5)+Fe(1.5)+Cu(2. 0)
0.99 1. 00 1.02 1.02 10. 02 10. 04 9. 96 10. 03

ZERKHH,2. 5 mg Al,1. 5 mg Fe 1 2. 0 mg Cu
BT JC R X Li,Ni,Co Al Mn i I 5 2 A & A
AR
2.4 FEMBTEIR

FREL— RS 17 ~4% Z R W IRRE R 0.5 g,

FEHZ 0.000 1 g, & T 250 mL FEEEREARH , $2 FR S
36 7 B b FRAE O, 7R 3 8 B B AR A5 T E R
f A LiuNiL Co F1 Mn B & & , B/ 5 P47 00
11 %K, M AR MR 22 (n=11,RSD)<<2% ., B
BAEBIFRREERE SRR T,
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Table 7 Method precision test results(rn=11)
HRES T TR/% SEME/ % RSD/ %
0.94 0.91 0.89 0.92 0.89 0.88
Li 0.91 2.0
0.91 0.89 0.92 0.91 0.93
4.85 4.87 4.89 4.90 4.91 4.93
1# Co 4.91 0.71
4.92 4.88 4.94 4.95 4.97
2.96 2.95 2.98 2.99 3.01 3.03
Mn 2.99 1.1
2.94 2.97 2.99 3.04 3.03
3.73 3.91 3.87 3.94 3.92 3.95
Li 3.87 1.6
3.89 3.87 3.89 3.79 3.86
11.06 11.15 11.22 11.09 11.25 11.07
2% Ni 11. 14 0.54
11.16 11.12 11,17 11.20 11.09
7.96 7.95 7.93 8.06 8.01 8.03
Mn 7.99 0.58
7.94 7.97 7.93 8.04 8.03
6.48 6.44 6.40 6.52 6.50 6.57
Li 6.52 1.1
6.61 6.62 6.54 6.56 6.43
19.65 19.83 19.78 19.64 19.57 19.54
Ni 19. 68 0. 46
g4 19.66 19.67 19.58 19.78 19.73
19.88 19.64 19.79 19.74 19.85 19.75
Co 19.76 0.43
19.91 19.79 19.68 19.67 19.69
19.08 19.14 19.19 19.04 19.05 19.25
Mn 19. 16 0. 47
19.31 19.19 19.08 19.17 19.29
9.00 8.77 8.94 8.92 8.95 8.89
Li 8.87 0.97
8.87 8.69 8.79 8.86 8.91
. 6.06 5.99 5.92 6.09 5.95 6.07
4% Ni 6.02 0.92
5.96 6.02 6.03 6.02 6.09
2.92 2.82 2.90 2.96 2.93 2.87
Co 2.92 1.4
2.84 2.86 2.89 2.91 2.89

2.5 FHiEXRELW
XF R L R 17 ~ 4% iR RS O B
BEAT VS A &, 43 30 R Al ICP-OES %\ AAS ¥ (Li;
F<T10% Ni, Co il Mn) flif & 5 (& >10%
Ni,Co il Mn) ll & Li,Ni,Co il Mn JLE, =i J7
B REAR—BGR 8,
#8 AEAZWNRER
Table 8 Comparison results with different methods /%

MRS LE  ICP-OES#: AAS ¥ W
Li 0.91 0. 94
1% Co 4.91 4. 96
Mn 2.99 3.02
Li 3.87 3.9 -
2% Ni 11.14 - 11. 21
Mn 7.99 8.03 -
Li 6.52 6.48 -
-~ Ni 19. 68 - 19. 91
Co 19. 76 - 19. 88
Mn 19.16 - 19. 23
Li 8. 87 8.93 -
4% Ni 6.02 6. 06 -
Co 2.92 2. 88
3 it

T 1R — PR R, TR P 0 R e e R

B R VBRI 4 Mon R, B4 7R A ICP-OES
B AAS ¥ (Li; & #<<10 % Ni,Co Hl Mn) #1i# % %
(F & >10%Ni,Co M Mn) | & Li,Ni,Co 1 Mn
JLER, =MW E A AT T &R X, KB ICP-
OES ¥ i — ¥k H, 1t 2 kL b & =R F 20 %0 my 42 .
BB AR MERA AT SR . ROT IR T BRI, B 5 B R
I BB R B9 B H AT R I A R
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