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Inductively Coupled Plasma Mass Spectrometry for the Determination of Elemental Composition
in Ternary Cathode Materials
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Abstract ;. The accurate and highly effective analysis of elemental composition of the nickel-cobalt-manganese ternary cath-
ode materials in a single measurement has a very important industrial significance. However, multi-element analysis from
trace to major levels could not be simultaneously analyzed in a single measurement by using traditional analytical methods
due to their tedious operation procedures. In this paper, by using the Plasma Quant MS Elite ICP-MS instrument, we have
studied parameters of iCRC optimization, RF power and ion lens voltage, edited three kinds of analytical modes in a single
testing method, and effectively developed a new method for simultaneously analyzing trace elements (Na, Mg, Al, Ca,
Fe, Cu) and major elements (Li, Mn, Co, Ni) of the nickel-cobalt-manganese ternary cathode materials in a single
measurement by using the combined inductively coupled plasma mass spectrometry with hydrofluoric acid-nitric acid dissol-
ving system. The experimental results by using this method show the good linear relationships of standard curves for each
elements, with the correlation coefficients of over 0. 9990, the detection limits of 0. 01-5. 03 wg/g for various elements,
the recoveries of about 90% —112% for various elements, and the RSD of less than 3%. Thus,the method has advantages
of simple and rapid operation, low detection limit, high accuracy, and good precision.

Key words: ternary cathode material ; elemental composition; ICP-MS; iCRC optimization
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SRR b 25 s AR AR R ) (X 4 3045, 2015 5 = G
KB &R 55,2018) . — 7T, = & B FEITR
Ni,Co Mn ] LA DME & LI EL 1L, A5 51— R 51 (333,
424 523 622 811 BUSE) PR [F] A9 846 B = JT IF
Wbt B, A WF5E B (Park et al. |, 2007; Yang et
al. ,2012; Nayak et al. ,2014; Ye et al. ,2015; B
45 2016;Zhu et al. ,2017) , Ni $2 48 1k 8 J5 2 v
T G YEY 2 —, v DU R L 2
HERAEIAERE ; Co BEAT RPN K]« BHES FIRHE” , fig
P& 1 R4 0 L 25 B RURR R M Min AT R A I FRLAE
SEVEPE BRSO AL R RRUE 54, (R LA
X E Y Ni Co A1 Mn #R& FECE YO AL LA B
e (Flz,2015) , 55— 51, bR TR S A 1B 24
TR (NS, 2004) , HA F 4T R & &= 8%
A T EAE IR S DA Rt R L A
DN Bt . — o0 AE AR R Rk B L SR A L 4 R R Ak
AR B FEZH OT R MRS AT R 1Y
i, A EZN TR E XL,

G R e Jr ik BB R E R R T
WSS (AAS) ¥ JETF 2 EIE (AFS) ¥ | HL B
B TR HOETE (1CP-0ES) 1% 55 (h 1 42 55,
2009; TR 4 ¥ ,2013; TS, 20145 K £ 15,2018;
FORAE,2019) , Horb i K R ERE SRR
TGS 0 24 0T 2 AAS YA T AFS i,
RiEA ZIC K [ ; ICP-OES W A E Sk &
TOC R AL (B ERISAE 2018 5 BRREAH S 2019)

ARSCHIFTE B — FR F0V R4k A — 0 1E AR A4 Ak B HL
AL L 4 A A i AR AR R AR () SR R
(Na Mg Al Ca Fe Cu) fl&E & #EAYICE (Li Mn,
Co [Ni) [ AH XS 75 i AH 22 K, MR 4l Al JoT o 42 il A
T B 4G = JCIEAR B4 B ZHS000BDA Y Ay R | 32
FHMICEM SR N LI N 6.3%~7.7%,Co N
19. 7% ~42. 3% ,Ni } 12. 0% ~30. 0% ,Mn } 5. 5%
~22. 0% ; il 24 G % 0 . Na<0. 005% , Mg <
0.005% ,Al <0.005% , Ca<0.007% , Fe <0.003% ,
Cu<0.005%, &M aMERENRK, H L
SR G RINE N EARBLHAX W R TR S =
B4 [ s 00 5 |, 38 5 S SR ICP-MS A1 ICP-OES 43 %)
DS, {H 53X — 1o R A 6 BB (R RE4E, 20135 T #,
2016) , WOREAK,

ASCHI A 1CP-MS {34 , 78 il 48 /2 3t (iCRC)
VRS I 25 FE Uk A YT, (45 H A5 o0 R WA N 5 5 78 1E 8
D G, D38 2k RE S0 ) 28 R 85 335 5 L
B GO R L IO Kok it W1 o 1/ & % = S
JEAA R 4 T S A 1T IR A R AT — R 5 i 2 Tk, DA
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SCPR[EIRHI S Li Na, Mg, Al Ca.Mn . Fe Co.Ni.Cu
JCR, AL SE IR AR | 4 A D I (], 3% SR BT h
Al AR RS DA AR 7 2RI E 7 i o o 2%
D7 T, BT B AR S

1 SEIEE

1.1 UE5iRF

75 [ HR 52\ ] () Plasma Quant MS Elite % ICP-
MS Ml RE R [ PIn > 1. 5%x10° cps/ (pg/
L) ], FC& 1 A B0 Ha D 2 G0 A2 B i) il 48 s iy i
(iCRC) , BN TC R AR FL 5 13 FEl v] LA % A B i
B, R (24 50 35 ) S BEN (24 2 500 175)
PRt , A 98 (10 S ECm20) |, AT RS 3 DA RE 3k
HICR B F R ITE — R R E

50 mg/L 1y Na Mg Al Ca Fe Cu ZTEIRA
FRUEE 1 (IRFR 1) ,1000 mg/L Y Li Mn . Co Ni £
TCEIRA PR 2 (1A% 2) , 1000 mg/LRh AR
W, 0 AR SR R R A BR A ]

BUE #1000 mg/LRh PN AR % W, e B A 500
peg/L Rh, A JFiH 2% HNO, BPIFRIE TR, TR BGE
RS 1 FNERS 2 TAREMS, MERMA 1 mL
500 ng/mL. Rh AR AT 2 mL HNO,, % % 100
mL, $25), BCHl % 0~ 100 wg/L Na Mg, Al Ca. Fe,
Cu F10~10 mg/L Li Mn.Co Ni Bbr#Ei<k 251,
FiA, Bl 1 pe/L Al 50 pe/L Li,Na, Mg, Al Ca,
Mn Fe Co Ni,Cu Rh BUFRUEFIR , FHTAG I 25 502 ok
PHI,

BT FRF Y R e e 2, iR L SRR 38 220 —
R Al BAliK 285 Mili-Q 28 B A3 | H KR
57 18.2 MQ-cm,

1.2 HEXW

HF-HNO, A7 5835 A A RE ), 7] Ik SCRE ) 7K
il SN R0 A OAS SE B 1E R HF-HNO, AE R T fif A
F, LIRSS AR RE ST R OC A TH R VR T T
HH (R 55 AN, 20005 A RS 2016)

B0.010 0 g H i TR VU M B, n A
0.5 mL HF Al 1 mL HNO, K H3R A B E P hn 55
B A B FHEE 180 CRYBLA H, I 2 h LU
1o VRREEGE  FERR A PR 2, R A SN
A1 mL HNO; f25 T, ¥ HFHER A 1 mL 500
ng/L Rh AR .2 mL HNO, 12 mL #4li/K , 140
CEMEM 2 ho B G H BB I 2 4 100
mL, e, A2 SR R R AL B
1.3 XEE ML Fate 25 TR

P AAS A I A Ao Pk Fe AR VR, 494 1
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wg/L ) Ba,Be Ce,Co. In Mg Pb Th Tl {1,
REJEER . Be>5x10" cps,In>2. 5%10° ¢ps,Th>1. 0
x10% cps;m/z=5 T SR JE T R/NT 1e/s; bW
Ce0/Ce<2% ; W HLff Ba™/Ba*<3% .
R 8 D R I, MR 1 /L AN 50 we/L A
Li Na Mg Al Ca Mn. Fe, Co Ni Cu.Rh HFbRE%
W, A HFRIT R B 3 0 IE R, BEIE R Fs:
N8 FEL R A G, 7 A 0 g b P 3 o 200 T BT R A 7 A
DUE8 A s R | 1 ELAA R H AT — U
PR, B, BARITER U E R AR R AR i
1.4 iCRC kit 7 L miE
1.4.1 iCRC #At R AR S B A
AMAT LA B 2 )54y F 88 F T (422%,2013)
AT ABEREPERE R H A5 70 2 1945 5 N 8, 38 FH T
WA E TR S JITE ST IR,
FEREE R AR, KT 120 mL/min, {¥
A E MR LK B MR 2% (P IR 5 ,2020) , R,
1E iCRC LAk se s rh, 43 i A S 0 20,40,
60.80.100 11 110 mL/min, M3 &~ 10 pg/L Na,
Mg Al Ca Fe Cu F1 1000 wg/L Li Mn . Co Ni fiyt5
HEVS TR, 7R B i DI 5 R RE I 20 s,
SR A AR E R, R 2 R T
BT TIMEE 1L R, BARTT RS 5N
EHEIE AR b 762 A5 & 0 D
2K ,Li,Mn, Co Fl Ni fJ & < 2> 100 mL/
min; Fe BJZA M & £ /0 80 mL/min ; {# FH S0 < Al 1
R T I0 22 AR 7 2 B Na Mg, Al Ca; AR ifERE
( JORERESAR) kil AT I 3 FE A Cu,
1.4.2 #mz ks MR3E iICRC L E 45 R,
T AR T Y 25 ScbruEdh kR SRR
K124 WA= 40, 80, 100 Fl
110 mL/min, &~ Hbrm R bR fE & SE0O0L % 1,
HRHE H AR TG 2 19 & i R SR A B, DL &S 1
155 M IO (), e % IO A e A AR =
WIEHRES P E ST RN FEZECE (L,
PMn ., Co “Ni) #¥ 5t & i {H AN FR'CRh 1915 5 i
NAE, PE#E 100 mL/min A9/ IERAEE, BT
HE— 2D PR AIRIX S T R A5 5 W A, Dt 6 lf
B 3, I TAES BRI AL . RF 5550 5) 2% 90
£ 1.20 kW, 55— B R E-120 V, ik
PRI 8 T U 155 W O (B RIS Y
Fe ZH A0 MR 2T (42 2%,2013) ,
WAZBE 1 A AR B AR T PR OE R TR IE
RS, Fe fERFSEFE MM RS R MEITE, &
it iCRC Ak 52 56, g Al 4 A5 X 4 BEBE 110

B S R 55 B TR B R I G = DT IEAR R A A 2

mL/min 92000 &, I A & E .
X T A 2 80 B AR 46, RF 41 450 T 0 &
1.20 kW, 55 — 9 85 ¥ 3% 5 fL R 2 -200 V, 4
I EREACIVA(

BARTE R R T B AT LU 2O Cu B 7
KR T U — AR AR, A S 50 3 R A Y B B
fIC Ry k48 25X 1, BT B 58 B S P 97 Na
Mg 7 Al M Ca FI®Cu AR E B EITE ,, HAFE
HERBE S A & P Sh AT B K, g p i A=t 1,
RF SIS R FERE 0. 80 kW, 55— 55 1B B &
JHZE-166 V, I H Al H 40 mL/min BRI H b, 2
o T R R TG IR i R T A
R X S ME S EITER,

AR EAEFEA — A PeFe: 7] LATE [ — 0Ky
T ] s 2 R ()3 2 0 22 A TR AR =,
O L AP SN R E TN = BRI Rz R LN EN A E
B, AR R M, AR SIS AE R — N T vk
HRBEE T =AM AR X, S BT — Rk R TR B
SERFFERE S IS B i G R (Na Mg, Al Ca,
Fe Cu) fl S & R FEICE (Li Mn, Co Ni), X
T TAES B B W 2,

2 #RE5

2.1 tRAEMZKMGHR

ICP-MS ZHrillil i, bR TG 2 BEAT R W d
REIE ST MHAT 5 0 30 R RS | o SR s B
#MZAE FH ( Thompson and Houk , 1987 ; #X /)N 2% 55 |
2016) , ASLERHERE Rh 1 AR, T2 20 R A I
P25 IV, L 3 A8 oA 22 1 5 ok T H 3Rt BR
(R N B ] ) O A R A I e
2006 ; FH-AJ %, 2008 5 Th A= K&, 2016)

T 5 T A P s 1 S TR B0, 4 o A oA R
SEUL UL 3, bR i 4 A0 S A OC R AT, O R K
r=0.999 0,k H FRAK (0. 01~5. 03 wg/g) , BEMSIH &
TR b ARG I B oA
2.2 EWMEMBRE

Sk T SRR T ) VA R DRSS S8 %o R
BER = T IEAR AT R 4R R V7626 FORE S AT N
PRAcus . MR 1L 2 T AR S g B O v HERS W 0 )
— kS, — 0 inbr (MERR A 20 pL IR4R 1 F1 100
RLIBAR 2) , 5 — M A ds, & AT 10 ik, 3T
BB IR IR (R RS Ak, 2011 5 BRAR AE AN
Ji & 2016 ) FUAH X A5 Efii 22 (RSD ) , 45 R W3 4,
Jds 15 A T 90% ~ 112% , RSD <3% , 1t B A< Jy
RUERG B AE RS0, S8 e RR i R TR P
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Table 1 Standard curve and detection limit

TTE S8 FRifids =t AR 1 RFAREAR K 2 Rl 2 3 RlRARE 4
r 0.999 9 0.999 9
- b 7.81x107 1.20x1072
SD 2.71x107° 3.27x107°
DL /(pg/L) 0.104 0. 820
r 0.999 3 0.996 0
BN, b 4.36x107 0.107
SD 7.31x107° 0. 101
DL /(pg/L) 0.503 2.80
r 0.999 0 0.998 9
Mg b 2.70x107 4.28x107
SD 3.33x107* 7.65%x107
DL /(pg/L) 0.037 0.536
r 0.999 1 0.993 9
7l b 2.73x107 2.98x1077
SD 1.53x1073 2.01x1072
DL /(ug/L) 0.168 0.202
r 0.984 3 0.999 1 0.996 8 0.994 3
e, b 1.33x1072 1.09x107° 2.00x107° 2.00x10™
SD 4.59x107 8.02x107° 1.88x107° 2.91x107*
DL /(ug/L) 10.3 0.221 2.80 3.53
r 1. 000 0 1.000 0
- b 7.98x107° 9.98x107
SD 9.68x107° 1.23x107*
DL /(ng/L) 0. 036 0.037
r 0.993 6 0.995 6 0.999 2
o b 1.61x107" 1. 12x10° 2.76x107
SD 1.76x1072 3.06x10? 1.20x107°
DL /(ng/L) 0.328 0. 821 0.130
r 0.999 9 1..000 0
9o b 1.76x107 2.40x107
SD 7.89x107° 6.19x107°
DL /( pg/L) 0.013 0. 008
r 0.999 9 1.000 0
@y b 4.76x107 41.7
SD 2.26x107* 3.64x107
DL /(pg/L) 0.142 2.62x107°
r 0.999 8 0.999 3 0.999 6 0.999 5
ey b 6.37x107 9.98x107 6.47x107 3.08x107
SD 4.00x107* 3.33%x107° 1.75x107 1.71x107
DL /(png/L) 0.019 0. 001 0. 008 0.017

TE < b I35 b b o 2 A2V AR G 2R BORIARL 285 SD Sy 2= I R AR T 22 ; DL WAz R,

L IC R T 2K
2.3 HmOWmER

XTRRN i = JC IE B R B I Db L 43 T S Ak
VTSRS T — R A G BE MK, 150 HEURE S A
MZE LT, Li & EYE 6. 70% ~7. 73 % ;Co %
VU 4.61% ~56. 34% ; Ni & jullJE: 1.93%
~31.93% ; Mn 5 &5 HJE . 1. 16% ~30. 21% ., #B4)
FE B E S BT 25 R 5,

XF LRl 4 — JC IE AR ORHRI R R 43 T SR Ak

YIHTUR AR i) Na Mg, Al Ca ., Fe Cu JCZ AY K I %%
I, AL LR PRI A% o 5 i 1Y SR R 4 JE SR AR P i
I A4, RE AT A%HE h AR A B = 0T TE AR A R rh ik 26
F A JC R, A SRR 2 Al Y BT
P bR o

3 %k

A S0 38 o il R e 7t (iCRC ) RS I 4 5 Dk
FEAR B AR T 2R A0S 5 e WA, X RF S 490 2 R 0
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Table 2 Operating parameters of the instrument

HEHE AT - HUBORS 5 55 B8 TR BT 0 5 = ST IEAR AR AT 2 1

R4 MEREMERIEIIRERE

Table 4 Recoveries and relative standard

25 TR 1 REEAL 3 REEAL 4 deviations of the method
ey oy =N . — . N . N s ;
SR (1/min) 105105105 g MERASAT R WA WERIE FUCE RS
J=R =N : S
BN S / (L/min) 1.8 1.5 1.5 /pg /(pyl) /(pg/l) B/ (pgl) /% /%
= =925 :
AR (L/min) 110 110 110 Li 100 1000 7.09x10° 8.00x10° 91  0.49
LRI ES
RF 415/ kW 0. 80 1.20 1.20 BN, 1 10 420 . TR
o o Vo e : _ _ _
BB E BRI/ 166 120 200 ) | 0 481 15.0 02 127
BN FERHE/V -604 -604 -604 74 1 10 188 1.2 B L8
BB FERH AV -536 -536 -536 ey | 10 6.20 19.4 112 281
iCRC Alff# He SR/ (ml/min) 40 100 110 Spn 100 1000 1.88x10° 1.97x10* 9% 026
eI x x “Ar'0 *Fe 1 10 2.20 11.9 97  2.90
HEPHAE x medium Auto ¥Co 100 1000 2.08x10* 2.17x10* 90  0.35
13 B T]/ms 20 20 20 ON; 100 1000 1.96x10* 2.05x10* 90  0.24
EEE[1/€/3 10 10 10 5Cu 1 10 0.34 10.0 97 1.34
B 3 S 2 N2 RPN —
EERH 5 5 5 LTI = (S AV -V )/ AR X 100% .
R/ rpm 20 20 20
RUEIER /s 10 5 5 FiBRHEES T B, BEBE Rh E AN

®3 HEXRH PR AREREEHR

Table 3 Correlation coefficients, slope, standard

deviation and detection limits

i, A R — NI ok r i A [ 2 500 =~
RSB T — R HE R, BB Bl = 0 IEAR B A B
JERPRG s A8 A 1 i IR b Y 32 22 ot BRI
(WO BEABUCRI RN E , 458 R, A IC R bR

TTE r b SD DL/ (pg/g)

Li 0.9999  7.81x102  2.71x107 1.04 HERR R 2R e R R AT, MR REUCK T 0.999 0, £ i

*Na 0.9993  4.36x10>  7.31x107° 5.03 R4 0.01~5.03 pg/g, MIFREINCE R 90% ~112%,

:Mg 0.999 0 2.70x107%  3.33x107* 0.37 RSD<3% . %7 HL IR Ve R ok K s BRAE i o

Al 0.991  2.73x107  1.53x107° 1.68 . . . .

H(y 0.999 1 1.09x1073 8. 02x10°° 221 El% \%Eﬁ}gﬁ%, jﬂ%%ﬁ?%*:jﬁﬂﬁﬁﬁﬂﬂ@ﬂk&

55 Mn 1.0000  7.98x107°  9.67x10°° 0.36 JE A T B AR A

6 Fe 0.999 2 2.76x107  1.20x107° 1.30

¥ Co 0.999 9 1.76x1072 7.89x107° 0.13 ﬁigzl. /?('Q; %1%/§:‘%’E}T% jﬁ XTZ’R .I./ﬁ? é"] % 7']

ONj 0.9999  4.76x107°  2.26x107* 1.42 ey

Cu 0.999 3 9.98x107%  3.33x107° 0.01 M

x5 HoERUESER
Table 5 Analytical results of some samples (%)

HS V07084 V07281 V09104 V07039-2  V07188-2 V07268 V04284-2 V07626 V093-1 V093-2
"Li 6.96 7.14 7.25 7.18 7.15 7.04 6.77 7.09 6.75 6.51
BNa  5.20x107°  5.00x107°  2.60x107°  6.20x107* 1.20x107>  5.00x107°  1.90x107° 4.20x107°  4.50x107°  4.20x107°
HMg  2.15x107° 3.08x107°  2.74x1077  2.12x107°  3.04x107*  1.69x107°  2.16x107°  4.81x10™*  6.00x107°  3.80x107°
TAL 4.55x107° 5.66x107°  5.10x107°  4.45x107°  4.23x107°  1.37x107°  1.70x107° 1.88x107* 2.18x107°  2.80x107°
“Ca  3.50x107°  2.70x107°  5.30x107°  3.50x107°  3.20x107° 1.80x107* 3.76x107°  6.20x107° 1.50x107°  2.00x107*
SMn 17.7 17.6 17.0 17.5 17.5 17.3 18.4 18.8 17.37 17.10
%Fe  3.80x107°  1.51x107°  2.60x107*  3.80x107° 2.10x107* 1.20x107°  2.80x107° 2.20x10™* 5.60x107° 1.50x107°
Yo 12,6 12.7 12.7 12.7 12.8 13.2 18.6 20.8 22.8 22.1
“ONi  30.3 30.3 30. 1 30. 4 30.6 30.3 19.9 19.6 20.3 20.2
SCu  4.20x107*  5.00x107*  2.80x10™*  4.20x107* 5.00x107* 8.30x107* 6.20x107° 3.40x10™* 3.00x107* 2.80x107*
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