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Abstract: The complex matrices in grinding powder used in aluminum electrolysis, shortage of stan-
dard samples, and difficulty of balancing efficiency and accuracy with existing testing methods hin-
der effective quality control. This study used actual production—grade grinding feedstock as raw mate-
rial to develop matrix-matched quality control samples. A rapid analytical method was established for
determining the amounts of Fe, Si, Na, K, Ca, and Mg in the grinding powder using pressed pow-
der pellet X-ray fluorescence spectrometry (XRF). The calculated F values for the quality control
samples were verified using homogeneity testing, calibration analysis, and interlaboratory compari-
son. They were lower than the critical F value(F, s ,=6.59), indicating good homogeneity. The in-
terlaboratory comparison results were within the permissible tolerance range, and the calibration re-
sults were accurate and reliable. The relative standard deviations for each element determined via the
established XRF method were <2%, were consistent with the results obtained by chemical analysis (r>
0.95), and indicated precision and accuracy in the measurements. This method is simple, effi-
cient, and environmentally friendly. It is suitable for daily quality control and stably producing high-
quality aluminum products, while offering technical support for rapidly testing the raw and auxiliary
materials used in aluminum electrolysis.
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1 SLIGERSY

1.1 UEHE5iKF
1.1.1 {288

S8 Tiger I K (A B Y X 5 228 Y G (12 Bruker AXS 23] ), MP 4200 {8z 25 85 1R R 1 & 5%
AL (BB T]) , UV-1801P &AM WLt e i v (Ab s FIA R 2 w)), G-160 f1 250X (1
HHIZFEUNEATR A E]) . CM-STRANE GEHASREA R 7D, AP-40 THEFHLGEHARSFFAR ),
HL PG T4, 200 B ARIET .

1.1.2 K F

Fe. Si, Na, Mg, K. CafiF8A cEbRifER (1 000 mg/L, & Z AR ZATRHI R b OB e 5T
BE); masls. $hie. MR, R Aga; MR . PUANER . S 5083E. R, SBE
Mrali, SEI /K kB aiK,

1.2 HmHl&E
1.2.1 BEHEmIERSH &

BPEFLRICE . S EMEAE S SR TR IEN, SR AS F A PR 0 B R ] 12
AR HIRES, HA & o] 525 w5 H R R TG, MRS E0LEE 1. HEShZ 105 CFIE2 h
Jai ., FIYRBHEEIIEE 2= 4 i 200 H i (FLA2 74 wm) o FEMR G HELE 50 g 233, BEmS, T T4
s ORTE, BT 64, SERAIERER)S, T ES0EE K XRF TAE 2T,

F1 FiEEEShAL s & (%)

Table 1  Concentration range of the components of the quality control samples (%)
Ttem Fe Si Na K Ca Mg
Content 0.2~1.1 0.06~0. 11 13.5~17.6 1.7~2.6 1.2~1.8 0.09~0. 16
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1.2.2 XRFAX#ER H&

HRZE 105 °CF T4 2 h & SRS, FARZNEVFE 40 s (2R <74 wm) , A5 5] 0 A
WRNHEA3. 8em, JELEO0.3 em Y PVC R, ISR HIF, 7630 TH T OREHI B, i
Je W BEERWC B R Ry, HAOURSEERE R R A R, BER%E, KEAENAE R Surbrid, D&
I
1.3 REHERPOLESITEE
1.3.1 EEFZE

KRR IT S 12 A A I Fe, Siv Na, K. Ca. Mg {72 EMiE ., H¥ Na, Mg,
K. Ca >R IR 55 & 1R - & SO (MP-AES ) VL RE 5 Si R FEAHE 0 OB BRI s Rpis
HITCE Fe KM MP-AES 15548 RARTE M OGBEE " WU L o (il , DA 9 e (B4 SR w] Sk
L3 L1 Aok kRSN RFERTALE . FRECO. 5 o B ALY, 6 o BREZANAI 2 o R, 1R2)
JE TN 600 “CHY 5 3 A Fil 10 min, FHELE 800 CHARL 15 min (25 AKE 3 min), BUE, B, LA
INBEK, ZZtghnd, HEEPUEMR, R5RE ., RN S 10 mL AR 250 mL ZR Y L0
Bt H 10 mL iSRSV M AE IILRE IR, JF /O FPOKBERILEE . Yol &9 T RIS
R, FEIEBR IR FINAEC b, EEVEYE 2. R, BIEWREN 250 mLE R, Fik
R, 1B, BEIRENERE

Fe & iillE . AR RS 2@ Y BORW, /KRB 50 mL, IS mLERMEFERRE . 5 mLAT %
ZRAES 25 mL M, IRS), RUKFBEZRZIE, IRAHE 10 ming 2 emballl, LACHZI, T
510 nm M EWOGEE . FHL0, 2.00, 4.00, 6.00, 8.00, 10.00 mL 0.2 mg/mL i) Fe FRUEIZ R 73 51 & T
—ZH 100 mL 2RI, #2510 FERED) BRI E , 220 Fe o3 TAEMMZ . bRl 2276 10 Fe
SR TER,

Si S EWE : RS EE U BORNE . AR R IRE, KRR 60 mL, MIAS
mL BHER BV, 184, T 20~25 “CHCE 15~25 min , M5 mLiBAFRIEW . 11 mLBRBRIAW, &5 hn2
mLYUR MR, 1R25), KRR ZIE, 1R5)HE 10 ming, A1 emb@lll, D/KHZH, T 760 nm
M EWZGRE . F5B0. 1.00, 2.00, 3.00, 4.00. 5.00 mL 0. 1 mg/mL 9 Si bR 43 5 BT —4H 100
mLZZRIHH, %5 ERER IR 2, 26 SieE TR 4. bk dh 0680 b si & it f 7
T
1.3.1.2 MP-AES &M JRFERTAEL . FRELO. 10 gFEdh, B TR FMREEAIE, M 1 mL
AKAEHRAER 2008, N2 mL &R, T Al 150 CIEME2 h, BFEE 170 CEMZIE T,
B, N3 mL(1+ 1) BRI 20 mLK, AR SE 2R, e B840 IET 200 mL 25 &
o, HOKERERZIEE, IRS). FESEEATHATIE , JERERRMNES B

Fe. Na, K. Ca, Mg & &EIE: 1£—4200 mL X EHH IR 2 NS TCERERI, FMIA 3 mL
(1I+D)EE, RUKWEEZIE, W2, WHETRIEHEY, UAIPRERE R RIRE A, fEMP-
AES FEPRFERE A TINE o RO TE SR RE, i R & B e TR &EE 0 o I brife dh 28
PP S TR S R TEE

2 BICEBT R S R

Table 2 Standard solutions and volumes of each element

Element Standard solution used and volume Analytical line
Fe 0. 1.00, 2.00, 5.00, 8.00, 10.00 mL 0. 1 mg/L Fe bRifEiA i 371.9 nm
Na 0. 1.00, 2.00, 5.00, 8.00, 10.00 mL 0. 2 mg/L NabrifEIR B 589. 0 nm
K 0. 0.50, 1.00, 2.00. 3.00. 5.00 mL (0. 1 mg/L KFRUERH 766. 5 nm
Ca 0. 0.50, 1.00., 2.00, 3.00, 5.00 mL 0. 1 mg/L Ca bRyl 393.4 nm
Mg 0. 0.50, 1.00, 2.00, 3.00, 5.00 mL 0. 1 mg/L. Mg brifEi# 279. 5 nm

1.3.2 EELERRKREEH
1.3.2.1 ZEEF A B3N ST SEE AT, 8K [E—J7 I AE A T B 1) B R 45 s
FEFEATFA T (B N AR & T I E 2 1K) o 8 H SR S5 AR Ry 42 50 B 20 i b e A A
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WEHERE, SR STEN BRI E . e 25 87 B PR P 7 7 Rkal, & s ) &
FHE o X T FegnE, WMk e 25 R 00l 2276715 SUr 280 N, ISR A2, #dt i
VFiRZE, NIZEPR R E S R I A E
1.3.2.2 HABAE  RAKDAT(Grubbs) BT UM SH A, FFLE AT 7 15 P LE 1 foiF 25 58
R, ZEE RIS SR R u s . S BRI R 6 4 B s (Fe B2 12 4080 ) , BUEARSEIAMEAE
AETCRN LN ESH
1.3.2.3 CE#MRIT  PREUREMERE S SAUBSE I = PR SEIe S (I LA, BEIE e (A 45 SR e i
1.4 XRFHO#&H

SRR IRE B | FRAR T A R, LRI P P 8 B S I AR E i R T . RO,
XF XRF AN SEGH A TR RIE B, 0B St LA 3.

3 XRFUSE BRI /7

Table 3 Analytical conditions for determining the grinding powder using X-ray fluorescence spectrometry

Element  Analytical line Voltage/  Current/ Crystal Detector Measuring  Collimator/  Peak posi-  Pulse height anal-
kV mA time/s (°) tion26/( ") ysis(PHA) /%
Fe KA1-HS-Min 60 30 LiF200 Scintillation 30 0.23 57.514 50~150
Si KA1-HS-Min 30 100 PET Flow 30 0. 46 108. 987 50~150
Na KA1-Maj 30 19 XS-55 Flow 30 0. 46 27.183 50~150
K KA1-HS-Min 50 60 LiF200 Flow 30 0. 46 136. 651 50~150
Ca KA1-HS-Min 50 60 LiF200 Flow 30 0. 46 113.097 50~150
Mg KA1-HS-Min 30 100 XS-55 Flow 30 0. 46 20. 869 40~160

2 GRS

2.1 REH#HGWH
2.1.1 REFERBEE

H T E R RESE 2, ARSI, Db 2006 ) 25 5 R Ste A T34 20 PR e, LA
VT A it BT PN B B TT ) 1Y) 22 S R AE VT HE 2N o SR XREJEX BN 5 FEH Na. Mg, K. Ca.
Fe. Si 6 MPETCE BTG, LIS ME . WA B o REYL IR 4 A, B AR
BEAT2UCHATINGE , RV DA A T € 8 ZHEH o FH Bp PA 3805 22 43 Wi (F ARGy ) Rl g 25041 14 7
GEVHoAT, B PR 2 SN T EM BEENE RIS A1

12 A B SRR 7 2 I 2 R W 4, 25 IBIR, Fe. Si. Mg, Na, K. Ca 6 MICELEFE
s P SRR R F BN T PG FHE (F, (3, 4)=6.59), FEHITE95% BASHER FRESIAVE R T,
Nl R ACHE S H O ORI R, X XRF iR E Bt T BRI bR BT R

Fd  FRESHIRESL I S IERRIN T BT LE R (%)

Table 4 Variance analysis results of the homogeneity test for the quality control samples (%)

F-value

Sample No. - F

Fe Si Mg Na K Ca °
1# 0.52 0.75 0.44 0.03 0. 06 3.67 6.59
24 0. 68 1.22 0. 80 2.17 0.16 0.56 6.59
3# 1.33 1.00 3.33 1.01 1.13 0.74 6.59
44 0. 08 0.17 0.27 2.91 0.59 0. 67 6.59
S# 3.83 1.50 0.20 0. 80 0.75 1.20 6.59
6# 0.33 0.22 0.20 0.25 0.94 1. 00 6.59
T# 1.22 0.78 0.27 0.59 0.07 0.50 6.59
8# 0.27 0.20 1.33 1.98 0. 68 0. 84 6.59
o# 0.52 0.33 3.67 0.18 0.30 0.33 6.59
10# 1.00 0. 67 1.33 1.70 0.56 0.55 6.59
11# 1.00 0.22 0.33 0.49 0.35 0. 67 6.59
12# 0.15 1.33 0.13 0.25 0.27 2.73 6.59

2.1.2 FREHEREEER
AN FEREH 3 AR BI04 e R AT T E , 3653 6 s (i Fe I iR LA 3R 1220
AR . BRSO, RAEERESY Fe, Si. Mg, Na, K. CaliNEE ShriEZEIE 5 FTR.



5511 3] AR JET XSSO PO I E B L R R o R R S i 5

HEBMEES . WERZEDN, EEEN XREZERER S
5 RS Fe. Si. Mg, Na, K. Cal@EHZ; R EhRIERZE(n=6, %)

Table 5 Certified values and standard deviations of Fe, Si, Na, Mg, K, and Ca in the quality control samples(n=6, %)

Sample No. Item Fe Si Mg Na K Ca
1# N 0.22 0. 063 0. 09 13.72 1.77 1.23
bR 2= 0. 005 0. 002 0. 005 0.117 0. 049 0. 024
24 VN 0.32 0.076 0.12 16. 37 2.11 1.49
PR 2= 0.007 0. 002 0. 004 0.221 0.017 0.076
3% N 0.33 0. 069 0.12 17.61 2.14 1.49
bR 2= 0. 007 0. 001 0. 005 0.185 0. 045 0. 049
44 N 0.34 0.077 0.12 15.15 2.07 1. 44
PR 2= 0. 006 0. 001 0. 005 0. 155 0.032 0.038
5# NEE 0.42 0. 107 0.16 16.71 2.52 1.77
bR 2= 0.011 0. 006 0. 002 0.214 0. 094 0. 066
6# N 0. 44 0. 089 0.14 15.90 2.32 1.68
FrifE R 2= 0.016 0. 004 0. 002 0.236 0.078 0. 071
T# NEE 0.47 0. 097 0.14 16. 36 2.43 1. 54
PR 2= 0. 008 0. 001 0. 005 0.164 0. 043 0. 040
8 WEH 0. 60 0. 101 0.15 16. 74 2.44 1.51
Fr iR 22 0.013 0. 003 0. 004 0.115 0. 027 0.038
o VN 0. 61 0.097 0.15 17.16 2.48 1.50
bRt 2= 0.011 0. 002 0. 004 0.174 0.081 0. 054
10# WEH 0. 64 0. 099 0.14 16.57 2.46 1.50
FrifEdR 2 0. 005 0. 004 0. 004 0. 066 0.079 0. 083
11# INEME 0. 88 0. 098 0.14 16.59 2.57 1.78
bR 2 0.011 0. 001 0. 004 0.122 0. 054 0. 042
124 WEME 1.10 0. 095 0.15 16. 74 2.51 1.63
v 22 0.017 0. 002 0. 002 0.161 0. 024 0. 047

2.1.3 LIEELEIER
MEHL 3 MR i S B R T 5 AR P R S0 5 A TS g = R b, 3 R SEI AL 5o A
RULF 6, Z5RLIHANIT N € LR 5 /MR L I = e 45 R A A R IFr)—3E, P& oEE
Iy EEITEARVF BN, PSSR . JERH B T S e (S SR
Fo  TIEFHETSREE LA (%)

Table 6 Interlaboratory comparison results for the quality control samples (%)

Test results

Item Sample No. Difference Allowable tolerance ~ Comparison assessment”
Present lab Lab 1 Lab 2

Fe 1# 0.22 0.21 0.21 0.01/0. 01 0.03 Wi
T# 0.47 0.46 0.45 0.01/0. 02 0.05 T
124# 1.10 1.07 1.05 0. 03/0. 05 0.12 T
Si 1# 0. 063 0. 066 0. 064 —0. 003/-0. 001 0. 006 i
T# 0.097 0. 092 0. 095 0. 005/0. 002 0. 009 W5
12# 0. 095 0. 094 0. 097 0. 001/-0. 002 0. 009 T
Na 1# 13.72 13. 40 13. 65 0.32/0.07 1.06 T
T# 16. 36 15.93 16.15 0. 43/0. 21 1.04 i
K 1# 1.77 1.74 1.79 0. 03/-0. 02 0.29 W
T# 2.43 2.46 2.45 -0. 03/-0. 02 0.34 s
Ca 1# 1.23 1.16 1.21 0. 07/0. 02 0.26 T
T# 1.54 1. 54 1.56 0/-0. 02 0.26 T
Mg 1# 0.09 0.10 0.09 -0.01/0 0.036 EEN
T# 0.14 0.13 0.15 0.01/-0. 01 0.038 i)

The allowable tolerances of Fe and Si are specified by the enterprise standard, whereas the allowable tolerances of Na, K, Ca, and Mg are

based on YS/T 739. 3-2020(Fe . Si A2 A ARMEME, Na, K. Ca, Mg RIFZESIYS/T 739. 3-2020)
2.2 XRFMEFEREL
2.2.1 HREERTEHYIESE
L RE RN A M Ry AR R - XRF B MTHE i BE ) E N R 2 —, WRAY & SBOt Ik,
MBI RGPS, S %L THHE20, 30, 40, 50, 60 s WfZENHMEFHIENG, 45T, FEEDHE
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RIS, UL E A B AT 2 2], oo RIFIE X TGO AR S Ty s WHE 40 s, &JT
RPCR IR i LT AEE s ARSEERWEEER ), FR5rJe RS A T R o XA i BER IS ]
RE SR ANNOR R A SR, ARl SE LB M R B IR ZS R, NRTFEARSOL 40 5 esh, I
BEWHEAL T BE PSR it BETH i e R TR RE AR AL, SRR B . LR 5% B0 SEEN:, 40
Ay EEWHE N )

T BRI ) 5 SO

Table 7 Relationship between the grinding time and fluorescence intensity of the component

Analytical intensity/kcps

Grinding time/s

Fe Si Na K Ca Mg
20 65.98 0.7491 96. 60 57.50 41.69 1.790
30 67. 69 0.8208 96.79 59.09 42.25 1. 655
40 72.03 0.876 8 99.13 60. 59 42.74 1.708
50 71. 64 0.8274 98.95 60.23 42.72 1. 706
60 64. 90 0.818 5 89.17 52.89 37. 60 1.782

2.2.2 ERHEEH
JERPELE S RIZEERE, TETHIRINELLE AR 4R . AT SRR, SEinik H PV C IR
FE, T HIFEE I POEMRER R, 25 R 8, ME SR 30 th), FITRMN GRS,
R RE 30 CARIFERE ST o FEIZESI T, #6058 7 B B A 25 R i 52, PRERTEIRS . 6.
8. 10, 12, 15sH¥, FERIEUEL) . KPR, WELRMERK, ETHHESERSIE, EREAE
I 6 50 PR30 tHE )T, (RIE 6 s b XRF RSl 5 5544
#8  HNE N ST

Table 8 Relationship between the pellet pressure and fluorescence intensity of the component

Analytical intensity/keps

Pellet pressure

Fe Si Na K Ca Mg
15t 33.51 1.461 39.52 122.3 77. 54 5.081
20t 34.22 1.483 39.59 126.7 79. 96 5.047
25t 34. 46 1. 469 40. 15 125.2 79. 41 4.943
30t 34.86 1.523 40. 63 129.2 81.03 5.152
35t 34.33 1.481 40. 24 126. 4 79.74 5.152
40t 34.37 1.491 40. 54 126. 4 79. 63 5.157

2.2.3 REHMZNLFIANRIE

L2017 il g, “1037 doE B 12N N R S VB AR AR o, SR v SRR
TS kRERE R, XRF 205 %E Fe. Si. Na, Mg, K. CaHUFFIE X STR75E001E, B CENEMES
B0 M REARkR . X XRF 8600 RARFR(Y) , A rsfE~S e 2k, iR ES 5RE
RN e X RF 8 AE AR () 81, AT iR BT e 22 A0 B 26 2 M ARTEEE R S . Tk e
WA, BICE N S EAERR, FTREAFAETC R M- IG 9., 5% T8 Fe. Si. Na. Mg,
K. Ca CEALsMEERRN " . SRHAH o REL T XRE 844 B 3 H R IR RN, BIEAR
WD),

Co=s X I X(1+>a;xC)+b (1)

Horp ¢l Co Bt ZREIT RN SR, s Al b RRHEM RO RRFVERIE, 1 oIS TF 1 X J40¢
JERREE, o MBI REL

ZREIE G & e E M [ Al 28 T e e RELL 9, HULE REIIAET 0. 992 3,

9 KL TR . O RS M

Table 9  Calibration curve linear equations, the coefficients of determination and linear ranges

Element Linear equation Coefficient of determination Linear range
Fe Y=0.017 44X-7. 164 0.999 3 0.2~1.1
Si Y=0. 046 35X+0. 597 5 0.998 3 0.06~0. 11
Na Y=0.319 5X+11. 88 0.998 1 13.5~17.6
K Y=0. 013 93X+46. 88 0.999 5 1.7~2.6
Ca Y=0.016 83X+16. 57 0.999 8 1.2~1.8

Mg Y=0. 045 93X-1. 881 0.9923 0.09~0. 16
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2.2.4 HWHRSEETR
BB AE T 25 i B AIGAY 1 BE Ry Rl B A A R R

F10 FILEAMLODAILOQ
Table 10 LOD and LOQ of each element

TATR ST SR 116, 7655 — XREMIRSH T senkil)  — eSO 08
EIFICEA ML . S IUPAC HERF 7, LA & SR br v IR si 0.0027 0.009 0
% (SD) By 3 ST BRI (LOD) , LUBRIfE R 2509 10 151455 N e o
EE FHR(LOQ), FmxERdmkHRAE & TR IWE 10, Ca 0.008 7 0.029
2.2.5 FEHEHE Vg 0.0064  0.021

NHEGTTERERE, U] — R E AR, (EA RIS AT & 10y A kAT
W, ARMFE VTR 6 FMRFAETCE I RE 45 ROVAHRS bRifE fh 22 (RSD) ST 0. 48%~2. 0% Z 1], J7ik%
PRRER RS, RUIAIERRENE S, RN WRWITE R 6 FRRE T 3R SEbR & BK-F T 5 i
SE R 2 BE T 2 2K

11 JRENRTEEERIRAE R (n=11, %)
Table 11 Precision test results for the proposed method (n=11, %)
Ttem Fe Si Na K Ca Mg
Average value 0.31 0. 089 17. 41 2.44 1.72 0.13
SD 0. 006 0. 002 0. 140 0.012 0. 009 0. 002
RSD 2.0 1.8 0. 80 0.48 0.51 1.3

2.2.6 HEXEBRE

FIVEAN AT 1 B D0 R MR B, R Oy AN Im 5 SR () R A BB SEBRAE A, A R AR
ST T 1 A SO ) XRE VETFJ FL SR , - Fo6 PO 2H I i 25 R A T R A S o b, 45 2R niE 1 B
o ZERFEHH, 6 FMEFAETC () XREF M€ H 540220 A 7 ikl e 34 R W38 IEAH DG, AR RE (DR
F0.95, BUREARY) SRRER . Hf Fe, Na, K. Ca 4 FhoeZ W07 600 EHE — S ik, 24 Fe
TCETRACT 0. 7%0F, PR LRI E MWD, PCRCSCRRE . SZRIT RV BURAIG. T
ST ISR B TS B R Z500, Siy Mg TT 3K B ARPEAH SRS ks o [0S PHZH I E 25
SFEATHECHT K550, Fe. Si. Na, Mg, K. Caffl¢ %54 0.30, 0.29, 0.99, 1.74, 1.76, 1.79,
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Correlation analysis of elemental determination results obtained by two methods
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