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Simultaneous Determination of 17 Impurity Elements in Molybdenum
Sample by Full Spectrum DC Arc Emission Spectrometry

WU Dongmei'?,ZHAQO Yangqiu"?,FU Guoyu'?,QU Hongjing"*
(1. Beijing Beifen Rayleigh Analytical Instruments(Group) Co. .Ltd. ,Beijing 100095 ,China;
2. Beijing Material Component Analysis Instrument Engineering Research Center,Beijing Enterprise Technology Center s Beijing 100095 ,China)

Abstract In order to solve the problems of complex sample pretreatment and complicated determination
process in existing determination methods,a method for the determination of 17 elements such as Al,Bi,
Ca,Cd, Co, Cr, Cu, Fe, Mg, Mn, Ni, Pb, Sb, Si, Sn, Ti, V in molybdenum sample by DC arc emission
spectrometry was studied. 98 % graphite powder, 1% sodium carbonate and 1% sodium fluoride were used as
spectral buffers to inhibit the evaporation of matrix elements, stabilize arc flame and promote the evaporation of
impurity elements. Samples filled with electrodes were pressed down for 2 mm and 2% sucrose ethanol aqueous
solution was added to prevent splashing, stabilize the excitation process and reduce matrix interference. The signal-
to-noise ratio of elements was improved by means of segmented signal acquisition for different volatilization
elements. The method had high sensitivity, fast analysis speed and simple operation. The recoveries of standard
addition were 85%—120% ,and the precision of each element was less than 15 %.

Keywords full spectrum DC arc emission spectrometry;molybdenum;spectral buffer;segmental acquisition
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2y A2 B 7D L REE (P gt b st dt b
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1.3 #RAEFEm

A AL B B E AR S (YSS003-96-1 ~ YSS003-
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Table 1 Standard sample content table /(pg-g")

JLE YSS003-96-1 YSS003-96-2 YSS003-96-3 YSS003-96-4 YSS003-96-5
Al 3. 10 7.30 18. 00 46. 00 114. 00

Bi 0.92 2.50 6. 40 15. 00 38.00

Ca 5. 30 11. 00 28. 00 67. 00 171. 00
Cd 1. 80 4.70 12. 00 32. 00 79. 00

Co 5. 00 12.00 28.00 72.00 178. 00
Cr 1. 80 4. 60 12. 00 33. 00 80. 00

Cu 1. 20 2. 60 6. 40 16. 00 38.00

Fe 4. 50 10. 00 26. 00 68. 00 171. 00
Mg 2.50 5. 80 16. 00 37.00 95. 00
Mn 2. 30 5.10 13. 00 31.00 80. 00

Ni 1. 90 4. 80 12. 00 32. 00 79. 00

Pb 0. 65 2. 10 5.70 16. 00 37.00

Sb 1. 80 4. 50 12. 00 31.00 78.00

Si 4. 40 9.90 24. 00 60. 00 144. 00
Sn 0.99 1. 90 4. 80 13.00 31.00

Ti 5.10 12. 00 30. 00 69. 00 175. 00

\% 4. 20 11. 00 27.00 67.00 171. 00




% 2

S A S A« AT EL U A 9IRS G T I TR I SRR gl R 17 BRI ROT R 69

1.4 ZWHE
o4 1 JEMH T WO

IR CEEME S FRIEAERIE 1 LIRGY
A1 RIFREL 2 g FEREA 98 g IR A UF 1Y £ K VT
BEFEM D A E T2 RE S
4.2 FEmF AL

Wl AR CH R VR 555 B T w5 B iR
B A S B i NE R T E 550 C LRI 1T h iz
e AL = AL R R R
1.4.3 Fpabag

HERA R = S A SRR AN v 7] DL 2 5 1 Y L
BIAEWTBR o I BE 2 50 0 o FF i B 00 il JH IS A
JEN 2 mm, B4 R AR R H A LR i 1
PRI 200 . FRE B A G - TN 1 3% . ¢ 2B A
T TRAMERS 105 CHETF 1 h B E G fE . Bt
i e 3 AN LA ESPATRE WA T A AL B = A AR A R G
PR UERE i
144 FESIUE

TE 8 8 B SE I 25T S PR bR UE R SV A
PR s 2O 3 R IS 5 P BME L LA 43 B oT
U EFNAR R 1P I AE 5 S TAE & & oo R
TAEM AR AHC RE R 2, %0 R TAEM &AM R
R HIIAE 0.99 LA b AR M0 X AR 5t
130 5 o A 1R e A E 3 IR

2 HR5UE

2.1 XEEMFIRIERFE

TE VA A TEAT 70 B i o 38 75 1 5 19 B v A
o3 AT ICRE S A — B8R R 53 2% nh R 9 AL 5
BIRGW R T — BT R RIS T —
B0, FH R E IR L LD/ B0 X 2 A 45 R 9 R 5
I3 — 77 T > ZE vh A A RE AR AT LA F R AL
HRIE BT B A B RS 0 R B S B AR A
NG ) — L TT R N AE K AR G R TR
TRAESE R

=B S BARCH A 1155 °C L, 700 TR
ETHAED S PR AR AR DAKE i HL AR R 2% K HE R R
M FRTT RIS E L TR BT R R Z 2L
AR BE B 4. 8 G 22 vh R P A K £ 5
For o R o A AT LA B R 1) = R A SR e A D
FEJ A (BB s 5 560 °C) , JUTIT 410 4] 2 4% 0 3 19 7%
s W8/ INFE VAR AT T TR A T R R T 9 o R SR
T AR A e E 2 BOCR M 28 A .l 2 RSk
56« i i A (0 T OB T TR R SRAL B A2 A

VE S 0t 1% 22 vh 500, O 35 92 o 500 B 4H 0 A R
(9820) JHRBRHH (120 HUAL AN (120) B K 2 505 Il
JC R M E BOR B
2.2 HREERERERE

H, IO T 0B R B B R R o R A R DL LA
H R H R R B0 45 6T A0 B R AR R A 1R 25 L
N LATE B o AR W A S . AR TR 2 mm,
A I i A 5 A T Al /N AR SIS 5 |
W% 5 I ELAE TR HE A Lo TR e v T T S
oy AT it o 2 R R o 0k — 25 T BR R R I Y K A
SR TR A B 10,226,300 .5 % 10 %05 5 Ff
TRERH S WK VW, 52 B 25 R SR Wk 3 o 2 00 e B ]
IR B By 1A b I 1RO Y R AL 5 0 R, AR
AR A W AELRE i P A 2 B AR 25 L SR B 2040 11
TREME £ K WA DA i R

TE 250 3 S B Rt AT WBROHE T S Ok
AN BB A Ul /0 o W 1) 2B T B AR B O R
EREE AR o TN 17 S R P e R
JEREARAS EARKRFESE B/ TR T &R T4 45
FE YSS003-1996-1 A+ AL, Cr.Ni.Fe ST E K 5
AT W PR DX E A A 1R
2.3 SITBLEIEE

FHATE L AR W £ AR R PRI oG 2 9 20 B
LRI B R AR TR MOk T, R
JERFIN TR Z (6] B AR B4 R i T el T4
AN BT IR . X TR S B R R TR L
TR 2 458K 2 ZR LA BN [A] R U o B i etk AT
M. SICREFER /TP Zeank 2 fios . Hrp Bi
TR R4 306.771 6 nm 5% Mo306. 764 2 nm
T P, P 4R 43 R JFs Cu oo R OR U &
327.396 2 nm 5% Mo327.396 1 nm T3, W IL R
SNSERE S T W4 Mo T35 4o B2 #E55
TP RN 78 A A3 B 13 4 R BB AN e i SR 1Y
RBIIR T, 3% 4k Bi306. 771 6 nm f1 Cu327. 396 2 nm
ATHER JE AR DU B B 45 1) e A 20 T TG 4R
2.4 TEWMDBRUERETEX

AR AL 7 AR L A R IR DA S AR PR 2 8 Rl R
A URE R 0 2% ) TR i L S AN S AR B
R MR UCZE R T E A B B . RS T T A e
HATE OB T - 1 S B THE s A S e R
IR B N e AL Dy 55— PR S L I 4R AR L)
TRk R IR IR ZE & . #5 JU R & AR IR 28 K e ik
79 1WA B N N [ | R T S B S VA 1
TCR W43 O X ¥ R MELLFR FE AR W T R 15 5



70 b [ JC LA AT Ak 2020 4
350000 - 250000 -
Mo 257.442 nm Al257.510 nm Mo 267.6484 nm
300000 - : ) 200 000 |- )
250 000 | 4‘?”@”&‘ — 4\?Juir%1«w
PN I O T I 150 000 L JImg R
= 200000 - ”
B :
150000 |- 100000 |- i
100 000 |
50000 1 P Cr267.7159
50 000 P
0 MR\ N o= LN ~ L -
25742 25744 25746 25748 257.5  257.52 267.625 267.645 267.665 267.685 267.705 267.725
P le/mm WK nm
(a) Al (b) Cr
250 000 350 000 -
Mo 300.31 72 nm — AR 200000 Fe 296.69 nm
200 000 | N i ) | Mo0296.6697nm R
Mo 300.414 nm 250 000 - PN /N - BN R
Ni 300.362 9 nm !
150 000 ’ s 200000]
id =
E::H_:
100 000 150 000 |-
100 000 |-
50 000
50 000 |-
(= b . i , Lo PN 0 . : ; -
3003 30032 30034 30036 30038 3004 300.42 296.65 296.67 296.69 296.71 296.73
P Ke/mm WK /nm
(c)Ni (d) Fe

E 1
Figure 1

R o3 Bk B 19 75 30 ] DL AR I o0 2R A AR B
PN HER B . AL TP R AR TR R R
LN ET 2 B s B 0 A D0 R ARYE B B 28 i 2k
B AN A 1 475 5 R 4R JT Uy 1 [8] 01 285 SR (8] o 6
BIE S AT RE RS THIUEEMRL., %o
AT RAEM I BLE WL 2,

900 000 -
w0000 —Cd228.8018 nm
,,,,,, Mn 293.9304 nm
700 000 |- _
X ___Bi306.7716 nm
| r/ \ \
600 000 — -Ti324.1986 nm
s 500000 -
B
=400 000 |-
300000 |- A\
200000 | 0
J“ N - -
100000} I -
) e —_—
Il Il Il

I I 1 T I =
20 25 30 35 40 45 50 55
I 1E)/s

B2 S4EPKRERTE CAMn BiTi BZEL L
Figure 2 Evaporation curves of representative elements Cd,

Mn, Bi and Ti in molybdenum trioxide.

0% i F0 0 R & 4 T Al(a) (Cr(b) (Ni(c) Fe(d) & B 1§53t bk
Contrast diagrams of no dropping liquid and dropping liquid for Al(a).Cr(b) .Ni(c).Fe(d)spectra.

R2 BRENWEEZ.ESRENBRIGHEBEXRY
Table 2 Analytical lines, signal acquisition time and

correlation coefficients of working curve

JLHE W2k /nm {55 REWA] /s AHKE ZEUR?
Al 257.510 0 0~30 0.997 2
- 289.797 5 0~25 0.998 0

306. 771 6 0~25 0.998 1
Ca 300. 685 8 0~30 0.999 9
. 228.801 8 0~20 0.995 7
e 326.105 7 0~20 0.999 8
Co 242.493 0 0~35 0.996 6
Cr 302.156 0 0~30 0.999 8
. 282. 437 0 0~30 0.999 5
Cu 327.396 0 0~30 0.999 9
Fe 305. 908 7 0~30 0.997 6

Mg 277.828 8 0~30 0.996 1

" 257.610 0 0~35 0.999 9

293.930 4 0~35 0.999 4
Ni 300. 363 0 0~30 0.998 7
Pb 283.306 9 0~25 0.995 7
Sb 259. 806 2 0~30 0.996 7
Si 251.920 7 0~30 0.999 6
Sn 283.999 0 0~25 0.999 3
Ti 324.198 6 0~45 0.993 8
\% 310. 229 9 0~45 0.994 5
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2.5.1 fHifR

i S 06 7 o0k AR BH R A i B 22 E 10 1K
DL 3 A A 25 T E A B L 45 oo A PR L3R 3,
MF 3 AT AE LB Ca LR AN, Bt K i
o th R 1 ng/g A

2.5.2  KEHREFHERA

¥ YSS003-96-2 5 =4 LM 1 1IRG
A7 AR S 55 4700 8 10 UK, 1 58 0] i 38 F kG
BRI E AR LR 3, NER 3 Rl DL ML T GE 4
A TR BN bR |3 A 8526 ~ 120 % , RSD #5 /)N
F15%,
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Table 3 LODs,recoveries and RSD of standard method

& BB/ Ggeg D WER/ (ueeg D WAR/Geeg D WEMR/ Ge-e D BIKE/ % RSD/ %
Al 0. 04 2.83 3. 65 6. 98 114 6.4
Bi 0.15 - 1. 25 1. 20 96. 0 3.3
Ca 1. 04 8. 45 5.50 14. 82 116 10.9
Cd 0.02 - 2.35 2.05 87.2 9.0
Co 0. 27 3.90 6. 00 10. 03 102 4.2
Cr 0. 25 7. 60 2.30 9.59 86.5 7.7
Cu 0.05 0.62 1. 30 1.98 105 3.0
Fe 0. 24 23.25 5.00 29.23 120 11.3
Mg 0. 35 2.95 2.90 6.12 109 7.1
Mn 0. 04 1. 26 2.55 3.59 91.4 6.7
Ni 0.12 5.63 2. 40 8. 24 109 4.3
Pb 0.05 - 1. 05 1. 11 106 4.3
Sh 0.33 - 2.25 2.09 92.9 5.3
Si 0.15 12. 56 4. 95 18. 39 118 9.8
Sn 0.12 - 0. 95 0.93 97.9 3.6
Ti 0.75 - 6. 00 5. 31 88. 50 13.6
AV 0. 89 5.50 4.75 86. 4 14. 7

2.5.3 RERASTHT o~
3 Hig

X ] PAY S ARl 2R 7 Y BH R B R AR B« 2 S 7 U5
Rty =S A A e BEAT DN . U s 45 2R L3R 4 (L=
AT 2R T R & T RSD O 3 YOPATHESE R .

x4 HERNELER

Table 4 Determination results of molybdenum samples

— R B e
PR WM (g ) RSD/Y WEME/(ug g ) RSD/Y
Al 2.56 6.1 2.63 5.6
Bi <0. 50 - <0. 50 -
Ca 4.53 10. 6 4.18 13. 4
Cd <0. 06 - <0. 06 -
Co <1. 00 - 3.03 4.3
Cr 4.23 8.3 8. 83 7.4
Cu <0.15 0.75 2.3
Fe 4. 68 9.3 24.15 8.0
Mg 2.35 1. 4 4.52 5.1
Mn 1.53 6.0 1.65 6.4
Ni 1.83 5.6 12. 35 4.0
Pb <0.15 <0.15 -
Sb <1. 00 - <1. 00 -
Si 4. 08 10. 4 6.02 12.7
Sn <0. 40 - <0. 40 -
Ti <2.50 12.03 12.1
\Y% <(3.00 4.63 14.0

WS T LU F IR A S DI 1 3k ) B 00 2 R B A
ai 17 AR BT BRI 48 b AR AR TR R E 1Y S B A5 1
L TO R AR OB AR A B AR AT 0 B
ST IR B A PR B R DOE AR A SR R .
25 SR META TSR 0 A PR L 3 A5 S AR AE P R o
JLE WAL
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