(™

o

@

SRIMARRMERRIC R T 24V T4 VO 1823

© 1986 1ISLJ

AT WS

r—

ST RINERECB T 54T 4 T

7 M

N6 N

On-line Analysis Studies within the European Community for

Steel and Coal

1. F © ® [

MBS A RIEFE A (E.C.5.C.) CTREFEOHE T
LEIFRERSVEHL VS, HFnicBE LTk, E3
FEED, YMEROHRETERE L bDIRTHL,
FILOEROMENITT B2, ok 5 EEHDI DR
Hicfh <, FROFEE S BT IS &N%hT T
W5

WD s X +¥03 E.C.S.C. TEhhbhTE
D, fTThh T3 3 I ERWRICER SN TWEER
i, PEZ LEREHNOEEN S E T 5 HF I
BRMBEEXRHITE 2L THB. FEEL I THR
BUFEATBR LB T T r v 7 + EEE L LEAE
T Y IO TV 5.

L, * VT A VIR EOED, &BOM
BRTHOAEMIC AR L T 2O THREEED S b
THEOELEERIDODOEDTH A 2L RBHX
nTn5.

AR ILOBRIRMC S TREZ OB TED L S
T ENfThhich B lHT A2 Litdh 5.

2. BAREERODNADWN

aEEoT, BaERE (Btek, M) EESTT
HZERREOETH O ThIBE XL, »oFHK
LTEDRD, ROXHSTFEHLELRBZ LS.

) =22

2)  HHrEED

3) wvFY v DK

COSBREDEHIZESCEETHS. v 7Y v
IR I E T A BT A R FEM:, HEM, BR
FIHEIE Lo BT £ el 2T LE 5 6ThH
5.

COBEESPCHELT, —onRLE2%F e Ttk
bicws., ok, ZOWMENMTbIhRALETLLY —
F—RPHT » A A —BAFTHZ LR TE DO E
52 LB O TELLL Tkl Sigle.

EOMOE—DORLWEBELDOH BT XTORS, &

Gerald JECKO*

CREENENEBCH B C, S, P losirBE
TH ETHDOT.
21 FRMEBOR/N—2F

75 A0 IRSID |, o CodEfHEmEs & <
gL T E.C.S5.C. o CERREKIETOEMALLF
FeR AT o,

e 1957 4Eps 8 1958 4 v TR OTFIIT
bh?, 1962 FErcizghgkn Si & Clre o TFEARE
E7 A pThhicdy.

A ¥ Y AT BISRA 235 2 —h — LIEFTREL &
5l A — P EEERIT\D, —JF, v T 4 — PR

+
5 51
3 1
i =
4 11
8 7 2
N\ J/ f?ﬁ:
=i ‘//»T:;j
% —

01\
N
fx
Lol
| .
II|J!
Z

o
N

Melting device
Molten metal
Electrode holder
Contact electrode
Gas inlet
Chamber gas outlet
Gas recycling

Gas outlet

Fig. 1. Melting crucible-sparking chamber.
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Fig. 2. Optical liaison diagram.

Tix 1968 Fic Ni DEEI I3, FOH5
WAHDHRECHI4>T BSC R&BD =7 v v b ik
WY 7Y v 7 LEDBHETSA<T — 7 ffhildXe 5
EVSHLVELHEE D AR08,

7 A Y AT 1965~1966 i <A L~ - AP — L
HADD A= — & ZDOHEDOBGEE LIl RirRE
IhTwi. 74— FE—x 4 A7 v v Aflidbo
Cr & Ni OEEIRD\WT 1965 EIELREL Y.

1966 41 Bilfh L7z IRSID offge =ik b 55—z C,
S, POEEBZDITLDOTHOL. BOCELNNLE
HBaEOTAS— 7 FHRLOM S & & It ilE
E L7,

DT e E.C.S.C. D&ELBEIHA LT
AR PR ORICER LRSS i b bR b
Z Ll orh. ‘

EREBIITRO LD THOK

1) 20kW EREBRAEEE

2) KBROEE A~y v 7ICEHERE, 4B 3ke
BENPTENTED 735 500F fH &0 BEEEE
(Fig. 1).

3) K ZDEENOHHBOATAY » b FCH#EL
Y% (Fig. 2). .

4) V7TV - Ty —2, VMOSEEER
BT ) —FV—AR—=2F 5 5 7O4ERE A7 ) — v
CELHTZENTELIRREL 79 X~ DB HE
T 5 EERR DO, HE LM% Photo. 1 R,

2-1-1 g X 585

BB R\ T, MV RV, 7 ARL 31000 4
s ETENC X 2T 20 ZENBORD 7 4 Ak
NE—FEDDFENE X SBWE L.

W EARESBICOVTIE, Ar X5 AAR— 7 TE

1. Spectrometer

2. Optical liaison

3. Furnace
General view of the experimental layout
for spectrometry.

Photo. 1.

LPRVGVERMELh L ZERED R TV, BEER
FEA— 7% 1350°C L) Eooghsk 7oL R inz 57
AT, BB ENBECREE LA —273Bbh
ez Ehvbhyote. ZDOfRE ) IRk LT Ar 251
b s R bh, 1350°C LT co A lllfyin A<
— 7 B bR,

BREROPEN Z OBROBMDO BT IsDfe. §
b, WHRE, LAETFANEINE OB E L
BRBENCIEBMET24ET, BMHEETORRED E
A OH TIREBEBICHENT 5. MREICER L 7
HEBEBTIIINEIR, ZD=F AF — 13 Ar HF & OB
W2 IO TULBER LIS, Ticbb, ISHIRE 1 350
CHkitks &, At idf+ bR, ¥ FHIH
TR HHBEFAELS. BINeAHEIILE e 2 TF2

— 12 —

Vw3

A7

a



UWMERBKNMERKC ST IV IS4 VAHOWME 1825

LA
Liquid steel
500007 Gap : 6mm
Contact electrode : iron "
/ pr 959+H2 5% Va>1100v
i /o s @ s ) errae @ 2 =
I’ ./'
10000} /./Iy‘
7 Vd=170V
§ 5000 / " ,
=1 ’ 7.
(&7 7 ’ *
/I I,
. ’ =
/ & / Va=300v o Va=800v
/ ‘?/ "&o/"/
* N e
M oe X
1000} / é,';\/ “%Q"f/
. Y‘s" .
//o—.———l/
500 57
|7 |
f |
Nz Vyg>1100V -
0 100 300 500 700 v
Voltage

Fig. 3. Current-voltage relationship.
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Table 1. Relative intensities of iron lines.

o Solid metal Liquid metal

Fei (A)
Ar N, N,
I 3369.54 100 8 120
I 3372.08 20 — 27
1 3378.68 0 5 85
1 3380.11 100 6 110
I 3383.69 60 5 60
1 3392.66 150 40 150
1 3402.26 90 6 95
I 3415.53 42 — 45
I 3255.89 80 11 85
o 3258.77 90 14 100
I 3259.04 95 18 110
I 3267.03 21 — 20
I 3277.34 95 13 100
I 3281.30 80 10 70
I 3285.41 70 — 65
I 3295.82 40 — 30

Table 2. Sequantometer ARL 33000 spectral lines.

Internal standard lines (A) Analytical lines (.&)

Fe 1 =1707.41 P I =1782 87
Fe 1 =1877.46 S I =1807.31
Fe [ =2027.8 B I =1930. 90
Fe [ =2714.41 Cd I =2144, 38
Fe 1 =3519.82 Cu I =2230.08
Crll =2677. 16
Mo I =2816. 15
Si ] =2881.58
Mn I = 2933. 06
Nb II =3094. 18
Sn 1 =3175.02
Cell =3201. 71
Zn ] =3345.95
Ni [ =3414. 77
Al1 =3961.53
Pb [ =4057.82

Table 3. Reproducibility of spectrometric analysis
of pig iron.

Element . C Mn P ) Si

s (1073%) 18 10 4 1 3
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NEBN. HWEMHTITRDO ERD THOt.
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N, Wil : B 151/min, EEPA 81/min, il

s 10 I/min

Z -3 — 7 [f@ 8 mm
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Table 4. Reproducibility of spectrometric analysis of steel.

Element C Mn P S Si Al Ni Cr Mo Sn Nb
Content (10-3%) 800 200 120 60 160 40 200 500 100 40 40
s (1073%) 15 5 2 3 4 1 2 5 2 1 4
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Fig. 7. Section through lance tip with slag cap.

Fig. 8. Atomiser nozzle with aluminium plug.
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Fig. 9. D. C. plasma jet and fluid bed.
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Photo. 2. PERL’X-2, general view.

Table 5. FLUOSID 21 flux composition.

Blank powder
Li;B,O7 75.6 %
Typical content LajOs 20.9 %
B,Os; 3.5%
Cl 0. 0002 % max
F 0. 0001
SO, 0. 0005
P 0. 003
Fe 0. 003
Ca 0. 0004
Mg 0. 0005
K 0, 0003
Na 0. 0003
Ba 0. 0005
Al 0. 0001
Si 0. 0005
As 0. 0002
Pb 0. 0002
Ce 0. 06001
Nd 0. 0001
Pr 0. 0001
500 um not passed < 0.2%
100 #m not passed >99.5%
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Photo. 3. Beads and platinum accessories,
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Fig. 13. Bead preparation flowsheet.
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Table 6. Results of XRF analysis for iron ores (n=11). )
o
Sample Fe Si0, Ca0O Al;04 TiO, MgO P Mn
T 65. 69 2.72 0,18 1.76 0.10 0. 060 0.053 0.092
g(ﬁl_le su 0.12 0. 039 0.012 0. 063 0.011 0.010 0. 007 0. 004
SR 0.15 0. 053 0.016 0. 046 0. 004 0. 010 0.010 0. 009
1 z 45-70 0-25 0-3 0-8 0-0. 4 0-1.5 0-0.7 0-3.5
Standards s 0.16 011 0.017 0.1 0. 006 0. 008 0.010 0.026
3 24.25 7.35 25, 40 3. 87 0. 177 1L.21 0. 555 0. 300
ECRM su 0.04 0.06 0.05 0.05 0.002 0.05 0.005 0. 006
s& 0.09 0.07 0.11 0.07 0. 003 0.07 0. 005 0.010
12 z 0-45 0-45 0-45 0-11 0-0.4 0-3.5 0.25-0, 85 0-0.5
Lorraine
ores Sr 0.17 0. 20 0.21 0. 14 0.014 0.012 0.015 0.011
Example for PERL’ X-2 sequences (time) su: Repeatability on one bead (n=10)
Fusion Stop Casting Cooling Total sr: Reproducibility of preparation (10 beads)
Iron ores sr: Residual standard deviation of linear regression
BF slags 2 min  8s 15s 1min 3 min 18s
Refractories
Steel slags 1.5min 3s 15s 1min  2min 48s
Table 7. Results of XRF analysis for BF slags, steelmaking slags and refractories.
(%)
Sample Fe Si0; CaO Al,04 TiO, MgO P Mn
T 0. 569 32.45 42. 95 16,15 0.612 4.76 0, 250 0. 595
BF slag
ECRM sur 0. 029 0.11 0.19 0.10 0.008 0.11 0.028 0.015
802-1
SR 0. 039 0. 20 0.15 0.17 0.006 0.17 0. 020 0.010
9 BF T 0-2.5 32-37 34-45 12-21 0.3-0. 8 0-10 0-0.3 0-0.2
slags s 0. 060 0.21 0.21 0.14 0.014 0.16 0.025 0.012
T 11. 92 5.55 51. 63 0.79 0,253 1. 46 17.70 1.90
Steel slag
ECRM sur 0. 015 0. 053 0, 127 0.03 0. 003 0.093 0,080 0.010
804-1
sk 0.075 0. 060 0. 157 0. 09 0.005 0. 140 0. 100 0.011
" z 0-33 0-0. 25 34-54 0-2.5 0-0.8 05 0-22 0-16
steel slags s 0.22 0.1 0.29 0.12 0.018 011 0.19 0.05
z 105 34.10 0.34 6L 10 1.92 0.17 0.025 0.015 .
Refractory su 0.018 0.15 0.012 0.20 0.010 0.038 0.005 0.001
309 sa 0.045 0.17 0.021 0.39 0.017 0.046 0. 007 0.001
z 0-10 0-51 0-3.5 0-70 0-2 0-94 ((): '2’203 0-6
10 .
refractories $r 0.17 0.23 0.14 0.24 0.01 0.20 0.14 0.012

Table 8. Comparison of precision of XRF analysis
of cements between manual and automatic bead
making.

(%)
SiO, CaO Fe; 03 CaO MgO
Cement 1 (%) 32. 46 4,57 2. 66 63,71 2. 46

Sg manual 0.07 0. 02 0. 008 .11 0.01
Sg automatic 0.05 0.01 0. 004 0.07 0.01
Cement 2 (%) 20. 69 4,95 2.91 64, 48 1.34
Sg manual 0.07 0. 03 0. 007 0.19 0. 004
Sg automatic 0.07 0. 02 0. 006 0.14 0. 009
Cement 3 (%) 21. 62 4, 67 1. 59 64, 87 2.73
Sg manual 0.07 0.02 0.01 0.10 0.02
sSg automatic 0.07 0. 02 0. 005 0.04 0.01

NTE. ZTOFHRO—FX, B H >\ Table 6
2, A7 7 LK ONT Table 7 wrhFhi &
Bic. RCXTROLSHHFER L.

£ B

sy E— F LERDWTo 10 BloiEoEERx
sg €= F 10 & GRE) oE#FEx

s HREEYROBREERERE

TR Y POV, FEIEHABO C— FEMEY B
Tt Table 8 wWRT X oo, CoEX, HE
BIEOTINBERMLECZ L 2R LTS (n=10).
5:2 BRIWERSESUCRRORANY

BILEGA (DRI) 222 10X 574 ik Fe, Pb,

Zn D L5 MR EEBIRBTEATHS. Zhbog
FOBEEEMT DL 5 0EFNEDIS. DX S5

RSy T Bk, RERLX-2 it @l (U 7ol
500°C < Hu) s BEROBME (R2\ 7oV B T)
OFHBCLER BT Th Do & DBREZT TIoh~7e
BRTEOMIANSL Z LA TES. £0BE, MiEs
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Weighing Weighing Weighing Weighng Weaha
2100 um NaNO; spectromelt A 10 sample sofrem flux
0.200g 1.250¢g (LizB407) 0.25g 5.00g
\ / 4g NasB:0; 50%
Time A V. Liz?607 28::/;
@iFn) / cicos 10
Q +Nal &
———————— 1 Homogenizati
genization
I Preheating—oxydation | r J
500°C ~5min _ | Fm—————— S
Y [ Platlnum-gvold crucible | : L Oxydation 6 j :
5 1
T } Melting | [ ] ; :
1100°C-1150°C 345 ) ! Fusion 4 '
| stirring | Automatic | agitation PERLX-2
b sequence ! Automatic
I Pouring by ! Casting sequences
| on platinum—gold dish | PERLX i L pre-heaied dish :
Y | heated at~800°C | : | !
3'45 | A4 | ) [ Cooling —] !
T Cooling | Lo e + ________ J
Y [ (air stream) 1
g L= W ——— | | Bead withdrawal |
T regg;dfjf r:r?al,?ysis Fig. 15. Ferro-alloy dissolution.

Total preparation
time : 11min

Fig. 14. Bead sample preparation.

By 7o s 76% LEEBOMEF b Y o a 24% TT
75y 7 ARERTS.

OB EFIBERY AV, DRI o 7 —v
— +% Fig. 14 ©Rd. ZOHETILBHKD EEIL
TEWD, £ Fe BERIVRADEECIITHRIC
. FOX 5 EBO—2DIBILT, Table 9 & 10 &
FT X ol sy & sp(n=5) BE LR T5. Table 11
E 12 1348k s v ) H OWBRILEEE L € — FEOOHE
DEERL TS,

PREBD DETRCE L CHEBOEES Table 13 12
~T.

Table 9. Repeatability of XRF analysis of a DRI sample.

Zo—EHOREL 24 o DRI & 3 FoBEMEEIT X
DTHRINT VS, HEIBYVF Y 2%T7 5y 7 AR
BuT, b0 o7 28E2 LTI DT — 2133
BB L CHXERZE 2~3% BEDO D2 TH
55,

BEFO £ A+ B IOZ DML A oW, Table
14 O X 5 IskERI B LR TV 5B,

T4V TA A VE—F Va1 FAENLREFEINT
Wbz o PERL’X i3 1 HORE&EEED2I1IET 2000 &
— FUAL BRSBTS 5 2 &3 CE, HHEAIIET CEIm
th.

5.3 SEHRVZOMOHMOE AR

COE—- FHEBHAMBIC R CEESEOTTHIE

BEhnT\ws, IRSID i3 Fig. 15 wRd7r —v—

(%)

Sample Fe Sio, c:o | ALOs | TiO, MgO P | Mn
3227 89.851 6.970 0.647 0.638 0.024 0.824 0.020 0.219

3297 89.889 6.949 0.668 0.606 0.025 0.867 0.019 0.219

3227 89.877 6.868 0.640 0.612 0.021 0.854 0.020 0.214

3297 89.769 6.979 0.659 0.609 0.020 0.786 0.022 0.218

3227 89.830 6.967 0.658 0.606 0.024 0.794 0.019 0.219
Stand. dev. Sy 0.046 0.045 0.010 .03 | .02 | 0.0 | oot | o.002
Table 10. Reproducibility of XRF analysis of a DRI sample. (%)

Sample Fe SiO; Ca0 ALO; | TiOs | Mgo [ P | Mo
3297 1 89.798 6.945 0.643 0.620 0.021 0.800 0.019 0.220
3227 2 89.963 6.850 0.648 0.601 0.022 0.767 0.016 0.221
3227 3 89,740 6.850 0.658 0.615 0.021 0.784 0.017 0.218

3227 4 89.673 6.873 0.651 0.587 0.028 0.795 0.025 0.214
3227 5 89.515 6.961 0.653 0.624 0.025 0.719 0.019 0.218
Stand. dev. Sz 0.156 0.051 0.005 0.015 0.003 0.032 0.003 0.002
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Table 11. XRF-chemistry comparison on DRI samples : total iron. (50.0<Fe,,,<96.00, 0<Fe,<91.00)

[Fel D=1.40017 E=0.28452 Sigma=0.15198 K=0.01709

Alpha Fe=0.446*
Alpha Si=0.131*%
Alpha Ca=0.614*
Alpha Mn=0.343*
* PRL

Sample Intensity Chemical Calculated Difference Apparent
1 3227 218.43942 90.00000 90.00400 0.00400 63.55153
2 2091 205.73187 82.80000 82.78975 —0.01025 59.93592
3 3252 144.54553 58.20000 58.31875 0.11875 42.52691
4 3226 196.67230 77.60000 77.89741 0.29741 57.35825
5 454 179.58718 68.95000 68.79241 —0.15759 52.48712
6 538 176.57682 72.60000 72.69565 0.09565 51.64059
7 AOl 161.66703 62.20000 62.29218 0.09218 47.39840
8 3348 146.04930 56.00000 56.05944 0.05944 42.95477
9 2157 172.32115 65.60000 65.68903 0.08903 50.42975
10 1430 215.02262 87.30000 87.49134 0.19134 62.57937
11 1432 225.16073 92.60000 92.66847 0.06847 65.46391
12 2042 220.91863 90.50000 90.47157 —0.02843 64.25693
13 1684 216.23580 88.00000 88.08004 0.08004 62.92455
14 2619 198.94625 80.60000 80.52689 —0.07311 58.00525
15 2624 201.13223 80.80000 80.56121 —0.23879 5862721
16 2623 204.61545 82.40000 82.17446 —0.22554 59.61827
17 3170 218.35117 89.40000 89.68155 0.28155 63.52642
18 3586 228.73960 94. 55000 94.69161 0.14161 66.48218
19 5326 226.73965 94. 20000 94.14115 —0.05885 65.91315
20 6065 208.58240 84.20000 84.27973 0.07973 60.74697
21 6160 208.68452 84.85000 84.70255 —0.14745 60.77602
22 5411 223.55793 92.25000 92.04139 —0.20861 65.00787
23 5412 230.04483 95.60000 95.50868 —0.09132 66.85355
24 5413 218.65452 89.65000 89.64372 —0.00628 63.61273
25 3222 215.56162 88.30000 88.32779 0.02779 62.73272
26 4363 181.20260 70.30000 70.11577 —0.18423 52.95674
27 3261 150.63100 62.60000 62.39615 —0.20385 44.25838
Table 12. XRF-chemistry comparison on DRI samples : silicon. (0<si0;<10.00)
[Si] D=-—1.34913 E=6.55818 Sigma=0.11700 K=0.06047
Alpha Fe=0.375*
Alpha Ca=0.693*
* PRL
Sample Intensity Chemical Calculated Difference Apparent
1 3227 1.00735 7.00000 7.06072 0.06072 5.25725
2 2091 0.92795 6.28000 6.22430 —0.05570 4.73653
3 3252 0.92383 6.27000 6.28700 0.01700 4.70954
4 3226 0.92107 6.09000 6.07447 —0.01553 4.69139
5 454 0.28392 0.69000 0.64651 —0.04349 0.51284
6 538 1.12437 8.05000 8.15337 0.10337 6.02467
7 AO1 0.74125 4.43000 4.42746 —0.00254 3.51212
8 3348 1.17612 8.10000 8.01673 —0.08327 6.36406
9 2157 0.87767 5.45000 5.50152 0.05152 4.40677
10 1430 0.67008 4.10000 4.05357 —0.04643 3.04540
11 1432 0.35972 1.30000 1.36157 0.06157 1.00995
12 2042 0.46168 2.14000 2.25093 0.11093 1.67867
13 1684 0.50652 2.85000 2.63120 —0.21880 1.97270
14 2619 0.68287 4.00000 4.14769 0.14769 3.12923
15 2624 1.29867 9.20000 9.35201 0.15201 7.16776
16 2623 0.89402 5.80000 5.92446 0.12446 4.51399
17 3170 0.66318 4.40000 4.02985 —0.37015 3.00014
18 3586 0.35637 1.35000 1.33897 —0.01103 0.98798
19 5326 0.41552 1.70000 1.87100 0.17100 1.37590
20 6065 0.66807 4.01000 4.01164 0.00164 3.03217
21 6160 0.72898 4.57000 4.53928 —0.03072 3.43167
22 5411 0.41532 1.88000 1.85287 —0.02713 1.37459
23 5412 0.31020 0.93000 0.93153 0.00153 0.68522
24 5413 0.62280 3.70000 3.66815 —0.03185 2.73530
25 3222 1.02232 7.27000 7.15247 —0.11753 5.35541
26 4363 0.84897 5.33000 5.34469 0.01469 4.21855
27 3261 1.06960 7.82000 7.76422 —0.05578 5.66550
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Table 13. XRF determination of gangue elements.

Sr (%)
0 < CdO < 20 : 0.12
0 < AOs < 6 : 0.10
0 < TiO, < 04 : 0.011
0 < MgO < 2.5 : 0.11
0 < P < 0.4 : 0.01
0 < Mn < 20 : 0.01

Table 14. Results of XRF analysis of electric
furnace dusts.

Fe CaO Zn l Pb
ECRM 876-1 (%) 24.85 4.80 23.29 7.82
sz (certificate) 0.16 0.18 0.38 0.24
S® 0.09 0.02 0.06 0.03
A series of % 0-63 0-52 0-30 0-10
Dusts d 0.30 0.17 0.18 0.13

Table 15. Results of XRF analysis of ferro-alloys
using a automatic bead preparation machine. (%)

) \ Mn Fe
% 86.5 11.9
BAM 532-1 sSir 0.13 0.14
P 0.20 0.04
Series of % 75-90 10-25
Fe-Mn 5y 0.22 0.10
. 1
Lithium—
tetraborate

Sample and
oxidation mix

L

Fig. 16. Ferro-alloy fusion crucible charging.

P> T SOFREM 735, 7 %A L THY, 7
eV HVEOWT Table 15 oERYEH 5.
—F, 7=y v TH (V7 ev I Ny) CERH
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Meh b, 2Dhiedix &b 1 BoMBEI FE L (R
{EAELfThbhs X 52> Tw 5.

FDH L IEERPE 5 BifEs 1050~1200°C ¢ 3min
15s i CHERBRMYIBbIS. KB, HO0T
DEL e AL M i LA, 10s #ik LT3 21D
EVCRE R B BB R e bt X 5
5.

7 =, FOMEE, AA vy a0XEEOMN W
7 4 )y 7 AE PW-1400 Zyk &R X iR5 Kt &>
Tirbh TE .

7 er vl avROWTOREY Table 16 215 5.

Wpe DB LB L STAATS?® H35R-~N7cHEi E %
BALT, —#EDO7 - r v 2 Voo TLEENHHE
& X@AHHE & Offic Table 17 O xbinA L S h .

7 2w 7R ARDWTDREN Table 18 1/m 8T

Table 16. Results of XRF analysis of ferro-silicon.

| s ’ Fe | Mn ‘ Ca | Al
% 75.02 | 24.75 0.32 0.86 1.02
Sar 0.127 | 0.014 | 0.002 | 0.005 | 0.009

SR 0.144 0.080 0.014 0.007 0.015

Table 17. Comparison of chemical and XRF analysis for ferro-silicons.

‘ Fe Si Ca Al
Samples

Chem. XRF Chem. XRF Chem. XRF Chem. XRF
528/1 24.75 24.66 72.05 72.13 0.86 0.86 1.02 1.32
59 A 50.05 50.02 48.10 47.89 0.04 0.04 0.35 0.39
45.00 50.00 49.98 45.00 45.12 2.50 2.53 2.50 2.61
55.00 41.00 41.11 55.00 55.04 2.00 2.01 2.00 1.97
65.00 32.00 31.96 65.00 64.99 1.50 1.48 1.50 1.42
75.00 23.00 23.07 75.00 75.18 1.00 0.98 1.00 0.96
85.00 14.00 14.00 85.00 84.81 0.50 0.50 0.50 0.48
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Table 18. Results of XRF analysis for ferro-chromium samples. (%)
Fe Co Cr \% Ti Ni Si Mn
Chem. | XRF {Chem.| XRF |Chem.| XRF |Chem.| XRF |Chem.| XRF {Chem.| XRF |Chem.| XRF |Chem.|{ XRF
Type AES 1 34.50 0.05 | 55.95 | 55.88 0.19 0.35 0.36 5.60 0.42
2 34.60 0.05 | 55.95 | 55.94 0.19 0.34 0.36 5.68 0.44
SARM 10 1 38.75 1 98.73 | 0.05| 0.06 | 57.73 | 57.66 | 0.34 | 0.33| 0.22| 0.21| 0.20| 0.19| 2.10| 2.07| 0.17| 0.15
2 38.75 | 38.88 | 0.05 | 0.06 | 57.73 | 57.83 | 0.34 | 0.34] 0.22| 0.22] 0.20| 0.20| 2.10| 2.09| 0.17] 0.14
BAM 530/1 1 28.39 | 0.04| 0.05|69.38169.45| 0.25! 0.25| 0.05| 0.06 | 0.20| 0.20] 0.52| 0.58 | 0.17| 0.18
2 28.48 1 0.04 | 0.05|69.38 |69.49| 0.25| 0.25| 0.05| 0.06 | 0.20| 0.20| 0.52| 0.55| 0.17| 0.18
NBS 64 C 1 26.21 | 26.34 | 0.05| 0.05| 71.33}71.39 | 0.16| 0.15! 0.02| 0.02| 0.45| 0.45| 1.28| 1.29| 0.17| 0.18
2 26.21 126.36 | 0.05| 0.05]71.33]71.39} 0.16 | 0.15] 0.02| 0.01 | 0.45| 0.45| 1.28| 1.25| 0.17| 0.18
IRSID 507/1 1 23.66 0.05 | 74.31 | 74.33 0.13 0.33| 1.27| 1.28| 0.29 | 0.29
2 23.78 0.05 | 74.31 | 74.39 0.13 0.3¢| 1.27| 1.23| 0.29{ 0.29
BCS 204 1 23.47 0.04 | 75.23 | 75.13 0.11 0.33 1.11 0.17
2 23.42 0.04 | 75.23 | 74.83 0.11 0.33 1.10 0.17
BCS 204/4 1 22.63 0.04 ; 76.18 | 76.14 | 0.15| 0.15 0.25 0.23| 0.22 0.18
2 22.77 0.04 | 76.18 | 76.37 | 0.15| 0.15 0.26 | 0.23| 0.21 0.18
64- A | | 27.03 | | 0.05 | 69.06 ’ 69.62 ] 0.16 \ 0.18 \ ‘ | 0.32] 2.11| 2.13| 0.28] 0.28
Table 19. Results of XRF analysis for pyrite-samples. %)
Pb As Cu Fe Si S Ca
Chem. \ XRF | Chem. ‘ XRF | Chem. | XRF | Chem. | XRF | Chem. | XRF | Chem. | XRF | Chem.| XRF
1 1.10 1.18 | 0.70 | 0.69 | 0.70 | 0.72 | 42.30 | 42.47 1.20 1.36 | 48.10 | 48.11 | 0.25 | 0.29
2 1.10 1.19 | 0.70 | 0.70 | 0.70 | 0.72 | 42.30 | 42.29 1.20 1.27 | 48.10 | 48.06 | 0.25 | 0.23
3 0.88 0.90 | 0.56 | 0.55 | 0.56 | 0.57 | 47.83 | 47.75 0.96 0.96 | 38.48 | 38.47 | 0.20 | 0.19
4 0.88 0.91 0.56 0.54 0.56 0.56 47.83 47.73 0.96 0.90 38.48 38.53 0.20 0.19
5 0.55 0.49 | 0.35 | 0.31 | 0.35 | 0.35 | 56.12 | 56.05 0.60 0.57 | 24.05 | 24.08 | 0.12 | 0.14
6 0.55 0.50 | 0.35 | 0.31 | 0.35 | 0.33 | 56.12 | 56.22 0.60 0.55 | 24.05 | 24.07 | 0.12 | 0.14
7 12.60 | 12.60 | 0.07 | 0.11 | 8.10 | 8.09 | 17.70 | 17.71 10.80 | 10.66 | 21.50 | 21.46 | 6.80 | 6.63
8 12.60 | 12.57 | 0.07 | 0.13 | 8.10 | 8.11 17.70 | 17.71 10.80 | 10.77 | 21.50 | 21.48 | 6.80 | 6.69
9 10.08 10.11 0.06 0.07 6.48 6.50 28.15 28.13 8.64 8.58 17.20 17.22 5.44 5.46
10 10.08 | 10.04 | 0.06 | 0.05 | 6.48 | 6.47 | 28.15 | 28.10 8.64 8.58 | 17.20 | 17.17 | 5.44 | 5.51
11 6.30 6.29 | 0.04 | 0.06 | 4.05 | 4.03 | 43.82 | 43.82 5.40 5.3¢ | 10.75 | 10.75 | 3.40 | 3.49
12 6.30 6.22 | 0.04 | 0.06 | 4.05 | 4.02 | 43.82 | 43.90 5.40 5.61 10.75 | 10.76 | 3.40 | 3.50
Table 20. Results of XRF analysis for ferro-alloys.
(%) (%)
\% Si Mn Ti W Cr Mo
Sample No. Sample No.
Chem. | XRF | Chem. XRF | Chem. XRF Chem.| XRF [Chem.| XRF |Chem.| XRF |Chem.| XRF
BCS 205-3 54.80 | 54.95 0.54 0.53 IRSID 510-1 | 26.95] 27.04]
BUR 577-1 50.16 | 50.12| 1.79| 1.79 BCS 2434 38.20| 38.23
IRSID 511-1 80.70 | 80.63| 0.3¢| 0.35 9146 B 65.20| 65.30
BCS 208-1 1.41 1.42 | 77.00 | 76.98 BAM 2131 79.60| 79.75
IRSID 502-1 0.79 0.82 | 78.30 | 78.33 BCS 242-1 82.00) 81.96)
BAM HO-145 1.03| 1.00| 81.40| 81.39 BAM 4-119 62.80| 62.76
IRSID 503-1 80.80 | 80.67 BAM 530-1 64.90, 64.96
BCS 280-1 81.30 | 81.55 BCS 204-4 71.90; 71.89
BAM 532-1 86.50 | 86.68 BAM 533-1 66.20| 66.19
IRSID 504-1 90.00 | 89.69 BCS 203-5 70.70| 70.84
BAM 528-1 72.05 | 72.20 BCS 366 74.60| 74.61
BCS 305-1 75.00 | 75.09 IRSID 508-1 59.65| 59.77
IRSID 501-1 79.30 | 79.17 BCS 231-4 70.00| 69.94
L BUR 578-1 72.23| 72.24
BAM 1-153 71.74| 71.82

B, 4F4 POV THREDFT — x5 Table 19
wRLTHs. Table 20 TREBOEEBITOVTE
BE L XBEOMES I —HLTWBZ BRI T
AL 54 SHEDT, HERT — 2% Table 21 ©

5.
TLTHS.

ETRNIWAWARYEICOWT, ¥— FORES L
F OUHXHEAHL 15 min PN TH 5 & EnTEB.
BRI 0 HHERBRILES T EHARB &, EERoK
SECER TERLHPEB ORI DIHLNLTH D,
R TEBOMEEY EF B LN TES.
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Table 21. Statistical results for ferro-alloys, carbides, pyrites.

Product | o | e | w | v | m | N | osi | P | wmn | Number
Ferro-Gr z (%) 56-76 0-0.05 0-39 0-0.34 0-0.2 0-0.5 0-2.1 0-0.02 0-0.3 17
Sy 0.146 0.005 0.166 0.008 0.010 0.004 0.034 0.004 0.012
Si Fe Ca Al
Ferro-Si % (%) 45-85 14-50 0.04-2.5 0.3-2.5 7
Sy 0.185 0.097 0.019 0.075
P Mn Si
Ferro-P z (%) 13-17 1.7-2.2 0.8-15 4
Sy 0.182 0.031 0.051 -
w Nb Ta Co Ti Fe
Carbides % (%) 79-89 | 0.08-0.6 | 0.1-4.8 6-9 0.36 | 52-71 4
Sy 0.247 0.007 0.046 0.043 0.024 0.162
Pb As Cu Mg Fe s si Ca
Pyrites % (%) 0.5-13 0.03-0.07 0.3-8 0-4 17-56 10-48 0.6-11 0.1-7 12
Sy 0.060 0.034 0.018 0.098 0.099 0.032 0.107 I 0.081
s, : Residual co;relation standard deviation
PERL’X-2 @ oWwWTodob dEELEHRIMED T Weighe
R TR ER Tt (5 o eieE s o
ZETHBD. HOEFIFEFCT DB L FIERE
WTHE S 1T X i compesie
5-4 B/EOBAERER suphie

E— FORAMI WL, BE»HE CHIIER
BECEENRERCOWTEET S Z &ikikvas, &
WOFBTITED X 5 mEIUIENCLETHS. D
BB A A7 S A2 RFHTEINLTH .

211y E.C.8.C. ofjpx52ir ¢, IRSID 1%, ICP,
AAS Zflo LFHITECET 5 X 5w PERL’X-2
o L.

RRICWERLLT, /5oy —Hh — B v 521
CARBONE LORRAINE V-25 2444 2 DiFciE
AZND. ZOREDDEXGE LEHT X oTHEX
nh. DX ok [HEBHDIEFE] &#E> L3N 15 @
FCHBCXD., vf e, +—fl#H O FHEB
{t - Bt THE PERLX-2 oA LB CTH B,
1272 2 OSBRI BRI KO FAFA IR DR
ThHbh, ¥—h—-D TFTRBREHRE L fTTHTE—
— A LRENROB X SR> T b, DR
11 PLASMASOL 2\~ 54T JOBIN-YVON 753
FBERT5.

BEy € — 7 — O EATIED L IXEERET
Y5 —Hh =% BTHLRTTHS. 2Fh 10~15
min JIHICBETGE LW LETRO AR L @z T
=AY

Bt oB4a, kL 500mg 523, DRI 23& %
hoHEET 250 mg B0 B, Fig. 17 2 FHELTE
MRHLPED T —Y— FTH5D.

Fusion
Without agitation : 240s — 850°C
With agitation ¢ 180s -1050°C

" Plasmasol
Casting automatic
Water : 50m! sequences

Agiation
dispersion

e s |
bemanammm—en - o———- -

Dissolution
Water : 200m!
HCI : 15m1
Heating stirrer

Final volume
250mi

Fig. 17. DRI dissolution.

MU7Ty v—h—AEY 50T ME b 5 & kg
BET 5. COFRREYRATHICIEBELSDER S
ST oA PO ET I 7DY v IEANRTEBE
FBLo5LTH LV, B2 2EFREmEBHEO S0
THHEMLES DR, RiF72d D ThEEb\ (Photo.
4) .

FLUOSID 21 735, 7 2% B © X 51 2T,
JY-48 ICP ¥t B L CTEREOBEIB LR TN 5.

) KET—x (E4R) (Table 22)
2) ¥ v S ATROEE LK (Table 23)
3) H¥#HE (CRM) & oL@ (Table 24)
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4. Composite crucible.

BF PERL’X-2 - PLASMASOL »ss&bIh
fo. TOHLWSOLX L, 75, 72 EBDITELIE
L Fleb->ThiE, BRCEHELTC, =M 7vrrx
g F—=®EDOT 3~5min JAKC - FEgEELLD,
ELEBREEMTHZENTES., ZOHE=0EED
T4 Vo 7TA A B —F Y a FAENRREFEL TS,
5.5 ICP 2~ MILERE

WHAg7e OES Az A= 7 b VERENS R I h
TW5h, SECERIhs ICP iz zn X d7cd
Dirichyo7.. E.C.S.C o kp, 10g Fe/l %
EURBRELYEC L TED L 5 A7 + MERKEMN
BOREFER SN, TRELCIBERIECHELTHD
T FHPHAERET DWW TOF — 2RI T\ 5.
43 LRI O\ T 175~460 nm D FEERL T > T 5.
BIE, BEWE I CRRLEEERAE D Ar/Ar 75

Table 22. Plasmasol-ICP results.

Iron ores and sinters

Fe Si Ca Al Ti Mg Mn
Contents (%) 20-70 1-12 0.1-20 0.3-4.5 0.01-0.15 0.04:2.0 0.01-2.6-
Correlation factor R 0.99996 0.998 0.99996 0.9997 0.9948 0.9997 0.99992
Sy 0.14 0.24 0.055 0.033 0.005 0.015 0.011
BF and steelmaking slags
Fe Si Ca Al Ti Mg Mn
Contents (%) 0.5-18 1-30 6-40 0.2-10 0.01-0.45 0.3-15 0.01-5
Correlation factor R 0.9998 0.9996 0.9992 0.99998 0.9997 0.9994 0.99996
Sy 0.13 0.30 0.41 0.020 0.0035 0.14 0.013
Sludges and dusts
Fe Si Ca Al Ti Mg ' Pb Zn
Contents (%) 20-60 1-8 3-15 0.04-4.0 | 0.005-0.15 | 0.3-6.0 | 0.05-4.0 | 0.01-0.8 | 0.01-25.0
Correlation factor R 0.9998 0.981 0.9997 0.996 ,0.970 0.9992 0.9993 0.9995
Sy 0.33 0.57 0.13 0.14 0.012 0.075 0.11 0.36
Table 23. Plasmasol-ICP sample preparation repeatability data. (%)
Fe Si Ca Al Ti Mg P Mn
Lorraine iron ore 679-1
x 24.20 3.40 18.0 1.99 0.106 0.69 0.55 0.295
s 0.08 0.04 0.14 0.05 0.005 0.02 0.009 0.002
ICP 23.9 3.43 17.85 1.94 0.101 0.79 0.59 0.289
SR 0.30 0.06 0.17 0.018 0.001 0.008 0.013 0.006
Sy 0.28 0.055 0.18 0.016 0.001 0.007 0.013 0.005
Blast furnace slag 878-1
x 0.60 15.70 25.40 8.40 0.370 5.80 0.013 0.99
s 0.03 0.08 0.13 0.10 0.01 . 0.07 0.001 0.03
ICp 1.00 — 25.35 8.3 0.36 5.97 0.012 1.03
SR 0.025 — 0.36 0.097 0.004 0.075 0.006 0.015
Sy 0.030 — 0.35 0.1 0.005 0.09 0.007 0.016
Electric furnace dust 876-1
x 24.85 1.71 3.43 0.33 0.047 1.31 0.128 2.84
s 0.17 0.04 0.13 0.026 0.004 0.03 0.007 0.04
ICP 24.7 1.80 3.25 0.15 0.044 1.26 0.131 2.86
SR 0.35 0.043 0.055 0.006 0.0008 0.018 0.008 0.02
Sy 0.41 0.039 0.05 0.007 0.001 0.02 0.009 0.02

% : Certified value.

s : Standard deviation of the certificate.

sg : Standard deviation for 10 preparations.
sy : Standard deviation for 10 measurements.
ICP : Results obtained with ICP-AES analysis.
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Table 24. Plasmasol-ICP results for oxidic samples. (%)
Samples Fe Si Ca Al Ti Mg P Mn
H 24.2 3.4 18.0 1.99 0.106 0.69 0.55 0.295
679.1 K 0.08 0.04 0.14 0.05 0.005 0.02 0.009 0.015
ICP 23.9 3.43 17.85 1.94 0.101 0.79 0.59 0.289
% 59.9 4.2 0.45 0.66 0.045 0.14 0.018 0.025
680. 1 s 0.085 0.02 0.015 0.002 0.003 0.012 0.002 0.002
cp 59.7 3.95 0.33 0.40 0.039 0.15 0.019 0.026
% 0.60 15.7 25.4 8.4 0.37 5.80 0.0013 0.99
878.1 s 0.03 0.08 0.13 0.10 0.01 0.07 0.001 0.03
ICP 1.00 25.35 8.3 0.36 5.97 0.012 1.03
% 18.9 4.12 31.20 0.42 0.32 1.32 3.69 3.45
879.1 s 0.19 0.03 0.26 0.016 0.005 0.03 0.003 0.04
1cP 18.8 4.32 31.30 0.48 0.32 1.38 3.53 3.51
% 24.85 1.71 3.43 0.33 0.047 1.51 0.128 2.84
876.1 s 0.17 0.04 0.13 0.026 0.004 0.003 0.007 0.04
cp 24.7 1.80 3.25 0.15 0.004 1.26 0.131 2.86
% 31.7 5.46 13.4 2.80 0.12 1.10 0.80 0.30
PHF. 2 s 0.20 0.08 — — — — — —
1CP 31.6 5.61 13.4 2.66 0.15 0.98 0.74 0.27
% 47.4 3.16 0.01) 1.96 0.015 1.86 0.007 0.58
610.1 s 0.35 0.04 0.10 0.005 0.11 0.002 0.016
ICP 47.8 3.06 0.1 2.10 0.013 1.74 0.008 0.56
sq 0.26 0.15 0.10 0.15 0.006 0.09 0.07 0.03

% : Certified reference values of the standards.
s : Standard deviation of the certificate.
ICP : Results obtained with ICP-AES analysis.

sq : Standard deviation of the differences between the reference and the ICP-AES analytical values.
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Fig. 18. Schematic layout of aerosol spectrometer.
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Fig. 19. Mobile spectrometer lateral view and
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Fig. 20. Aerosol generator layout.
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Fig. 21. Mobile spectrometer capillary arc unit.
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EE7 —/7ATHEShD (Fig. 21). R OMEIR
BIORHE - 20y # - X0BBKREY Fig. 22 wxiT.
BN ERBRICF o — 7% Ar THEL T, =
TR SANRF o — TR IO TERIN S Z it

. ZoREER 30s PR C 2T 13 TROLH
NTES.

MR LS & ERE X, EBRBAT L7 R &Rk
D OES #GfHT 5550 bDREHTS. LA
ZEE, Zanx—%E2E oBEE, Ci=7ey
A EDTTIRRL, CO & CO, L3 FHcE TR
BT EDNbMS. F )P —D Ar i, €A MAHNTE
EBLIe 7~7%Ep BT X5, N #0.5%, O, »
0.03% & A TW5.

FHASA -2 —-13RDEED TH5B.

1) =7 v S AFEERE

T 4A, BE 0V, Ar g 2l/min, ¥, ., 7

15mm, FEHE 25s, BE 5s

2) BET—7

B 10A, B 50V, Ar ¥ 1.4//min
SBILE COWTIL Fe Lo @By FoTky,
Fig. 23 & Ni olBfEs7~+. C, S, PoEs, 4
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Table 25. Mobile spectrometer calibration.

Standards Calibration cquations
Element cggl;;}.n cl(ﬁiﬁt Type Ime;geeé?em Disp:,:sion
c 1.0 0.25 | cubic | +si 0.013
si 1.7 0.3 | cubic | +Cxsi | 0.013
Mn | 2.5 | 090 | tinear | — | o.02
P 0.11 | 0.02 | linear | +CxP | 0.0014
S 0.7 | 0.02 | tinear | — | o.005
al | 02 | 005 | tinear |  — | o.006
e | 30 | 040 | kinear | — | o.014
Cu | 06 | 013 [quadratic| — | o.00
Mo | 1.0 0.20 | timear | — | o.01
N |20 0.3 | linear | — | 0.009
No | 09. | o042 [ linear | — | o.02
i | 03 0.11 | linear | — | o0.015
v | os 0.07 |quadratic| — | 0.005

T 0.01% TH5. RERLELDFRKET ST —%
% Table 25 15k

S OFEBRSEL 500km PO, £V, b, A
57, Bk EOEBEBRB O, 714 v v IHBA
TEHEHI#Ebh 5. BROHE, 4h RicAxs 7
% 150 B cEl:. COEMII vy bRexF7D
HELROBHOMEL S XD TEETHS. T Lk
BT TS E MM 2 b XA TR ) RIF7HK
BEWNDT 5.

7. BREDER

R 28) AL TWB LS, X b RN
BinBEr»rcddsb. o0 LoMAOBRRGR
DHDTHD. KFENIA 7 54 v TKEFRELPHnEL
WHEOTEEM % o L. IRSID 3 Leco-316
%> Stroehlein Osamat-350 @ X 5 /o B TR EIER %
T, BEAEYAVCICHEORBRCOWTHEELL.
TR, in-sita THEHOBR DO REH T ATHE & 7
D, BEARI AL EDHKRIZL S 7 4 vH Y vV v 4oy
Ma VT CORBE /R EEEMENNTEL b 5.

HBRABP TS v—¥ —HOSTRBEES T
W, HARN LRETHESThhCE . i, &
-2 — 7 ik, MHn ICP g, 7 » 1 A —HFEh LKk
HERTWBEN., &5 LeERORBE 2T LD
EEIRIEV. V- —DERIRRD X 5 AN D B.

1) &R

2) Bhie X A ERA T

3) G, S, Pl o TN FIHTESL5
i

7 V= a-AAS XS TIEH D SN D THS. PN

WF oy TRECHICHE L ME ORI R EEE 5 SR
AL AAS KBIHET AMEXED TEDF ¥ 54 v ~D
HHELZHNLDRIBFERTHS 5. ERKI AAS 11
BEIITCOMBEEREAR OHFTIC & O TEEND 5751
TRV MV R Y L (R lmm) 2 2 0E, BOIE
MOMIENDELET T THAS L, EHRITFD
X5 VI A BRCERTHENEXBERD X 5 /v
HERIBOND LD THAH 5. ¥, ¥—=v
EAIA-e=TTDN, 705y FHIEE OFRE
NOF RO TORRLIEDENETHA 5.

8. & £

BRI DERIME R BT 5 HHBEROBENC>WTo =
DIFF CRIROBRIS BB MM 0 B #EA P oW T
R A B S Lz, o AL REEDFTIZV- 2T
FEWLSARELTHBH, O cCi4ERGOY
BYERBCANDLNRET, XD \WDOF 5 OWENBET
H5b.

AR BBFE, IEXForDdO v — FIERK, FHiER:
B7 7 A=l URERFERIENED b OB b7 &k
TOMOWRALFENHEE LD CBECRKREL TR D,
BETIEEHRPL T OMUER L IXEEBRO e85,
DHPIEFE TIHARIh TV 5.

Fi, V7Y VIS ETLEGCHEOS L BRETIRIZ
EAEDEECHERT A L TES.

Linl, BEE CHHER 2 — 7 — ol cizBo & g
NERGHEZAHLHY, BENBKE BIE, ST
BHOSERORBRBIL B E T8 Tha b5 & ok
L TR EH.

ZhTh, BRMLbOEREH T, e PMEOLE
ERRYD RAREIC L L D & R & B RET 5 DR B
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