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Determination of Fluorine in Basic Slag.

(Sfudy on the chemical analysis of basic slag—V)

-

' Shigeo Wakamatsu

Synopsis:

This mvestlgatlon was undertaken to find - -rapid and accurate chémical methods for the
analysis ‘of ‘basic slag. In the report (V), a simple combustlon procedure and an indirect
volumetric method were described for the determination of fluorine in basic slag

Combustion procedure: :

" 0*05.to 0°2g of sample mixed with O Sg of Si0; - and O 5g of V05 is burned at 1300 to 1400°C
with moist oxygen in a combustion tube. (Silver gauze rolls are placed at the exit of th1s
tube). The moist oxygen flow rate is adjusted to approximately 200ml per mmute

After about 60mn., the contents of the absorbers (filled with water) are transferred to a
500m! Erlenmeyer flask, and titrated 1mmed1ately to a phenolphthalem end-point” with 0+01

_ N NaOH. Approximately 0°5g of mannitol is added and the titration is again carried out to

(&

the same end point.

In direct volumetric method:

Sample of 0°*3g are Welghed in a beaker.
1~2mn at about 350°C (CaO is decomposed).

The solution is filtered, and washed with hot water.
Dilute to 150ml/ with water.

hot 1 to 1 HCL
solution of ammonium oxalate.
volumetric KMnO; methods.
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Add 30ml of 1 to 3 acetic acid, and heat it for
H -

The residue is dissolved in 10ml of

_Hea-t to boiling and add 30ml of saturated
for 3mn. and then determin Ca by conventional
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(A) Cock, (B) Gas flow rate meter, (C) Gas bubble
trap, filled with water (source of water vapor),

(D) Fused quartz combustion tube, (E) Electric fur-
nace, (F) Silver gauze roll, (G) Three absorbers.

Fig. 1. Combustion train.

(C) WA r: BRECARIKERMT 520000
T, A S00ml DOAEREKEELE W K (20~25°C ) 15
300ml ZANhTH5.

(D) FH#MEEE: WNE 25mm, £ 600mm, 7
AHOZRIVEBHT T RAF » 9 FTEDF 5. ERERD
#75 100mm DFFHIT 100X 150mm DR % £ 59D
THRATS. SEHEOIGDIRESR 300~800°C &3 5.

(E) #kEF: JFEH 400mm OESIRELR,
FEARIIRILT A BRDOD O E AV, FRAEEIX1300
~1400°C . :

(G) WIREr: 75 ARMAEHER IR € (BEE 40
mm, @& 170mm) 3 3 &@FH, £ 1R E Tk
100ml, H2H LU0 3N £ itk Soml 2% A
NB. W E L OEEED IEh T I ES — i (£ 5
mm) F{FER L. KiZDhDOTW5D E= —EFodkih
DOE|HEFEEF 1mm BEL Ui

2. A E

CaF;: #iRis CaF: A CTRIEBLIOLEH L.
FO&EHFZEE Ca #E&mL, TOMI W EHL L.

CaSOs: SEFHWBEEET I OTHREL .

SiO,: & SiO: % 100 % v ¥ o LTF¥:L <
L7z

V20;: LR
=y b 1ERS,

T2/ VT EVA VIR 1% T3 —ViERRE R
L7

0°0IN NaOH fR#iR: HBIE 2 vy bEDIFRRY
TF U R E A AN RTIFL, SREROE L ARIZE
WL, EREEMULNE SIC L. HHOREEEE,
HEisw AW TR Dk,

3. iR

@ft 0°05~0"2g %, HEHH» LU Si0: 0°5g B I
V205 0°5g T HFETANTH LR X — MIidH,
DEY, WEEERELCOLENIRER 1300°C 12mEk
L Coh MBS NOREIRERMITHRATS. [E T
v LIciS BT E#F 2 50~100ml/mn OFlETEAL,
ARk U7z SiFs RN E o rhORIEBIN X 5. #1055
BEEEOES 200~300ml/mn & L o ¥z BhiElE

 DIREEHREITHT, ¥ LT 10 54T 1400°C 1TE

THXET B WMBRFRCEAL TS 60 HIEHR

FOENEZRLDD. 3 aDRINE R ORI % 500 mi
ZAITIATNEDD. TOXIWHTIZAFyu S, =

—WEEL KK TRV ERICEE . 72/ -V T 4L

A4 L ERFERFEE LT 0°0IN NaOH FiEERCazE Ll

SlLEWHREEEXES. DFZohizer=v b 0°5
gEMMxs. dLUFREHEELRL ik BIiE, 0E>3%

'0°01N NaOH {E#jECiMEL, HELRWFREZEL

FeARKEEL, PEORIEIOTFEXERT .

[ H1UIBED 001N NaOH {#FFHE&E(ml)+3
{ WHED 0°01N NaOH & (mi)}

. # (g)

]xo'omo

4w F
(1) CaFs O5fitgts
WRIEMEMETRD F XL LC CaFy & LTCHFAELT

WL ODT, FEEEHUREE LTt CaFy 2 Fvy, InESs gD

SV OISR R SRd Fo. RERTFERIARTEC ST IR FICYE
L, WAWAEHEEX . ZOkR%E Table 1 TR
F.

CaF; % Si0; #RU TEHERM & Tt +5% &,
(RO TE L SiFy HBERT 5P, EELABREQNR

2CaF2+ Si0; — 2C20+SiF, «ovoreerennnen (1)

FCyx Table | R 5 X 5T, NNEGEEE 1200~1400
°C OFifTiX 60 Hfdmaigkd CaF. O5f#i35eeT
g0t TR LSRR RN (20~25°C DK
DOhZFEEZLSHLES.) LAEANE 1300~1400°C D
IREOHAIZ VT, 05 TIRETECITBETLE
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Table 1. Effect ¢f temperature, water vapor,
heating time, etc.; in decomposition of CaF,.

‘ | . F found (mg)
Tempe-| w10, (Heating) V205 (Theoretical
rature time
° i vapor ‘ (mn) (0°5g) value :
. i E 9-55mg)
] . -
1200 without! 60 with 8-88
with | 60 ° | with 926
without| 60 | with 9-08
1300 iwith 60 | with 9+52
lwithout: 60 | with 915
: 20 with 8°30
1 . with out 781
1400 : ith 9+47
ith w1 M
wi '40 with out g+00
0 with 9+54
with out 9°36
80 with 9+54
with out 949
AT EI.

V205 13S OREICHELE DT L THEHD, Tablel
BB XS5 Si0; & CaF: ONEGERETLEED
BB EBDIHDDT, TREREATAILE L.

(2) KicX B SiFs ORI

AR L7z SiFy KBNS THF 241 5.

SiFs+2H0 — 4HF+SiOg -+o-vvevmmeeeees (2)

SiF, oIz X AW, TN E o Dlk, KO8k

X OYREE, BEORER SICEEBINE LE L bNDN
ZOFERTHERL Fig. 1 WRLABI E 3 I UK
DE (100ml, 7kiRi% 20°C & L7c) D4, Table 21T
RS X5 HmEOTECrPL IR 1 ORRE ST
AR T EAror. BN E L 3 22T E
FRFE TR 50~300ml /mnd §if TRIRIETL T H 7.

Table 2. Effect of oxygen flow rate in

DOFEEBI LV &, 0GR OINELT S SN FRSEL T
HI-DTHREWrEEZOND.
(3) NaOH iz X 5 FO®HE

Aok DOHEL 7 FBOEIEBER',  JEREERD,

B, TR, F RIS £V B0 BT

ERTH L EMTESD. REECTERT NV I Y JHEEDD,
THER b U U KEEREW, LT v =T AEEERWR Y
BHHVBELHIFE DM T v H ) EEEEFIFL .

L7 v Ve Y Ceark® O FEIC k07 Tbb

T2 =T R4 UEFEREELT (3) XoZEL
- HF % NaOH fR#iECmEL, HRaE2ES 8 5%.

HF+NaOH — FNa-+HyO -orvvvereeinneene( 3)

Lirl, FETHENT 2% v v 7, #5 RERILE L7
ERBALTHEDT, ZThbrE B BREFRAL,
(4) RO T E LHBFOH 2L H8Eh2H 5.

BF;+H;0 — HBF30H: - toverenneenneeen(4)

X>C HF %iEH, thic< = v h&nX,
HBF;0H ZFH* NaOH 1Z#ERTHETS. T DEE
12 (5) DT <, NaOH=3F THoHhr b, EK
WL T NaOH BHERFEREL 35352 LB MBE

HBF;0H+ NaOH —. NaBF;OH-+Hy0---(5)
ThH. EEOPE, COFE2MECTHATS NaOH
BEHEVRYT 0°3~0'5ml DOFHFEATH 5.

4. S OFIE

HEEMEPOF O BCAREZICHB LSS, UE
LHELHDIES DBTHBHM, THIIEHEC Lo THRET
LI EWBTES.

CaSO,4 %, &7 Si0; 0°5g 35 kT V2050°5g
B EEAETANT S BIER — i 0D, BUF
TR IRl & FFRICAQAEE L T CaSOs D S ZER
Lis. =L, TMukvd HeO: (0°1%) BWEZ{#ERL
=, ZOE:R%Z Table 3 TR, -

Table 3. Effect of S.

absorption of SiF,. Temp. of silver gauze| S found
F found(mg) . .
OI?a{leOW (Theoretical value : 9°55mg) 8é 288 838
_First .second | Third . © 0
(ml/mn) " absorber ; absorber | absorber | Tatal 1°0 800 0700
1
50 ‘ 9+19 013 { 000 9°32 2.0 350 0°82
100 9+20 0°29 i 003 952 . 800 000
200 8°94 0-52 008 954
300 -1 878 0769 , 0°07 9+54 . 350 © 1°-85
500 7:82 1'50 | 0°15 947 3°0 800 0°55
Table 2 FREEZRGLE 50ml/mn DIFE, SiF, OF PESED FHEDDTYE 350°C wwhnzh L 7-RET S &M X

Wi TH bbb bTPRELETWL DT, BE

Cwh, Table 3 KELXIS5iC, ZDBETIRS &
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Table 4. Determination of F in basic electric arc furnace slags.

Combustion method‘

Standard method?!

Sample i e e Vol i S -
ume O ,
Sample tgken(g) 001N NaOH (ml)* F (%) L F (%)
Basic E.A.F. slag ©9°35 L ool 1
1 0-2 | 928 ; 0+90 ‘ 0-92
S: 0°230% 932 i 0°90 [
- _— ; i
‘ ; .
Basic E.A.F. slag 12+75 ! 2447
2 0*1 12°68 : 2446 ; 247
S: 0°333% i 1277 | 2448
Basic E.A.F. slag 5 16°45 | 636 |
3 . 0°05 ; 1648 ; 6°39 ; 6°40
S: 0-551% i 1640 i 6°38
§ I

* 0+0IN NaOHX (020

TR B T LB TE LD, 800°C IChnEhL T 2
mEgETOSZIHADI ENTER. L L, SH 2mg
BAEIZ/e % & 800°C THERITHIX D T LB TENH,
Dfz. LAesDTARETIESIE 2mg DO DIc L
BHTEZ V. MBOBREOX WS % 2mg UM ET 5
LORFSLETHS. '

5.

BT X DT, RSB ORTIER O F 285
LickER% Table 4 T3, AEEHEMIL, 4
2 b7 BRUEED T L CREDR VWS D EE 1
BB

III. CaF, OES

RIEPESIE R 0 P I3TIC bR~ 72 X 502, H:& LT
CaFe & LTAFEL TV H DT, G#IC F DGEN & 03
T HEAEE, WBEREBECAAEL, CaF: Liylo CaO
FDigh Ca{baGMEiBRL, sl 7-0s, CaF,
% HCl ciffL, EREL NH, OH 2inifrz vy
VLTS, ThICY VBT v & = 9 LIGHEINX
Ca v UEEHE L CELiBE+, #iko & 5 H KMnO,
MEEET Ca ERL, CaF: &, &5 I3 F Ra i
T 5 HEPTihbTn 5.

BTESIREDE L C— R T 5O - T
HBHS, TOFHEEK 17 EFNRESRAEE T, W
BNDHDRENDB. I OTEHIINITDONTHRS
TR o7,

1. ABO 56 ‘ :

FIRETI, B 0°Sg IZEEEE (1+3)30ml A
R, HRLEL 722 THBER I /T 5 X 5 o8l
LTWD2, ZDXS ke hoapleirigtss,
CaF: BEEEGHTNLEH .

FEERXINTEL CoE0EBREFIR 2. Thabh
CaF, & DM KB (Si0; 17°80%, FeO 12+11
%, Fes03 4°50%, Al.Q; 2°33%, MnO 6°01%,
MgO 7°259%, CaO 45°38%) 0°3 g IZfHkfE (1-+3) 30ml
ZINZ, % 350°C OBIK T 1~5 4fhnEhsit4
D, THIQIRAK S0ml ZAnx 7225 v KW T o
WL, BKRTHRSFEZES S I ailho Ca0 2EE L
7. Z DR % Table 5 Wi+,

Table 5. Effect of heating time in
decomposition of sample.

Ca0 found (%) *

Heating time
(mn)

'
E Residue | Filtrate l -Total
1 0°00 45+40 ‘ 4540
2 000 4540 l 45+40
3 [ 0%65 44+74 | 45°39
4 i 311 42°28 | - 4539
5 ; 3+45 4195 H 45+40

* Standard value: 45°389, -

Table 5 OF5EDH, Ao X 5 itk 2 EifE T
183 534, ERFRIMERL T 5L, BHSBIRERD
DT, WOCAGHEELI: Ca PESBHESND LD
FR BB, LizhD TR CIIERIE 1~2 55
ESENT, REOFGOMSE CaFe »Effiz4s 2 A
LT D, AIETHB I ENbD.

835, 1~2 HOmEATy, CaFe {3kl X 2>ThH
RSN BDIERITERD binlepors. ¥, kTR
OEHT L>T, CaO MEFEEIC X > T4k aifed,
CaF. L DSEENRIHEL7c v, CaF: OEEMN TR
VIBAR B, FlbbEATERTED & 5 AR LR
TR, LD X S RIEEIIRD b, FIF
HdHHWIABEBLFE DO (L% ¢, Si0., FeO, Fe;0;,

ey
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CHCI(L+1) TERL, WERRIETE (10%)

LIESLAMBELTEL E CaF;

AlOs;,. TiOs, Cr:0; Z 135 HflE T & M I#E 7L k77 &
S BIEAT HHB OB, Ca0 BINLOKT &
SR LSS e oL B, BHEEIC X2 TCa0
PRSI T B ENTERL LD, LD TERE
BEATE s oBBEICHIR?H D, S0 XS eREE

D CaF: THEBETELEVIbIT TRV, SEFE

ET5. A

UL, Z0X5aSRERTREOBESTD, Bk
TRl Reln R4 > Ca0 i 1~2 Syl OB T SR %
WRTT5 LMD LN, T EEFHEMEL CH 5
FRVIHEST Ui D7z, 4

2. VaUEEHLTY LDILREAER

SR T LR OB TG ik B0 CaFe 0%
i0ml (&
W 100ml- L HBDIIERD) & NHOH Zinxsy
FuAVE LIcDDh, v o 9T =T LEaFIET
20ml BIEY . VEEH VYT A OWIBER KIS S X
ST DTWHA, ZOHEFEESTTITHERHOL A
X9, EOEER IO NHOH 3y . 9EH vy 9 A
DILBDAERZ HE T HEAH 55 SFFEL LKW
FEERCOBALEIET v e =D LEFIGAL, 63k
HBOMAZBRETLEBTE . BIEET &= L5
VEEESEREERER O Ca0 OFGEEREE LTHEE
L7cdbDTHDH, T TRERKE LCERASINAEL—
O FASNTnS. Ei 2~3 OFMIOET L EH X
TS5 LEFHIEENE T 5.

ES L Ca 2EUEIBEIAE RO NHOH oty

CEFRT v =0 AR RWTHRENT 5 & R TNERRRR
e (pH 4~5) &1L, Y987 EFT=9LITX2TY
2 VEANY D ARRIBIESEETHE. TR ED

TiNAEEs X U8 NHOH OFABEETE 505, JE

SEHEORENBRETE 5. F7 Fe, Al X D30 DIAT
BSr b AR O b LTI o U ER & WM OIS
DR DAY DO THE LI BV, AR ED L S
W FOREFT2HE, BHET v E= Y a2 Mii0b,
MEIcl- LU TE
TIEEREL B ENA S 5. I OTEETIEY . vET
VEZD LEINAEDD, BT VEZ Y ARMEDE T
L L ’
UEDKFRRICD LT WTHITEREL 2 ED X Sic
7.

3. SrifrigetE

SEF 0°3g B~ W —1Ti3s VIERY, 9 2mlokT

L L7cDb, EiEE (1+3) 30ml #imx, ks~

H—EBEIZ[EFE LA X 5k E Liess 56§y 350°C Dk
W ET 1~2 SffihnEhao i+ 5. 2 E R s0ml Zhn
z, viREMAYCo@EUIRKRTHERFHT 5. RHCI(1+1)
10ml TokEOBSETOE—H — B LA, =
BICIRAKT X K PEWET. Tzl T CaFy 2%
T5. EAKEMECHERW 150ml 235, . vEg
7 rE=Y AAER 30ml B XOEHE 7 v E= D L
W (50%) 20ml Zhnx, 93 4REH L0 bLIENT
KHELTY o VEE A VL Y Al S ® 5. thko
WL IKTHRIFER, iRz oL LdiTOE—n—KH
4. {B7K 200ml ¥ X ot HeSO, (141) 1o0ml %z,
IBEFECY 2 VEEA VY Y MR EET D, L
72 . V% 0°IN KMnO, [EEEMCEREL, 2D
HIC X>C CaFy BExEH T 5.

0°1IN KMnO, #EH#E{# & ( ml) X0°390

A B (g)

4. GHTEER L EEE )
Table 4 OIFHT D=, FERDFHHE R LAk
IZ&2T CaFe ERE L RE ¥ T Table 6 12k
T ks, HEOEE EFICESILCRRLE.

CaFe(%) =

Table 6. Determination of F in basié electric
arc furnace slags by indirect volumetric method.

S - i F (%) .
a . : _
) mpie Recommended |Conventional
.l method | method!>
Basic E.A.F slag 0°89 109
I 0°87 S 1+20
F: 0790 , 0°90 - 0°95
Basic E.A.F. slag 240 . 2°78
2 2°45 2°65 -
F: 247 2°38 280
Basic E.A.F. slag | ~ 625 650
3 , 6°30 666
Fe6+389, 627 640

SRR EXDTHS EFRBICH CHIEEB TS, T
IS E IR L 22 & 5, & R Bk T SR Y,
Cal0 D—PESIBFESNIctcd EF AL BN D.

D FWWARTEDFER IR D LT i U T (K {2
B HEMPERD SN E. iFEhOF i CaF: & L TList
o 47 o {bin &L LCHAHET B E Vb Twna o
T, AESERBEEICIE L TREZ S5 DS RTH S &
FZzbhd. Lil, Table 6 OFEICD W THEEL
G, COBREDERTE CaF DD F iz,
B EORREDI-DPRETH SH. TOEITDWTIES
BT LAV EE LTV D.
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PERAZIREE % 3 > GG IR R O £ T &
725 5 @Y HESa ot XOTEEEIIEDL S
OO s, BRS{LESITEEZTEYL T 5 HAW T
FETRWE L IRI DERFE S BIDTHhich, ToFREY
WMELCER. I XN2RETLE2EDITELT
H5. .

SiOy BHEREICHE U TR X2 TER LS,
Si0: #HEEL - b & D oifio—ii 5, Total Fe,
Al,O3, MnO, Ca0 kXU MgO #EEGAYC EDTA
WERIC XD CTER Lic. 7ods & OMGE 813354 ol
IR LSDTHD. SiOy G T 55
T 70 HCTH5

X BT D SiO, 2L ad & D v D2 5,
TiOy XU P:Os b E T 5. Tibh TiO: 133
HOFBRITILD pH 4~5 QFEW» 5 Y FUEBIT XD
T Ti % SESEEEAEIET, /o POy 12 N
LT REVTF BRI E D BOOLEERTX DTEEL
7o. GHTPRERR4 20 H T O TH 5. FeO & Feu0;
D5RERENE L 5UE 5 EDTA §iE kI X2 CHlREH
W T 5 B2 R L, SN2 5 10 SicEiEd
5T EMNTET. ‘

SEMEEER A LK) 15 S THOWERIREE L, 3k
DEWRICEELTWHB U S L ST ERE 285G T 5
ZEMTER. ERBEDH D7 v {LiEHIEDS
HREe o) UEEF MY U AERGRL, BROEAE
b, 7, @E=EDS OV, fld Na0: ©
IBEL, Fe 2D Eh&piilcnb, aifio—g
2 DI TR RRIC X B IBERESET S BEEL
Jo. COFEREEOEETABDOT, MERDOSE
WA TERE LI E3»riTiow.

EHTIOeiEO—E» S, Cr:0: X V05 %
HWHNEIET, ThENFIS TR I T 20 5o fErkH
TER L. 370bb Cr0s W7 ov s Y Migiic sty
500 afEOEEEZFRT 541k, V0, REZHOEE
Lz V @ PAN X382 HAT5HETH5.

il

FaAE S|Tm~<ck 51T, £F OERITMEERS
AL, 9 60 5o ERECEEE WL L. 3k
CaF: OERFHERTOWVTHIRITLIERD FEoRE%
vtz BEEE 7 v o AT X BH L WEESZIET L
7.

PLEDEEDERS DHHT 2 —ATITR 5 L LT3~4

R TERNET T 5. EROREEED 1/10 U Lo

MOEHSTE, L2 FECEVWOWIErHEED
BN 23T TIIRRCERLEBYTHS.
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