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Déterniination of SiO;, Total Fe, Alea, MnO; CaO

and MgO in Basic Slag.

. ; (Study on cl_lemical analysis of basic slag—I)

Synopsis:

Shigeo Wakamatsu

This investigation was undertaken to find rapid and accurate chemical methods for the
analysis of basic slag. "In the report (I), a continuous titration method with EDTA is des-
cribed for determination of total Fe, Al;O;, MnO, CaO and MgO which are contained in basic
slag. .

Determination of SiO, : Weigh a sample of 0°5 grams. Add HCl and HC10, and evaporate
to fume. Cool, and dissolve the residue with hot water, and filter in to a 250ml. volumetric
flask, wash the precipitate with hot water, and then SiQO: is determined by conventional
gravimetric method. ' h

Determination of total Fe : Make the filterate up to 250mi. with water. Pipet 50ml. of
fiilterate. Adjust to pH 2°'0 with ammonium acetate, and titrate with FDTA using salicylic
" acid as an indicator.

Determination of AlsQ; : In the same solution, adjust to. pH 3°0 with ammonium acetate,
Add excess EDTA and back-titrate the excess with CuSO4 using a—pyridyl—ﬁ—azonaphthol
(PAN) as an indicator. v o ,

Determination of MnO : In the same solution, adjust to pH 4°5 with ammonium acetate.
and titration is carried as above for determination of Al Osz. ¢ .

Determination of CaQ plus MgO : The solution is divided into two portions. In one
portion, adjust to pH 10 with NH,OH. Add excess EDTA and back-titrate the excess with
CuSO, using PAN as an indicator. Determination of MgO : After separating Caz* as CaCyO4
in the other portion, adjust to pH 10 with NH,OH. Titration is carried as above for deter-
mination of CaO, plus MgO. The difference in values between CaO, plus MgO, and MgO,

gave the amount of CaO.

1. %8

PER DT OTGEAN R L D4, 1 EHEP B L
BSEERETHOEFEAE L, FIEREEAMAK 15mnLl
REEEL LTS, LEadBDT, AALWD RICERE
DRI, WELHLEERECLTVS. L, ITH
TEBIBEO S 21175 5 56, Fhatii KRR
BERRE, BRI EAS VWD, SROA
ETEROREIC X, 20WDDWVIEERSOFIE
AR5 BEDH L LNV, T5 LIEEROLES

i

WA FIFHT B LEAROSTHEENES % DA

AR+ TH L. EVDOTVhY BREESITELIHFS
NLLOTHE, HEDICERETFREELRERNTD

5. | NOEEBMEGREIC O E RO TR

T 2~3h DERHITRSHHBETTHZLE DT EDHL
5 7 BB IEERITH 5. WE, MSHHIET, &b
FC LT BREDO L OB, ZD XD ILHITEROTE
SEREFSHLDEERT VS,

BEF LD LABRRG X 70D, REEIEES

* EEF 33 4 10 AXKHEAKCTRR
*k BETBIEN B R R B
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R & UTHLS, SRCREMISHTEEDORELIC D\ THI%E
L, U~ bk, BIERERL SHLVRE, T
ERVZOENEET B LB TE.

A TIRIEMESED D Si0,, T.Fe, Al,Oy, MnO,
Cal, HIV MgO DOERIEKDEFHET B, SiO,
MR, T T EDTA ek £ 0 1 5m b
EHCERTHLDTH . ik, ZOMEDERY
IR DV TIRIIC R ED LT 50 TERRRIE
U REHET 5.

II. Si0, DT/

SiOp VHIRIEMESNE R 10~20% OFFETER
ENTW3. ZOEREEL UTIREIRE SEk T8
EISEP—RICRAVWBNT WS, KB T 13> 5
Si0y EREIFFICLED DEE DTS5 DT, BS54,
ETNEE, FRIELUCHKL, Si 2B Y1 8L
CTH S ETHEET HOMMERITH Y, FEMITLT R
TW5., 2T Si0; BERECIOTERLTRDS T
EELT. .

AL ME SRV X —f% 1 HCl, HNO,;, HCIO, e LT &k
DUHHEHFEEND. DStz HCl p3% < f#
HAashTwah, RETRERT S5 Cr 8% &K
FUAETDEWFE 50D, #Ele HCl THELdH
& HCIOs &fnzx BEMFRE {T7cvy, Si & Biskifd X

2% LRI, Cr % NaClCHifts o t vk L CHES .

frEEwanr L.

(1) Gk

HCI(1+1)(1+10)

HC10,(60%)

NaCl

H:SO0,(1+3)

HF (40%): 35Eh%5%% 1ml th 0°04mg PATFDH D
2HRT 5.

A (Na:COy 1+K2CO4 1)

HEFIT T I ZAD L0 ORFERAL, LEDD
LB EERETEVHET 5. (Z0oEE © HIK
LT B3 5.)

(2) S¥igdE

Bt osgRe—pm— iz ahEn, HCI(+1)10
mi X HCIO, 20ml Zhnz mZhsrfizl, 053
SMEL TRERBES S P ARCEET BV EET
FEIET D, CregmzeF T 55413 NaCl % 0ti~
O 2g¥oflaimzx Cr 28 x€ 5. #=#&L, Cr0
A 10% PAFT, 2 Cro0s DEBXIE LT 584

13, TORERTETHS. HIKEAK soml 3 X%
HCI(1+1) 5mlé %fnx, H#hl CHEZBHT 5. o
WERWCTe@L, 8 HCI(1+10) kX O {RKTES
T5 LT R eRE E BICHENY RIT ANEERE,
1100°C LAETEMENHETHRMT S, 3o REE
7% H.SO0, TEL HF 3~5mi %z, Hnshl T
Si0: ¥ X U' HoSO, ZEHIS ¥ 2 DDh, LI Rk
WL avigl, FEOERDX LY SIO, BEEH
T5. BRKEOEMIEMER 1 g R MIIERL, B
B HCL(1+1) 5ml TiHEMLIEREICAE .
SiOFE K (g) X100

BB ()

Si02(%) =

III. T.Fe OEE

SiO: ERED o Wkikis 2 b0, D 1 WEsy
ERL, BF T.Fe, AlOs, MnO, CaO 3 X1t MgO
EEEDEFE LI EDTA [EE X > CRBHICER
T 5. -

EDTA jfiEikic X 5 Fe OERICOVWTHT TS

SDW|EDBDH Y, LHEDD, FREADE* o b X 0HA
T — R — D, HIESDL EDeh D Fe DERICIAL
JGHEN TV, T, HBIRTIET 5 X5 0EiEMm
1D FeO 1L Fe03 DRIFEER S ZDBEIC L
DTHRETH D, Ak, TOIVOLBEIEREL LTI
U FOVEE, AvEY ) FOUEE, 29 UEE, Fal, o
V77— B EAFERATN, RS 13374 HFo0
Ga I i DR EBREFECH D EOMETRY) 7T o
T—BEHSEL TV 5. LaL, EE5BY ) FAERK
DWTIRGT L7 fER TR, 75 Lc@mEeEn Shed,
®BBTHX 5 Cr OFET 54, ¥ FERIX Cr
ZIERL, Cr O ERET LB TE EFTHS
D, REETEY ) FUBPERL-.

AFOWERS & LT3, Ti, Zr, Th, Sb, Bi % &334
53INBHDS b Ti s REimEhiced x
NBHZEMHELMFE S, Ti OB T2 vk
Imgll FORFEIHETH DL, Vb TWw523, ZH
DFFTOFER T 2°5mg DINDILEL S1F, 7o
ERTE HSBERETCH O, TLREAMIEGD Tio,
BRER 2% DRNTH 595, Ti OFEIEETHL4
Bl iFzobhnb.

ZDMMDEMFIFERDOFELIEISFA—Thorb e
R T b ie oz,

(1) # I ,

BFEE 7 € = U LiETR (50%)
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+ U FOUBRIEWE: U ) FUEE 10g 27 ava— v 100
ml CEEFT .

0°0125M EDTA iZ#eWs: Blaedel BOD i THRL
LixzFlL o7 i va@E2F Y oa (2KE)
4:6531 g IEFEICK 1 L WWiBfiE+ 5.

(2) Hfriete

Tm%&4W%nth&&®nr£;o&@%2w
ml A 275 AILANERETTKEZMZS. vk
50ml ZIEMICE—H— SR, 7K 40mlik X U4 )
FOVEEIEWE 0°5ml Hinzx 5. ZAVICEREE
R pH % 2°0 K ET 5. (oH oFFEciE
PH # — & —ffifl+ 5. BLFF<TRT). LR
EETY ) FABKOEEBELILORDOL EDTA
SHEE TNGE L, RO TREED DEAD 5V IT e
LigotcmrkEl Lo £ oRicxoT T.Fe £%24
He 5.

T.Fe(%) =
0-0125M EDTA {EHE{HiF £ (mi) X 0°06981
R ()

ZOFHEETYY Fe 28 20mg DL kit 5 & EDTA-Fe
P OEENRR I D, BRAORHBINEREICLS. L
ﬁof,ﬁ&@%#f Thoc A, Fe & & 20%LL
TomRmEHGEETE 5.

FEZD A

IV. ALO, OER

WD X S5 EDTA jEEEII>T Fe #E&L
e &, VEDIE Al HEGHMICERT 2 HEICDV
T, T TIRE K O|EDOD 35D, THEHET
G LD OREEEREE LCRASN A Z SCHNE
LTW5B®, Z0Xvo4LEaEREE LT, a-E ) &
N=-B-7JF+7 b= (BLF PAN OS5 HFT %)
JaaF7Re—NS, NYFIT—BiEMNE {H

3% MnO, CaO XUt MgO OEigE RN AIETH
BLEFRWIKELI-OT, PAN Z2ERHLE.

Z DFEDOERS & LTI, Ni, Cu, Pb, Ga,In
W EHD BN, TNDEFELBREEERICEEING
LBV O TR E LD, Fi, Cret s
WS, Cr3t OIFREETHDEDHMEW 3
H5. ®E, Cr** HpopEgic PAN iz,
Crit X PAN LEHLTREZEL, Lrd,
€12 EDTA 1 12 Tkl 7z v, Al osegix
RAFEEED. LaL, ThICY Y FLrBEEIE5
E, %) FAEES Crot AL Cr OB#ER5LTE
BT ERRVE L. CRKET 5EBREOEICRT.

Fes*, A+ X8 M2+ % & HCIO, EBMEAIRIC
Cr3* B\ E Crdt %hnx, X 5 Ty ) FViRismg
O*s5ml FXO7KE M THREZK 100ml L5, &
NCEER 7 £ =D LMWz, LUT R 2 o5t
VeI LI 232 T Fe 2% T 5. DEIiibAin2 o
FrgfEIC Lichi 2T Al BT 5. TG % Table
LigRd

Table 1 iT4 % X5 I,
Cr3+,

1
v .

T8

+ U FOVER 2ER T,
Cré+ L4, 7mg £ COHFNT LA EEHMB
7mg PAETiE Cr3t B X Crt+ ofEpsiadinh
BEOPRSEMIC LS. L L, EEIRHEEMEOE
&, Cr 2D XH5THEEL I L WFHIDOEE (&
Mix &) oE»E VD, NaCl X b Cr R0k
YRR B,

%72, Mn VX 20mg Tl Tablel whsdXHiC
ey, 28mg DLL b e, Al OEEMITH
W%, L7enioTAREE MnO £FE 30% LD
REHTE A TE R .

FOMOEERERDO FEEIZERBRTL L L, &

FAENTV 5, FEE PAN @A T L, 082 (KBiteslibldsofk.
Table 1. EDTA titration of iron and aluminum in presence of chromium.
Ion added (mg) Iron Aluminum
Fes+ | A+ | Mnr| Crs+ | Cre+ EDT(‘I*n Z‘;S@d ! Found (mg)t EDT(fn l‘;sed i Found (mg)?
1000 500 10°00 300 —_ 14°32 ’ 10°00 14+83 500
2000 500 2000 500 — 28°65 2000 14°84 5°00
1000 10°00 1000 7°00 —_ 1435 1002 2970 10°01
10°00 500 10*00 10+00 — 14+73 :10°28 15.01 506
500 1000 20°00 — 3°00 7°17 5°01 i 2968 10°01
10°00 1*00 10°00 —_ 500 14°34 10°01 2°97 1-00
500 5+00 10°00 — 700 719 502 14°88 B 502
500 500 10°00 _— 1000 7+45 520 ' 1505 507

¥ Average of three determinations.
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(1) & |

0°0125M CuSO, fuHeiz: % HestZEE4/® Cu 0°79
43g %A mao HNO; (fbil 1°38) THE Lz Db,
H.SO,(1+1) 5mi Zhnz hnzhsEF® L, H.SO. /%7
4 X T HNOs 2ERRT 5. @A KEmz CEEE
HRL, SHOIKRZINX TIEMT 11 2§35,

PAN A PAN O*lg %X F702 —v100ml
AT 5.

Z OO EEIRIRE L/ T

(2) oiigfE

T.Fe ERHOIBEMIZ CuSO, iRz 0 10ml % Tk
Wwhnx, ESOWKEB7 =9 4 B lExima< pH %
3°0 ILHETT . INEMBALTEBT DIV
HiX, PAN B¥E 3~4 1k hnx 5. &k Cu-PAN
OFREEET DD, TN/ HIT EDTA R %
BWGHEBELELSETINL, SI5CX0@RE 1 mlshn
%%, g0 EDTA % CuSO, EE#ER CitiE L, 153
BEOPOREE L DIemEkEE L, 2¥oRiT x>
T ALO; &2HHT 5. 7k, HEWK k- oTiz,
CuSO, FFEERREF ATNCiA Lz 0 tml #hngE
TLEETS. ﬂ

[0°0125M "EDTA #iHEWE{#FE it (ml)
;8:8&?}“ CuSO, EEEERZ(#H it (mi)]

AlO3(%) =222 - “w W (e

APt & EDTA WBHMO &S CHIRCEMEAB%
Vinh, MEALTHISZRESED LHBLETH .

V. MnO OEE

fE, Fed*, A+ 3 X(f Mn2* % EDTA ik
W X2T, EERNTERT HHERS SN TV,
BHTHERD Uik 5, B AEHOD & TR
RETH DT Lo DlDT, RIEUINECSRAT 5 2
L&l ¥7%bDb pH 45 OFEMRICK VT, Mn &
Wt LT/ N@ERIo EDTA £E#tiieinz, PAN %155
FEL LT CuSOs FJERTBRD EDTA %ifiETh

¥ Mn OEEHBATFETHSB. KL, ZOHA Mo &
EDTA OFRVEENRFVWOT, EDTA N Zhn
x7cdb & 60°C BLEIEL 10mn HFELTRGRSE
TEEH5ERPETHDH. £/, Mn & Cu “.C“lti Cu
DTS5 MBF v — MERERDSKTH B2 5, CuSOs 12
HEIRIT X BHENRTRREDO L S ITEXL LN D, Mn
¥ PAN ERIGLCHEEETSH DT, ZIBNHAET
HbH.

pH 4'5 35T EDTA & KGLT Mn OEZEOWF
EERLRSE, WEETED JF booiEs, Co,
Zn, CA X EHBH B, ThbbEEEMERPEE
AMESBENGZ Lo LMEE b, Ca id pH
50 FCIaMe R s, pH 45 T EDTA * Ei-
VEWE LS. CHICBE T 5EEBRFR % Table
2T

(1) #® ;&

MELFELT

(2) ZitefE

AlOs SEREDEWICHE T » & = v s iEHEMA T
pH % 4'5 WHTiT 5. 0 S WOWIRE 60°C
LETHBZ EETT B, (ALO; Eftfhiiibico¥
DIFVEIT 5 DNIEHIR X 60°C DA E#{ED> TV 5.) Mn
& PAN LORGIC &2 TEROE iR Er 2
575, Thic EDTA ¥R INAGROELHEL
LicDb, SHIZZOBFE 2ml 2Nz 5. ) 10mn
& L0 biffElo EDTA % Al,O3 D4 & FEECuSO,
BHERTHEL, 2F0RKI2T MnO HEHEHET
5.

-[0°125M EDT A #ZHe (i FH 4z (mi)
;8:8:35224 CuSO, FRHERRAEFH 3z (ml)]
M) = W ()

Mn HED SV OHKIREY S EOMED THBEHE
L7ch?, % DRBFEFRRFHCOWTIRET LR, 20~50
°C OHFE TRZE( L Dz, LABD2T, ZoXu
& TBET B BT '

Table 2. Effect of calcium on EDTA titration of manganese.
Ion added (mg) - Mn found
p :
Mn?2+ Ca?+ . EDTA used (mi) ; Mn (mg) Error (%)
' 29°15 n 20+01 i +0°05
4+5 ?» 29°11 1999 —0-05
2914 20°01 +0°-05
20°00 50°00 3223 . 22+13 +10765
50 . 32+30 : 22*18 -+10°90
‘ 3212 ‘i 22+05 +10°03
4 o
— 42 —.
,1‘
N
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VI. CaO &kU MgO OEE

Cat* 3 XUF Mgt* % &TwWE pH 10 ELT,
chic@Eo EDTA %z <, PAN 2fERELLT
#Rlo> EDTA % CuSO, ek CiGE ThiE Catt
B I Mg OLAENEELEL BT & IFTTKMA
BTV S., LiEnoT, &EDCEE, T.Fe, ALkOs,
MnO »%gLikbE, OED3%F 7un )T Cal
X MgO MEETEZ R TTHD. O RKET
,%ﬁﬁ%%ﬁ%ﬁ”T%ﬁbf%6®fﬁﬁ%%%?%
_ﬁ,gi,Cnﬁﬂ%f%%:&ﬁb%@k@f,ﬁ%
TRz OFEICLOT Ca0 kXU Mgl O&BHE
By sz kel

Ca + Mg OHMEBERIIEAHDH D, TITR
BIR TR LT VRE, POMELFEZLDY, ¥
S UMT L E=V AT Caky 2 9BANVY T AELT

BE S LEDY, LEEFKOKFET, MgO %

@1, CaO : MgO O&4&E»DL Mg0 ERESIE
CaO BEXHEMT o HER LD,
(1) 8
NH,0H(2+1)
L LUET TS T LB (BaFD)
FOhIIRTE & F U

(2) ZorifrifE
MnO EBESOERZ 250ml * 27 5 AT ANAE

WETAkEMZEILIEVEE S, TO5H LD 50~100

ml #ERCE — 3 —KHHT 5. NHOH =iz pH
% 10 LT 5. Ca 35X Mg 8 PAN L{EAL
CHHEXIEVWREERET 525, i EDTA FEEHT
FEBEARERETHETHNR, LK XOER 2ml
%% 5. PAN 7R 3~4 ff#ighnl,i@%o EDTA
% CuSO, B THEL, RETELCHERAET
%, COREERMEIC X oT Ca S E O Mg IKEDTiH .
Eans EDTA @UEER%s Aml &35
SEWHIC 250ml * A7 F A3 XY 50~100ml %
FHECE - —CHBT 5. chity . Vg7 £=7
AR 10~20ml FANZTIEAL, 2~3mn FHLT
YL UEA AN Y A ERT S B, LIED IRFTTHE
=D o AT 0B LAKT 4~ 8 EikFT 5.
oA &%, NH,OH =hnx T pH % 10 AT
+%. LUF Ca XU Mg OAREDEHE & MRITERIE
LT Mg #{iET 5. TOMERECI>T Mg IT4
S THEE Ehic EDTA e sy Bmil &L, 2F
DX LT Ca0 kXU MgO =H T 5. '
[A(mi)— B(mi)]x0°07010
=k ()

CaO(%) =

Table 3. Analysis of basic slags.
Sample Basic O. H. slag ! v . Basic O. H. slag 2
Element take , Standard ' i Standard
n a( n) Author’s method method Aqthor s method . “method
g EDTA used EDTA used o
(ml) (%) - (%) (mi) - (%) (%) .
: 1675 — © 1533
Si0; 05 — L1672 16772 — i_ 1535 1535
: i 16°73 — b 15037 '
H |
13+46 9+40 16°05 11°20 ~
T.Fe 01 13°43 938 937 16.05 11°20 11-22
13°45 939 16°05 11420
7+57 482 510 325 |
A0y 0°1 760 4°84 485 513 327 | 3°25
7455 4+81 511 326" |
9+33 827 10799 974
MnO 0°1 935 8°29 8°30 10°98 973 9°72
: 9+35 8°29 11-00 975
100 2819 49+40 25°84 45+28
CaO 0" 1 X —r 28°20 49-42 49+40 2582 45425 45°29
250 2820 49+42 25°85 45+30
100 3-89 4°90 674 849 .
MgO o-lx_z_-— 3-90 4+91 490 675 8°51 8°55
: 50 3789 490 6°75 8°51
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(B ml) X 005040

MeO(%) =" (&)
VII. SRZROMEER

BLEDHHIT X2 THIEMINED 4 1T o & =
5, Table 3 IT/RT X 57, HFHEIL, Lrdbrik
XD DIV RIFEESRAZ B, AkIZ X 5T SiO,,
AlOs, MnO, CaO 3 X MgO ASEEHYICTE ftAs 7
RETH DI LD Lipdbiic. HHTHE Ry 70
mn TdH B, SiOCe%fR< 5 Aksr DO H DI 1349 40mn
Ty BRMEERIAC S ECH AL, GESROMEL L L T
LVbUBLLEHIRTVS.

VIIL.

o

IRILPEIE DM 5, R ARSI R DV TRIgEL
ZTOHMEET LT EMNTE. KELHRTE, 130
75 SiO;, T.Fe, AlO;, MnO, CaO 3 1708 MgO
AT ER L, §9 70mn T, {EEOFUERICS S
DHEEZ ST, INLORSEERL X,

1) SiO: 13 HCIO, BiAIKIC & 2 EikATRE R Lic.

2) T.Fe 13.8i 2L HLORHD 1H 5, +
JF AR % $E R IEE LT, PH 2°0 O W\ T
EDTA FEUENZClini Ui im L 7.

3) ALOs 1% T.Fe s@nifhOiii% pH 30 L LT
Al HIZH L TiEEld EDTA #EHEEZ 0 X =D b,
PAN %357 & L TithElo FDTA % CuSO, fuitys
T¥EE L CE R L. :

4) MnO 3 ALO; EREDIENEE pH 4°5 £ LT
Mn ficxf L Ol EDTA fRMER% i =0 b,
AlOy DI LK, CuSO, EIHENKIT X B IEHEIC X
DT LTz,

5) Ca0 X X" MgO ¥ MnO EREOBIRD 1
BaEs D, pH % 10 £ L7dDb, Ca kX Mg &

L Cifafdo EDTA ke mx, BAT EidE Mk
iz CuSO, ¥EHENHIC X %5 1 & ©C Ca0 kXt
MgO DEHERD, DERMD 1 HELE D, Zhity -
VT R U ABHENL, Caky o YAV D A
ELTCILTF oS LDb, BEO pH % 10 &
L, LATF Ca0 X8 MgO o&4R0#4: Aigicm
ML T MgO %%} L7z. CaO #&ix CaO & MgO o
SRS MgO Gadsho Tk,
(FEFD 34 4E 4 AFHD
'8 21N '
1) FEREH: S SR
2) BINZR: SHZE, 4, 582 (1955)
3) K. L. Cheng, R. H.Bray, T. Kurtz: Anal.
Chem., 25, 347 (1953)
4) Ibid, 24, 1640 (1952) 7
5) L. T. Butt, N. Strafford: Anal. Chem.
Acta., 12, 124 (1955)
6) FEMAFEME: BIRWE 19 F 4634 (1957)
7) HBWTA, TEA B FERE 19 F 4635
(1957)
8) Fis =F, EBFESE: SHifbs%, 8, 126
(1959) ‘
9) W. J. Blaedel, H. T. Knight: Anal. Chem.,
26, 741 (1954)
10) H. Flaschka, H. Abdine:
45, 58 (1956)
1) FRkEB, RE®H—, FEHE: £FEFRE, 9,
303 (1957)
12) P. Wehber: Z. Anal. Chem., 158, 321 (1957)
13) HHBEME: BREE 19 F 5396 (1959)
14) EEEFE, KT —, WEFE: 2EHLE 19
% 4871 (1957)

Chem. Analyst,

— 44 —



