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Determination of P, Cr and V in Basic Slag.

(Study on chemical analysis of basic slag—IV)

Synopsis:

Shigeo Wakamatsu

This investigation was undertaken to a find a rapid and accurate chemical method for the

analysis of basic slag.

In the report (N), a simple spectrophotometric methods was des-

cribed for determination of the Py0O;, Cr:0O3 and V which were contained in basic slag.
Determination of P:0;: Dissolve the sample (0°5g.) with HCl and HCIO,, and evaporate to

fume.

Add vanadate and molybdate.
absorbance at 430my against the water.

Determination of Crq0;:
extracted with water.

at 380my against the water.

Determination of V: pipet an aliquot 10ml! of solution from among
Neutralize any excess base with HCIO,.
Ajust to pH 30 to 3*5 with HCIO, or ammonium acetate.

the sample described above.
and acetone.

Dilute, and transfer the solution to a 250m! volumetric flask, filtering off any residue.
Dilute to the mark. Pipet an aliquot 25 to 50ml of solution into a
Dilute to the mark and mix well.

100ml volumetric flask.
After 5 mn., measure the

2g. of sample mixed with 20g. of Na,0; is fused the product is
Make up to 100ml! with water.
into a 100ml! volumetric flask. Dilute to the mark and mix well.

Pipet an aliquot 5to IOml of solution
Measure the absorbance

100m! of solution of
Add (NH,):S:0s, PAN,
Transfer the solu-

tion to a 50m! volumetric flask and dilute to the mark. After 5mn, measure the absorbance

at 560m g against the blank.
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BIEENEh O RS R ER T 5 Dfis, WaER
(LS IEOTESLIT DWW TIZE L, B3 |37
Si0;, Total Fe, FeO, Fe;0; Al;0; MnO, CaO,
MgO, SH X TiO: OFE |k & FERL- 4EIZ
P:0s, Cr:03 kB X V05 OEREIZOWTHETS.

P.0; 1x Total Fe, Al;O3, MnO 7 ¥ ¥ 5ER L7
OB, YN F FEY TFUEIT X BUENE
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VOLRFTHS. X OTEEREECFELHVST
e L7

. B X CBE

(1) &%

Y T AT
1WA T 5.

N LR NH,VO; 2g % HCIO,(1+3) 111
BT 5-

PrEdEyR: (NHy) HPOs Z/KIIEEL,1ml d 0°25

(NH4) 6MO7024'4H20 20g K

‘mg @ P05 WAENTHAPEZEHF/THBMREZARTS.

(2) # & .

SIIBIER: BN VT lem @ b O B {FERT
. :

2. GiTiRtE _

sl 0°5g % HCL(1+1) 10ml 35 X% HCIOs (60
%) 20ml THMAL, O&D>SEEL T HCIO, HIE
BFAE XG5, WHIKRIEK 50ml 3 X HCI(1+1) 5
ml A EIEAEMRTS. e v C o LIEHC
(1+10) BFXOVEKTERET5. ok XOREREZEH
#% 250ml X275 RI~NRNIE S E TR EMED-
(2 2 FCRELROBIEL FET, ThXDEESIEL
TH 1 40T Total Fe, ALO; 7o, % 2#H> T

Uk TiO: #EE L) ThX b 25~50ml HIEREIC

E—# — 45 ER LT HCIO.(60%) 3~5ml (HrHRE 25
ml O EZ 5ml,50ml ©& =¥ 3ml) Hhx, Bk
#IEL T Smn RELAMEERFEES S HCl ZERERT
fnga L T
1~2mn F@HT5. L Cr &#&H T 5541 H0:(30
%) 1~2 Wxhnx Cr 25Ty 5. WRIEENE 100m]
2ZAT7ZAaANAN, KEMXTHREZK 70ml &§

B ZHUCE ) TF UEHENE 10ml BXCN F UUE

WiESml hnz, X HIIAKEZEBRECHMELD. X LIR
DEF-OLEIRZ25°C & LT 5mn #ETS. K
BHRIBE LT 430mp OEEICH T ZBRELEEL,
FoERL THAHREMI D P05 EEKDD.

BEBISEOXSKLTHERTS. EifEL 0-2g %
HC104(60%) 20m! THEL /D, 250ml x 27 5
ZANAIBRECTHKEMZ S. Tk b 25ml 503
% 100mi 2275 Ra3Eby, PIEEEOEADE
(P05 &L T t~5mg YE) L HCIO, (60%)
5ml ZANZ, SOIIKEMIIKERY) 70ml LFT5.
BUTFASC DA & RIERIC AT U TREEZ#IE L, P20s
& OFfRImRE L.

3. & &

(1) HCIO: OREORE

Y FF UBRESIES XOUNF U U BB W OFEREE
JIS OFEDIT Lichs2t. 7L, JIS TRiRAHER
BT 5 X 52T 58, BREBIRCTIEREET
ERIMETH LA TERVOT, FHEMZSZ &
U7 Bfaorro HCIO, oY iEIC DV T,
BEOHEH LD, TOHRCOWVTHREITEITR D

C OFRIE Table 1 IKFRT X 510, AEOEHTE
HCIO; $tfFR 4~10ml OHPH TIREILE 1T Z(br3ia
27z :

Effect of concentration of HClO,.

Table 1.
HCIO, (609%) added Absorbance
"(ml) (P: 0°50mg)

2 0262
4 0+255
6 0256
8 0254 -
10 0+255
15 0°219
20 0085

ko 2. HHHECHEL X ST, £65] HCIO,
(609%) 3~5ml % Hnx, 5 itcEfE L HCIO,,
#HFEhop HCIO, i AR5, 9 8ml &7ed X5
L7z

(2) Fe ops _

YN F K 7F CREOBILEANE 330m ¢ fHEI
BN, COPRETHIREEROBRIKXTHD, I
DX S5ic Fe OFT554E1, Fe of#EbREA
B b, ZOERRERTERW. £2C Fe oEHED
AIsvy 430m p OERCTERAEORIEEfTLS5 L EL
7z. )

LL, COEETH Fe olBFEDSVIEAI, &

TFRErHDLEELLNDLP D, Fe OB OVWTE

FERfTRo7.
L DFERE Table 2 "3 X 51T, Fe fFE 0~50
mg O TIREYEEITIE & A XLV & 3dod>

Table 2. Effect of Fe.

Fe added Absorbance
(mg) (P: 0°50mg)

(6] 0+255

1 0-256

10 0°258

20 0°257

50 0°257

70 0°262

100 0°+275
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Dfz. ERORE T s0ml 2SR UAEA TS, Fe
DHRFRITRTLROHANTAS» S, Fe OpE
WEELRLThXv. #FL, RESPERT IS
3, 75 EERE B ELERE ST B T Lo
LEDTW D20, 2.5MEFORBEFEREFETHE
Lick 51T, WL 7-i&#k 25ml ff 20mg @ Fe % it
TS5 I 5L ’

(3) T OMOIFRG DRE

Fe LA, BEMINMEROREESE SN TWwW5, Al
Mn, Ca, Mg /¢ Sl ® 5 7c\v. Cr }x HCIO, =X
STEHIEENT Cr0:2~ LE>TWb0THELRD D
B 5% FREETIET® HO: 2 X2 GET L TH T
WL T A EMNTED. . T nllkod 213 HCI
2V TERR TS X, As 13 0°5% % CREERK
v, .

T O, AETIE Fe BG4 50T, £E0 H.SO,,
HNO; & X0 HCl O FIEEBEZ M A I ¢ 55 %
NWHRHL. ZEOWMILMEET 35 MiE ciF, 3z
CHCL THMFL, FOKRESZ HeS & LTI 250
PERETHS. Tz, WS HCL &5\ ik HNO;

ZERAL AV, HCIO, BEAEIZX2>T, Znbd
DEEZERER L i3 g S,

(4) MER

KEC XD
REML Fig. /0 4
R ! I //
LNFREDY é : ////

TF DR ~§ i /
i Fig. 1 Sys ‘ )

< Va

WHBH XS -

Beer oikR| T /
Iz Lf:ﬁ;b\, _/
Lﬁ>%%b@ 1 i i ] 1

e 0 0 20 ar 40 37
TRETHD P0s Cmg/iomt)
T, iﬁ[a FEE1 GC

iz v R
wE AL A
v. L, : '
REFRBPRCTHE2 06, BRECRECHI>TTE
W EIRECROT EBLETH 5.

4. ZEEEE O

Fig. 1. Calibration curve for
determining P,0;.
Measured in 10mm cells at 430mp.
Temp.: 254+0°5°C. ’

AERIC XD CHREMEINEF O POs 2 EE L8513

Table 3IRTIBND THOT, HEHIEEILL, #EoEE
HEHE L THBEOWEENE L.

Table 3. Determination of P>Os; in basic slags.
i i Recommended ' Volume-
. Sample :

Sample taken Abso:_r{)eth()d glleci:hod

(mg) ance P20; (%) P05 (%)

Basic 0*125 055 -

O. H. | 100°0 0°125 0-55 055

slag(l)‘ i 07120 052

Basic | 0+208 185

0. H. 500 0-210 1-88 190

slag (2) ’ 0-210 188

Basic { 0-270 245

O. H. 50°0 0°270 245 2+46

slag(3) 0-270 2+45

I11. 01'203 @D E %

Cr:0s ¥R L2 BICERHTHHFOEEX, Cr 446
L ED%E RN, A NaO, THERBLL, AivZiE
RTHEFRLIcOD, HoSOs Zinx ks L, FEHEK
XOTEETS. LrL, TNREFFERBEETHD, &
WRTEDERDOFED LFERTH 5 2 & il 2 EET
5. . ,
— A B I IE CraOs ¥ 1% PSS A LT
WHEDHBEERTHD. ZOBRE®D Cr0; BERTHIC

RIS X 5 OMERITH 505, TELEEE

B DWW TR 2 {17,

SRFEAEINER O Cro0s OEEIEE E LI DV T,
TERHEVHRSINTE LT, H<H» SmbhTns
CrOz~ oHEEZKWIRTHET 5 EEYS, BETH—E
CRAVBNL TV L5 ThSD. BHIICNESEREE

7z.

1. HERLIVERE

(1) gl =; .

Cr ZHEN: KoCri:0; 2/KICIERL, Iml 1 0" 1lmg
O Cro0s %Y Cr 2 &H THHMES FET5.
(2) ¥ &
IOERESHBIR VT tem b o2 FHT 5.
2. rifigtE

Af 2g & Ni v RiZiEs» 9 & b, NayO: #20g

EMZXRALEDODL, BRT v 7 A4 T st
¥%. 700~800°C T Smn HERMKEER B o7~ 0 B, B
RELOWANT 5. Bk S0ml dIcEEE S VY RTL
A, WEWEGHTS. v K2R E L 0D, i
BT 2mn EBLERO Naxd: 25045, &4
#%, BRERERE EDIT 100ml 2 X7 5 2a~ANE
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EANMERDOY v, 7o ABIONFU T ADER 405

WEokemzsd. (T % CEEHY OE{FEFKT,
INED 0miExSiEl THEIRTESEEREL) X
IRV EEDD, HROEKTOAL, P D 5~10
m! HEFEC 100ml 2273 23CHWT5. Ihic
KEEMETINZ, X <R D= Tl bKEHIBE LT
380mp OFERCHTLBOLELEZEL, FHERLT
HHMERE D Cr:0s BERD5S.

B oZF o X 51 LTERTS. Ni vy KiC
Na:0; ¥ 20g & Ah, LECoiiiEs RRicaEL,

Wiz 100ml A 277 ZA~AIVE R E TAREZML

BH. i b 1oml FOoRKED 100ml xR 7 X
2HEL, Cr BEREOFEADE (Cr:0: £ 1T 071
~2:0mg OHFM) Zhnx, & BICKE M E T B,
LTS 7o O RRe o AT iR/E & MERICAAEE L, 380my o
WEIC BT B BREREIEL, Cr0: & X ORMEMEE
<. | |

3. k=

(1) BEPEL oM

CrO42~ V3 370mp WRIKEAA & 5725, FEEFH OB
% 380mpy DOEERERALL. ZOERCEVTD
Fig. 2 A% X5 CRERMYKT, 0lmg Llko
Cr:0s OEBHEFAETH B, . Lichs > TAHETHE 0°05
~29% OFED Cr:0s OERICETS. '

EEOEEMED AT, 60mn A TIZELEICZE{LAS
7. ' ' ‘ :

(2) 7vh) ORECEE

EEEWFROT VH ) OUEEOEIEIC S X THE
ICOWTL 5708, Table 4 TRt X5, HIRE
RO7 VH Y OFEE (Na0O: 0&% o TERL )
X HRETRD LD,

Table 4. Effect of concentration of Na.0.

Na0; added . Absorbance
(g) (Crq0; 0+73mg)
1 0+460
2 0°465
5 , 0+460

(3) HFHHSOEE

LB ERIC S Sh, Cr & X b EBEHK
FICHAFTS Si, Al B XU V igon<T, OB
UH~7zh3, SikXob Al BRSBTS EINT
WHERE (Si0; & LT 50% BIN, AlOs * LT 20%
PIN) TREBEALREES IO, VIZ 2mg GUE01
gDEE V05 & LTH 3°5% ICFEY) T CriEgEss
o7,

BT TVY B,

CEKAEL, 2AH -

L7232 TC, REOYE LI RS, \BEERES
it nz b,

(4) HBER

AEC X HERE Fig. 2 KRT. Cr02- X d
2611 Beer ORI L zpdbiands, CrO82- 026
'3 Fig- 2 it 5 Xk i ,

5z Beer OJE,EU&C | A .
L7eaiv, T - //’

& T HAFEDITS o A

3, ///

Cr:0:2~ O Z &% F| a&h' /
R+ 5hER, HE [ /
BRGy Doy B B .

Z D Eh

Absorbance

0 o5 .10 L5 20

. Crz0; (mg/l00mly .

Fig. 2. Calibration curve for
determining Cr:0;.

. Measured in 10mm cells at
380m g

B D g,

4. ZEFEEE O
iRl
AR ko Tk
PEIEH DCr0; % :
SEE LR %E Table 5 WiRd. HEECHL TRE
DILWERPE L. EBFERELBRIFTHS.

Y

Table. 5. Determination of Cr:0; in basic slags. "

Sample Recpmmended Vqlume-
Sample | taken method tric
(mg) | AbSOrb- o (o, method
ance’ 23 (4 Cr203 (%)
gasﬁ: 0105 0+085
Slélg ) 200°0 0-107 0°085 - 0°09
(A) 0°105 0°+085
3%11&: 0420 0°68 ‘
slag | 10070 | 07420 = 068 066
(B) 0°425 0°69
oK. | 0-75 | 122
Slé.g ) 100°0 076 1424° 1°25
(C) 0°76 1424

IV. VO & 8
EAESMETROVORRERR 1 & L T, (R
H:0: IR —CAV 5TV 588, ZHIIEREN LS,

FHEIDFT VAL RS, BEIRVLIAV. ZTHIXX

Flla-v¥Yyvr--7J37 b= (LT PAN ORs
SERAVE) CXBVORNIEEEEEZFERL, 80
ROVOBISGEEEZCHAB L RIFARREES T &
T& /. SEIZNZEESEMEBEISH L. DTohic
DUVTHET S, BB T oW IR
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FaHFE B L B

LTHBHOTD, ZZTRENEZIGHE L%
T 5.

. AESITCEE

(1) & '
Vg NH, VO %7k ket HCIO, (oiEhgL,
im/ 1 0°05mg @ V ZEF T HEGREH/ET 5.
PAN {Ai%: PAN 0°05g % * F )7 =2 — v100ml
AT D

BFEET o E = 9 AV (50%)

(NH.): S:0s iFiz (20%)

7 ki (9975%)

HCIO, (60%)

(2) ¥ &
SHFBFE: BT lem O D O & HHT
L. H5AER pH » — 4% —

2. SiTiRtE

=S 2g® Ni vy FTE»9E D, BT Cr0s 5%
EOEAE L FRICEEL, M2 EKTIHERL, wikE
EEiFicE 100ml X 275 RaA~RN, KEEHTT
Nz 5. HEeRTe@EL, 2iE» S 10ml »IFEC

Z2nT

100ml ¥ —h — 3R 5. Fibb, ArEOSRET
Cri0s BXU'SOEEDOEALFE—T, 13HE»5 3 K
GDOEENARETD 5.

iz HCIO: iz Crhfil7zondh, EHIT 3ml

2B mz 5. oFir (NHy)S:0s ik 10ml, 7
b 10ml BIOEEET o E =D LG Sml &
%, PH * —% —%{#HELT pH % 3°0~3'5 A
3%. PAN ik 3ml 2z 70b,50ml 2 2735
RaANAI, KEEBRETINZS. 5mn 828 Kk E
SR L LT 560mp OERICH T 5RELBEIEL, F
DER L TCHHBEMI D VEERDS.
TREBIZOE DO X 51T LTHERETS. NI v FIZ
Na 0. # 20g & AN, LEiHirieiEs FiRicue,
B  100ml x 27 5 2a~ AN EERE THREML
%. ZRhXD 1oml FoORPIED® 100ml € —n—iT
SEL, ViZiEgoELzoR (V £ LT 0°05~0°3mg
O, VIZEEELMZ WD O REERKETS.)
Zmx 5. Zhic HCIO, Zix ThfaLicob, &6
w 3ml Z@ENThmA B, LTS LieaifiefE &
R L, 560 OFERICKITHBELEIEL, V
& & OBk A <,

3. B

(1) PAN i3 VoEEOLH

Ve (VR EERERMV.) RHEEERICRSWNT

PAN [Z X DOTHKEREERT 5,
TR DIHEEL, ZOFETCTHEREEERETHE TS
TERTERWV. L L, 22T (NH):S:0s 23X
EHERBEWEREERD, SledEd | hIZEETE
{E23 %0 BtRoIFIZ X >T VI oRTaHES
NBELDTEREVIEEZONS.

%72 PAN L &E4 4 OB & A id—RTK
WA TS H. TORDIT Cu, Ni, Uk ¥FoBiedkt
EERoEA3, Zookil, MELRESL SOEE
AR THI L TR ORIERZ TR DT\ HIOMD, vV
DR ELFBEDLBEEC D, 7 b o EifmT 5
T EW XD CRIBEDEREFILT 5T EpTE .

X2T, (NHy):8:05 (5 L07 & b LILFDOBER” D
PAN X9 V* 2 BEIELHTLELAEN, IOIVOD
B pH X 3°0~3'5 OIS EY T, I OHET
—ZEDENEA R L. ¥/ PAN SRR 3
ml DLETBHER—~FLHRY, REORE®DIRER
27z L» L PAN B4 aIERT 5 & SEBI(H
DRI D25, ZOFERAEIE 3ml L L. VY
PAN O#EOBRINHEMRE LS ~ 72 5, BIREXE
560mp 1D T E MDD T, BIEDBIER X
R V. ok, EHEZELKRT VY 2 PAN
DEBOMRILE LR E 5111 THD.

(2) TS D _

LBEAERERICER SR, V&b EEFHE
THFT BTG IE, Cri0: ODFEDEVIT Sk 5
i Si, AlKXT Cr TH%. Z205b Si Xt Al
i PAN EFSLIEVWA DL, HBEMMEIECEFINT
WHRRETIIRE»S v, Cr3* 3 PAN 2 L <H
EwE BT 54, Cré+ 13 PAN SEFLAV. AEDSE
4 Cr i3 Cré* L2 CWBDTES LAy, Lo L,
Cro* B#HELETEH, L Cr BPEHRICHEFTIHAT
HRETOWHER DB EEZEZLOLND. ZOEITDOWTHE
A LAKER Table 6 iWR¥T X 5T Smg ¥ TIIFE»
shrolz. Fisdbhb, KEOES Cr:0; #9 3°79% T
B ALY (AN

ZOREEREET

Table 6. Effect of Cr (W)

Cré+ added
(mg)

Absorbance
(V : 0:05 mg)

! 0232
i 0230
0232
0234
0-241

N Ww—~0O

(3) ek
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AIEL XS5 EME Fig. 3 ©5 1. BISE L 2@ T ZREEIC H L CIE@ 0y /8 o e ﬁéﬁﬁ%g
i Beer OFRANICL7pdy, BEDATHE. MEDO  FToHork.
VoOEEIZHTS. .
DEE! ﬁﬂ_ V. a% E

4. SRR O 5T
AR Lo THREEMERD V 22 & L 7- %EF%
Table 7 (7R §. BEFEIC XS5 EE DT L 7225,

A5 /
L0
<l )4
s |
AL
O
2
= -
05
0z 3

vV (mg/50ml)

Fig. 3. Calibration curve for determining V.
Measured in 10mm cells at 560mp :

L, SiO,;, Total Fe,

Table 7. Determination of V in basic slags
Recommended Volume-
Sample p
© Sample | taken method tric
(mg) Absorb- V (%) M)g_
ance o V (%)
gaSII{C : 0+250 04027 :
sl;a - 2000 ] 0255 0028 0*030
; E) ‘ 0°250 0°027
gasli{c ; 0°375 0°040
51:91 ) 200+0 0+375 0°040 ‘0038
(1%) 0+380 0°041
Qasle 086 0092 ! 5
clag 200°0 0°86 0°092° | 0-095
(5) » 086 0°092 | -

REME OIS IEOWED 55, AE4 fics
WU P05, CriOs 5508 V B EEOR %77 >

7o WENDBBIOREEREENHL, 5, TuEL» LI
BEDIWGIBRIEEREST 5 &N TE . ot n s
’n%r ORBHCER L RIF R %55 ENTE T
- POs DEE
VN F FEYT5 U X 5RO A FE

Al;O3,- MnO, CaO, MgO,
TiO. LU%’)O% ons 13kl bEET5 g

FEST U 7.

2. Cl"203 DER

CrO.2~ @z@’aﬁ%”ﬁﬁ?"é %&ﬁ'l;jlclj‘pigﬁﬁki D, S
Cr:05. BXU'VE pIJEH/P /J_iﬂ—%)}?ﬁ:\&f@_i‘bﬁ_-
3. V 0)

PAN x5 Vs~ @zé%:ﬂﬂ%?‘éw}o‘cﬁ‘ﬁfﬁiwﬂf

BHEMESE R V DEBIWISHL, 5y *ﬁé«%ﬂg
MY AT LB TE .

(BEFM 34 4F 11 A%

. ' #k

1) EMATEHE: ghea, 45 (1959) 7, p. 717

2) EVAIREE: fREd, 45 (1959) 8, p. 808

3) EPATEHE: $ki 8, 45 (1959) 10, p. 1164

4) HERE: KEAEIREE (T%) (BRIxs
Mi#) (1952) p. 502, p. 646

5) FiRM: SMBESTE (LE) (1956) p. 287

6) HOJIERSR, fib: PREHE 19 & 5189 (1958)

7) MEBKE, fib: FR@E 19 & 5184 (1958)

8) JIS, G131l (1959)

9) BERAEHE: AASEFESE 45 @ALHE (1959)

10) K. L. Cheng, et al.: Anal. Chem., 27 (1955)
p. 782

11) G. Goldstein, et al.: ibid., 31 (1959) p. 193

L 12) BMEES, i HAPT S A 8 EaME

(1959)
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