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Metallographic Analysis of Vanadium in High Strength Steel

Synopsis:

Shigeo WAKAMATSU

A simple and accurate method has been developed for the metallographic analysis of vanadium in high

strength steel.
1. Separation of vanadium compound from steel.

(a) The steel sample covered with close-texture filter paper as a diaphragm and connected as an anode,
is dissolved into 100 to 130 m! of 19, NaCl-5% EDTA electrolyte (pH 6-7) with current density of 50 mA/

cm? for 1 to 2 hr.

Remove the anode, and residue is collected into the filter paper.

To the residue and filter

paper add 50 m! of HC/ (1 : 4), and pass in a stream of air for 30 min at room temperature.

(b) Filter and wash with water.

Add 5 mi of HNO; and 10 m/ of HCIO, to the filterate and evaporate to

dense white fumes, cool, dilute to 50 m! and determine vanadium as (Fe, V);C in accordance with section 2.
(c) Add 30 m! of HNO; and 20 m! of HCIO, to the electroyte and evaporate to dense white fumes, cool,
dilute to 100 m/, and determine vanadium as solid solution in accordance with section 2.
(d) Transfer the paper and residue (paragraph (b)) to a beaker, add 30 mi of HCI (1 : 1) and boil for 5

min.

(¢) Filter and wash with water. Add 5 m/ of HNOj; and 10 m/ of H(}lw041 to the filterate and evaporate
to dense white fumes, cool, dilute to 50 m{, and determine vanadium as V,0, in accordance with section 2,
(f) Transfer the paper and residue (paragraph (¢)) to a beaker, add 40 m!/ of HNOj; (1 : 3), and boil for

5 min.

(g) Filter and V\;ash with water. Add 10 m{ of HCIO, to the filterate and evaporate to dense white fumes,
cool, dilute to 50 mi, and determine vanadium as V,C; in accordance with section 2,
(h) Transfer the paper and residue (paragraph (g)) to a beaker, add 30 m{ of HNO, (1 : 1) and 5 m/ of

H,0, and boil for 10 min.
(i) Filter and wash with water.

2. Photometric determination of vanadium.
Transfer 20 ml of each of solutions (section 1.

Add 10 m! of HGIO, to the filterate and evaporate to dense white fumes,
cool, dilute to 50 m/, and determine vanadium as VN in accordance with section 2.

Discard the residue.

(b), (c), (e), (g) and (i)) to separatory funnels, add 2 m/ of

copper solution (0-5%) and 1 drop of KMnO, solution (1%), and let stand for 5 min. Add 15 m! of N-ben-
zoylphenylhydroyxylamine chloroform solution (0:067%) and 10 m/ of HC! (2 : 1), and shake for 30 sec.
Measure the absorbance of organic phase against chloroform at 530 my.

(Received Mar. 20, 1970)
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a. Sample 1 -a

b. Sample 2

c . Sample 3 d. Sample 4
Photo. 1. Photo-micrographs of specimens.
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Table 1.

Chemical composition and heat treatment of specimens.

Chemical composition (%)

Sample hCondition of
C Si | Mn P S Cul Ti Nb v Al N o eat treatment
I—a [ As forged
e— 0-15/ 017 1-00: 0:015{ 0:021} 0-28 0-033 0-012 0-0051| 0-010
-k ' 1 200°C X 2 hr—>A*

2 0-10| 0-34{ 0-91f 0-015 0-016; 0'16

0-035 0:039 0-010; 0-0014] 0:009

1 200°C X 2 hr->A%*

3 0-10] 0-49| 1-92| 0°014| 0°013| 0-14| 011

1200°C X 2 hr>Q**

0-052| 0-040 0-0048 0°006| ~ £rro X5 P12

4 0-11) 0-51

1-32 0'018' 0-018 0-19| 0-05

0-072| 0-085| 0-005| 0-0045| 0-049

1 200°C X 2 hr—A*

* Annealing ** Quenching ¥=% Tempering

Table 2. Chemical composition of V compounds.
Compounds V(%)
V,0, 67-12
VN 78-54

(1+1) %fipx< pH % 6~7 9 5.

(3) N-BPHA &¥t: (000679%) : N-~X_ 4 7
== e Faxo 73 -02g #2700tk a300ml
RS %

(4) &HEW : &/E8H 0°5g % HNOz; 5ml T4fif
L7c®@b, HCIO, 10ml % in X inZAR e 2 A0 % 17
gy HNOg ZBRpRr§ 5. ®wHIf%E, KEMNZT 100ml
ET5.

(5) ~NFrov B (10pg V/ mil) NH,VO;
0'1148¢g ZE/NKTIHMRAL, $HE, KEMMALT 200m!
LTS5, ZOBRO—MELSEL 25 55 THTHER
T5.

(6) V. O3:MRSLE 325 x v =20 FRBHL .

(7) VN:&EBn~rvvaw NHy TR{EL7Z. T
h% 325 2 v v 2 DITICEBL, HCL (1+1) TRrREL
7-.

EFE V03 5 XU VN thDV2{LESITEDICL Y

Fm L. ZoOER% Table 2 TRT. XEEHTD
R OFLEIED SN2, WS ITIEHE7s
MELBDLND.

4.2 ¥ B

(1) BREERE BHO LRICIOT, ERE, &
RV, KBRS, SHKEL C»HEREINS.

ERCH>TRFEREZBEL L TERTS. T4b
b, llem OFEHK (SEC) #&FEH 10 mm OFEHKI
FE, —WhrS 30~40 mm OFFLSTH D FVF, T Lk
FRBEEREESOUEET S, InFEBR ZBA

UBAHRIC AN, B S¢kRECHRET 5.
(2) &¥eEHES: A5 EPB-V #, BIN +vld
10 mm 700 2 {3 .

5. VORRDEIZSCICERERE

5-1 RERIDMIRIE )

(1) ERHNCEMAE 100~130ml 2 Ah, H55 10
DifE LB R B, SREEEE LT, Ar 403
NAHZZBRRPIOBL, BAAHESBTEE L A8,
S0mA/cm?® BITFORRBEET 1~2hr FRFL, ¥k 005
~lg 25+ %. ZoOR 20~30min 3 %12 BTB(S
PAFE—NTv—) HEBKEBAVERBRO PHEZL S
~, b LB R e 2L 251, HCI+D) %
L CEEED pH Zohic 6~7 OFEIE> LS
K95, i, BAFEZKES LIEIEZ 25°C LATFicEr
T5.

(2) EREETR WBEBRFEZFRIEHIOE -1~
KAND. ERREABIRESR TS LRET S, %k
EARRITINZ B

FiRE O AT FRICHTE L TV DA DO KERS % ki
Wa ANERTREET. ZOFRKOTAE ZAVTR
BEER CHAEL TV EBREZHHRVET. BB
ELTHEFHETRIF LAcDDL, WYLk, B
HETSH. - —dhTFREZ+HSERLAEDDL, 9em
DFEHE (5EA) ZAVCFBL, HREPRT4~ 5Lk
HT 5. PRI ERETIINLS.

(3) EREEIC HNO; 30m! 3 X¢f HCIO, 20 ml
whnz, ML GRELBE*E4 S8, EDTAZZ S
oy aE et HNO; 2B 3 5. 4, L, HCIO,
DOAREFRDOLNIZ LK 10ml 2803 5. wH1EE,
imK 30ml FInxIRIA% BT 5.

(4) %%, 100~250m! % 27 5 23~ A hiZE
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ETHREMZD. BUFERE 52 (D~M) wlidhsT
BEL, skl TOVEERTS.

(5) L£5(2) OBREBRFR ZL €~ h—IT AN,
HCI(1+4) 50m! Z#MmAiRD ETETCFEFREZEHRLLD
b, FRTERZBLAS 30min jHETS. 9cm A
A (OFA) ZAVTRABL, KTI~4EKEET 5.

(6) FEEHic HNO; 5 ml 5 X (f HCIO, 10 ml %0
X, INEAL CiRE7S Bl 2364k <4, HCl ks JOHNO;,
ZERR T 5. WHIE, (RK 10~20ml 2 hn 2355 & 5
T5.

(7) &HE, 50~100ml # 27 5 2 2~ AI{EER
ETKREMZSD. DITFHR 52 ()~@ L7z T
BIEL, (Fe,V),C & LCOVEERETS.

(8) k&g (9) DERARFHRIELE -1~ KA,
HCI(1+1) 30ml Zhnx B L CHAH1C 5 min i+
5. 9cm DFHK (5EA) ZHVWTFMALKT 3~4
EI}7AE s g

(9) Fiikiz HNO; 5ml 3 X8 HCIO, 10ml %
MR, EAL CRIE AR 23k ¢, HCl kL
HNO,; =B34 5. @HIEL, @K 10ml Zhn xIf k4
HERT 5.

(10) &%, 50ml *x 27 5 23 ~AFUEEF Tk
EZMAB. AT 52 (D~ iTlicri-> TiRfEL
VO3 ELTRVEEETS.

(1) k30 (8) OBEIFHRIT L E—H—ITAN,
HNO;(1+3) 40ml Zhnx inZAL CEH> i< 5 min 2
5. llem OFH (5EA) #HAVTFBL, KT3
~4 @S T 5

(12) Fikigic HCIO, 10m! #hnz, mn#il CieE
B ERE S HNOy #ERR T 5. @HI%, (8/K10
~20m! FhNAIFERERT5.

(13) &HEE, 50~100ml x 27 5 23~ ANiEs
FTREMEAD. DTFHEE 52 I)~@ itLlimsT
BIEL, VG ELTOVEERTS.

(14) EFE.AD OBREFRFHEIE ©—3— ZARN,
HNO;z(1+1) 30m! j X8 HyO, Smi &#hnzhinEhl ¢
10min Ei#i+ 5. llem QOFHK (5FEA) 2V CER
LAKT3I~4[EI%ETSH. FlsLUBEIETS.

(15)  Fkuzic HCIO, 10mi #hnx, il Ciys/E
mEEzsEd =& HNO; ZERT 5. %%, EKI10
ml Ehn AR A ERET 5.

(16) W, S0ml » A7 5 2 A ~ANEELEF Tk
EMMAS. LATIRR 52 (D~M@) CUL7onoTREL
VN LTOVEEETS.

5-2 VOBANXEERRE

(1) EFE 51 @, (O, 10, (U3) I 16)
DHEARARTFITAALD 10~20ml Fo% HBL, T
ZNIHEDHWE S S LI AND.

(2) FNFRICERBK 2ml 200 KMnO, Eux
(1%) 1 gz, »5%<ikH ELAOL Smin JLET
%. - Xz N-BPHA %% 15ml % Xyt HCI(2+1)10
ml #hnx, 30sec FTFLLIELFTES.

(3) #ELT2EWChEE, TROS oo rvaiE
D—ERW LNVITE Y, sooFlaidFEire LT
HE 530mp IZRTBEENEZRIETD.

(1) P UDERLTHERERID, TN
DIbEMELTOVREZRDS.

(5) HEM : HCIO, 50ml % 250ml x 27 5 A
INANERETAKEINZS. 2 i b 20ml ¥2% 3
BOFUEASS & CHEL, N+ oo aEsEEE 1, 5
X 10ml ZxhFhicmzas. DR 52 (2 »
KO0 ) iU /ehdo TIMEL WREARIEL, BOLHE
EVEEDOBRMAIERT 5.

6. FPDVDREFNDEEDRN

RO OMB T AR T D b H A, BHIERE
DIRITE VTS < DA, BHIORE DI HIED S
BECE AR B E, TR0 2B SEEH T 6k
THLENREELTHEALRTWS. L»L, 251l
BHETE, &2, HHET 52 58EDRLMOR
PERT DX 5B EHOL T, M zERANLL
LTh FeC ORIBFICAERT 20 BT SRy, 20D
Fe,C #ithgh e & 1T 1 Bl ifF T L,
HEIDRIL DA% EEITHIH T 5 Z L1, BICEE
BRICHDOBE R EFTLALERAKTHS. LisD
TFe;C HpITENET A REMED B HIEFED RiLm Otk
DEEDSSETL VY, FesC X HHIDRILIM D45 AR5
&isicd, FeG TR LZ RILMICIE L BiEx 87
EBIFEL &, T/, i FesC 2 & BITR{bo —
B LIREEZE B sHlEEE RS 1T 5.

TTH, HigkEATHGEE SHET B &L, HTHAEME 2
DT HEMFL T, PR VDENRHLONRERTHS
PhHIhE | EoMmBIEETSHL LY &35 2 L EK
B DD EBbND. & EOT MO 25
BT HHEHMITHA2TD, FT, HgkroaetititEzid
WAL HETHE L Db, &4 HFHEEL O Lk
BOEZFAL, TRENIZHEH LI FETHELBD
HEEEZES0, EDRYTHBEFZLNLD. ER
EEOHEE, MPBT L8 TROFELENTHE
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Table 3 Comparison of methods for extraction of V compound from steel.

V found (25)

Sample ! . Potentiostatic electrolysis | Electrolysis extraction
methanol | Cold HIGL extration with = | with NaCI-EDTA
| ¢ cuo i ; Na-citrate electroyte electroyte
1—b ! 0-022 0-020 i 0-022 0-024
3 1 0-004 0-003 | 0-018 0:026

BENTWIEWERTE, TOHEEEAT 50T RN
S EBULETHS.

Db oEskdy HEE ORERE REOIF TRRFRIC
IERHE S L TR L EEED2TWE. EHRINE
13 oT7ks itk v, BTk BFiR,
FHEDER, TOM»LOFREDEAZHIET S Z &8
TWRETH 5.

61 EBRVEVIiEEMEDTE

PEEV DAt XS LI L2 E b TEE
T, HCli R K CE BT SRR TRETH D &
ENTERD. Lal, SEOHmERINE, KRB
DHEERIERS HCL fhikls X8 I-x & 7 — vk
23, EAHREE X 0D VALEMOMERBRIFTH S
ELTVAELOD, ML D &L LTI HCI
Z OO, TSR &, VTR oM
ERVTS V,C; ORRBICE IR ST RIFRER
DELN D2, HHRLAIEBARE LT, ZThoo
T HETIEEE S & L, Fricic HCl-FeCly-x 7
Vo) 3 —viER e St & U TRV B R LB AR
HiEZREL TS, TAHELY BFRICED & LAH
Th, ERAICKICERLAMTREMmLEE, HCU
Higk, HyPO, #hibipk, T-x & 7 —udhipkie d, ¥
NOFEZHCTLETAVOIERL, O TIRE
R IEA D 3 FITH L, WHU B LBV Vot
BEBILHBELTVS.

X5 HCUihE B, 1-x &2 7 —oviliHiskis &3
REOHPEE, BBERE S CIOTREINLEINED
5. BREHMHEDKEZSS LV HEODE, Fitiho
FELVLEERED LV WMEDDRHOT, HRAE
WX OTESRmP—FH LT WwWiev. F7, HCI-FeCly-x
FLLP)a—VERELRAVLHECLTS, LA
ERAMEEL D DREZELEHEEHD L bVbn Ty
A1,

BltpZ r <, fEkoimiEEizz wihd BESS
L. FIT, TERILEFOIREL - NaCl-EDTA FEHZ

* BUciEmilE B LRFKHDb s 20H ED, 7 VEROERR
PEALCERMBEMEE>ER T 3.

Wz v 2 BAMEE DS, WHKEBLTVWBV ES
Vit ogEicfRA+Ts L, DEDEREIT
ot

Table 1 OFUE 1-b kX083 %, & HCL kD,
L-x % 7 —UthHigkD, B EDS ORI 5-1 (1)
DB X O TR, £ VILE M DI 52
fTe2tc0b, MmEhoe V 25750 5-1 (14~ (16)
KBETC 52 (D~@ RLEEDTEELERE L.

ZOFERIE Table 3 WRT & L, 3 1-b (7
FULH) TRIMEFECI S TAREAERL L, 1T1F—
HUEBELNR-DTHL, 33 WEd L) T
PR ZEEMIC V ZEBEICVWH L 5 L WERMNED SR
7o Lo L, THIZHZEELD OME Li1E ofe L Hogk
RERLTVS. MBELD T INIE, A LM
HiU7c ViCy MMLZBICARLE S 7200, $hiE H kAN Y%
TRV ERBELELTVDIIKEL, B ELHTIEEFD
O T &7 L, M HBICBMR L < —EESE SR
HLLTVS. ZOFORREEAILRIC OV CTEEE
TEETHIEEL, TTTRIHSED IR T
el 5.

[-x %27 — btk XU HCLigH B4, #)
£ 1-b TEMBMEE L 3F —H LA @ERE LR D
¥, ZOMBHTIIATREAMEEL o XghETT V.G,
DEENRD LN/ b, ZOBMMBEEPICIE
ViCs 3% KFFIEL, CHMEEIS I bR LI A Dis
DIEBLDEEZLND. THICH LR S KRGS
Hleor, ZoRETIRTRCEMmLEE O XEEiFT
ViCs DFEEDED LN, DD bbb, BiR
MR THYEOVAERINAT &b, OB
HIERE PRI VLG DI ORKE L VILGmsEL LT
FIEL, INPHB LD EHESNLS. WFhitl
Th, INLOMEERTSTOVILEMEME oL
£5¢%%, EHEONEE»BITNIEFREETHD &
25.

TBRFAEERVThOFELFGH 2L 9 bEHERE
T VG UAOTREEL VLA bl L > 2 %
FLTW5. $%ic NaCl-EDTA E#ik% iV 5 Eittl

il
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Sample No |- &
003
2
© ° . o]
3
© 002 © g O » -
‘@ o °
e
£
>
00|
1 ! 1 ! 1
! 2 3 4 5
Test number
@ Filter paper (No5A +pulp)
O Cella filter M
Fig. 1. Comparison of methods for separation of

residues extracted by HCl extraction method.

HES XD EMAETT <Nty 5. ik s U EER
OB A AV B ikvE, FesCy, FeS, MnS /g r, &
{RLEACA W E ERANTHLT 2 2 3R LV
BN TV 5B, AREEEHP TR LcL I inbs
ERNNTHIE T 5 Z EMEAETH L. SlildTable 3 0
RS FNAVEMTITVWD. £2T, ZOFELXEBEY
EVALEMOSHCERAT 2 L& LT,

ks, FEREMMHEEREOFBICIVRT 704
—, 77 4E -0 Y, FERLFOMSE ERSN
TWhb. T LT, T5 LAFBHICX5F® 5 &R
5-1 (2) OF#HK (SFEA) ITXHFEHELEELEL -
LZA Fig. 1 RGIRTTELAVOEIREICIZEALEER
WD Lo, bEEORIER L Rl RV 2854
T H AR AP ICAEET 5 102A DTo, o<k
DOIFHFEICEbE, TNX D IRFONHS L OEFH
T5HIERERERETHD2» L, TRETNEHLIED
IR EVREDSDEFVTVS. TRTH 100A 1Y
ToMb R bEIL S 5 2 EAHEDLENTWHDD,
U OB 0 AT LR ASHE P C U L Rl 0 2R L 1 ok
FATI B EBEF I N TV 520, REQEGIE - Dk
ELAHPERXLK, FRIBSOLEICHKGT SR
g IBE S, HOH 5V SEAD X 5 i FRE M
WTh EROFRME AW DIGERED L WERSED
N0 rBbohs. 72720, ST FE IR
FEINRTVEOL, WESNILWHRDERDD, F
F O L 7§ TIZ, Nb, Ti, X0 V of{b&imix
WMETHY, BILAMILETHS.

6-2 (Fe,V),C EZDMDVILEHDODEE

AIE G- 1 THA~Z HCl 5 \WE 1-2 & /7 —ViBHRIT
R LT ViCs DI OFREEL VILEMiE, (Fe, V),C
PEEXRLEDTVBEEDLNDS. ThE2HHETLI LT

HETH D25, (Fe,V);C Z{LEMIMEEA FesC LT

fAl—eBHig SN brh, 1, BAEFD FeyC D Lnih
HoBL, TohOVEERL, dL, VAEETIIE
i FeC BB LTWB V, bbb, (Fe, V),C
ELTEFTZLWEEZ BND. X2T, BEh»L
Fe;C 0o a BRI 58T 5 HE o Tist %
Tz ot

B I-b XU 3 &HIEC 501 (1) OBMHEHHET
MR LE SRR S, &5, 5.1 (5) ic#EL <
HCI(1+1) 50m!, HCI(1+4) 50ml 35 X8 e 284
BPWOGAL T FETHIRL 720, FERHIL, FHRIC-DOWThE
51 .(6), (7) BXUV 52 (D~(), BEIZOWTIL,
51 (I~ (16) XK 5-2 (D~@) ITL7s 23O CH:
fEL, Pl IUCBREFOVEINFNEE L. Ak
—ERITEE V05 L. T ogkE % Table 4
IART.

FesC I3REETH 2T HMEL 23 vinh, 53w
HCIl, H,SO, 75 S X D TR THE S, Y O5R)
ETH FeC g ARTELIC e d & Wk Tl bk
Ve fefs, (b E M E IS ET BB hspRAE T
HDH. VERBEAHIHLZEES S FesC 3 X8 (Fe, V),,C %
MR SRET 2000, ¥ HCI(+1) #3% <R X Tuv
529, LiL, HCI(1+ 1) R VEREMOE X O iR
ENFINTHTHT DARKER VaCy b —ER 13 5 &\
HbITWw 5D, Table 4 @ HCI(1+1) MBI 4, =
B3 OEERCYV BILMELLDTVE L L b,
Fe,C O GBITIZET4LTHD LV 25, L, =i
I-b, 3 &3 Vo0, 2L bDiX, il o
IZel, FEiPOVEE 30 min, 60 min OV i Bl
T, FeC L& 102 VO O—3 LS5 L7722 &%
RLTVWD.

V,Gy 2B LT3 Table 4 0atfl 1-b 04, V.0,
TIRLIE VWL DITDOWTHRD &, VORESZIIEES
IO TWT, FMRPOVIITAMETHS. Lird,
M X ET eI i, o HCl W& osAh
ik VG OFEDED LN TwAH. Lz o7, e
1-b diZix VG % &2, Titps HCl 38 &>
FEAEGRLEVEVZLEES . B33l
T KBRS O VIZFFUEFRICAD, BREROVIIZME
ThbH. ZOHEE ViCRGaELIZISTFE AL
L. Lo L, —RTiRED LT L VG i,
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Table 4. Extraction of V as (Fe, V)3C from V compounds.
HCl added | V;0j added Standing Sample 1—b Sample 3
(ml) (mg) time (min) Vin filterate | V in residue | Vin filterate | Vin residue
0 30 0-003 |  0-021 0-023 0-003
HCI (1+1) ! , 0°007 0-028
50 0 | o 0003 | 0021 "| 0024 0°002
! % 0-013 | 0035
0 30 0-001 0-023 0-018 0-008
HCl (1+4) 1 0-002 0-018
50 0 60 0-002 0-022 0-022 0004
1 0-002 0-022
HC1 (1+4) 0 30 0-002 0-022 0-022 0004
50 1 0-002 0022
Pass in a _
stream of 0 60 0002 0°022 0022 0-004
air 1 0°002 0-022
B E LM L2 VG D LLEREZNTED (Fe, V);,C ofFE##EL, ERMHEEE O T T

Are L EhFHR 3R V.Gl I-b dhdrh kb
BARKELLEE LN V.U 3 Kb & & V.G,
375 K, BB OVIIER Fe.CrhoV, Tibb,
(Fe,V),C LLTD V HLEXLOBRESTHL LB
5.

Bl L <, HCI(+1) i V.05 13—E5 %L,
ViCy WBHRBLAWT & 2iRD 7.
HEGHEL, VO3 T DM VILEWITEER L s v &4
R Bz, MU L Table 4 wiRdT HCI(1+4) @
X BB A T ofe. T OfE HCI(+4) 50ml T 60
min E{RTHIE$E, HCI(1+1) M OEE & ik
LT Vo0, 55T, Lo, (Fe, V);.C O&RILIE
EReTHDT L@, LK, AN ERET
LT[/ GEO D L HCL(1+4) T+ 5 5iks
ABt L T 5, ZOBEIE 30min T (Fe, V),C % i3iF
TR SRBEL S BT LadbhrD7. X2T, LTk
HT (Fe,V);,C 05 afTls5 2L & L1k,

75%s, Table 4 DR Table 3 THEDORE &
WEORERDOES NcHE BSEBRI NS, Thbb,
Table 47577 T, HAE LB 1-b OFBFAHE
BEHICRAEKERL VG Ko x b, #dH LR S
DEFMPEEDITITRLEN (Fe, V);C % KFET
B EWMELIZOBEL» DRI EbhrDi. ZDD
Table 3D X5 BEEBBOLNIHLITTHBMR, XD
BT, ThEBFEOERN/ELNIEVD 21T,
E LBUEHT (Fe, V)iC 2% ¢,

BEDLDRT L EEW%RTS.

dd 1c1 s
B LRI V.G,

kT % <DHEE,

T T, (Fe, V),C D -

ViCy ELTIROEOTW BT & &, GERDOTAMMM L
Tk (Fe, V)G 2@ meiCHit L x a2 &, 7%
7o EREL F LEBHT (Fe, V3G 234 <, T O—EH5 5 fif

LicDx ViCq LRREEL, oo b £ Lalhiciar
TENR ViCy BEETLIOSREELLLDOTHAS &
Bbhb.

6-3 V.0, LZDMD V {LEHMDTE

TERDHEDOTRIMPICFAT D V BiLha sy
EL 2T\ V05 ERBELTWADIT, V Ebi
[-x %7 — VIAHEETRS BEhT, EECEED
DA, ¥ HCl B TRRELCS@MEINB L L,
MR X SR EPOVEDEZ L DT VEMLY
EELTWS. LAL, BIERO XS TR V0 D
FHERERE SN TE LT, —fiZiICid V.03 5213 FeO-
VO3 ORETHET 2 & INTWE., KEBRCHH
LcBogEad, #ife X REROR R—Hostelic
VO3 OFEEIIRDIH, V.05 R Xhir»ori-.
P ICIFET 5 VER{LWA V0372 & T H01E, 2D V,0,
v¥ Table 4 245X 51T, ¥ HCI(1+1) iTiE—&ks
LonRLiswd s, EROBEILI L VEILMOER
[ fEEEITZ L.

LTI Vo0 LW FeO- V05 & LXHEHETS
PDE L CHHEOMET 2 TS s e Lic. KL,
WEEEBLTOMORIEICHL, BFR—DZFE#ERL S
HESEHETH D Z L TREN, »o@hOVER LD
BRI ERECUETH ST, MELRB L

LRV EEILNBDT, V @b x—HELT
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Somple Noi-2

! L | L |

40° s0° 60°

Fig. 2. X-ray diffraction of residue after hot HCI(1 : 1) treatment.

Table 5. Extraction of V as V,0, from V
compounds.
V,0O Boiling |Sample 1—b (%)
adzdezl HCI (l+1) time 0 ; i
(mg) added (ml) (min) V in V in
filterate | residue
5 0-002 | 0-020
30 10 0002 | 0-020
15 0:002 | 0-020
0
5 0:002 | 0-020
50 10 0:002 | 0-020
15 0-002 | 0°-019
5 0-069 | 0-020
10 30 10 0-069 | 0-020
15 0-070 0-020
(Vs o Tooeo | 0000
. 5 0:069 | 0-020
0°067%,) 50 10 0:070 | 0-020
15 0:070 | 0019

VO ELTHEDIES T L ETD.

V,0; y3fitsk HCL, 6N, H,S0,, 6N, HNO; /s XiT
ARG L TV B8, TREROERBHCI(+1D)
WHT 52 E M2 DT, ThERWTH>EDHE
B fIino7:.

Table 4 ®ELFORD S & T HCL+4) 50ml € 30
min QET B &, WU EFTESHRE I-b 0%
FHEHTEL 5-1 (8) UL, Table 5 WWRTHAMDGAF
DH LITE HCI(+1) TRFLLFSIL 7 Ob, FHIT
DV 541 (9), (10) X 52 (D~@), EEIC
DT 51 (1)~ (16) B XN 5-2 (1)~ Izl 7
POTIMEL, Fifis KOBREROVELNTNERL
7. VoOy Rl 7cdb Db, Ml o tiil
Fogkgi % Table 5 IZ7R7.

Table 5 245X 51 V05 2LV,
HCI(1+1) 30ml F7:42 50ml %A0 % 5~15min #7>
CHEN L FEI T, s ROERER OV ERLER
IF &AL <, BE—EEPR LN, BT X
47 C % HCI(I +4) A8 OFRH - b OBEHIT V4G

DFTEPERD Lz As, Table 5 ozt HCI(1+1) ALEE
BOREOXBEWRFERTH, Fig. 2ITRTE < VWG

(RED oFEMIED O, BEFRD V,Cy TZ{bDigw
b2, FIRTOVLILMETHDE AR
5, Table 5 DEHICKT BHEDOE HCI(1+1) L3
X oTix, V.Cy BREMLEVEVWZDEES. Vo0
AL ISBAL, FRFOVEREDOEHTENTD
Vo0 L7 VEEOVEELRMLAV &L OFM
HBoh, VO3 RNELHFLIZ L EZRLTVS.

DLEogERME, VG OO VIL&im»r D ViOs
B oyut 4920k, & HCI(1+1) 30m! ‘T 5 min #iH>
CEBRTIIEI WD Eo5bhDic. X2T, TOEHRI
Ih VO, OofGHtefThS T & L7
6.4 V,C, & VN O55#

B X5 It VNITIIEA S ILROL DPEHEET S.
FERETHR LI VN LR THIHE LA VN E TR, 4
REBERLOTVWEEEZEZLND. LrL, VEND
FEELEREL DT T HILEMEEITIER — & 270
, HEIPLZDI ST bR THEID. AR
ThRE—-E LTWYE2.

ViC; & VN L 4Ef)iF 50 HCIO, & HyO,
THIRT 5 EEs VTS, L, ZOLKETRE
RT3 5 V.G OG@MREETER L, gy sL
VN % 4 ST B R 250 v, £C°T, S
T LB oV CEMR T ER AT o . FERL AR
B Ciise s b ORI b0z, 7275, HNOg »s
W BIF TH27-07T, THERAVWT2EDER LT
o7

Table 5 @ HCI(1+1) 30ml ¢ 5min #FH#HL 72D
FRUEETREL, FEHLAEE 1-a I 1-b
ORI, BIEt 5.1 (11) z#E1 Table 6 iR T4
OFtED S T HNO; TE, FRITE, FEiic>WT
5.1 (12), (13) It 52 (D~@), EEHEICOW
Tix 51 (I)~(16) L 52 (D~@) LD
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Table 6. Extraction of V as V,C, from VN (%).
VN added HNO, added | Boiling time Sample 1-a Sample 1-b
m { 1
g) (mi) (min) V in filterate | V in residue | V in filterate | V in residue
5 0-011 0-000 0-017 0-003
HNO%&”*” 10 0-011 0-001 0-019 0-001
. 15 0-011 0-000 0-019 0-001
5 0-010 0-001 0-015 0-005
HNO, (1+3) 10 0-010 0-001 0-015 0-005
15 0-011 0-000 0-017 0-004
5 0-016 0-075 0-024 0-076
HNO, a+D 10 0-027 0-063 0-032 0-068
1.0 15 0-041 0-050 0-056 0-043
(V: 0:079%) 5 0010 0-080 0-015 0°085
HNO, (1+3) 10 0-012 0-079 0-017 0-082
15 0-015 0075 0-022 0-078

THEL, FIRRBIUVBEPOVEER L.

5k, —

TiN, Nb(C,N) 7 Fo4HfFic v

HNO;(1+1) &

FICEVNZIMx. ZhonfsR % Table 6 127 .
Table 6123\ T, VNEEMLZVIES, 3f-a
TRF, RELD, NNO; DR, HihrRh iR
SVIRIIBE—EM@EE, 0, BERKVERIZEALR
DIENZ Eh5, Table 6 OWFho DD ETh
VG DG RIRIERLETH 5LV L5. TR LER
¥t 1-b TREFRIC V BRFEL, ZOE41 HNO,
DUE 35 X CE IR A KT/ BT L ke hioC, B
DVIXFLT HEmMMBRDOENE. ZOEEhD V X
ViCs T VN ELTOIZOTHAD T LhHs, ft
l-a DOFRREIMILL THEINRD. INLORER? S
DEDXS WWEREIND. Thbb, ¥ l-a i
VNMIT&EAEFHEETVCD L TH 1, 2hix HNO;
TSN VO TREGAICRARER {13iIEL IS
fET 5. 3 1-b i VuCy LSt VN 4%, =
iE HNO; I X2 THfE L A7V D CEA R ICEIET
595, G OTR—ESHRT 5

VN ZiEmL7GE, o t3—RBixo&L, &
BLIEHDE DA VN 2FNLAVHD LD 3
FBRHADOVIIEERZE T, VNO—BRSBETH &%
RLTWS. 7272, HNO;(14+3) 40m! ¢ 5min &H
WHEMTDEMHDOEEE, BB 1-a, 1-b & LiF RS
DVEIVNZRILAVWRICEHDOEEDOVE X —F
L, 0, BEGOVERIVNLLTOVFENE & R4
DO VNEZFIMLAEVWE EOBEPOVEOME —F L
VNOGRMMEEAEL L, VG & VNOLSEIZHIH
LS5 %8Bl XoTC, o&UvRATsZ L
L7

ViCy 258k 7cd D BEhD VN 04582,

HO, THET 2 HEEODZFIF L. #igd 51 (149) ©
HNO;(1+1) 30ml 25 X8 HyO, 5ml T 10 min 25
FTHUE VN OSRIIELTH B T &% Table 6 » 53R
DD, BOIDVNEGRFERL b & OERE LS
BULIBRSIEL, X OPOVERER Lh, VORER
A b o,

7. VORXXETER

VORSENEE R & U TI&IIE N-BPHA ;2229
D5, GEFD HyOp 3k, U7 ==~ L7 3 Lk, DANF
FRUTAFUHBELREIDE, BENEL, EBOXK
EHEDRTHD, BHRESRIFT, Lrd, 4E2HS
TR AL JISMIIHERAINA  —RICFIA ST
W5, AKFRTLINERAVDLIE L, EALEORK
Haefihorn.

7.1 EBBREORS

HIIH 6 1~4 THES LA FRIC X W & VL& E o
LicDb, TN VOEREELEL LI THLHH,
BIALER & U CRIBEDOEZHZITIER —I1Z L T < L TEH
H5. TSR OLBRE NaCl, EDTAx X%
ELthiigu, HCl 53 HNO; Bt & 72T
Whiph, Zhiz HCIO, #hnx T B EAm 21Tk
HCl, HNO; 7¢ W #ERRR L, &iduks b HCIO, Eitk &
THZEELI. TR IOTHEHBDLEVERDBREW
LRICEHLETBHILENTED. ik, HRBEOHEHRT
HNO. OfFEL TV E &, HCIO, & X 4z HNO; %
WINT 2DORFEMOSREER T H-dTHD. ¥
ZEEY OB IERBET» LEREERTH0T, 48
WHHFET S EDTA BVORREER IIHEL L 5H

— 62 —



BENEROAF TV Y AORIESR 1361

L, HO5 LDOELICHRERHRL Thorkidhidk bl
Vo NV ELRBOBIC O OW TR 2T o ER,
AIac 5-1 3) THEL X 5T, TEfwic HNO; 30

ml 3 XU HCIO, 20 ml Zjinx, hnBhe @A %57
ZEER A 150ml FRLHE&TH, EDTADS R
WELTHDHZ L ERDI-.

COXSRKLUTHELZBRO—MESUKS S &1TH
L, Fe xothoBEE2EHIET 57 DRBEHEE XV V
ZEALT 572 KMnO, Hiainzs. HERSOE
B owTir, FeV);C, V,0; VG X8 VN @
BER, BLAEVEROBHIGEV»5EET 5 0E
v BE V o413 Fe 2 O3t FER D320
T, =GO RITR DR, Fe X4WiAwE+H 200
mg FTIEHEMNL D, TNRLETHRIABRTREINZ
THEEZTRL. T oMok HFOBFERIT BEH O
BREOD L4 & K275 SATREOME & LT\ 5 &R0
TIIE L7 B SI oz,

AETHE HCIO 1T X 5 BB LTI 5 25, 0D
BEC X oTVIREMES N, S 0EbT 503Nk
WIS ICE LN DS, BEREBERRT 5 SVWERETS
Clib&EMC I h VO Emahd s Fha d b,
KMnO, it X 2®8{LWIVLET H5. ZDXv KMnO,
VERDEIE A —E L L vk N5y 20 REE LD
oo EORBTS—EROIRMTHo5THY, EMDOS
Bals {35700, HROLEDI D BRI 1 %iEHk
Lifeimz s 2 & & Ui, RUSKIITERD S MDD &
5 I min CRA+4C, Fig. 3 1042 L5 12 5min
PEHTH D

V-BPHA §&a% » 0 o kv adhicfiliig, ftskok
PEOTIR o o kv A fREFIRFECFERALLDL, B

09
o8
o7

o——

06 s

05

04

Absorbanse

Valone
03

In presence of Fe
02

0l

2 3 4 5 6 7 8 9 10

Standing time (min)

Fig. 3. Effect of standing time on oxidation of V
with KMnO,.

e
09
08 pd
or d

06 Vd
05 —

o4 V4

03 //

Absorbanse

02 b

d
v

0 25 50 75 100
vV , A9/15ml

o}]

Fig. 4. Calibration curve for V.

REeNMTBT LIS RED2TWVED, F@RLTLLAERLT
HEREICERIIRED SN, 2. X2T, Fi@RE
AT HZ L& L.
7-2 REHEOESR

B 5-2 (5) OFEIC I OTERL 2B 4 Fig.
4 1R T. VAREOERANMARTEE 51 (D~16) D4
SRR L Ao D CAR L, BBV L o&VIibg i
FEM T DA AERL L, TSN oY LR 2N X
Foh O BYERL 7o B L I L R, mERE-D
72— LERIIWD SN2, LEHDT, ED
Vibamoga<h Fig. 4 OWRER 1 A TER AW AE
Td 5. Fig. 4 H»HAPETIE 5~100pg #FHOV O ER
MNTEDH. FHEHS EPCHTPLIBEERMP OV A O
FICAD X 5 SR, HCIO, BAisos i
B, DMEENREE, 51 IO 5-2 WL 7-HpHT
WM T DL ENH D

8. RBAERBBRIESUICEER

At 5-1 B RV 5-2 ffFic X v, Table 1 D 4§
FE 5 sk oW T VO RERIE B 21 T78 D7k # % Table
73T U AEE 0°6~1-2g, ERRH A T
100 mi~130 ml, #7E L 72BkEEVE 0°035~06 oA
T DT,

R E 4 2R s BHRESRLBZRIET, 3

CEAENRTYXRRD N O BT YF

DK EHDF- DI Photo. 1| 1mH 5B L HIT, o
NEBD L DT L HH DT, S HEORMEIZIS D
DTEEVEEZSND. JOERER» S LT kL
BICERELDIERLTH D LE LN, i, F
HED4E A Table | o JIS 201 X 54 V O
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Table 7 Results of metallographic analysis of V in high strength steel (%).

Sample |V as solid solution | V as (Fe, V)3C V as Vo0, V as V,C, V as VN Total
0-019 0-002 0:00l 0-011 | 0-001
. 0-019 0-002 0:002 0-010 | 0-001
0019 0-002 0002 | 0-009 0-002
Av. 0019 Av. 0-002 Av. 0°002 Av. 0-010 | Av. 0-001 |, -~ 0-03¢
] I
0-009 0-002 0-002 | 0-015 0-005
—b 0-009 0-002 0+ 002 | 0-016 0- 004
0-009 0-002 0-002 0-015 0-005
Av. 0-009 Av. 0°002 Av. 0002 | Av. 0-015 Av. 0°005 0033
0021 ! 0016 0-001 | 0-002 0-000
) 0-021 | 0016 0-001 | 0-002 0-000
S 0022 - 0015 0-001 0-002 0-000
| Av. 0021 i Av. 0016 Av. 0001 1 Av. 0°002 Av. 0-000 0-040
k 0-026 0026 0-003 | 0-001 0-000
3 0-026 0023 0-002 | 0-001 0-000
0-026 0022 0-003 0-001 0-000
Av. 002 Av. 0022 Av. 0-003 Av. 0-001 Av. 0-000 0-052
0-038 0024 0-022 0-001 0-000
4 0-035 0-029 0-020 0-001 0-000
0-034 0-026 0-025 0-001 0-000
Av. 0036 Av. 0026 Av. 0-022 Av. 0°001 Av. 0-000 0-085
BE—FLTVWDZ LW, EHSHOBEDRABRTVD 5. 727, APl i3 Vornsth, 2, 3, 4

BROILNT ERRL, REOEEERATHL VX
5L85.

Table 7 72 BOEDT L pEEENG.

(1) Ti OIS ELART, Nb o0
FEL - 203T, Hldho Ti H5vwi Nb ok
Waas, RILMEXUELME LTI T 505885
e, VOBERELEBV O LB s LEE G
¥ 1-b) THHY 27% HBEBELTx D, Ti,Nb ititlL
HWERICEEL 2T WEEODH 5 DH 5 hasbihus.

(2) (Fe, V)3C DFERHERED DR TIIWVIZ DD
D, TDRPITIWETHY, SHRERAORTHS
LLT, BBHOVOEFIZEETRE L OBEEREINT
wic. L»L, SEOEEDOFRERERD S HENDBD S
nic. 7bb, (Fe,V);C vak#t 1 Tlidka, b& iz
EAEHHLTVWaRVoIRSL, RE2, 3, 47TE
UESPHLTWS. VG HIhnidE o EDOE
mzRL, BHEH1 Tlaa, beIMHENS L, B2,
3, 4TREFLASHELTWERY. ZhbDBEEE
FLOZERE LBMGR OV L1, B EEOR L 55,
B l-a & 1-b, F/, B2, 4235 (Fe,V),C,
ViCs & HRI—THERIZTL TV EhSEBELNT
H5.

AEIDEES C 6 LsliEx C 01~0°15%, Mn
0:9~1:9% FEOERNET RS BER—TH

wWix Nb, Ti 5WEAERLFEL TV SENRELS.
LD EMPD, VEBBMTEEINTVWEEAIT VG, 23
EELTHHL, Fe, V)C 24T 5 LD igwnas
Nb, Ti X 57 VXD big, EbLoEpfEmDE-
TREOHFETBH L ER, SEORBOX S VRLEL
Nb, Ti HHEEMSWIES, T 5O RE(L B EER
WWARKL, VG OERTHRMITIALMY, % <O
L% FeyC hizfiG 5 X 5 IR 5 DT L HEER
SNb. L LT, THIEPEE Nb L VARKFEL CHES
BHEBALRVIDE VBN TWSZ & EEERSH D XS
Rbhb.

(3) HB 1k T5 V,C O EIIELH OHRED
TwhbNTWwas E5IE, LT l-a gl
WFELLA I-b &2, LaLl, el
WL 7o ViCy AMEZEMIEREETHREL LTV EWS
FEEED LN,

(4) VN offdiiz V.G LRICERZRL-. £k
LB TR CREICH L NEDB S d7cicdd, VN
ORI ViC T LR B2 it o7z.

(5) fEkD V OREJIERICET 2THELOTE, #
ROVELDE V.05 LABEL T35, EREX Va0,
BEREULDTVWDB I EEIEETHD. V05 & V0,
TIMEZAMEERP L VRSB0 D, (RO VE(LE

3 Ve AT

EFHECEEMB IS, R, el 4 2o FE
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THEL VELhEERETS &,
ViCy & & LiCEERITED,
BTN HDH.

V B DA SV
ViCy LLTE ESND

9. £

@RI E P RN S 7 V ORERIGE BRI DV T
L7z ek gk X MEN- LGP0 V OFER
REICDOWTHEEEL, V EHSKICEIBL 22 b0 DI,
(Fe, V)3C, V303, V,Cy, VN L KL LTHFETH LD &
#HELL. InbDd b, BBV ELVILGmOsrEic
¥ NaCl-EDTA FERFRE MM EE Vv, ko
FROMMPHBICHE LT, XIOFELICHEWMLS 5 & &l
B, DE, (Fe, V),C & Zotho VL oo &
i, FiciELRHEHED b & HCL(1 +4) T 43
LhERR S, okt b (Fe, V),C 0k s
DRELIHUL 2D L% BniZlic. EHIT, Vo0
vk HCI(+1) o X b, VG ik HNOg(1+3) iz Xk b,
TNLTNMDILEW» BERIMCHEEL 5 5 2 L& 78
7o RIS 7 VN X HNOs;(1+1) ¢ H;0, o X
DAEGITHEL S 52 L &Rl 7-.

ZOXSIZL T LEUE SRR S L Aol
GO Vi N-BPHA Wi kb, Bi%, duR
DOIEMEICSER L 9 5 T & avbro7s. T OBEAS
FAZ & & D THE IV DRERE BRI LTS U 7.
A L0 CHEGGUE O RER L 2 fT 2w, TR %
JRY/SAS LT RN

CORERERER D, VANTITHEIVC LT
i (Fe, V)G i3 i3, ViCy 15808 VN 233z e L
THIHIL, Nb, Ti A&V b gk, bindkigmo
MRV ILR O MAFT L TIE, I (Fe, V)Cavde & LT
FriH L VaCs 35 X0 VN EHTHEAERERC RS, My 2
~ 3 OBED LF LR Z S .

i
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= F-
[Em) #rEek - I NBredik
1. 20K 3 (tempered sample) tho> FesC Voo [
BRI

Wk — 2 vy 0°0229, oV Fe,C o iz Elis L
T b h FeyC o \EMAKkD TH 5 7 & X EIE &2 ¥
MiTxb0TCHHIF VW, YHETRELXELHMT
$#90°6%, b ORIEER T 1'5% Gk, #|
BoV, Clg bk, BOmMEFICI YLD EFE
2bhd)

2. FeyC gV e VG RV O EE T2

T

bihvbhid Fe,C ps@iRpnic o L VoG, VN, V-
oxide R RMICHIE © x 5EME (79%HCI-3%FeCl;-
ethylenglycol Ef#wi, —300mV vs SCE & EMR)
itV (FeC kSt b &) 23S CTER
I I T & B B M ik (159%Na-citrate-309%citric acid —
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