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BAEEWSLL, flixd Nb, Al, C, N &5 &k
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BEDIILBDPERROBANSET — 2 — b H5FiC L
THRAL, ERWMOMFERLE, BT O o EE
B e L7z,
ERINOLOFNERRPEREOERBE L —F T 508
S PTOVTHEET L7of5 R, NbN, AIN [coWwTiIg
E—ET 52 LA b 7228 NbC iw-ow T Eiaml
(1000°C LA k) TEHEMAEREL v EFEDITES
EBbhor. DEOZEEFEELT, ThbosHER
REZFELLEEROEOL 5K Laibrot.
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Metallographic Analysis of Niobium in High Strength Steel

Synopsis:

Shigeo WAKAMATSU

“

A new, simple and reliable method has been develoded for metallographic analysis of Nb in high

strength steel.
The procedure is as follows:
1. Separation of Nb

a) Dissolve 1g of sample in 40 m] of HCI(1 : 1) at room temperature. Filter and wash with water.
b) Dilute the filterate to 250 m/ with water, add 10 mi of phytin solutioa (1%,), and boil for 10 min,

and allow to stand for 5 min.

Filter and wash 2 or 3 times with hot water.

¢) Return the paper and precipitate to the beaker, add 20 m! of HNO;, 3l of HCIOy, and 2 m! of H,SO,
(1 :1), and evaporate to a sirup, and determine Nb as solid solution as described in Section 2 a) to ¢).

d) Transfer the paper and residue (Paragraph a) to the beaker, add 20 ml of HNO; (1 : 1) and 5 m/ of
H,0,, and boil for 5 min. Filter and wash 2 or 3 times with hot water.

€) Add 2mi of HySO, (1 : 1) to the filterate and evaporate to a sirup, and determine Nb as carbo—

nitride as described in Section 2 a) to c).

f) TTransfer the paper and residue (Paragraph d) to the beaker, add 20 m/ of HNO;, 3 m! of HCIO,,
and 2 m{ of H,SO, (1 : 1), and evaporate to a sirup, and determine Nb as oxide as described in Section 2 a) to

c). -

2. Photometric determination of Nb

a) Dissolve each of the salt of section 1-c), €) and f) in 20 m! of tartaric acid solution (209%,) and 10 m/
of HOI (1 : 1) and dilute to 100 m! in a volumetric flask.
- b) Transfer 5 m! portion of solution to 50 m! volumetric flask, add 15 m! of water, and 2 m! of thio—
glycollic acid solution (10%), mix, allow to stand for 2 min, and then, add 10 m! of HCI1 (1 : 1), 5 m{ of
EDTA solution (1%),5 m! of aceton and 2 ml of sulfochloro phenol S solution (0:05%).

¢) Warm to 60 to 70°C for 5 min, cool, dilute to the mark, and mix. Measure the absorbance against

water at 650 m .

"(Received Oct. 14, 1968)
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1. %

EREHE, PREPD L VIIEESELENIHMED Nb %
T 5L, BRES, BRRVEIREB VWL UL LKL
MET B EREAMOESHITHS. COREE LTE
ORI ODRGRAIED, # IR, EEEERD i Kk x
BB DL, FETEN 2 FoOFBLLEHEI LT
L. I L—FRIE Ao TV A EEED T £
FAEihs Nb sigl, 37t 0°02~0°05% BED Nb
F L7z 50~60 kg/ mm? OERNFOEFEL, &
L C Nb ib4ndp 5 i3 e i X 5 T BE{L B fIT
HEDLET RO BXEHITHD. LrL, ThHOD
Nb (L& O HBRIETH TS b, HHEE, Sk
e FEEETHRF b O TH LT, W L
DOFEAVE F 72423 S T,

FRIC L b L TRECOBOEENHEI» LD S
BiedEInNHEREREINTWES, TORLEITHI->TIE
Wb, BEEIER X OTEK B 5HABORELS <
PR E L, BERPOLEMDSTSTRWeD, T’
T SAREREREZABL TS, L3> TNb
e ot M L ORI B ELHFAREEL 5o T
wWhH.

o> Nb ORERIEEITZ OMREO—FE L LTRKRL
AN LEBL DTS, BRLD b “BESTICE
% NbC OoFEFERITLT LI X DME% consistent [T
T HLDTREAEV LTV 5B X 5T, [EkDRE
MERREETREIRELY BT LTV EVORERTD
5. ZHUIBAE % XA 5 EF2 Nb L&t g T
137, WHKEETH DD T LW EELZLNS.
—GER B DT 5, #H Nb (L& OF+45 7 [E]
I, 3 5\vid Nb (L& E OGO gl Z &7
Y, BEREREAGONHICL L ILELHE LD

[l

Bbhs.
EEWESWOSLE,» b OMBRICHFET LoD, &
T IV ELLEREOE VT O Nb ORERIERIEOH
S BEME L, BMESWIOET SEH O Nb ORIEEE
EREY yAVEARFTET ok, TORR Nb{Lg
MOFEHECOWTETOFH L VIRE /. ZOFEX
2RI LIREOfS S, LrdEEtod s Nb{bah
OLSEE bUCEREAEEL 2, FEMBOBrEET
LLEMTER. ZOBBEHRELEEZ TS,

2. MPCHEET S NbILEWITONT

P Nb 23 XD X 5 BRETHET 5513, O
Bk, BEAE, BUOEEFER I OTRAD—ETK
W2 EWRWI ETHEVH, 574569 Table 1 iZ78
TSy EEEH D8R iR o> Nb (L& 42 BAFEETHiE L X #R[E -
FCRE LR, HFeEk4e457A omorH BT,
N&bLTHIEEIBE LA NbC THBHELTWS. ZDIF
P ErIes H NbeOs YT % EIHT#H b0 bivic
EHMELTWVWA. R BOEFE UL Table 1 R LAE
B Ep DR o Nb (k&4 HCL gcimii L X%
Bl CRSE L7k 5, MFEH 4 437~4453A @EO
-Nb(C,N) Oo—HDLE LN, MiXFiEs> SEE Nb
N bTHrEEINDEET, B Nbixxo/k<
b BN ol LT WA, B LIDEFOME D)
TEWT, MU Table | wRT ES5KNHBWIC
DEEDWH LS LA 2EHEOHAE® HCL BT
MEE L, fhH U7cEE 4+ XAEFCRIE LR, 5T
Tt NbCy.sNp.or, #8EH TIX NbCo.eeNo.2s FREE & HE X
o REHBEIE T 5 E L, E7, Nb-C 3%, Nb-C-N
F, Nb-N %L EWFoficis Wb O tapiolite
[(Fe,Nb)O; & %\ i FeO:-Nb,O; THEb X5 Nb d
L RALEW] BEFET D BTV 5.

Table 1. Chemical composition of specimens used by various investigators (%) .

Investigators C Si Mn P S Cu Al Nb N O
0-17 0-023 |0-004 -{0-0020
5 S
Trar et al.® ~0°20 ~0"091| ~0°007|~0"0057
(sol. Al)
KAawAaMURA et al.10 (011 0-04 1-09 0010 |0'010 0-10 0-004 0:025 0-0077
~0-18] ~0-28 ~1-30] ~0°015] ~0-014| ~0-12| ~0° 033 ~0'060~0-0135
0-081 _0- . —n. A, 0531 . 0-001
Mort et al.tD (1) ~0-090 =005 <0-01 | ~0-010 ~0-001 ~0-817 0-0024 ~0-003
. ~Q . ; . . ) 0-001
(2) 0-008 | =0°05 <0-01 | ~0-010 ~0°001] 0-202 | 0-020 ~0°003
0.11 0-25 0-80 . . . 0010 [0-020 |0-005
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Nb OFALIIC DV TR U < B BID1953, o S/
Nb mol WKL D5E (=2) WiE NbSpEkL, /M
e BGA (L) Wi ok s &3 55, Wit
oA FRAERNE Nb X D Mn I3 A K TH 54 5, MnS
ZAERT 5 IT4 7 Mn 25 i ki Nb AR
RHIETHZERTED, LWVOIBEH]RD T L &R T W
5. ‘

FHATHRE LTV HHERRA UL Table 1 iR
THIFH O Mn ZEmiR I TH S . Z DEOHIC I Lk
RS LEAIL Nb ORI S B\ I3 S i Fas

¥, RELMOERT B C EAHIEXN, 7, Mn ©
EHEP LV L L Nb [ 34ER LAVWE Ex BN
5. EE{ti Nb OFEB IO W CIIEMZEE ok 3k

LTWiewds, XREHFCHEE RS Livieroich b
EVWODTHELEVWEMET2DORBIRTHSE. —I6fF
HET2L0L LT R{TES OBEHETHS. IoT
AWFTYE, [EiE Nb, B2k Nb 3 X OF{bin Nb

DG L BUW EEEEOWT R TS50 EL
7z

3. BEE, BRBLORE

3-1 #t=w

HUETRELTWEEIRNMD 5B, Table 2 (057
2HEEAV. TNLREEDF % TEMBIST 5T
WL T OFEME K- VEETENIL, Fogk (=
Z 0 3mm LAF) # FEHiCHRE LK.

32 R =

EeDLODHEOEILHITS.

(1) 7478w 74F 2 (EHZEL2EH) S5gic
7k 300m! % X Of HCIO, 10m! %0z CTHgis i L,
Fik (5FA) ZFVTFABLAEDL, KEILT 500
ml 275,

(2) =2k ZovT=/—USiERE: AT uao
7 =/ — v S (FUZZ{LEM 0-1g %7k 200ml 1TiEMR
T5.

(3) NbxOs: 99:59% LJ I (5FBf), HNOs;(1+1) 35
XUV HeOp TR, A, PRI, Bokk, s&EME, 200 »
v = BUF SR UC{ER.

(4) Nb#fij: NbyO;. 0-1432g 2 H4mic & v,

H.SO.(1+1) 5m!, HF 10ml % X% HNO; ¥tz b
ZThBAGs R+ 5. OE O DEMEL T HS0, BiE%
FhEIED. B, BOEEAKR (10%) 20m! 2inz
MR L 500ml 2 X7 5 X a~ANS. EHAEEE
W (0°'8%) #IEMETMAS.

33 % =

FHIEERER: BERART b=
BER (Ilmme) &{HA.

4. FEIEOUVICERIRE
41 DBHRE

4.1-1 % HCl 3

(1) P lg 2r—n—icidn o E b, HCI(I+1)
mml%miszkﬁbf%ﬁﬁé Wem & R\ ibgk
Do ESE T #ERd i BIXFHK (DEA) WhEFK
1\11/7"’5:7JD7L714>0>“CH“1L, BEA X ORI ERD
I BETHKTHEETS.

(2) VFHE 35 X 00 BEWIC KB IR CHEE & §9 250 m!
L5, IRICT « F oM Tml Rz nEi L 10
min BT 5. FETH Smin HHELZOLFEHK
(5BAYRDLEDOFH SNV TEMMZ DO THERLUIRK
T2~3[EREHdT 5. FRIRIIETS.

(3) HEBFERI Lo —H -1 Ah, HNO; 200
ml, HCIO; 3ml 35X 8 HoSO,(1-+1) 2ml Zhnxhm
LTS L OFERESET S, OEoD&E LT
& A RN { ECHRGL HNO; X8 HCIO, #EX
Bed 5. DU 4-2 (1)~(3) i LiA>THEL
s Nb 2 ERT 5.

(4) ®i5C (1) OEREZFHRILHIOE—-—ITA
L HNOy (1-+1) 20m! XU HyOp 5m! Zhnz §
CHNES S 5. EiT DIV is D AR AT Rk L
BEOERENTLICSEL, FRABMEBRIC O
LIEERE 2, 1EK20ml ZhnZ R (SFEA) 2 H
WTIFEE LIBAKT 2~ 3 BikiET 5.

(5) Fikys X O¥ERIC HeSO(1+1) 2ml 2z ho
ZhRMEL, IRE7R HoSO, A% AT 5 1TV by
HNO; Xt HiO: % EERF 5 -MT%L42(U~-
(LB OoTHELIREM ND 2 E& T 5.

(6) ®iEd (4) OEEZFRIELDLEDOEY—D—iC

o 7 20, 'E)Vbj%ft

Table 2. Chemical composition of samples (%).

Sample No | € | s Mn P S Cu Cr | sol. Al finsol. Alﬂ Nb | 0N
1 017 | 0:20 | 090 | o-020| o018 022 | 0:17 | 0-0071 | 0-0054 4 0-040 | 0-0074
I
) 013 | 035 | 1-27 | 0-014| 0:012| 022 | 0°09 |0-0133 | 0-0041 H 0-045 | 00082
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A4 HNO; 20ml, HCIO, 3ml 35308 HpSO.(1+ V) ml, Rk Nb EREOE I 100ml x 27 72 A%

2ml EFINAMBLT, BRESICFEEREZSHTS. O
EoSEMELITEA XEREIEL TG L HNOs I
J Ot HCIOs 25t 5. UTF#dk 4-2 (1)~(3) &
Lichso CHE LERLYD Nb 2 EET 5.

4.1.2 I-x% 7 — vEEED

(1) P lgrv—p—wwi@»rheh, I 8g k&
W4/ —ov 120ml ZiMxBEAEBBELI TS
BHRTEELEELERTHETS. MaxHAVitgk
DOHRET 2RO OEFR (5FA) WAHEDFR
SV TFEMEIBDTHEGL, EE242 ./ —VT, D
WCKT I OREERRDIEL LD ETHHETS. PR
VIETS.

(2) BEXFRIELEDE—H—ICAN, LUTHI
20 4.1 1(4)~(6) It Lo THfEL, KRZE{Li Nb
B I OB Nb 2585 5.

4.2 EEIRE

(1) #Ed 4-1-1 (3),(5) BXUV(6)T HSO04 1
HEER Lt dp & DI EEH LIc0L, BAtkEKR (10
%) 20ml 3 X HCl (1+1) 10m! &z n#iL T
HPEIHT 5. BHEA R 7 728D CANERET
Kaehnzx 5.

(2) Zhibp—FEED FEHISIRL S0ml * X
T7IRANAND. THC/KRISmI BXTFATY T~
WVEE(10%) 2ml Zx iRy ¥ 2min RET 5 -
¥z HCI(1+1) 10ml, EDTA ##k (1%) 5mi, 7
by S5mlBIORRANMFEI BT T =/ — W SIERR 2ml
EMNED.

(3) 60~70°C DK¥HEHTHISmin INEAL /2D D
BEUEBETKRKENZS. BRO—H2FR L ITE
D, KExBE LU THEE 650 mp k1) 5 REEZ BIE
T5. PO, UDERLTHHHBERI D Nb E2A2KD
5.
(4) mEBHBOER: FR(SEA) 1 kXU Nb
Hdix 0°5~4ml OFFETHE L —H—icE h, HNO;
20m!, HCIO; 3ml 3 X O' HoSO4(1+1) 2ml Zfinzfn
L TFERE ST S . 0 &2 3 EMELRE L H,SO,
BiER Fd T 5o\ 5 HNOy X0t HCIO, %R
Tatd. BUT LR 42 (1)~(3) LB D>TIRMEL
TRExEE L, Nb &2 oBkiRE 22 <.

L, ZOE (E 2) TH 100mi 2273522
FERAL, (E 3) T S5ml 25T 5.

GED I-x%#7— ki3 Nb OEEZLEE &
T, PORERET S L XCEHATS.

(G 2) [E# Nb X UEHL Nb EEDE W3 50

FERT 5.
G: 3) ek Nb oX Wiz Sml, EiF Nb s LT
B{tfo Nb 023 10ml #4515

5. RBRBIUER

5.1 EBANb &{La% Nb OSH

Hogkh &R, (bl & D{ba Nb 2585 5
DIHEE Br-x R F VEE®, Br-x & / — VEED L &0
Aoy Uik, 0°5N, HCI®, 109% HCL-7 13— 9,
3% NH,F {33k Ex V5 EBF kb - cRIA S
TW5EH, BETHE BHIFEL ELEZL AvbhTWw
5.
B LKA L AT DL Nb ofh 5Bk T %
MRz BT, B S Mt L > E0FER REL
Fo. HEMIEE 1gico & 10~20°C @ HCIL (6N) % 40
ml OEETHIAERTHEL THRT 5. &S
PR BLICRGEBEVCER, kBT 5. FRRPXDAE
¥ Nb %, BEP X O FEHE Nbx, Thih JISOoD
oo — VIBEERCELTERT 5.

TOFERLDESE L OWMFEFC I >THRAI L TY
B~ ZER)IF S50 4, {La&Yn Nb Ol stk &
LT I-2 4 7 — vk, EEMEMRES X OW HCLEZ
Mt L, ¥ HClE b il LA Nb 234
Nb EirREIEVERE, 0, ZOEREBHE Nbhic
X BEROESR, 48 Nb & @dirokl L
5, BOLOEFEIUA HCl da R LTS, 27, I
#5103 Nb 0B it PAR4-Q ©Y) o7 )L
W — ] BIEKEERIDE VT VWS,

I-x % 7 — VETEY HCL BRI LRBREES O
Nb B 35, TiabbirE(L Nb Oo—Es5 5§
BIERDH D E VBT WABION, I-x 4 /2 — VEERE
DOFEMHBARATH Y, I-2 %2 7/ —WIBRORE, RE,
BRI SIEES B O S A3% VDT, Table
2 ORE ] BEC2ERVTH HCL e -4 & 7 —
BTk

¥ HCL #3135 5 X O 510D FERICE LT,
Bk 4-1-1 (1) oiEfexEL, 1-X 27 —vkidE
FHRLRT AIN 048k VW BED KECT, #idk
41.2(1) OERfEEHEL, Nb OERSEITHEEHFI
RRE LI TAF o R-A ks 007 2 ) — LSEED
WHELC, Bl 442 (1)~(3) DEFEHEL, Th
LOEEILE Y, ANTMES RS CICEE TS
7.

777 L, ZOEBRIZISWVWTIE4 11 DiffEh(4) 3
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Table 3. Comparison of extraction methods.
Method Sample A]iqu]m of-| Nb in filtrate Aliqulot of Nb in residue Tirr;e for
Metho sample so- - sample so- —
No | jution Absor- INb (%)| lution Absor- Nt (g4y| extracton  (hr)
‘ 0:070 | 0°000 0235 | 0-040
! /51 ¢-070| o0-000| /20 0-235 | 0-040 | 130~170
Cold HCI method
0:170 | 0-006 0-230 | 0-038
2 175 0-170 | 0-006 1/20 0-230 | 0-038 150~170
0-235 | 0-040
I- methanol method
225 | 0°037
2 1/20 0-530 | 0-038 5~10

GO DIERZAME L, (EEZLEBI(6)ITk>
THHE L 7. T70hbbRE{L Nb LEE LY Nb o& &
HER L.

5 ¥, MHITHTINT 2 RALIIIEE I MINT S B0k
DZELTHBH, wHC H5VE I-2 & 7 — VIFHKT
W LS SR s BRE S USIE O K O & K
L, ARG TERET 2 DD it £
T,5WA, SHA+FHK LS, 5EC, BIUSEC
+FH NV T A BOFRE BV CHILERE R FiR L
HERELE LRLZA, STEAOLZOBAIHA LI IE
WIERAG/H, T TRl S 5. X > Thh
HEEOFE@ITIE S MATFR AV T2 L bR
AIaszEE L. B Nb SEi0BEAd SEATH
STHo.

T ORERIY Table 3 i3 <T, ¥ HCl gk
T-2 & 7 — VEEOHETE, 3B 1, 2 L 3EHEE—
FHLIERE LN, -2 4% 7 —viEsEicia Nb %
ST HERODDH LD Z LIIERD B sot.

HE 1 iwowTHs L, ¥ HCl 3EDES, HC
WL Nb OfFENRRD bhisinoi. 20T &3, &
DFFFICILERE N I FE LRV L2 W5 DT
5 LFRFIC, # HCI gTia B (i Nb, #{t4 Nb
LELEY Nb itfERR, ChoMBELEEE LT
BROMEGHEIND LRI D THBHLEESL Ly
L, ZOfER» 5% HCl g=TIIER Nb OS5 RE
EBTLEDOTRLVIEDOHEML—FTHELS. 0K
R D7owic, Nb il TV wRE T Mn %o
FBRAM 1g LiE 99°5% LLEO&BENb 1'0mg %
ARG 4-1-1 (1) wkoT/omL, BEHRH»S Nb 25
Bl ZOBERERH DTS < Nb IRHT &7
-7z

DECRE 21 oVTHRB L, o4 1r HCL $hit

W5 0°006% o Nb RERE I/, ZhEEl x
T ORETEBROEER» 54T, T DEMETEE Nb 05
EBPARTLETEERICEE Nb O—HBREL TV &
BEz oY, Frexiciba s Nb o—E23 5% L E
% Nb O RChiEINTWs L BbhiavwoT, )
B OEE Nb DEZZELICRLTVHE VD,

I-2 & 7 — VED{LAY Nb OfE$E23, - 0¥ HCL 5
DELFE—HTEHEVH &0, I-x%2 7 —viEDLE
7<EE Nb L{L& Nb OS5 HER TETH D L2 WEE
H5HDTHHEES.

¥ HCl gi3EE Nb O s —#» k&% Nb
LEBHRLTEHCTE, BELHHTHS Flad 5
2, HRFCEBHEEET 5 REMHS . NIF 51903 50hr
Mo, B 519 70~80hr T35 LA LTV B,
ZEH OBE I QAR EY Tl p>Dic i hTable
3B DH LS 150~170hr T L. ZhicxtL I-x
% / —VEETYE 5~10hr THMBMNFET Liz. 4 Nb §23
BEEaTH 55, EE Nb OEERMLIE L& ETR
HWEETLHAE I-22 7 —VEPEANTSHS.

5-2 RZE{LPHNb L Nb O5yEt

Nb ot D > b&ELDIE NbO, NbO; 3 XF
NbyOs D3ETHDH. ZNSDHH, fhHFETLD
13EE LT NbOs THEH LIS TVWEO®. L
L, B X 5, Fe L oA E LTHET W
WREMED B D, FERIE—BL Tk, FEBSEER
Lz Table 2 iRt 2@oEBAB X VB LIEE
CoWT, XEBEFTHASRLERTD, 3250 L@
FRIB SN hrof. L2 T, #ldo Nb ok
W EDX S BRRETHE TS »AYPTDH S5, Table
4 » 5 NbO; &5 NbyOs WTHDEETHET S
ELTh, {bEMEER SERKE E1bh5 OT,
NbOs & LTHETS D& LT UTORN T2
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7z

Pk by Nb, bt Nb &5 WiXRZE{L Nb &
f{bin Nb o3BT 2 |MERT LA LR V. £ <X
MEDEEZERL, BENBHEND 2355, HEVIE
Bty Nb 24 L, TT% ®mE{Lih Nb 2 LTw
%. Nb O£{A&WOEE, 7h Yot 5350% RKE
DY DIEICT D E Table 4 QT LT, @WE%

Zyu Al R BRIV BT 35 BF, (LI 5 BER AT

REEE Z BT oo b Livin .

Z Do BT B Lol Ui 510 13,
HCl, HNO,;, H;SO,, HCIO,,

B AV CHET Lok 8,

FHITIRERIC IV THE NbOs 2 T,

HEDIRE D

HF kI inbd i
NH,F-HF (29%) 30ml &
H:0: (15%) 10ml THHET 5 HELRELTVS. &

DHER

BRfLick 25, Nb.Os DIEEETHMET HEHmDH 5

D% DT,

WU A TR D7

T L THRIC X ) RS URORES &

WETHMIT, DEDO3EORMAEFARL, thbic>

A: HC1(1+1) 20m! & H,O, (30%) 5ml % {E&
B: HNO; (1+1) 20m! & HyO, (30%) 5ml ZiE4

Table 4. Solubility of Nb compounds.

C: HCI (1+1) 20m! > HNO; 2m! ZiE&

R BXO2 &G 4012 @ L4/ —VRIDE
STHHE UEE Nb 2458k Licdh & DRERFRIL €
~ —i AR, —ERICIE 2T NbO; 1°0 mg 2k,
DWT LS A, B,C oiRiix L rhalEicma, B
THk 4-1-1 (4)~(6) T Lich > THfE LIRE{LY
Nb XUt Nb 2ERT S

COEERIE Table 5 WRT &L TH5SH. Table 5
DEFRD S LA 21T OV T LB &, NbOs Rimx iz
B4, BEE A, B ¥ dRE(L Nb E&(#HiT Table 3 /2
D I-2 %/ — ViEDL(cA Nb ERife —BLcE
AESN, o, Bt Nb EgIhihofk. T0
Z i3z o R T ER ) Nb VIR LV, £
FEEL EThERS S LIRS E LTERESL
7ohy DWFR,PTHLT L eMELLOTHE. REE
CTILEME A, B K bk LETFRERET, TORD PR
(L Nb & LTERESNTWS. bL, &OEKCHR"
Z2{b4) Nb 25 LI S L 5 5 LT, ZoRECH;
BLEYCHDH LI DH, ThETORBR»LRA
CEESRA T Z LT E v, —F, NbOs Zhnx i
&, BREEATIEIMA V& LEHEELET, HH
1w NbyO; O—ERASE LEERICmMA S/ L& L

Nb - _
pounds|  Insoluble Soluble T\, EEEB TR Nb SER{EE NbOs & in
NbC H,0, Acids HNO;+HF VAT, Lrb, B Nb FE = EIE
Nb,O; e (NboO; 1-0mg 3360k} 1g i Nb & LT
NbN | H:O, HNOg HNO,+HF, P TR “,4[”5 N
Dil. HCI, DilH,SO, Hot NaOH sol. 0:07% ITHYT %) E—RLIFERPELNTVS. T
bl yEL Efe ““'g’!‘;: - Nb == I z AN e s - .
Nb O, H,O, Acids Alkali DT L IR BiIRE(LY Nb 255 aff L, Lad
' B Nb w3 el LaVZ &2 RTHOTHS. [RER
" Nbs Os | HsO, Acids HE, JeS0.+HE, _ T
230 C Tix NbeO; iz s W& & Bk {{KfEEZRL T
Table 5. Separation of Nb- carbonitride from Nb- oxide.
Sample Nb,O; Aliquot of Nb in carbonitride Aliquot of Nb in oxide
' No added | Mixture] sample so- sample so- < -
(mg) lution Absorbance | Nb (%) | lution Absorbance | Nb (%)
A 1/20 0-235 0-040 1/5 0-085 0-001 ~
B ” 0-225 0-037 » 0-120 0-003
C 7 0-195 0-030 y 0-235 0-010
1
A y 0°315 0-058
1-0 B ” 0-225 0-037
C ” 0-200 0-032
A ” 0-230 0-038 1/5 0-070 0-000
B ” 0-230 0-038 7 0-070 0-000
C ” 0-200 0-032 y 0-190 0-007
2
1°0 A 4 0-300 0-055
(Nb : B ” 0-230 0-038 1/20 0-390 0-070
0-079%)| G ” 0-205 0-033

A : HCL (1+1) 20ml+H,0; (30%) 5ml, B: HNO3z (1+1) 20ml+H,O; (30%) 5ml, C:HCL (1+1) 20mI+conc. HNOj 2ml..
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W5, ZOZELWRREBoERL LT, ZoERD
EHBELVERWVWETY, BEECTIRRZE(LY Nb 04
ERARTELEDIDIRMEEB TV B LEEZEXLLOBEYTH
HrrtamLTWaHhortES.

b1 2WTHEE 2 L R EREZET, REB
DFENHRDEFEEEZRL TS,

L7choT, {REEBAMRELY Nb OFFN5EL£TH
D, o, EELY Nb {EFET, MEFOSEECIIRZD
WETHBEVED. IOTIDRBYFERATA & &
Liz. ZOREBREZMIATR 4-1-1 (4) 12 Lizh> T
fEL, BWPEHRL TH 5595 min OEACH+5THo
7o. Lo L, THLAEH 10min RRZE#Z2>SI1F T L
RiCEEc»oc. Bbi Nb i Z Bk L/ b
TECHBHEVRD.

5-3 Rk Nb OFE

Nb;Os D43 fi#V1iE% HF, H,;S0,, HF » H,SO, 7¢
OB X D038, 35wk KeS:0; 7 K X A BT
XOTIThEbnTws. RKETHE{LY Nb L FECE
Bz b b HBTILEN S D0, ThbOERNIRE
EBTET, KoS:O; Rl L ERMEZET 5D TH
T L. £ 2T, HNO; 20, HCIO, 5ml &
Y HoSO4 5mil DIREE™ OB %R L, ZOEERICX
DIFPHBS X OER LY Nb #5E&itdML > 50%20D
2. TR L, BETHWSG AL Z o0 T =/ — L SIR
NNEETIR, 220 H:S0, OFFRBEECALLD L,
SRR R 2 T 5 0T, HaSO4 451 08 HCLO, @
HEHRE®~5L, HNO; 20ml/, HCIO; 3mi Xk
HoSO, (1+1) 2m! & L7z, 274 Fi0k 5 Nb

- DIRBOSFC L @B LA, wWTROBE L 5EIEE

£&THDMk.
5-4 Nb OBRHAETR

Nb DOENEEREEZREHD X 51 % < DFHEHR
HBH, WTNIPERGHFE S HRECFREEL, »
DEBDORLERDOMNE V. THhLHICH LEAREX
NicAVE I B O T 2/~ S BB IFA7 8
i, PAR Bl QST 5BV IERE (K 33000) %%
by LPBUPERGH P, BEELRETHLDOTHE
HEhTvws. EH11X & 1cgk#ido Nb otz
BHREELT, 74 FUGHEROMIZL Y Fe £ Dfta 5
Nb #58L72Db, ZOavksvenT o) —Sic
EDOTUNb 2 EEIELFErFEELRED L.
FHETH Nb OEFBILZ O & EA Uichs, i
FICEED LTWBH DT, Lo TRABKGHAT 57D
Fricctgst LicEk o 0425t + 5 .

5-4.1 74 F k% Nb s

ZATRiE HeSO, BRMEIE RS & Fetr HIFIH VT,
EEY 13 HCl BB 5 Febr TR HWT, £h
FNT 4 F XD Nb#iLEE¢ Fe T Dfths5 Nb
EHEEL TV B, AEETIEETR 4-1-1 (1) OifED
& & @ HCl BEiFmgR s 5 Fert FT BT 7 4 F
WL O Nb 2S5 4ENHD. TOFRNTIISEE
5 XL, Fert | g HIF D4, 006~IN o HCI ¥
W DL Nb BT 2L DI L THS-

XoT, &gk lgic NbiZ#egE% 0°001~0°0109 (10
~100pg) #FHDO Nb &7 % &L 5Chnz, ghb4-1-1(1)
~(3)DW\WT 4-2(1)~(3)ic LT=A>TiEEL Nb %

EFEL, NboRIRERKb7. 727 L, Nb oppiid
KEFDREATBLITE 7. —OER%E Table 6 257
+.

Table 6 DR HHE Lg oxf L 0°001~0-010%
FFHOMED Nb 3 007~1"1N BED HCl BFiks» 5o

T4 F X VEEMTIREEL, D, Ak ou

=/ — W SHREZWARLEELF O L¥broi.
Nb IR OB VIHY 250ml ¢ 352 & & L.
T4 FUBEREAME Sml 2FERLTVWAR, K
HETH Fe ORLIHE LR L VDT, REMICES
ZREE, EEOROHMED CH¥LT Tml &Lk
5-4-2 ARG DRE
HCl BB BT 7 + F o X>T Nb & k4,
ICEERD BT —ERIER T B @k, Fe, Sn; Ta, Th,
Ti 53X Zr TH B, Fiz, ¥ HCl gk 53 I-
A&/ —VEETCHIE L7cBREP i, b LEUBicdF
T35 &I Nb{bgoizs, Fe, Ti, Cr, Mo, V,
W, Zr, Al, Ta Iz ¥ DR, 2t BRILHOLHE D
WIE—EBEEATYS.
zheo5t, Mo, Sn, Ta, Th, Ti X8 VIizjl

Table 6. Effect of concentration of HCl on the
precipitation of Nb with phytin.

Volume|Concen-|Nb in| Absor-
adlgbd of sam-|tration [final |bance I}Jb d Reco-
( e) ple solu-jof HCI [soluti-|(—log (O‘m) (;’/efy
#8) ltion (ml)| (N) |on(ug) | (#8 @)
200 1-1 2 0-085 2 100
10 250 0-9 2 0-085 2 100
300 0-7 2 0-090 2 100
200 11 10 0-155 10 100
50 250 09 10 0-150 10 . 100
300 07 10 0-150 | 10 100
1 200 11 20 0-240 | 20 100
100 250 09 20 0-235 | 20 100
300 0-7 20 0:240 | 20 100
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B THE L XS KERNKRD 0°02~04mg BENRF
LTWTHBEM Loz, Al Cr, Ni, Mn, Wiz}
BavFEr2ou 7=/ — S EREEETEEL IR O
Vi kew) fall

Fe 3F A2 ) 20— VBT X0 T@TTH22ITXD
HELBRETHIENTED. FEOZHTIHOT Fe
2mg ETIIHEN LSO, Zr BHREDORHET RV K
o7/~ WS LRIGLERT S, ILALEHE—D
HDTH5H, EDTABK (1%) Sml 2RAT 5T &
CXoTEEwT 02mg = CREIkT k.

IDXHSITANFIvR T =/ —WSETWHYoho
~NVEL OMOFEL R VIGERGBIFLA LR VD
T, DAES WHBHEEORVELZLEL T, bt
L7ohBE D 5 \WIXBRE R 5, RELIEERIEDH T
EMFRET, Wb 4-2 0 X 5 LS L POEEEERE
BRETER. 12, HSO, 0L EOHFIIZEDY
ELnHMH, HSO, (1+1]) oimERHAELZF L+
SDIEBRGBETR O VEXD 5.

OO BEEBTHO VTR THEMEEED LT
WBDTHEET S

5-4-3 MEHREOES

Nb #&E7%\v Mn FROFKRIM 1g &2Hnd 4-1-1
(1),(2) OEFT L= > TREL, SbNnic7+ F
X BUERE (Nb RBEE LR &b Fe £ DbDILE
A UB) BLUFHKIC NbZ#gRL2 Mz, 0&03F
4-1-1(3) XV 42 (1)~(3) LB TREL
W RIELERE, EELO#EER 4-1-1 (1) T
Bon-EAER IOFERIC Nb Z2EEA2 ML, 00D
% 4.1-1 (6) BXU 42 (1)~(3) I LEnoTiE
TELBELEIE LR, 51T, filk 4-2 (4) o
MREBHBEEEET Ul > TRE UBSEZBIE Lok
B3 HERhE LA, Fig. 1 ItB5 X5 cR—&
LteorEBER»E L.

NI XoT, EE Nb, mZE{k Nb & X OER{EW
Nb, WTfhoHad, FEEEDRELC S THEEER
4-2(4) WX THERLEBREREAVS Z LHBTHET
BT EBREIPD LI

6. &

L3, MR D Nb DREFIE RIS <fTlebhv T\ 575,
% QVIERTVSHE Nb L EEAEY Nb L 25, €875
BETHD, i 1 sty SEE Nb, Rebi Nb 3
YUY Nb 2 RIS B L, ERETROEE
bi?f;\n; ,

sE2IER Nb L{ba Nb OFEcowTiE, #%

°

[l

04
R /X/
oy
. 7
03
x/
3 ////
c
38 02
Q
B /
<
o1 1°/
e
o} 10 20 30 40

Nb, HK9/50mi . 4

— = Procedure: 4.1.1 (1},(2) ond (3)
= A= Procedure : 4.1.1 {1 ) and (6)
—Cm— Procedure : 4.2 (4)

Fig. 1. Comparison of calibration curves.

Table 7. Results of metallographic analysis of Nb
in Nb treated steels.

Acid Nb in Nb in
Salr\]ngle soluble Nb| carboni- oxide TOt?i/ )N b*
(%) tride (%) (%) ¢
1 0-000 0-037 0-003 0040
2 0-006 0-038 0-000 0°045

# Thiocyanate methiod24?

HCl gke TI-2 %/ — VEERBRETL, @& L bOERE
BHNC TR 25 T L aERdic. ket Nb & Ei{bH Nb
DHEITDONWTIE, FL L HNO;(1+1) & H:0; DIE
B TAERT 5 hEERL, T X2 THENEENC
SEELS B ERRWELT.
INBDEFEITI>THE LR, ThZhOigdh o
Nb #REMN L L PO BERDTOLIE VANV E I oD D
=/ —WSIKEDTEEIE, BEXEHRKIOTER
L.
INHORRDP D, EHWLED 1 3ED BRI
0°001¢, BREOCWMEDEE Nb, RZ/LH Nb kXU
1t4 Nb ZFE X K SRIERT 5 THEEML L.
Bigic, EBRFAEIC W TR ORENEERERY,
Table 7ic% LTz, &L, & NbixgioxkE
TOET 4 FUHE-FA VT 2 — MRIKERE® TE
BLARRETHS. '
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