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Metallographic Analysis of Titanium in Titanium Treated Steel

Synopsis:

Shigeo WAKAMATSU

A simple accurate method for the metallographic analysis of titanium in titanium treated steel is

devised. The procedure is as follows:
1. Separation of titanium:

(a) Dissolve 1 g of sample in 30 ml of HCI1 (1 : 2).

Filter and wash with hot HCl (1 : 9).

(b) Dilute the filtrate to 50 ml in a volumetric flask, and determine titanium as solid solution continue

in accordance with section 2 (a) to (c).

(c) Transfer the paper and residue (Paragraph (a)) to the beaker, add 30 ml of HNO; (1 : 1) and boil

for 5min. Filter and wash with hot water.

(d) Add 2 ml of H,SO, to the filtrate and evaporate to a sirup. Dissolve salt with 40 ml of HCI (1 : 1),
cool, dilute to 100 m! or 200 ml in a volumetric flask, and determine titanium as carbide continue in acor-

dance with section 2 (a) to (c).

(e) Transfer the paper and residue (Paragaph (c)) to the beaker, add 20 ml of HNOj (1 : 1) and 5 ml
of H,O,, and boil for 10 min. Filter and wash with hot water.

(f) Add 2 ml of H,SO, to the filtrate and evaporate to a sirup. Disslove salt with 10 ml of HCI 1:1),
cool, dilute to 50 ml in a volumetric flask, and determine titanium as nitride continue in accordance with

section 2 (a) to (c).

(g) Transfer the paper and residue (Paragraph (e)) to the beaker, add 40 ml of HNO;,, 3 ml of HCLO,,
and 2 ml of H,SO,, and evaporate to a sirup. Dissolve salt with 10 ml of HCI (1 : 1), cool, dilute to 50 ml
in a volumetric frask, and determine titanium as oxide continue in accordance with section 2 (a) to (c).

2. Photometric determination of titanium:

(a) Sample solution-Transfer 10 ml aliquot of solution (Section (b), (d), (f) and (g) to 50 ml volumetric
flask, add 5 ml of H,O and 8 ml of ascorbic acid solution (10%) to reduce iron, and then add 5 ml of HCI
(1 : 1) and 20 ml of diantipyrylmethane solution (1.5%) , dilute to the mark.

(b) Reference solution-Carry through all the steps of the procedure as directed in paragraph (a).

However, no add diantipyrylmethane solution.

(c) After 20 min, measure the absorbance against reference solution at 385 m.
(Received Oct. 14, 1968)
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Table 1. Chemical composition of used specimens by other workers (%).

No Workers C Si Mn S Al Ti Cr N O
. . . . 0-004 0-001

1 TENMEL et al.® 0-48 0-26 062 0-017 ~0-041 |~0-099
2 | WATANABE et al.® 0-19 | 085 | 1-27 | 0015 011 | 1-57
3 MoRrr et al.® 0105 0-007 0-35 0-035 0-0038
4 SAwWAMURA et al,? 0-15 003 0-10 0-005
5 SarTo® 0-021 0-12 0:09 0-108 0-028 0-040 0-004

b ~0:034 |~0-50 (~0'14 [~0-392 |[~0-094 !~0-79 ~0-017
6 TaNiGucHI et al.® 3 3 <0-08 ~8é2 Nggg

iEv Ti(CN) ELCHET5ELTw5. RELD
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& Ti EFEEDBBREPBNFVSEEELEVCEIEL
Table 1 No4 DHMRDOEA, BWNC TiN »B4ARKL
DETIERAD Ti BCLEFEES LT TiC H4RKT 5725,
AIN AR LEVE LTS, FEDzTable | i No
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X DiEH, Ti % 0°2% BEHLHIZFNALTOLE
RINDEE, BERERM E LT FeO- TiO10, TiD,t0,
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2FeO-TiO; {TiEW 3 D13 7 EOB bR TS & v
P, FEmHS—IL Tz,

TN DFEIERD S ITIZEE Ti 0iEss, Tic,
TiN, TiS, Egfb#E L Tix Ti B2 0°29% WNILOEL
FeO-TiO;, TiOs, TizOs 75 EFET 5 A AEM A d 5
EFZ LS. Lh UKIFE Cx% &3 53062 Table
2 BXG Table 1l CRTHBADHBEOES LT TH
©. TD5H Mn DL\ DIV T LY Tiid7E
FELEW EHEEIN DA, Mn OA7 3 O TREEY
Ti OERDEENAHEDC, FHEHBE LTohb
DHBC OV TERES L UREETS DER T
7. CORRMEOSFEICZRIZEZD Shismor.
LDZLEINEDREBED SIZF T Mn Z0iEm
HCL i 0wt & 7> Cv T, HCl KR RiETH
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T A0 AR CHERA LB OBERBILwE Lo Ti
PHEOID, XBEFCTHIIE2% 0 LEREE RIS
Livisiofz. L L, 7k 2FeO-TiO,, TiO,, TizOs
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Table 2. Chemical composition of specimen (2).

C Si MnJ P S
0-36 0-42 1-52 ] 0-029 0-017
Cr Ti SdAl| T.Al | N
111 0-145 0-003 | 0:004 | 0-0042
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Table 3. Chemical composition of Ti and its compounds (%).

Ti c N TiC TiN TiO;
Metallic Ti 99-67
TiC 7989 19:90 99-79
TiN 7728 2258 9986
TiO; 59-88 99-88
(1) & Ti: HRAR 274 - (FvF{LF) (4) FEEEHc HeSO, 2ml % hnx AnEaikss L <

(2) TiC: 78E TiC (UFE{LEE) % 200 x v ¥ = LA
TBHL, {E HCl CRIBHER L.

(3) TiN: kAR oF& % 1000°C T NH;
X oE{bl, 200 # v ¥ PTIHETS. ZhEiR
HC1 co3EadA L.

(4) TiOy: R TiO: (SFRE{LZE) % 200 % » ¥ 2
ST, 18 HCL 35 X 08 HNO, THIEBZHA L 7.
NGO ERE Table 3 WiRd.

(5) Ti @R : £30408 Ti0°1004g % HCI(1+1)
¥ 100ml THIEAS AR, WwE HCI(1+1) Zimx TIE
Meww 11 24 %. i HCI(+1) TEMIC S5
TOTHERTS-

(6) UFP L FEVMAALEW: U7 v FEYILA
&2 (FU-Z{L2E) 15g ki 300m! ¥ X OF H.SO,
(14+1)30m! ZhnximEh L CHAMFT 5. WEEKZNE
11 235,

33 & B

SRFBEHES : BEARY bo=y 520, 2K
BER (11mmé) M.

4. DEBRLSUVICERRE
4-1 SYEHRAE

(1) =¥ lgr—p—iidrn &b HCII+2)
30 m!/ %ﬁuzﬁ#@uéﬂbﬁﬁ%%ﬁ#ﬁ‘% SR5E T 1%
FELICABOFERK VTR M- FR (SEA) &H
W 50ml 27 Iz adiciEfL, @ HC(1+9)T
YT 5. PR X OWRHAMERBE < o7 le BiE x A
95 22%FL, E—Hh—,ifkx b, 2&KTCl-
AFVOREOELEDECHETS. £~ —F D%
WITHET .

(2) 50ml * 2735 2 IEWHEIEEE TKE nnx
%. DITg 4-2(1)~(3)ic Lich> TIEfE LEIATI
ZEETD.

(3) BFIE(l)DOERBRFRIELDLDOE—-H—ITA
n HNOs(1+1) 30ml Zhnx, MELLEY 5min fEH»
WERT S, BEKEK 20ml RNk, RELICFER
(5%A) ZEVTRALEKT2~3R%ET 5.

H.SO, BB x4 X454 HNO; #8RBR¥%. wH
#, HCL(1+1) 40m! Zinzx THMEALIREZIERT D .
?“*%ﬂﬁ"ﬁf AT T ATRANANERETRKEIZ DS BT

i 4-201)~(3) T LicasoTfEL TiC 2EET
%,.

(5) ﬁuna(3)®§£"<>2 FIRT &b EDE—F—ITA
h, HNO;(1+1) 20m! ¥} X H,Op Sml 0z, hn
1% 10min > TERT 5. BHEEK 20mi %z
iz, 2EBLICFEHRK (SBA) ZRAVTFALIEKT?2
3 EIEET S,

(6) FAPkMic H.SOs 2ml HhnznEhiReE L T
H,SO, EfE# 54 Xg54ic HNOy & X0t H:0 %
EXfaS 5. %Eif%, HCI(1+1) 10ml Zinx THgi LR
A EIRT 5. BEE 50ml 4 275 R TI~AN, BEE
ETHREIZD. BTHR 4-201)~(3 )T L2 T
el TIN 2FBT 5.

(7) HEH(5)DEEZFHRILDLOE-D~ITA
L HNO; 40 m/ ,HC1O, 3 m! 35 X O HoSO, 2ml & hnx
WL TR ST S, ZOSWFERORILIC X H&
REEOER & RDI 5/ om0 HNO; 2367 5 -
VO EOSENEEREL T HSOs B A JEAETHE HNO,
# XUt HCIO, %554 KBz T 5. W% HCL(+1)
10 m! %ﬂuxfﬁnﬁkb VAR VAR T 5. I S0ml #
27523~ APAERE TREMZ S, DT 4-2
(D~(@) LB 2> TRELEL T 2EET 5.
4.2 EBRRF.

(1) L& 412, @, 6) HXC () 0&x A
252 amt 10ml ¥O%EMCHTIRL, Tt biE
D50ml # 27T ATANANG. FARATFTAIWWKS
ml B EXOT7T RAINE CEETEIR (10%) 8miF D%z
Fet+ %@+ %. DWwT HCIA+1D)5ml, 27 57
YU AR AW 20ml B XOKEEZE TN Ti 258
BEED.

(2) 3z 41 (2) BXO (6) K227 T A0
5 10ml ForSWL, FRENFHED 0ml x 275

* ghog Ti 5 0005% KD & 542 100m! »275 22,
0°05% LIFDE &1z 200ml #2753 23 %EMAT5.
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AANAND. BARZ7 T R3AWK S5ml L7 &2
VE CERIFE (10%) 8ml Foxhnx Fedt %&0+
%. 2w T HCI(1+D5ml 35 X UK 5B E TNz 5 .
TR ERRRE LCHEHAT 5.

(3) 20min %, (2) OERBRTLFBE LD
ZBEOEE 38m p R EBEREIEL, H5H
CHDERILTHHBEMEI D EHED Ti B2k 5.
U 41 (2) B Ti 0 &SR 441 (2) ozt
Bikx 41 (4) TiC, 4.1 (6) TiN = X 4.1 (7) @&
b Ti o2 &1x 4.1 (6) DERBWE, Thrhst
Bge L TtHERET 5.

(4) HEROER : TiZ#ELY 0°5~5ml (Ti &
LT 10~100p g) fiB T 50ml » 27 5 2 3@
&, Zhic HCI(1+1) %X DO&5H3% 10ml w5
X5z %. >EICIK 8ml, 72 aNE LEEHENE (0
%)8ml, U7 F Y2 & U EE 20ml 3 Xouke
EME T, TizEEXE5.

s Ti 2 3ml % 50ml » 2735 23t e b,
EREFRCAET S, LT oF YR XL
WOWMMD A% BHET 5.

20min %, ZOBKEZNBLL T, SZOEAKOHE
£ 385mp R AMEERREL, BrEL Tige
DEGRBEERT 5.

5. @4 Ti OREFITE

5-1 BER Ti &ikay Ti OnE

FESRD RO~ 2548 Ti B L 0% Ti L&
DEFORE T DMK T 284 FLH5 & Table 4
DZELTH%. Table 41tH5 L5 HCl 3L 0%
HeSO, Wid&E Ti 0L B TIdh0dTo Ti kg
MAINETH L5, EEPLEWE Ti &{bst Ti o
ST NSO S < HF Sh, REO4EICHC
(1+1DDH, Sn2+ 2 fnx 72 HCI(1+ 1), HCI(14+4)®,
HoSOL(1+9)% 7 X2 AV s »Rd 5. R"HETLE
W T L{bat T oS BIcEgsBEsFBET s &

Table 4. Solubility of Ti and its compounds.

L, BBOME, BE, T0othoEHT oW TR ET
Lotz .

Table 2 DEHE lgb X Ti REDOREH (F
FSS#) 1g i TiC, TiN Xt TiO, x4
BERE oL HIC Table 5 WRTEBO®mE ML, M
BRELCRFROTIMELCHAEL, LUTH® 4-1 (1)
BLTC @D LA >TRELERB Ti L Lco Ti %
EETD. ‘

COFERIIFUL Table 5 W lRTTLLTH 5
EEEEHIT oW T A B, HCLUED) B X8 HeSO(1L
+35) THEAL 72381, HCI(14+1) CTEEKER I K
HCI(1+2) THEALHOIKEL, BEEE 5.
5 LTH2ETEE-RLBRE T LA AREE
DEE D T &L FRLEMS RS Shvis. GREE
TREALAZREZBERC Ti BLEFLTVWEWT 213,
FIL< Table 5 OFR»LHLH»TH 555, HCIU
+1) B Bik HeSO(1+5) ThHi#h L7884, 0°0049%
BED Ti ERINh/Z &iX, TiC, TiN &5\ iX
TiOe BhnEAp It — MG B EN/-Z LA TTIDCTH 5.
Ihiex LT HCIA+1) <ZHFBMED 513 HCI(
+2) TEAL 7-34 7, 0°001%BED Ti BREEXh
DDHT, INLDHFETIE Ti (LEWITIT LA E56FE
LWz Ebh» 5. LD TERSE tHCL(1+1)
B X HeSO4(1+3) ThHEh L 1o EBmHERS- &1k
Ti (LEWDO 1V EPGMR L2 L2 B®RTBLDTH Y,
HCI(1+1) TEiEMER L HCI(1+2) ChHiZh L o8
ROEFSHEOHEIGEN T L BHEEEINS. .

RESDIIIZOBEE HCl OEEOCSEITITE A L
<, I'5N, 3N % X0 6N @ HCl Ttk hnshss iz
LTh, WIhOIREKESWTHETEE Ti S13EE
Fl—CH2o7c& LTV 5. ZHIERES TS O 567
Ce—h—%2ERAL, ERRCHEL2ITR27DITHL
RFLURIEJISSDONEERDOSET 5 2 a kAL,
BRDIMAZERTT DRECHRETR DD EE L
Bivd. H LI OHEAELVETIE, IRFLOEW

HNO,

HCI H.S0, Aqua | HF |Halogen-
M 1
. . . t
Conc. Dil. Conc. Dil. Conc. Dil. regia ! ester

Metallic Ti Sol. Sol. Sol. Sol. Sol.

TiC Insol. Insol. Insol. Insol. Sol. 4 4 Insol. .

TiN ” ” ” ” Insol. | Insol. v (A HNO)| Insol.

TiS 7 4 Sol. 4 4 Insol. Insol.
FeO.TiO, 7 v V] . v

Ti,0; ” 7 4 4 Insol. 7 #

TiO, 4 4 4 7 4
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Table 5. Separation of metallic Ti from Ti compounds.

Decomposition of sample Ti as solid solution in filtrate
Sample Aliquot of
Reagents( ml) Procedure sample A:igéb_ Ti(%)
solution )

Ti treated steel HCI(1+1) 30 | Heat gently until action ceases 1/5 0-115 0:010

(Table 2) H,SO0,(1+5) 30 4 . % 0-105 0°009

Sample taken : lg | HGI(1+1) 30 | Stand at room temperature until) 0:070 | 0-006

HCI(14-2) 30 | Heat gently until action ceases 7 0-0660 0-005

Mixed sample-1 HCI(1+1) 30 % % 0°050 0-004

Carbon steel : lg H,SO.(1+5) 30 4 ” 0°050 0-004

. . . Stand at room temperature . .

TiC : 1'Omg] HCI(1+1) 30 until action ceases 4 0-010 0-001
TiN : 1°0mg .

TiO, : 1'Omg HC1(1+2) 30 | Heat gently until action ceases 4 Q-010 0001

Carbon steel alone | HCI(1+1) 30 % ' ” 0-005 0000

Sample taken: lg| HCI(1+2) 30 y 4 0°005 0-000

P RO NEBTHRTIONI VKL TH B2, BEE
ECHLHOBRB 2B 554, HHRLBERER TS
DIEARETH Y, Table 5 DFERPLERHTE — 7~
FREWTHMESFL T HCI(1+2) AV, Tifk
SHMDOSBIITEAER T ENbrORDT, KET
i@ HCL(1+2) 30ml Z#Fvaz &Lk,

7o 35 HOI(1+4) 3 X 08 HeSO,(14+9) 12ou T,
TOXDICEEDRENNTHD LERTIHROENS <
7y, AETEDEDBEOTELE 5O TEREZTR
blipo7c.

5.2 TiN KU Ti gikighs TiC OTRE

Table 4 2 LiulE TiC 13 HNO; WA Th 5753,
B4k TIN, TiS, Ti B{bic EF_TRIBETH 5.
ToHRFLLIE TIC & TIN ZOfhk OoEfT
HNO; #{#EE L, BOEEI DV TIE 4~8N DFH T
B E L, 1+1 @ HNO; 2#ERL TV 5.

AWFEic kT d HNO; e 2oWTHRET&2{T8D7.
F 7t Table 5 OEEGRFR, AL -1 SXUK
EMBMOEHE L b, HCI(1+2)30ml THESGEL
L OOBREXFEHL, ThEFERILE—T—ICAN
HNO;(1+1) 20ml & 5\ 1 HNOg(1+2) 30ml %0
Z, INEVLUFREREEE T 5. DITRDR 4-1(3)
FIO@I LS >TREL TiIC tLTto Ti 2ERE
T5. EL@ EETBE2 275231 200ml E{E
FL7. F78liciRES 1g i TiN 1'0mg ¥ T TiO:
1'0mg #hnx =& mEE— 2icovTd, HCl Eiz
DOEEIC OV TR ERETE 2. ZOHER 4
ZEWT 50ml Ox 275 2azx{EALK.

rDfER% Table 6 iRy ARMAE - 1icowT

Z 5, HNOg(1+1) Ti& 10min BlE, HNOg(1+2)
Tix 20min PLEZEBTIIEHEELSE LY Ti 2EE
i, 1009 TiC HRERL 552 L338» bRz, —F
REEEMOER,D, REMPE TIC 25T\
L, BIXUOSHEEE -2 oFR»L, ZOEHTIX
TiN, TiO; &4 HNO;(1+1) &5\ ix HNOs(1+2)
CIoTHBINKNT LB, ZOFECEDT
TiN & X8 TiO; 75 TiC MNELWGEHTE S LU
2B ERS.

R EBRRBOBEIAEABOSHE XD TIC DS
BHTET, BHOEOLEZDLND. COZENLE
etflehod TiN, Ti E{bin, & <REIEX TiO, O X
5 BT REETIIFELEVWEEZEZLNHDT, T
53 TIC FFREHEM LD SFEETHHLLTVOT
v L BEEN S, L LERREOHNO(1+1)
THIEAE I L 7c3s, 5~15min TR Ti EEEWCE
b7 T EVE, FEXFDOLEDORVWT EEZRTHOT
HHEBRSH, RETRIARPWLOEREZ ST HERT
HNOy(1+1) Z{ERAL, HihiEiiz Smin ME§55Z
L.

5.3 TiN & Ti B{tO8

Table 4 iz Xhif Ti:0s XX TiO; Wik H:SO,.
WA THh 5, TIN BARE LTV 5. REHVIE
COFEEFFIEL, 18N-H:SO, 50m! 2\ aENE
#Fils > T TIN & Ti gk & oFEzTe 2T 5.
R ET LSRR 3hr T, BEEMETET 5RFHS
HHIEHPD T, BEREiIcX>T TIN O—iRb5
B 5EMDH B0, BROBRBDLNLI. £IT
BT Nb oRe{binEgkios s Av7c HNOs
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Table 6. Separation of TiC from TiN and Ti oxides.

Decomposition of residue

Ti as TiC in residue

Sample INE F
Reagnets( m/) | Procedure( min) sampllcéus;luc’:ion Absorbance | Ti found |Recovered (%)
- ; 1 HNZ%)3(1+ 1) Boil gel;t]y for 18 1/2,/0 gggg 8 }gg;’,ﬁz
i treated stee . .
(Table 2) 7 15 v 0390 0-1339,
Sample taken : 1g .
y . <129 #
HNO, (1+2) ,j o ) o038 | om:e
30 v 15 " 0-390 0-1337
” 20, 4 0-390 0-1337
Mixed sample-1 HNO;(1+1) Z ]8 (Tiin 2321;01') 8%%? 288#,5 133
20 . .
Carbon steel : lg 7 15 7 0235 40°0 # 100
TiC : 1'Omg
TiN . 10 . " 5 ” 0190 32:5 # 81
TiO, 1-Omy| TR+ v 10 % 0-210 36-0 # 90
” 15 4 0225 385 » 96
7 20 ” 0235 400 7~ 100
Carbon steel alone [HNO;(1+1)20 4 15 1/5 0-005 0-0002,
Sample taken :1lg |[HNO;(1+2)30 4 20 4 0-005 0-000 7~
g
Mixed sample-2 . .
Carbon steel : Ig HNO; (1+1)20 ” 15 4 0-008 0-000~#
%‘gg ; }:gg‘lg HNO, (1+2)30 P 20, y 0-007 00007
Table 7. Separation of TiN from Ti oxides.
Decomposition of residue Ti as TiN in residue
Sample YNF T
Reagents(m!) | Procedure( min) sampllqeusoctluct)ion~ Absorbance | Ti found |Recovered (%)
Ti treated steel HNO; (14 1) 20[Boil gently for 5 1/5 0-085 0:0079%,
(Table 2) 4 10 7 0-088 0-008 7~
Sample taken : lg [HyO, 5 4 15 7 0-090 0-008 »
Mixed sample-1 ” 5 (Ti iélsﬁgal sol.) 0-220 37-5pg 97
opg
{Carbon steel : Ig 7 " 10 v 0-225 | 3857 100
TiN : 1+Omg . .
TiO, : 1'0mg 4 15 7 0-225 38-57 100
Carbon steel alone . .
Sample taken : lg 7 7 10 175 0005 0-000%
Mixed sample-3
{Carbon steel : 1g 4 4 15 1/5 0-005 0-0009;,
TiO, : 1'Omg

(A+1) & H:O: DRERIC X 5 hik%, COBEITLE

oS

$isdbb Table 6 OFEEB D HNOZ(I+1)20m!
T Smin A&, &RKFE — 1 © HNO;(1+1)20 mi ¢
10 minfil & i 45 & R EM B O HNOy(1+ 1) 20ml T
Iominfi#E# L F U EEOBIECBEBERR2FERL, ©
Ll 4-1(5) XK (6) L2 THEIEL TiN

LT T 2581 5.

7272l (B)

IZHWT HNO;,

A+ BV HQ it X 5B L L2, &
BB — 1 Thk (6) itk T 200ml 2 275 23 %{E
RAUlf. B HRES lg i© TiO, 1:0mg #hnx 7=
AR - 3 wowTh, HCl ol X of HNO; 408
BROBRELC SV CRKROER 2T D72,

LOfERE Table 7 WiRd. 205 bankatkl—3
DEER S5, HNO(1+1)20m! 2 HoOs 5ml ¢ 15 min
FIER L2 BE i3 TiO: 5 Me¥, el —
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1 DRSS, 10minfiioEHR T TIN BERTHTHEL
100% ELL 5 % T LdbhDrl.

oA H TIC O3V FERERFHE RO Ti &L
mEEBRAD TiO, &L TRRBEICKTE2EHOEL HRE
SRDH D, INLERABOBER»DL, TORLNR
LIV EFEZLNHDT, AETIE HNOj(1+1)20m!
& H:O; 5m! T 10min REHT HFEZRAVHT &
Ll
5.4 Ti BILHOFESEZE

Ti B4 ORI — T KeS:Or IBRIEIC X2 THT
T TV B8, & OB TIREBEDIRER(L, VAR,
e COBER &%, FHREBMEZEL, »OoZHR
EOMKT HEFNbH 5. I OTHRETIR Ti §bi
D5 iR & BRI FROG S w AE7e HNO;, HCIO, &
XUt H:SO, CHRT 5 HERFIBTdzEEL, &
DEREITIRDM.

Table 7 DERFEL, SEFKE-1 B I CREMER
D10 minfl 25k & [ U LB OIRIE TECERE LG 4-1
(N wlknoTHEEL, Ti Bk LT TizER

B R LEARSE-1 OBAE 100mlx A7 T A3

ALY, LIt OKBRE FEEBEEKLL,
H,S0, & HF T Si 2@ xgicDb, K507 28 T
AL HoSO.(1+9)30m! TRMRAZBEMT 2. HH1E,
FERHKE S L OCREMBEMOBEIISOmM] x 27 23,
AmwEE-1 OE41E 100ml # 275 ZaA~NAN, X
NFENERE THREIMZ, TR 4-2(1), DRIT
@) WL >TEELRLDE LTOTIZERET 5.

75 33§53 #E2E T HNO, 20ml, HCIO, 5ml % X

X HoSOy 5ml Z{HFEST 5 DMNEBTH 505, REET
VEFEROERES% < HNO; 20ml  TIRIFHKOSFH
SEM TNV O T, 40ml & U LAEEITS UCEm
T5X51 7. HCIO; IHMETIEAE TS LE26HF
Wcim D AL, BRENEOTE LI H»r LTI
BT 5 0ERDD. Tz HoSO, i o~ iz
5 AAEAEO MAERCECEN ThHD. £ T
HCIO, 5 X0 HoSOy DfFEREIC>WT, HH5TD
ME L8R, HCIO, 3m! B3 XU H,SO, 2Zml T+
HCThHDHDERDI.

InsOfERY Table 8 wRT. EBRHE, A&
B-1 23, BSEE, EREBEOmE X - L RS
Bonde. TR -1 TUEHELLIFEBEEEL
VEERMNE DB, 100% DOREIEZRL TV S, LIk
D CERy R, BRtkE D Ti BRILWOLFITLTH
D Ti BbWOSEEVD SCET IR VELEIRNE
Wi A, L LERETRERRD X 5 R EOfE,
HOBE» DBAMBELRATA L L L. REMWSD
iz Ti B OFEERD LN D7,

6. Ti OMAXKEEESRZE

gMmho Ti OECEEEER ST HOp 0w,
UYL SEMW, ZvEkH Y FUEEEED, TOPO/(tri-
oxide) FhH-F A4 v 7 R0,

NA FaXxs oD, Zoxbho— TR, DHPF
(dihydroxy phenyl fluorone)#:2?, o7 o FE Y x &
VEEEND, R EHE L DFEBHL. ThbD5D,

H:O0p i < b mBABRLAVLNTY 555, BRED

n-octyl-phosphine

Table 8. Comparison of the decomposing method of Ti oxides.

Ti as Ti oxide in residue

Decomposing
Sample method .
Aliquot of sample solution| Absorbance | Ti found | Recovered(%)
. Dissolved in HNO
Ti treated steel 3 1/5 0-024 0:002¢2,
(Table 2) HCIO43.I1C1 HgSO;
5 le taken : 1 Fused with ) 090
ample taken : lg K.S:0; 1/5 0-023 00029,
. B Dissolved in HNO; (T1i in final solution) A .
Mixed sample-1 HCIO, and H;SO; 60 g 0-350 60 0pg 100
Carbon steel : 1g
TiO,  :1-0mg Egggxfh 60 ;g 0350 | 60-0pg 100
Carbon steel alone ﬁi(s}slcé\:e;lniin}lilggf ’ 1/5 0-006 0-0002%
Sample taken : lg .
Fused oh 1/5 0-007 0-000%
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S CHEERSD Y, MED Ti OFEETEAREY TH 5. %
DIFHDFHESIEEIZ X THLBEBEMTH O,
WERNBE»27) LT—E—ENH5. Znbicst
LToT U F Y2 & U ERTIE RS H3 T L s
% ToHD, LarbRENS L (HFHREGE : 13000~
18000) 2B D EETH 2T, EEHZI TN FEEL
TEBA SN, SkiFhoE Ti OERICHERL BIFLRE
RBBENTVWEDOT, AETHINFAETH &
E L7z

CTFEY N E L EEARICEAT B HRD,
GRIMDIBE L IRV REL DO T, KECEDBLIE
VERRETESL T 5721, D XDRE# T o7z.

6-1 HCl OHEBOEE

DT UFEY I Z 4T HC ikt TitY L5
AL T [(DAM*)H],[TiClL]-2H,O Ok DikE 380
~390m p IR KEFE T HECOEEEIRT S L
WhhTWwas., LB oTERIKIW LT HCl ot
FERLETHBD, Z0SWO HCl ORBEETSWTIR
I~4N3®, 0-2~2ZNDDHFFAINE Y & Voo, $RIHDE
A1 IN O HCl B TERIE TV B, RKETIE
i HCl QIREZ—ZELT5Z EPRETH L1, &
DEHEL OEFE—EDOR2ELB LN DI OV TER LT
ot

Ti fR#EHE 2°0mi(Tik LT40pg)% S0ml » 22 5
23 ey, HCL(1+1) ED&EH 2~18ml OFH &
BHE5EKBEOED HCI(1+1) 20% 5. ZiucKk
TWREN 20ml LigB%EThnk, DX¥WRXFAINE LEE
@ﬁ(m%)&m,97&%89»}9&%%Zmd£
XUKEREMRE Tz Titr 2 2R S5, LITaR4.2
(4) ERRICIRE LBERBIET 5.

ZDFERIT Fig. 1 wR3Z &< T, HCI(0+ D)
& 2~15ml (9 0°2~1'5N) OHF T3 F—BREHE
DL, IREOEEIRD LN, D, X DOTEHETR
HCI(1+1) EXZORMBIASD X5 ICRELRE L.

LA ETHER Ti EE2054, x:E% HCL
(1+2) THMLEEEZFRLbE, FiE»d Kb
Ty 2BEEIEHZEBTE, BrOHFRECHELE
BBV BL LB UL g2k,

6-2 H,S0, DEE

SR DHZEIHF DS AR HoSO(1+9) 5mi %,
DWTEED 5z HoSO, 5m! 2{EHAL, oh®
200m! B §DDL, O 5~10ml #5BWLTw5
5, E6EWHS0mI f 0°25~0'5ml @ H,SO, %
KHFIT B & 5. Zhee LOARETCREE Ti
* Diantipyrylmethane

— 48

03
J
02
v
e
8
3 ol
<
(0]
2 5 10 15 18
Volume of HCI {I:1), mi
i | 1 1 ]
o2 05 [{6] 'S 20

Concentration of HCl, N
Fig. 1. Effect of HCI.

DEEVE HeSO, 2gAE T, TiC X Dizh084e cik
EEENES0mMI th 0 1~0'4m! @ H,SO, 75y L,
HoSO, O FEEBS WL U S LLZLELT 5. 2T Ho80,
OEET OV TR RTR o7

Table 5 OEERICMHEHE L/RER 1 g 2R 4-1(1)
BIO QD LB 2TEELAZDD 10ml o5 51K
LEED 50ml x 27 5 22 g AND. 2 Fic0HE
D50ml x 275 23 HCL(1+4) 10m! Fo% Ahn
5, thbD&E A7 2ai Ti By 1-0ml(Tik
LT 20pg) X7 230 UEBRIEE (10%) 8mi%
mx Fes* &L+ 5. Zhic H80,(1+9) % 0~10
mlDEFTHIZ, 2T HCI1+D5mi, 27 o F¢

D xE U EHR20mI B X UK EEGE Cng Tt %

E@I¢5. 20min HEABRMEETEE L CHEE 385
mp KT 5PNELAETS.

ERBIEB TN T NOEBCI N TOT o FEY b2
B B DTIMO B B L O FERT 5.
ThEDFERY Table 9 k4. Table 9 it A5
&L, FeDEFOFRT 10O, Ik HoSO, e

Table 9. Effect of H,SO,.

Ti H,SO, Ti found
added | F€ (agd;“’d added |-

(g (ml) bance Ti(pg)

0 0-118 20

0 0-1 0-120 20

0-5 0-119 20

2 1 0-120 20

0 0-120 20

02 01 0118 20

05 0°120 20

1 0-120 20

¢ 2
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L T#0~1 m! OFRE TR A SEEDEWT Lithh
ofc. - : '

6.3 HEAZEOBE

UFUFEY VA B CBEHERS OO T &5

Ed 15T, Nit+,Cott,Cri*, Mgt+, AB+, Zn?+, Mn2+
G+, Zes+, Car*, TR EVINE LIV, 727
Niz+, Cr3+ R FOFEA X U BREERETFTHHEE
2RI X D THIETIUE XV 30: Fed* Jo (b Vet
137 2 3V E LEET, Mob* i E Kok 7 § LT,

%h%hﬁﬁ?é:km;@ﬁ%%éﬁéc&ﬁf%m_

B, Nbs*t ILDSE 7 L E =9 AT ERETE,
Wi 2mg ¥ Tla4 U@ EINEEZ FRITiuEgE &
75 BV LTV 5. ,

INGHDSH, SFBERESE T35 Mn,Cu,
AL, Ni,Cr,Co,V,Mo, Nb,W, Fe, Xbicftshzian
Twi v Ta,Sn, Sb, Pb,As, 3 XUBitoWTkET%
{Tls 27z,

Tbb0ml 2 275 RAACINLDTERED—EE
%%U%ﬁ%i?iﬁ%@ﬁlﬂmwﬁktfmyg
EINE, B HVIEREEET BB, TRENL
BRREA A DD, 7 A3V E LERENE(10%)8 m
B XOCHCI(1+1) &% 10ml L5 X 5 wHCI
(I+D)&EMEBD. DWT, U7 LF ) v & EHR20
ml 35X UUKEFERE Tz T 2263 5. 20min
Bl A B U Cil& 385m p it kT 5BR0tEL
HMETS.

TR TN TNOET RN TS T v FE Y IV X
X BT DOTRMO LA EW LicbDEFERT5. kW
OFEREERPOUREBEZFRILcd EPLEORIE %
Fls>72.

ZDOFERIE Table 10 Rk 3Z & T, Fet*i3200mg
BIBETLT HOWWT AWK AEEFEIKR (16%) 15ml =
WET5EDHEDL DB, KEOEH T 8ml T
F5THDI. REL7AINE VERARRETH S,
5, BHRAUEZRDODDEFEHRT 2 LEISH D7 M+
EARED XS KRBT CHIET 5 HETI, e
TR UEFERLTH LB THHEREERIZED S
nigofz. Tadt 13 Nb** RIERLWSET v E=T A
XD TERT A LB TERL. ZOEPDORIIT T
THEREOEZHF LS W TERLAEEORFE CRIEEN
. h>oiz. L L
64 REWR, TOM ‘ o L

A THRER Ti DFFOLELED Fe &% HCI
B> Dy TIC ZOE»0EEE Fe 20T AE

EE0 HoSO4 WL, AN Tt 2E2R3ET

Table 10. Effect of diverse ions.

. B Ti found
Diverse ions - (Ti:20409)
‘added (mg) T..Reagen’;tns-,gdded Absorb- Titng)
’ ’ o ance ©e
Fed+ 200 0119 | 20
Mn2+ . 04 0119+ 20
Cuz+ 0-2 0-117 20
AR+ 02 0-118 20
Niz+ 4 0-118 20
Cr3+ 4 0118 20
Co?+ 1 0119 20
Vit 04| ) 0:119 20
Mo 1 | MR solution | 9118 | 20
1 none 0-119 20
. Ammonium oxalate .
Nbs+ 02 solution(39;) 2ml 0-117 20
Tas+ 01 4 0-118 20
Weé+ 2 0-118% 20
Sn4+ 0-1 0-118 20
Sbs+ 0-1 0118 20
Pb2+ 01 0-120 20
A3+ 01 0-118 20
B3+ 01 0-118 20

* Tilter off the precipitate

o6

L
/|
03} k //

[+
8 .
8 //
[] >
ol /
0

20 40 60 80 , 100
- Ti(pg/50mi)
Fig. ‘2. Calibration curve at 385mp.

WhH INLORUDOERLIEBEEE L XIFE AW
DORFHRDOT &L THBH, EBEIR TiC, TiN k
YOS Ti OBEZERIBRDLNLLIDRDITK
L, BB Ti OBEOREH,ERLOEREESELN
Foo Ko TZRRBRIEIEALE 4-2(3) WRELX S I
fEFEE L7c. ’

DT F YA E AABROBE, FRES IO
ERIEEEC W T B ETRoch, THIESKIED
BE L E—ERESB LN, SEOEE LRA—&£6 T
52&E L DT, RERBICOVWT Rk EEiES
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- Table 11. Chemical composition of samples (%).

Sample c 5 Si H Mn ‘ P S Cu Cr E B ﬂ Ti
A 0-32 22 1-21 0-025 0-018 0-94 0-142
B 0-10 0-19 0-25 0-012 0°033 0-31 0-0010 0-038
C 0-17 026 0-62 0-019 0-032 0-33 0-57 0°0009 0-043

Table 12. Results of metallographic analysis of Ti in steel.
Sample Ti as solid solution Ti as TiC Ti as TiN Ti as oxide Total
(%) (%) (%) (%) (%)
Ti treated steel , . . . .
(Table 2) 0-005 0133 0-008 0-002 ’ 0-148
0-017 0099 0-018 0-007
A 0-017 0099 0-018 0-007
0-017 0-098 0-018 0-007
Av. 0-017 0-099 0-018 0-007 0-141
0-014 0-018 0-003 0-001
B : 0-014 0-019 0-003 0-001
0-014 0-019 0-003 0-001
Av. 0-014 0-019 0-003 0-001 0-037
0-019 0-020 0-007 0-000
C 0-019 0-020 0-007 0-000
0:019 0-020 0007 0-000
Av. 0-019 0-020 0007 0-000 0-046
B. DEWHE 42(4) DEEIC X > TIER Lo B 48 A -
. 7 =

%z Fig. 2 TR

7. REEEAOH#EA

Table 11 R$ 3EOMIC> X, ABEIC LD THER

EBBTI DN, F0OEERS Table

Table
THEL L7z

12 2R3 . e,
12 1243 Table 2 OERBHBOBREL T LD

Table 11 fr > AGUBHI B L THERIER L 72 10 kg

DI & SoE S YIHIEIE A BRI L 72 % D C, Table 2 0
EBAB D N LR CHETHERINAZIDOTHS. 72
FEEE A TIREHE L OBYLERIITL D T isyv. BB B
BIOCCRFFECEE LA Ti 3 XN T, L—F
VEE X Y EEEER R R R L.

Table 23 X% Tablell @ Ti o771
FTXDEHMF DL Ti EEEDICIHERT, Th
5 & Table 12 iEfIERZD Ti OEF2HET 5 L,
FHEIZSVTEEFSELWERSE LTV, o
ERAE TG ATETHH I & L LT, BE
DFBRIZE VT Ti DEEOKNZ EEWELLOT
BB ERS . £BRFCET EME 3 HBNHT L Tk
DTH) 4hr THoOFI-.

Ti b o ED Ti OREFIERHEIC 2V TR
L, DEDfEMAELh.

(1) EE Ti & TiC xofhftat Ti oFEc
13, HoSO, #fFikk X8 HCl Stz > W T L,
HCI(1+2) CMEAG T 508 B HNTLTHY,
BRI LB TH B T & 2D,

(2) TiC & TiN & XU Ti 05 TiE, #
kD HNO; o+ 55 a ML, HNOy(1+1)20
ml T Smin EHTZO05ELELTH DT Livbh
D7z

(3) TiN XEg{bsn Ti 04 EkTIE, iz HNO,
(I+1) FIC HO: THRFT B RS, OHE
€ TiN QT2 HML, LardEkd T ciiEAe
T, BETLETHUELD DT L2307,

(4) #bti Ti OFfF Iy HNO;, HCIO, 3 X (F
HoSOs W X > CHRET 5 haimitL, @Ycfgod
RAREBGE L. E74ERD KeS,O; Bk & ik L T
ERDLNT Lok,

(5) ThoDFETHhEL7-&FED Ti DERIK
i, 27 FEY VA LRONREEREOBER YR A,
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