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Metallographic Analysis of Microamount of Boron in Boron Treated Steel

Synopsis:

Shigeo WAKAMATSU

This paper is a part of the general investigation of new mefallographic analyses for steel. A simple and
reliable method is described for the metallographic analysis of microamount of boron in boron ireated

steel, by a new electrolytic extraction method using NaCI-EDTA solution as an electrolyte.

The procedure is as follows:
1. Separation of boron compound from steel.

(a) Cover the steel sample with close-texture filter paper as a diaphragm, connected as an anode,
is dissolved into 100 to 150 m! of 195 NaCl-5% EDTA electrolyte (pH 6~7) at a current density of
50 mA/cm? for 2 to 4 hr. Remove the anode, and residue is collected into the filter paper. Transfer
the paper and residue to a quartz beaker, and 20 m/ of HNO; (I : 2) and boil for 5 min.

(b) Filter and wash with hot water. Add 12m! of H,SO, (1 :1) and 6m! of HzPO, (1:1) to
the filterate and evaporate to copibus fumes. Dissolve the salt with 50 m! of water, cool, dilute to 250
m!, and determine boron as carbide continue in accordance with section 2,

(c) Add 12m! of HySO, (1 :1) and 10ml of Hy;O; to the electrolyte and boil for 30 min, cool,
dilute to 250 ml, and determine boron as solid solution continue in accordance with section 2.

(d) Transfer the paper and residue (Paragraph (b)) to a quartz beaker, add 20 m/ of HCl (1:

1) and boil for 10 min.

(e) Filter and wash with hot water. Add 1 ml of HNO; (conc.), 6ml of H,SO, (1:1) and 4
m! of H;,I:"O4 (1 : 1) to the filterate and evaporate to copious fumes. Dissolve the salt with 10 m{ of
water, cool, dilute to 100 ml, and determine boron as oxide continue in accordance with section 2.

(f) Transfer the paper and residue (Paragraph (e)) to a platinum crucible, and ingnite at 500
°C. Add 1l g of Nay;CO; and heat gradually until fusion 1s complete. Cool, take up the melt in 6 ml
of HySO, (1 :1), and dilute to 100 ml, and determine boron as nitride continue in accordance with

section 2. .
2. Determination of boron compound.

Transfer 25 ml! of each of the solution of section I.

(b), (c), (e), and (f) to separatory funnel.

Add 10 m! of water and 5ml of HF (5%) and let stand for 1 hr. Add 20 m! of water, 2 m/ of meth-

ylene blue solution (0°001M) and 25 ml of dichlorocthane, and shake for 1 min.
Filter the dichlorosthane solution through a dry filter paper into

min to allow the layers to separate.

Let stand for 5

a dry absorption cell. Measure the absorbance against blank solution at 660 mg.
(Received Oct. 18, 1969)
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F o R O E D B ORI ITBREN S 5 Ot
CEEFEL S W TR 2T/ o7.

LOFER, WREMNSEHICEL TR ESRIEEL -
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Table 1. Condition of X-ray diffraction.

. ; o Apparatus X-ray diffractometer (Rigaku Denki
DHBELINTWDLDT, Tk ERINCHHE L EIIY Geigerflex 2001) ’
BOPSEPRICHI B EELBEE RS, £OE» B Farect Co
R TRIbY, B, BIOEBEWwE L TCLEETS Voltage 40kV

N . a Current 12 mA
TEMHBEN TN D,
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Fig. 1. X-ray diffraction patterns of residue by electrolytic isolation.

Table 2. Chemical composition of specimens (%).

No | ¢ Si Mn P S Cu Cr Ti Al N | o B *
11007 | 0023 | 026 | o012] 0-024| 037 | — 005 | 0°029 | 0:0065 , 0-015 | 0-0029
2| 014 | 020 | 026 | 0014 006| 03 | 05 | 004 | 0020 | 0-0057 | 0-006 | 0-0033
3| 02 | 019 | 0:50 | 0:015| 0-016| 0-19 = 0:06 | 0015 |0-0055  0-004 | 0-0033
4| 038 | 040 | 1:41 | 0-013| 0-011| 021 | 1-08 | 003 | 0-018 | 00060 0004 | 0-0029
5 011 | 018 | 037 | 0-017| 0:020| 013 - - 2-019 | 0-0061 | 0-013 | mil

* Boron was determined by curcumine method!9
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ZOERIE Fig. | TRT LT, EFMELE
= DA 51T FeC B LU Feu(C, B)e WWHHET 2D
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(+1) #2imz< pH % 6~7 THHL=DL, KEM
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(2) Pkipm: EDTA pwg (0°01M) i NH,OH
(1+1) %z T pH % 6~7 &1 5.

(3) »F VL oFH@EE 0°00IM): xFLoF 0187
g %7K 500m! TS

(4) L,2-2Z oz i

(5) Ko fE#EgE (05 pgB/ ml): HyBO; 0°1429g
%mmﬁﬂbsmmzmbh%®®,~%%ao1%%
wHTHCHAT 5.

(6) Ak BN: flilifh% 200 % v & = BT & B
LTERLE. oo BEFRIR 43°10% THo<.

(7) BRELHB: FUSOOHFECHE U THERL
7o, Tichb, HHLLDESDIFIC B0 # ANTIHE
BLTHE, 2hic S vy —viERzmx 900°C T
1hr ¥RET 5. Sk MBEBHL 2 &/ — v TRE
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cathode

Plastics
{ b pipe

— Plastics
{ electrolyhic cell

A

Specimen

Filter er —
diophprggm

Fig. 2. Apparatus for electrolytic separation of
boron compounds.
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BRCHIOTIIFRERRELLTCHCS. Thb
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wEE, —wmrD 30~40 mm OIS T D FF, £0
HBHWCTIRAF v 22D ) w7573 T szl o@EE
T5. CHhICRER 2@ A LEMERT AN, B
TRAECTRIFT 5 -

(2) SN NEXER: BHEARI bo=vs 20.
WU & vix 11 mmg SREREHY 4.

3. RBRINEIEOUVICERIRE

5-1 RERISTREIRIE

(1) Efprc Bifms, % lg W T5H L&
X 100~120 mi, 2g 4344 % & X3 130~150 ml A,
HHCOMEL BB, SR ZERe LTNE
70 Ar R A B ABL A5, 50mA/cm? L)
HNOBIRBE T, #ltho4 B &2% 0°:0029% Ll Lo &
&1 1 g GERFREREIRY 2hr), 0:0029 Kiioo & i3 2¢g
(#9 4hr) 5f%4 5 CEMETLS.

ZD 20~30min ki BTB (FoaFEt—7
V=) HEBREY VBRI pH #L 5, 3 LK
MoRBEZEL 251 HSO,(1+1) ZyEmL <,
Eftwio pH #ohic 6~7 O#EEICE LT T 5.
7, B AZKES LIKEZ 25°C T2 X 5@t
5.

(2) ERETH SBOBRR S IUFEREZ, oK
BOFETEHTRDOE—H —iTBT. FREIES, F
MITABEL TV BREOKRERS %, WD A D7 ikl
TREET. COFROGR 2R VBRI B L T
WHRELY KERVEL, S5 BT ®EL O
By MOEL, B, EREFETS.

(3) E—dh—hTFfE OB Lo, Fik
O ®EB) ZHVTHEAL, KIFWT 5~6 EpkiEL Fe
X DMDEBA 4 o xfpET 5.

(4) BARRC Pt &b¢ HSO,(1+1) 12ml
BERU HOp 10ml Zhnz, mu#EtL T 30min &
L GARID HeOp, %5240 53+ 5. ©E14, 250 ml
AARTTAANANAZRRE TREMAS. DITHRE 5.2
(1)~(3) WL >THREL, k- LTD B #»

EETD.

(3) k& (3) O BERFHRIE ©—H— ITAN
HNO;(1+2) 20ml Zhnz, MEALH) Smin FHiHlL
AEAL bR GETDLEE LT FRE BT 5. P
G BEA) RO E -7 —hiZF@EL, RAKT 4~5
BT 5.

(6) FEwic HeSO.(1+1) 12ml kX HPO,
(I+D6ml Zhnx InEhzEFE L. #9 10 min JBE 7z H,SO,
Bz fEd <& T HNOy T2 ERET 5. ©Hnik,
LEOKEMATHBEAEHEL, 250ml x 273520
NSANERE TAREMAS. LITF#%E 5:2(1)~(5) i
LIcDTHEEL, Kot x 24 PELTOBRER
T5.

(7) k& (5) OBREBWRFAKIE v—b— AN
HCI(1+1) 20m! #hnx, AH0EAL#S 10min 25 L&
bz 532 L b FRE BT 5. FR G &
A) VIO E -7 —dUFEL, BT 4~5 @ik
%75,

(8) Fygiz HNO; 1 ml, H,SO(1+1) 6ml 35
LU HyPO,(1+1) 4ml Zhonx sk FEL, 9 10min
RE 7 HpSOy Bl A F4 X+ HNO; 3 X HC1 %
TERCHR TS, L, BERELLL>THEDIC X
LIHEULEA A U727 61, HNOy I ml #38)inlL T4y
BT 5. Wik, LROKEMZT EELZERL, 100
ml X275 23N ANEMETHREMZSD. BIT#%E
5-2(1)~(5) WL DTHREL, BILWELTOB

Scmple (5x5x%x 70mm)

Electrolytic separation

f 1

Electrolyte Residue
~— Add H,S04 (1+1) Add HNO; (1+2)
and H,0:
Boil for 5min
Boii for 30min

. Residue
Dilute to 250m/

~— Add HCI (I+1)

Boron as solid Boil for 10 min

solution
' Filterate Residue
——
Filterate ~— Add HNOs.
H.SO4 (1+1) I?nlhon at 500°C
~—Add H,S04(1+1) and H,PQ.(1+}

and H,PO. (1 +1)

<~ Add Na,CO,
Heat to
Heat to copious fume copious fume Fuse for 20min
| ~— Add H,SO, (1+1)
Dilute to 100 m/

Dilute to 100 m/

Dilute to 250 m{

Boron as Boron as oxide

boro-cementite Boron as BN

Fig. 3. Flow sheet for metallographic separation.
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(9) L3 (7)) OBRERFRTEBEHDIFTHL
#9 500°C cRaBhk{biR, f/K Na,COslg %hnx#y 20
min BT 5. BHEE, ©— b —hT H80,(1+1) 6
ml! B3I OAROKT X VB ZIERL, B&DOiE%
WH7ZLEDD, 100ml x 27523~ ANIEHET
KEMZS. LIT#ES 5-2(1)~(5) I L7h2T 45
6L, BN L LTOBEZEETS.

Ll EoigeoftE % Fig. 3 KR 7.

52 ERIEME

(1) k3 51 (4), (6), (8) XU (9) 0%
2273 A5 25ml FOESGEL FHKRA9 LT A
5. gk 10ml X HF (6%) 5ml %X,
‘o xEDb Lhr RET5.

(2) 7K 20m! X »F L oHBEK 2ml 2inx
B EERDL, kbt vraxz g 25ml &N
Z Imin FIFLLIEVLEES.

(3) 5min JREL T2 BHEE TRODZ o
X EERTERFER G A, 9cm) HWTHBL,
BRORMEBKI S ml 2B Tob, R VEANS.

(4) TNZNOEHECHCT 2ERBPMWEZABEL
T 660 mp BT BIENELXEESTS.

(5) HOHPUDEMLTHLIMERX D EBEE, K
vnexi4 b, BEWIBSIO BN ELTD B #ZE3K
»5. .

(6) ZeskBruk: WP B X HMBROELIL 72
BREO#E%E, FHalls FRICEFT LT 5-1(1)
~(9) BIW 5:2(1)~(3) 1T L Fhso THH L TPl
T5.

(7) B H,SO(1+1) 12ml itk & ma T 250
ml 2T5. Zhpb 25ml FORGES5 LI HH
L. FooEEgs 0,1,3,5 X 8ml %, £h
Fhiohx, D BEOFEHB WD 35ml &g
L5X5 ARG OKEMLS. Zhic HF(0%) S5ml %
Mz, AT 5-2(1)~(4) LMo TREL BXE
ZEIEEL, BELOBEFRBEIERTS. KEL, Zol
ARANBRCBRAMEODHDOEHAVS.

6. @D B DRMARESISTEE

61 BER B L{kE B LOFE

IR X d KEAEOR LLFESTHORREIEBKEL
TOBDHZRIEZELEINTWEEL AL, BIEBOLES
MEETHIRLZREL LB INTWS. Runce 520
RREEAELEETHRAMPTA — 27 + 4 MURE
LA EmBR LR B 21F7cdE 5%, WhOAEWREEZIC

AL TEE BoGu e T2, BoRRBH SO 4 [FERS
ik CHEiS B Oy ATl oto, ZOHEKX2TE
Lhi-[EiE BofEss, Br-x 27 iR XoTEL
Nic i - T5L500, B-2 27V il %
effective B OFERERFEEL L THREL TV 5.

UL, ZOBBEEII—FTRERTOLBOER
AR XN TWTE~, giifho4 B oERICHEA
LAl bds. LisoT, 25 LA ETRILT
BEBOAMS SN S L ErEMEHD. 52T, K
W CIEEBDAZTRET DDINKDE L TB EE
bihd, FEOELKL /= NaCl-EDTA Fk 2 EFIK &
LT 5 EMMEED 2RAT 2L, 20k
& Br-x 27 vtk & O E T o7z,

T iehbh, Table 2 OFF 1 k5 XU 4 #BMMBED
WAL, BIERS 5-1(1)~(4) XU 5-2(1)~(3) K
LD TREBL, BREPCHEBRLIEBOERRTTL
St Eiz, 5-1(3) TEEFEKLOBER, Kb
5-1(9) BXO 5-2(1)~(5) WL/ oT HLIHEL,
BHEEREDSOBEERL .

“Br-x 2 7 ViR D BHAE, REPIT BELFEOR
R 787, FIRD AIN D7D D Br-= 270
HHEBESER, ZOFECXVEE 1g25@R LD
b, HHEBES 5-1(9) XU 52(1)~(5) ikl
MBOTHMEL, BERDOBAERL 7. EEEBICHYT
LW Bix, Table 2 04 BREIBETOBRLED
EHRHOTEDLRE.

Tho ERIX Table 3 WRTCELT, &1 i
DV TIREHFZIEEWEIE SN DXL, k4T
Bb LB L L B o>kERE ok,

AEMMHEE TR X 2 4 P FOho R, FiL
W, 2L, Bl oMb, ANERDIZLAET
RTCHREEFCHESEEN DD L, Br-= 25 v
HHRETCEE A %24 FDIRLAELTBRSRREN, B
b4, b, B b —HORBHARRER LD
EHRENSD L bVt s, ZDED Table 3 @
BRI SNIZLD LHEIND, Tlabb, HiLOX
STEB LI Tl oA 24 PBTLABMETHSD0IC
ELU, A8 4 TR BORBIBEo e 24 bELT
HHELTWS., Bz 27 viiiiERIIZ O ok x &
A MAER LSBT 5D, Ketvx 244 FOME
B TR EAMEEIEES LY EES BN
P, oA g4 rOEWFE4 THRIER BicEYy T
EHRIEHHROBEBVWLUS L ABKIZA Db E
Bbhs.

PEDERE X UCEE»D, FNEFMEEIEBBD
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Table 3. Comparison of method for extraction of boron as solid solution.

, B in electroyte or ester-halogen solution (%) B in residue (2;)
Sample Electrolytic extraction Ester-halogen Electrolytic extraction Ester-halogen
(direct) (dift.) (direct) (direct)
1 00025 0-0027 0°0005 00002
4 00002 0:0019 0-0029 0-0010

DS 0D Fkt LT, Br-x 27 Wik L v
HEHEESAT, T<hTWBE VL5 EES. BEE
#Hd, Br-z 27 ViiHEE SELVWERS B5Nh5 T
T, ZOFELRo A 24 NTEBLSETS D
DEFEZ LN, EEBOMMESEEEL T, <kC
BOSVWREOBEEY TIEEWEELRD.

6-2 XOtXY4M4 b e ZOMD LAY B LD FH
B

ARED LS BEEFTHMIITIIBE2EIBL 7ok #
vEA L, Thbb, Fuokvxd4 NBEETDEN
bh Tk, REBRICHWZ O X BETEE» 5
D, TOFEBEDLN. Lrl, —fFIKiEEa 0
B X 5 KC, KBOWTIEBDRICIIIEEEL 7t
WEEXLNTWS. ZORDIERBERE OB 4B
DEBRLEVTIIEHSHA, EBHERBCEVTHA o
XE A4 MNIMBIRINAZ EMHRL, RALOEED
ooz &5 hDol. XD2OTC, #FOFatw x4
4 FOFIEOFER EHEEICBL, 2E¥0EBRP T
7.

Table 2 DFAH1 X 4 %875 5 1(1)~(3) «©
L7252 T (7o72L, RBEEL L THRKROR b iTg
EHEOFROMEEE Y, ¥, BEOFMICRET 2~
ANERFERLR) Lob, AL 2ihdiEE+* HNO,
(I+1) 20m! » %53 HNO;(1+2) 20ml! T 5min
BBLORTS. che7 AaxX M EAVES, %G,
NEWN AR TR, BREBEERCI VBEROCE
EmL7.

ZOFERIE Table 4 RT3 T &<, wWTFho HEo
%&b HNOy B0 EE P I COFEIIRAD Hhk
POV TOT ERAEBRCHEAL K o L AHROE
PRI P ICi: HNO; 10581 2 Lo s 1E

Table 4. Decomposition of carbides with HNQO,.

TEHZEEWME/EBSDIOTHY, Zomibiix Fig.1(a)
OXBEFFERPSEEL TR A E A4 FTHBZ LM
HEEINS.

B«C ixd L FET B L34+ Table 6 75 B,C 3
HNO; iz RBFTHBH» 5, Table 4 TEFD C ES
XNBRTTHD. Lan>T BC BFEAELEVE W
2B EES. oMo RLMTIREE 41T (Fe, Cr),C
OFENEZLNDH, TR E X HFELAELTE
FEEFIERICIEERLVWOTERTES.

DA EZA PRHIBEEBLTVWS. Thbb,
Faotxtrd 4 MRAFEET S ETHE, HNO, A3 51k
FBAREEN DR T THSE. £2C, HiZLDERT
B onsc HNOy MDA %, Figd 5:1(6) I O
5:2(1)~(5) TULIPB2>THRIEL BERERLK. 0
% Table 5 12773,

Table 5 755, BPIC L 2TCELDERTH L LOD,
WTFNORBHIBWT D, 224 FRICBESAT
WHEDMBRD LN Larl, BRIMEEED HNO,
AET X0 TRRILISSL O ERLY), @bl EokaeT
FETHBY, FOX5LEHEFRTHPRETHOT,
Table 5 THELNZBOFTRCHARo w44 FEL
TBTHD L, HEBIKHIEZTE .

Bk, ki X7t HNO, # Ot Esicxf L
TED XS NEMETRT», EROTE TIPS 2T S
NTVWLVWD T, SEECERILE WA CERY
IRER AT 7.

Table 6 2R TH/b&M 1 mg i, U< Table 6
CAdE&BOR 20m! Fo%hnx 10min FHihL 720
by XDEWED =T DT T v H Y EZTiv, 22
REG(ELL EDIZHERE 2 HB L e D72 b DERIE, K5
BRI R D I s BT O BUERE HEL 0% i

Table 5. Determination of boron in filterate.

C found (%) ' B found (%)
Sample Sample
HNO, (1+D ‘ HNO; (1+2) HNO; (1+1) HNO; (1+2)
1 nil nil 1 0-0004 00004
4 nil nil 4 0-0021 0-0020
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Table 6. Solubility of boron compounds,

HNO; H,S0, HCI
Compounds Aquaregia
a+D (1+2) (1+3) (14+6) a+1n (1+2)
B,C C C C C c C C
BN C C C C C c B
B oxides B C B B A A A

A: Soluble B: Soluble a little  C: Insoluble

15, PIRENC KRS BEMRL I RdbhicbD e
eLi.

T OESRIE Table 6 KR$TZ & L TH%. Table 6 »
5, HNOyg(1+1) iz ffbin Bo—MA BT 551
nasdhboh, HNO(1+2) oif&lx BN, st B
LRIBT, TORIFNOE NI EMBbolk. LicdD
<, Table 5 ® HNO;(1+2) THIBL 78T »5HE
BNABIITNTHo €44 PELTOBEELVR
5ERS.

%72, Table 4, 5 B X U° 6 OFERN» L, EFMHEIE
# % HNO;(1+2) 20m! T L Smin EF i,
Kotx 24 PELTOBOLRBGIHRLEBLDE LU
(bt & LCoBREERICERD, HMELOHHMATRET
BT EHBbrE. LT, BLWBRIUELMBA
EXvkX &4 POFMITTZIOBEERVS I L E
L7z

¥, Table 5 Itk W THe w24 FELTD B,
AP CROKMETHDIDORHL, Rt TRVBL
5L L%, BB BORETHEFo et 24 b
LTHEELTWSZ EERL TS, THIIJERD H R
BIREZ LNV LD CTERR 2T 07, o
wie e S NS SR EIRE EWCERE D eode. BBtk o
TigF oA vZ4 bHBRVBUBLLASWEARHD,
TR B BRBZ IS5 CRE BERBHPBLITH
5.

6.3 Bty B SZ{ti B OB

RAfER &2 f b B & (b B & o i Tk 2
LC\v5b23, Table 6 4% X 5 i EKITIE BN 15T
SR AHERMMSEDLND. BRERTIX X ) &4 HCI
HERT S EE L. HCIQ+D & #5(0+2) Lokt
<3, HCI(1+1) iz 2EEL B 05825 X 0,
wETHY, o, BN TEHTIHEMDRD LN,
D X0T, IhEFRLOOEFOERE TR DL

BARE O xRFEDF X UFE 4 ZRTEc 5-1(1)~(3),
(5), (7), (8) HBXI5-2(1)~(5) WL EMN2T
MEL, BtwELTOBRERLL. LKL, BREG
RESOBEL, 5 1(1) OB IV, BELLT

NN

Table 7. Separation of boron oxides from BN.

| Sample | Aligquot
Sample B a?imdp(zund)s dissolved | of sa"tl’nple B found
added (mg (g) solution
. B in final
Carbon |B oxides: 0:35| . (B in finall 5.4 4
steel | BN: 0-50 | 2'1030 ;"_‘5’2;“) 30 ug
. 0-0002%
4 — 2-0713 I 1/4 0-0002%

v 5 FRRE SRS KER LY B 0°35 mg ¥ L UVEAL
BN 0°50 mg %hnx, 4 BEEMAETV1) 2g O
e Lz, F72, 5-1(8) Tk H.80,(1+1) 12

ml X HPO,(1+1) 6ml Zjinx RSB 21775
Vv, 250ml * A7 5 AR L. ZORER%L Table
7 RT.

Table 7 25 Bt B3 51 ORfEC X ok Hé,
W I BT 3 4 R OIR AL, HNOs(1+2) 20ml i
X B EHBELIC S ER Sy, HCIAd+1) 20 ml
KRESESBINDZEBBEDLNS. 70, BNIZC
NSOMBIZ X 2T ABLER SN VWZ &435, Table
7T ORILMBEERRR»OHEEINDS.

O XSRS BEOMAIT I VT, BEDLC
AEHITEY B EN WD, SRLEmE R VTR
HEGEO>OPERTHE. ZOXVEEELLDIRE
BTl ET 2bam s, AEbElEs, LFL
HeEn), BERILFEEES T3 LR &
THbH. ThR—RCEEOLEMHSERILEDND & >
IR TRV &, i, fo b AABRENTIIEL
T, HEFXOMEENLEDLLBENHE T &,
BETIB DEEZLNS.

LL, AAROILEDBDOEE, EREOLEMEE
mAt&mTix, &b, 2 e DUERO LIS L v
Bl XEEHFE RS> S, MARNITISIESEL W& 25
N5OT, EAMLCEECRFNEIEDEIL VL5 IC
Bbhs. o2, NE, REBKEOMTREROLE
EEFALEM TR UREDHDZ ERE L LND. —f)
TP T 2B R, kWi 23, T
B EaN % L, (LFERRARRE L L DTWDHED,
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AevRaBHGOREX= VORBRREE 803

B SWLERL 2T, TOATERILEmEE
BELB T EHBE V. {LEMBOBELEROLEDE
EFAtEWMEDEIT, DX EDDD BN
5. LaL, BESEPCHEET 2BLMB S I UE(LY
Byl EBWZRET, #HER B X TR LA E
whhtns. LI 2k B i3t FICkT %
H,SO,, HPO, 1T X % HIELE, HDHWE 7H V5
Flc X5 L EEee Lt 3h Tk,

BRIV BBETHE Z BTV 5.

AT, 3UEH 4 2B L TS kil % HNO;(1+2)
TR L BERDO BE, S5O BELY SV
HNO3(14+2) TRELALHED BEHDD BL %, F&
U U 7o g5 8, Table 8 IR+ 2 & S FITETRD
Shispofc. T HBEPSD BIEOC &4 BT S
h, Pl LHbEEDLEWBEEBILEMI D IARE
ETHDHEETVZLHVEERS.

DL EDOFEERI 5 R HEE) 5, Table 7 D&k
BREZLIOCEROBELEML CIARLIBEI I
{, Table 7 ORE 4 DE(LWE L TOBERBERLE
LS50 EFELENE.

6-4 Z{LtH B O

BIEOFEC LI OTELY B 2458 L7-H & 0 %%
i, M BoER»rZROFRBHMSEEL VL.
NOERBFCOBT 5700, BEOESH CTH D EHILIE
K@k R D BERITIH T B EBAEE BOSHITA <A
BhT\v5, s&88K(L#% Na,CO; TiaRLT % HikxF|
AL,

Tl HiHEH6:3 DEED 5-1(7) DigfETiBie,
BRERFM LU R4 oBEE, 0&ED>I3% 5-1
(9) BXO5-2(1)~(5) T LMD TR L 2{t4

Table 8. Solubility of boron oxides and BN in steel.

B as B oxides and BN (¢5)

I st treated with HNOj, | 2nd treated with HNO,

0°0009
0-0010

0°0009
00009

Table 9. Determination of boron as nitride.

Sample |Aliquot of
Sample Bagggép ?r\:lnggs dissolved | sample |B found
(g) solution
P (B in final .
ot PENe 9% 21030 | solutiom)| 2.1 #8
22 pg j2324
4 — . 0-00079,

ELTOBEEREL. #277L, BREREHOE ST
5.1(9) Tix HySO (1+1) 150ml #inxz, 11 x =27
FRAEFH L. £/, 5:2(1) T3 10ml 258
L, /K 25ml &nzt-. Zof5HE 4% Table 9 iwR7.
Table 9 IL4H%5 LK, BARGRFEMTIELmE L
TOBIRNIME L —KL 2R BE O, AIETHEL
F2d 5 51 o—HED HFEHREEFICE VT, SR Fofth
WX BEEBLL, 2o, FRE & DITHBK{LT 28
BTHERC I 5BEDK VW EARD SN, F -,
HE 4 W Th, ZHhETD Table 3 OEEEE L
T B, Table 5 ®f{b & LD B, Table 7 OEE{L#)
ELTDB BXU Table 9 0ZE{bdE LT BoaE
75 0°00319, ©, Table 2 D4 BEELESE 0:00299, L
EIE—EL, BMFOBRBTHEDLL DI LERLT
w5
CLEDBEFERD, LATEC 5-1 O EHREX T L.
51 D EERFCRERN S 21T e O 3a, EBIE,
AR & DIBEOBEBETBOEENL L, ILITERK
B CIIER S EELITIERLTH D, EBEFHECLE
THEELILSWT, AHRRBLFERRTHS 2 &0 HEEX
ERHANGERTRETH D L Ebn 5.

7. B OBRAXEEE

AAC 5- 1 DIFFIC X > TR B A BRI 58 L 7o
B, HFHBI L FohitEEn 5 BEsERT 5
DTHLD, TOERHEEL TIIZEERINCHE L 2
FLrH-U o i AREEEEEOR RED 23,
TAMEOBOERITHL, 22, BENESTHY,
BEMNCLITNTW50T, ZhefBETso &L
2. TR DOWTOBREIIBICEHEP L TWb 0T, o0
WBAEEEL, SHENERICEMT 50T
TREBRICODWTDRBREZE T 5.

7-1 BBEELTO B OER

BiEEE L TCOBREMETHROBHIE,» OEET S
DI THDH, BRFEEHRITIEEED EDTA % kot NaCl
HEATVED. INLBLLBEEDYELNDL XS5 T
HNE, HEPUDBRELTHLSULERHD. HE L7
LED, PERBET SN LB LSRBECHS. Lo
T, TOEITDOWTEBRAITHR D7,

ETOSDIFMOBMA AL 7-.

(1) H,SO,(1+1) 12m! wik%hmz< 250ml &
L7cho.

(2) KERDOEMF 150 ml 1z H.SO,(1+1) 12 ml
LkEmMEZT 250ml U 7% 0. _

(3) B FRERFWMZ e 5-1(1)~(4) Tl
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Table 10. Effect of EDTA, NaCl and Fe on color development.

Test solution B added (pg) |Absorbance (—Log 7)
.5 0-120
: 05 0°120
H,SO, solution " 068
0-69
' ‘ 05 0120
Before used electrolyte, contain EDTA, NaCl, and H,S50, 0°60 — -
| 30 069
05 0-118
0-120
After used electrolyte, contain EDTA, NaCl, Fe and H,SO, 069 _
30
0-68

OTHMHELL TE SR 250 ml O, 7oL, O
&, TAFER 150 ml Z{HFAL, 4he BAEE 28 %5
U7z, BRCIESEEEAL, B THREERE
TUBSHCHT I U7 &BSkA B L. E72, 51(4)
WWEWT HiOp DNk X OB OBIELEET S &,
DOLD 5-2(2) KEWT A F L o BEEE X Th,
A F U EPRTLINEERRRREC DD BN
72, 51 (4) IWHELA X5 HyOp 10ml #inx &
WLTHLPUDELL TR ENLETH O,
INLDOEBWS,S 25ml 0% HEWAS LI FHEL,
Ko  JEEHEEYINZ, 2EFCHBED 5BVt 35
mi LB EXS5TARRGDKEMELS. Zhic HF(5%)
Sml #hnx, BAFATES 5-2(1)~(4) L epio T
HL, FNFTHhOBEDFE o VBRI LwbDx
B E L TBRREELRIET 5.

TR Table 10 KRTZELT, WFho i
&b BIRMEAS HEL WO T BXECERMNEL,
EDTA, NaCl, Fe i E3Fx, RALBHELADK
W Dbk, LT, L0 XS CERELE
iR HoOp % finx T Fe o BLL THIN,
EDTA xOfhtiFRS#BET S LESLL, KD
WRERBEXTTR S Z EMARET, BERVHLLSBLL
gt ahic.

7-2 ety BitHERUZ{LHBELTO BOER

Fmkst &4 bDBPEE HNOg(1+2) itk b, &
it BDB&Er HCI(I+1) kv, bhBogsid
Na,COs iFRIC X ¥, TN Tk WEFHLIcDb,
Fakxt&4 T HSO, & HPO, @b B T
¥3 HoSO, & H3;PO, KEEMEHRT5diibaD
HNO,; #*hnz, @z 1774y, HNO; HD5H\ Ik
HCl ZERpR L, Z{b#B T, H.SO, #mxBii* A
iz, H:S0; HiPO; 3 5k HoSO, ik & +1id,

FNLMB, ThZho{t&HE L T BDOERD, Wi
HEBERELTO B & Edic, BiEE 5-2 oEEICXY
Fl—i8fEC WREICL S . ZDXvwo H,S0, DR,
H,PO, DLfE7 & OB 2T BIERD T MET L T
B0, 52 OBRELHNBROIBECHELTVWDHOT, LT
TR ZET 5.

73 &8 R B

HIEC 5-2(7) OHEIT L2 TAER Ui BREsis
Fig.4 1R .
PESED » FLoF-v s oz g v HBESEEE T
REMTEMRE ST, Lind, BESGESREND LH
UBRETLBRENARL D, TR ENOLEMHITE Uk
BEMASLELLLOBERTHS. Lirl, FUHERPOH
BETIRAEED X 5 HW, KERE, RERCEE L
FXETIEEEES TRV cdd, Fig. d KHD XK

/

Vs

09 1 /
o /
| /
os|— /£
04 / ‘
03 /
0?2 /

Absorbance

1 2 E) 4
Boron (#9/25m7 )
Fig. 4. Calibration curve,

— 144 —

Ly



o

Ao vaBREFoBBEEe VORIEE 805

BERRESTBIERLLD. o, FEHNEETRA
{bA Mo EOBRT, TN TIEEEUI»RELD, &
CREBEBEEC RSV TRMOILEDBOBE L 27D
SHEREEOTVD. YRRERI 1 ELE bW &
MAFFExN B0, Table 10 iTh5% X 5T, EE3EESL
EDBEOTHBRECELREIED Do, A
it B, BBk X UELMBOPETO>WT, %
NENFAICREREZER LA, Wiy Fig. 4
LELVWREEPEON, | AKoBERrvitRATsz s
DFRFEN & EMTEDPD Bivtz. THIIHERD F:TraRk
KEOHEICIWL, WHREKIIC Yoz 2 VERHERL
TVWBDITH L, ARBETREABEEZFEHRLTWS
CEREELTEADOTEA VA E RIS, BIERE
DEBT X EHBEREH LTV, SBEAKOR
HEIHEVEFBL VIS TH5.

COBREBHENP D, KECKTEBOERETES 0.1 pg
g, EVA Bk X R by B Trx 0°000059%, @E{L
B3 X UL B Tix 0°000029, LA ko BASERTAT
RETHB.

8. BMIUAEEREBR

Table 1 & 4 80b2aTRC 5-1(1)~(9) I 5-2
(1)~(5) 1L 7> T LEL REJIER 2T D7k
B Table 11 g+,

Fe;BOs, Fe2*Fed+BO;s o & 5 ILREO B L, F X
U BN & L TOZE{LMOTELEL, Table 2 [Z/RL 72X 5
K Fnoield Ti kXA BRMmEhTw50T,
LB H LR TDHFREENT 7. Table
11 OFERIZOFHRELS D TECWS 2 Eidkyv.

Foext g4 bELTORICHOELED XBRIFO

Table 11. Results of metallographic analysis of
boron in boron treated steels (2%).

.1 BassolidIB as boro-] B as T
Sample solution |cementite | oxides [P 25 BN Total
0-0025 | 0-0004 | 00000 | 00001 | 0-0030

1 0-0025 | 0-0004 | 00000 | 0-0001 | 0-0030
0-0026 | 0-0004 | 00000 | 0-0001 | 0-0031

0-0024 | 0-0008 | 0-0001 | 0-0002 | 00035

2 0-0022 | 0-°0009 | 0-0001 | 0-0002 | 0-0034
0:0023 | 0-0008 | 0-0001 | 0-0003 | 0-0035

0-0012 0-0020 | 0.0000 | 0-0002 | 0-0034

3 0-0012 | 0-0020 | 0.0000 { 00002 ! 0-0034
0-0012 0-0021 0.0000( 0'0001’ 0-0035

0-0002 0-0020 0'0002‘ 0-0007 | 0-0031

4 0-0002 | 0-0020 | 0-0003 , 0-0007 | 0°0032
0-0001 0-0021 | 0-0002 0°0007 | 0:0031

EELLFHEINTWED, HldoBen X5z e
AEDBBRFaowAr 24 PELTHELTWEDIRE
WTdHotz. La»L, Table 11 »5, #Hkltho CE&5F
ENLHEVWEEREBERLLTCOBRE L, CEHEN
LB LA > TEBERELTOBREAL, #Hiz
Fotr &4 bELTOBRHANL T < {FHRIDERD
Bha. Zhix a-Fe o3 2 BOEBIRS E b Td
TnNZ £, —F FesC itk simiE <EEL 55 2
W L LERTEDL. COBERHERBOEEAM W
T AR CEDOBINE & HICESCERSTHD &
WHhT WS Z L LEER DS X HILBEbh, EET
EHERTHDHEES.

9. &

OB ITICREAT 2RO LK E LT, A& T
X o REEFOMED BOREFERICDWNTOMESE
fTisvy, v AP EEE, kb, &bk X
UL e UTHFET 5 B, |3k SIEKGREHNT
HMESEL 0L, N FNRoBEBENCERT S
EEBEL, 2FofREE-.

(1) %9, Fo  JUEBEMOFME K5 KER K&
LB B ARLDOX S BRET HFET D, ERDXL
Bk7s B B TR O XM EHF TR R, BEiE
fRELTDEd, FILWE L Tix Fes(C, B), Feyu(C,
B)e /&, E{bE LT3 Fert (BOj): Fe?*3BOg,
Fe2+Fe3+BO;, Fe2+,Fe3+BO; 7 &, 2{b# &L TiX
BN O EECHET D LBHESINA. 2T, Th
LOWRED B &Sk T 5 ik A L&, T OfhOF
BRic X v fRET L 72

(2) {bamBroEEBREL TOBOSETRE, 2
FHPSE X4 L7 NaCl-EDTA i i5 ik 2 BAFIE &
U TRV 5 BRI 2, fESRE 1 B SRS & L TR
S TwaEEEEE, Br-z 27 E X 14 <
TWD ezl COBBMBEEZFIHAT S &
X0, REBOWETHAT H{LeMBr»LREEEREL T
D BEERINTHILSHL 522 L2 RwvwidL 7.

(3) Bt BHL IS BrLXowx 24
ELTOBESET 5, BAHHIRE 2 HNO;(1+
2) THEITNEIVWIEE RWAELZ. COoFHETX
Dot &4 MELTOBREISREIC, LirdE
AN ST D C BT E .

(4) FtE L ToB& BN LT B OF5ET
W, Foex x4 bRSEL S EOKRER HCI(1+
D) TRELSIIE, MEXTRMC L2222 R
BDic.

i
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5 56 4 (1970) 56 =

(5) ZoXd>LTHELcLEIEFO B, Th
DEESRICBE LI 2 FLrf-U oo & Ui
WHHEEE O WRHEYE #ATE, fBH, Lrd
0°00002% LALOMBDOBBREISERZL I D2OER
WL . ,

(6) LDEoBHEFHRTLESHNTRELGHELS
CITSEBIBVEIC L7225y, @D K o L AFRERIZ DT
RERNER FITR DR, 8k BHOEER e VOH
MPITIFTLAEBFBELTVEZZLILVT VW oA 0 4 A
A MBRERICEETBHEOHDDERNIL.
FLT chRRfhoCeERRiBERodILLVE
LS. Lo T, AEHNEEERIC Xh
1E, 3RV % effective B & L TH 2 b T /ofE]
W LTOBOAERIL, MOFETELNLLDX
D HHTONEENDH B, AER IO FEICL B
Wi R DOWTh EEO HEASIR & BhdERs KTHD
By SROBEARRREL 0D LBbND.
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