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A Study on the Microstructural Properties of
SM steels by Plasma Nitriding

Woong Hae Sung

Department of Metallurgical Engineering, The Graduate School,
Pukyong National University

Abstract

Microstructural study of commercial medium/high carbon steels nitrided by
plasma has been carried out, using Optical Microscope, Scanning Electron
Microscope(SEM), Electron Probe Micro Analyzer(EPMA), Transmission Electron
Microscope(TEM) and X-ray Diffraction (XRD).

The main results obtained are as follows.

In the case of plasma nitriding, the mixed phases consisting of 7 '-FesN and e-
Fe»sN were mainly observed in the nitrided layers near surface. But, the @ "

-Fej¢N; phase was not observed.

In the compound layer, high concentration of nitrogen was uniformly distributed
towards the parent steels, in line analysis of EPMA.

In the case of SM20C, 7'-FesN were mainly formed with less &- FexsN in
XRD observation. But in TEM observation, 7 '-FesN were mainly observed in the
nitrided layers especially in SM20C and SM40C. And also, the nitrided layers
had submicron scale grains in all the samples investigated
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Fig. 2.1 Schematic of plasma

stddAe e FES vus B o, AP Alold FEL FAY

F 3t Edzvie Gde(HEEEAzmET du, w2 AU Aol

E F4A Qe Eoizoie gAdeEdanen @Y. 2 d7dlAe)
Zejzoldse FAEnzne 388 Aol

(2) Ek=r9] P44
utd o Fepzole] Yo 7AMAe] olgATt. AARAozE A
FOOHA, nF 3 (high-frequency)d 2 B2 (pulse) A So] ub?,
AR % WHL Fig. 2.29 (a)9} @ol F AZAtolo] AFAYGEL
Hetel, 1A% HANA Sehzetg wEG. o] Wyl 9% Tapzole o



g AFE A7, S8HT Aok, 23 FPHoERE AYRY AFWA T
o] HlwH W& njgog AP F Jrie FHol U},

IFFHAE A W2, Fig. 2.29 (b) 2 (c)¢ 2L J=E AR
st 1F9E 7te] EF2vE e 7 dvh. (e d9EY AR (FE)E
Fe Bt A Fol L FP)er AR BEY, (o) AAE
B)REAAN st BN F (o BF) oz ARV TN Zeizvpr) ¢
BTk, o9 Fo] AFE WAA &o A FUSA Folx o] dojA
7] W& nFHRALE AMES HALE YW Hopoa $&F: sy,
24 Fig. 2.30] UeRd vle} o] A8 Fu49 9 (13.56MHz) 9] 3 A
A& AHEE A, 71A Fol F A9 A=
7| E8 2ol A AR} (electron)= F 79 AZo] W E
of, AF SE4AF Zol k. Y o](ion)e 2 £E7} F7] WE
o F AS oA old g Ao AFo] Jt&EHo =Edly] oAl 1F}e
717F vt R, A& R Ag AWt oFte Hhwdgdoes J&HA @

=
gHE A9 Bk E gudgwos 2
7l A¢ FEst 9B Zddoln 2g & b, oW BAste] ool
Fool WE2A S0, Behzvte A7 T AFuct 24 A5A o
= A3 Aed.
2§33 BAL ol e ARl AW ALHAY, T B &
g3k Zebznl AN E 2@ Holnh



z z
4

A Do A 6
1 clectods _1_, &
@ i
Q x
5  Sasa——
0
@
z e B
<)
n. - [T
[ E__T
o 0 Coil
! »
B Discharge tube Discharge tube
(a) (b) (c)

Fig.2.2 Schematic of gas discharge circuit

Electrode Electrode
: S

High-frequency power source

Fig. 2.3 Schematic of high frequency glow discharge

and ion confinement



T P2 (pulse) P AL, WA (condenser) Tl £FHE JUAE £713
o2 WAHANAAN ozt vt WY, FHE AR2Y A (gate turn of
f thyristor, GI0)& A&t € 9dstd ¥e 4o

Hol k. A % HHe 3
M E)el #A Fol ol&Hm k. HZ o] F kA AW e Fepzv)

43 Solx §8HFx AUt

(3) 29439 F7F(glow discharge processes)

1) AF4A

FEPYALS UARIAA B 5 e $dddy 28 A38de vz
A, 107~ Torre] A¢tH 7% L] AL A& E A (self-maint
ained discharge)oltt. ZFEZLHAL EFHQ HH o3td
oA 7ol Azte} BEAE Ao
93 21L& 3, 23F d9A A

ft
%
i
)
ok
v
iy
!
o
o
2
to,

T

3
0%
2,

I
Lo
oL
2
N
S
[>

A 2 tagEd
FA+E0, A4 ol 2Xd F A AF Alolo] A 300ve] FFA
o] 4oz}

of W WAL BeF 23 AR, AF AFY /29 F, px/9
FrE BAHEY, 9¥H O F Paschen®] HFol HE&Hm k. BFyFD A
=9 ¥, 233 rE e oz FojAn,

Vi=a

_p
logpl+b

AN, a, b= HAES FF, Y R AT 5l dRHE 4



Foln, of| dAF gk px/oA 233 AP AV Y. BE,
EdolMs 4 293 4gRT E2 7h2qkE WYl glEd, o A$
UE SA s Aarst ZtaEASe] FEo] ZAsta, HA
o % FA7EEY FEAYT HoAT] W], WA Ao Z@EA @
o @, AL FHAFY el st 1 FH7T BT, Fig. 2.4
T U27EER A A WA AR At dgE BAG FAoo,

=
oAX A~BY WAL Agol 45L4F vad AR s2& o)A

2 dAS A "Hop. X C~DE Z2UAE(Corona discharge) 9
oltt. 53] FYPHoE YFTo FEFUE Fo $LHE E~F= AP
299 H (normal glow discharge) o2 ZF2uHo] &FAH
WA ] Gl FstH, Mol AL, B ¥ AFAME <
stth. 223 F~GE 9L Wdo] 3449 Fdd &
Al este] g wbdrEo] A7 Ax}Eo] =2
Aol A= 7NIAE] oFgHE oA (EW)ZE WA (abnormal glow
discharge) @9 o2, o] A ZEF ¢ YHo] dAFT},

ol W, &5 ¥ 2% LdFo] AFHY] YEo 2E$

o, E@t=rtds 2 2% E 3 (sputtering), ©]&E@ ¥ (ion

plating) 2 oA ELHH F9& o] &3 Ao},

o] 2R PHWAHL SFAFI Ao Ao FH] YRoN LTI}
a3y AFE F/HAIE, A AR ARYET} dAEA A H )
HE] FHe] FS5AHELE G, Wde] AWz Fud F,

ol e Al 18 M1

=ZH}3E O

o2

_1*]_



o A=(b), AALE(c), AAZ

Hl
=

o] WFEE(a),

UErd Aot

=
=

AFEE(f) #A

o
=

D x(e)

2

7

d

E(d),

o

A7a

de dark space)ol ZA# glt}.

(BB BT, cathode drop)8ti FErt}.

ab1eyosIp o1y

O

ebJleyasip mo|b Jowlouqy

afieyosip Mol |eLLION

w
abseyosip MO|D |BuLOLYNS \ -
ab1BYoSIP BUOIOD \ [a]
(&)
a0IBYOS|P PUSSUMO |
o -]
LS

] | o~ <

o o

o o

o r:)

ISELS TN

10

107"

Current (A) in Neon 1torr, 1cm?

106

10712

of different

characteristics

vs. voltage

2.4 Current

Fig.

types of discharge in neon in 1 torr

_12_



Cathode
layer(s) Negative glow  Positive

, B column
N

Anocde glow

/A N \
Dark ASton Cathode ' 2raday Anode
spaces (Crooke hittorf)
‘
Luminous / \j
(b} intensity 7 /
Ve
_—
{c) Potentia! et B Y]
do
(@ Field \\\\\ £l “$
Space- t’ n i
(e} charge /\r
density [N\ ] . 4
n i+
Current i
®  density it

Fig. 2.5 The normal glow discharge in neon in a 50cm tube at p=1
torr

(a) Schematic for generating glow discharge, (b) The luminous

distribution, (c) Potential distribution, (d) Electric field

distribution, (e) Space charge density, (f) Current density

distribution

_13_



10°
Fe cathode 0,
10" -
//NZ
A Ne
— -2
N‘- |0 H2
o /He/
¢ —
g 10° 4 J
3] //
2 /
N
% 0l /o
-5 ///
10 ,/ {
10°® L

0 500 1000 1500
Cathode potential drop, (V)

Fig. 2.6 Cathode potential drop in abnormal glow discharge

gzeRAe e3Re A5

ol

S5 (cathode dark space, BafERg
)X AL t2EAE FEAYFoZH FAEY,

FEFEAY 25EHPAA, Jrtol AU §FAYFEHE stEd o
yxet gok. B 34 E 10~20VE SAAYG HlEe Fu, = A
S A7t &#on, dSF(HmE)NM AYFeE FAY F s
Ag B, FAol VA E FAALH A9 Fon ATHE Fot.

_14_



p—
Ty

Qo] o147

d of) A

gl

o]
225N

NI

R

gt dAtol &9 23 AAWES(y &£7)

7] #ste Ao FSEH o

sz A=t 1z A A

B
L84

b

of ofste] W3t

plo

g poto] #AE AF Jhzol tiste YEeld Aolt).

o X
= T

19 GgelA o

At

74 500~ 1000V A =olt},

o] iz o gon,

A% et

o}

2A9BHE SARA &7 A
o A%, ¢FARE YAHA s,

el

o
1

o))

EFAIE (target)

==
3

KeR
=1

|

B 5o

£)

Ea

hw 3 v

=
-3

Betg ol e AR} FxBRe

ol = A=Ak FIARA

2] (mean free path)<}

olg &u

bl tha wssed o

AzA) o5

tH, pxddl & W

9

1Rt dutdoz Ao},

_15_



B
r d)
1B
2,
off
e}
&
[\
2
2
b9
N
S
ox
1)
2
N
i
ot
2
L

o

T
o
=
v
M
A
T

AL
k|
K
N
1)
R
2
Lo
N
)
I
)
ofj

iy
2y
AU
2
H
B
fr

a3
AL Paschend] WHE Hgstel thgat 2o BANCE Yehd & o
o}.

=f (pl, p/w

7] & Abgsted, Paschens] WHF AAR i 2RFTALES
AL F Adrh. o] A ALFRT F& AAGHeNNE FAse] o

o oge stagEe WA dAAEH,

AR
ditdon FHsE Fold 2RITAYL I Jx Zoz o

_.16__



(4) =¥ ¥ (Sputtering)

o]Zo] LAEHI FESH, Fig. 2.79 YEld= nie} 2 o 7}
Al @dol 2SI, ol LS EH o)& =1 rt.

w335t st 7t&E olkeo] nAFHA FEZL o), THFE I
ERBA)E AR ot FEEH FAHol Hed, &
AEEA TA =P, 8z FAEEZY mAE

A QA7 FEFEA AAE] AUAE FAEI FRAE

ot
tle
]
=
o
V‘IE :|o P

aAE olF e Y] FE| st Aol £4L WEH EA
24448 FHRE A7 4B 2EL @EFe], A= W B
A ARk 9% WEH, ol 2L A4e 2HEGolatn Fop
Zepzolgste] 39, e AMHP AT ot AsAY AA
Ao ALA AN BB, AsE3
%, 2d9e 2% Fol EAste 2@ RANHRLTL AAGENE F&
S

3k, B4 Ar, Ho7b EFF N; base®

L

(5) 7t €

=378t 2ste] AsiA 7tEE o9 EFAUAE FFHEY B ol&
He dRe ol gEst=d, dAR & eVolA F 100evel @3t
ol %< 10000TolA 4 AT Ko Fek=vl Jeje] ouix|eh dxjg
ol xFAUAE M E=rprt AR g9 FEd, AR W
oste] EHo] JtEE . F AAo|29 dRE AR ®BHY HF
o AP, 2 99 o]2AUAE ARE 7N oAz Wg

e 0
o

_17_



Incident ion Reflected ions & neutrals
Secondary electrons

\ / Sputtered atoms

sullace NN AN P W W N W W W W W N N W W WL LA A AP
Tetatel % o¥eteletee®” ar Teteteteteleleleteze telals’
2 o2 SRR ARSI MRS

e e et e S atuteetns S5 ¥

IRRIHRAXI R XIS
'4""0‘:’0“0‘0%’ ok  Sotelele!
% JRORS

ot tete e
RLIRRLS
otetele el
e tetetelels
e tetetetetededs! RS
S0GINININ NI RNS,
ISR
% : o KOOI 20T %
Se 0% Sk ‘el RSOSSN,
3 M, I 0 26 X5 0 TS
QLSRR B LRI AR
ageteteletetetaletatetettss: ot S 505050005
atatetotolateletetedetelal ! R ARCAE 500000

b
otatel o ote’
Dol tetete e % e

oseqates

&
2R

-yl . S
Collision  May terminate or Result in the ejection
sequence : within the target of a target atom
(Sputtering)

Fig. 2.7 Interactions of ions at iron surface

_18_



g, 283 & 22 ddlel ERVIRE ARSI, €, 0% 22 TOE
A o]2E AR FE-HAsHH 7HEE + A

aER AR ST}ERvPRA S old AFEHHP AT 3t XA
A7 (HE)7HE s2axn7t 7] W ZEA 5o 7tEdo] glojx: 2
37 7bsstthe £ S 7R3

Jlrn

2.1.2 E2vid g @ AT A4¥e R 1 FA

Zet2vtdsls A& bie} Zo] 22 9UH] SFFAFNE o8 X
gAggeltt. &, Fg=vidy e 4 Z3rr2o ¢gEo]l 130~1300Pa
(1~10 Torr)® AZGdHAA JAHAE 522 &, FS(FEE)FA A
olo] AFALE 7Iste 22 edAg LA, FESFAAN FHE 2
Aol 2g HAHA FHo FEANA 7MEH FFE FAlO] o]FARA 3}
E A48 g®. ol Zetzvl Ao o3 AFo AAddE L 1
Ao st zrEFsiA A&t

(1) Egt=vidsd % A539 4

1) €949 (cleaning) &3}

=i A s UA 1dFe g &VHE AFwristy, AsA A
o A4S 7tgt. 229WUAe] A EA 2FHE YA st A
A BB AEd npet Zo] ool FESA C, 0 ol AAHIN FA3

dr. Aoz Ands ALEIN sk, Sest A7t e,

_‘Ig_



Cathode drop

!

Specimen surface Chamer
(cathode) {anode)

Fig. 2.8 General mechanism of plasma nitriding process

for ferrous materials

_20_



300C olstel e 8t A AWNA @7 ggol, of LRI 27
Hol 9% 2eYase /g 4+ A Aol Tazohdste FHolgn
b4 Slo

2) 433 B4
Ag7HA o] Baol ojsid, FEtzvhdsiyel o AaS o] J4FHHo o
st A F AR Agstm gt

Z U ARAR gste o AR A 2 AQWY, 1 FA
7] E Fig. 2.89] YeATt. =, S2+UAF dA4" FAiol2e W

AF9 F33sFA 7hEH] A o] FEFH. o o A
A BEFY AT e = 29EHEY, T ZE5E 7tEdH

29 HE ZUFY FAHALAFTAA Fe A= I E2EPAF 122 E43
A9} et} FeNg FARTE o] FeN FHtRutFoA AAHT, &

& oA JAHIAA B F3F, HHGEE)HA, BAFTo) =3] k2 FeN?

FeNo] A E Al59 EWL W= SHHET. FeN Z2FHELS dvbAQ
A Ay Lxe] HHAdA ELAT ZAFHEo]7] HE, B FAF LT}
g3 ot A3EQ, FeN, FesN 2 FelNol A2 £ g,

ol W WEH FAYAY IR E EA FoE st A3 IFEFTH
Axo FAFor FAHE A5l FAEY. E HE 23359 FA7
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the A, olRL Tiolu zr ol W@ Eehzvl AFAA HeHE
33 P47 Fo| T
% vhsh g BehzvkasAel YoM, SAHGH $F9 T A
F4e FEYcbz, Ak, Fazts §, AHgshE 7hae FRd we 3
A s, ALg7hzel g 2 A e ARAzAY WM E
etk g Eo), stagEel W Afels AABEs} wolH ]
SEREO gasin, BE AFAYY dol7t dojAx, B ¢
oE¥E Wy Wolx $AomE e %go
AAY HezAY e E HH3) AANE BAYY WE
o Festth. Z, AFE W] HFagFol F& AeoE
o 2oz slegdEe SR 2o AEEF TAR Aolar] 9
e} AbgET.

o>'

282 &
(r M2 o
u 2
2 of
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(2) E=viEda3AY 74 4 2 78

2 @7l AHEd ESzoida g e F2 AgAgE, AdAA,
Tt A oA, A R 2EAAZ FAAH Aok, ko FHL AF
A2 FHo gl 23ARY =HE FFo2 Y, JAHYAe dArHem
AAd HHE ol 502X FAIT. olHd ¥FH SFAlol AR
As 7tetq 5AA) S294de TAAIY. JAFEE IFFZ 9
st ZtAFFAZEH HEE ALrteE FAAEA =UE wrIA)
o, dubq o 0.1~20Torre] AFe FAZ 5 A Hof Ut

AAAAAE dHANA (power controller)9} ZZEA|o}A 2 AXNAR
TAH Ao, wZIAE dE7Y 292 & T ed, =Ws o
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g WA 5, =ulo #F A2EL AAGY] At WAZ 10 Torr
JE74A wj7] AT,

Aol F Feoles SEAL WA AgEE B9 . b
29482 e w77t @48 EE, =l 7t FdEn. TtagE
Aol Az wet 248 F At

Ao AlE AN SEE 2=FHVZ FAHIY, AHLET 2
F IEE AV|HFUES £8L Ao,

AGAHUEE EdAS AL E AAer] datd nd5x9 BEolA
g3t HF E AGE 2EY F A=F dHHo Jen, L F=E
10~200kWe] 2-& ARGkl QlTh.

ZZHzulE oo Je oL od, Zet=viye, Zet=vl (WD 5
& XFE RE AYddAe FBHo2 IAF87] A A= A,

W

mlm

R

LA

HALe A e EAdVE A EH T gl

PARREAE FAEAe] FHORRE UEHE FAUAE AEsd &
E5Ho] o] ER, MAREAE AAEA SHAPN 2HE LFo] SH
ok 3 EAdel o3 SHAYHLE MR EA g 2 A A Y
ol & 24 devhe FAS 7HAn doy A71H8<] dde] st
A glek. a2z k=g o83 A AeE dAR
WAL Al & 2EEHo] FHE o]F i Qi)

4 A LEs AE Yol FRIA FEF AL L 24 9
Tt REY A$, 400~600To HANA A AT, 281 Zet=vt

z
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25 dEAHA 5L 350~400Te ALNME DA} 7Hsdi, =
AEAZEE BE 2 Q7HE F3Fo Hold uwe 2An, gutFo=
20min~20hrs<] ¥ ol},

&, Zg2utdste 92 FFE 9 AU A AdolA NEE EHA
oz Ztgg wolgtor, dAAE ddFel JoME BE Hof £ AF
2 3 Aol gixa vk, olHe JAFA A AA oA & thF
st A2 Aspg7o] MEE7) AFEgen, Hry Setzntd s A7)
€ FIANEd I dvk.  dAE FAol FHE olFn dou,
Al, Tig€ X% HEd3E 2 AAARY HIAx HAZ G344 Hx 2o,
E a9 #HE Q77 o] FoA L U

828 =F5F FFo g 309 FHolets 3§ FoA, TFY A
Aol A due =9, FA 9 AT & AN Eg L A
HAME oAl FE& 231 doH, AFHARA g AAARD 2
o dAME 3 9L FFen I},

meb olE Fetzuld gl digk aFYEE FA B, 1x3),
AR Aok, Eg2vr A7 obHE AR dE JlsolH, ofF H
Hol A && Hx AW, FH2urt B ' YL g M,
o] Ed#old, Y EE 29, St=vt (W, FH=2vdg, F=20t
FH(EE)oIHI e FEL FopdA oj&5 1 gt
Az Zet=wirh wAd, o] &Ho & Aoz A
vl Qe o=, PV, W, FAS=EF T2 A=
9}, Zet=uldsE 23 ERAYI AFHH NEZL BofE FEEZ A
o2 didr. EF olE RYPAHIYE 9 AN2"HoR IAPT 5 de F
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o
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3l

T AL Aoz 7dEn.
AR B E, BEA, 2 (EF)BA] AHEZE AE, HEE A2F

29, AoAY r)Estel Futste A ®MHF AW, FF= d

2 o AFHIF JYse B2op 2L oidE 2 AdE digs & & o

< o2 AZEn. FAS dFo] AAXE FF © AHIE Qo

300~400kWEo] AT ZoRE AFdET. HAL F2HLY BF, 0% F

47 F& 10~20kHzol @3t nFE 23 Eo] olawHo] WASA &

3Rt 298HY 1588, 3= dAdE Ao Agdr).

Lo

2.2 Ezrldsy) guy =

Sepzold e 299 My 7h235, F8ASY (Tufftrided), 7
AHY 5ol Had oy AR $48 4L AR A oo 54e
et Ngetd thew 2o

2.2.1 #Fs LA

A FHEAE AAHez 2 B9 o] Ho sta ow, old o
gk Alko]l Aak AslA 7t e AAolth. ZREuAIY S F2 Fa
o AAVIAE ARSI JonE, FEAE A Aok, mes Eezvt
Ay e T8 Asgolgte Hol Ao FHolgtn & F Aok
qH, Bl N 7128 Agste 49d=, 2 7h2g= ol 0.5~10Torr 9]
e gtelolmg Algao] gus] HAx, oo e FHY $Hx A gl

S
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@5 ok olel Wt Fee shaas 2 GEASE A7 el o
2yobrk: 2 AGYFE AHEET JoBE, oF WEEel U FHLA
£ av san.

Aol FehzobdsRe s davtes @A Fartas BESE A O
Bl o W HAF PFIE A Fasts W 5o ddg A%w

ATt

lo
[d
b
N
z2
oo

st 2t 871%0014 A Szpz=ohd
0 saE Zwre] e g, afmE Zw)
_)F
_/‘I:.

zupd gl e §F57t2, W4 So #F 583 AL Fujdor & dey
o] glon, ¢ryE L AlET AE APHoZ FAJB A NAoE =ZA
3t

2.2.2 A3&x

Zetzoidss stadse] Wsd HSE ME Aoz IHA o
o, ZAF 2RSYANA AP Egzuiase fadse] SEF v
@ Asto] 5w, Eepzuidse A2Aste] Hetal, 0.4m ol4e] 3
gl Bekzrbdste] A9 o L43NHE AASE0) wan o
o] 0.2m °l3te] gFe Aol WAz BFol HE WAGA o 2-4)
A5 Sehzoidss F97 megt?, EBhzndsd 3¢ AsEE
7} wARE o gt e 2o

(1) ¥4d9 843
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ZRoUAe B8 AWEHZY FgQ9} Tt B o]L3F g
A= , Table 2.19¢) Jeh)E ule} Zro], Fe-NAloAE &27}
a7} 215VelH, o] A% AAiolee HolE 30eVe] £EANUAE HAA B

ol
oA
rO
o
o

E A% o (RF) &37487 HH EFAUAE A8 AdG. adx
HE AMSHE A R ARLEN S3FeGdel Y kol BE
AUA = o 50eV A=7t |, o] AU & 7txg o 4x10°CE Hd3he
AHANAA A I

oedd YA tlAAAT FHUAE A9 ZE JER L UAE 7}
Atk weby o] JYAEY EL LFAUAZ A& HH A EHo Y
FEAAE FEAA RAEE woid £ Ak ol Aol Aed vl

2 22 A~9E Y (cathode sputtering)o]Th.

Table 2.1 Cathode drop of materials in various gas

atmospheres (volt)

Element Air ()} N2 Ho CO; He Ne Ar Hg
Na 200 - 178 185 - 80 75 - -
Cu 370 - 208 214 460 177 220 | 130 447
Ag 280 - 233 216 - 162 150 | 130 318
Au 285 - 233 247 - 165 158 | 130 -
Mg 224 310 188 153 - 125 94 | 119 -
Zn 227 354 216 184 410 143 - | 119 -
Al 229 311 180 170 - 140 120 | 100 245
Mo - - - - - ~ 115 - 353
Fe 269 290 215 250 - 150 150 | 165 298
Ni 226 - 197 211 - 158 140 | 131 275
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AT 2HHIAE o ol LoUAY IRE AZFACERH AR
s AAE BMPAIE, 53 C, N, 08 2L MFEA2E EH)A
FEALS FeAREHER W0 U= 4sE, wEol AAUG.

olu FatrE AEFHE, w7 3 ARSI 9T WaRA
Fg7 IR A FAY AohEe] BANLEo] ¥F AFHOE F§UTn
S drh. aHEE Eehzel zrlaANAd AAAA] EAe st
g, 958 Sol AAY et 90 b S4%Y FAYS HA BAL
A & vk wWekd Fsurgol B B Hol Aist FANSS
242786 S gcn AzEt,

l

(2) 1RAEE

RPN, = EAEE BH7INME ol §F9 AE Foz
olFE] ANREBY FF7E 4 QoA AEA Jh&HETE. old AE:
Ttol 29 Fe EFAUA 9std AFHoZ stEd By ol HH
ZoZHEH A9t AT HEHT}.

FHoA FEEHE Fe A= WAZe=r} UdA dA3H a9 2
gt HASEQ FeNol FAHA, 2 gREL AFAIALA FH F7]
o Yz FFEYY. AZFHL 5L 259 o]2EZF gEo FI|A9
A E(FeN)o] T3] EAASA HER FAaTFo] G2 JFEZ F£H3] &
HEH 2o AAE WEIATH T oy WEH Fao dRE I 93
o Alg $o7 FQsta, YuA e HAZet=e} 7t2g A ozt

A, NHsol o8t 7h2dsto] Ao, Ahe F42 e, Nis
Ttae A2 TolA oNH; = 2[N]+3H9 A1 Zo] "}, o]yF s

f
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Ni; 7h2s, @502 vy $Asy] oFAw, 2% ¢4 7tE-4 72
o) Zuj g ot qEo}l Tk sfenkg2 @ASA JtEAT. F,
NH; 7b2=7b 2 g9 F338ted Fol Fujzhgo] dojuta, st F315 0
dA7)o] Axvt o] AR F{Ast g, ©go], das 2 YA
2 oA (R R) e HAAER o] FYsH] HA¥ FOoRE B fAHFe
2 giken.

g 7 ZHA A% FAFE o]ido] HA FAsEo] FAHE
d, 94 7y '-FeNol AAHD = FAFFol B3H APHA ¢ -FersNo]
AR, a8y ZgzurdseE txddd blElY vt 52 3
27 FFEHY, gFo] o]2F A 9t tids] rt&stE ZEt=RudH 9

o Aaol2oE Fol AYsy] Wl IREE AAHA F

2.2.3 A8 F9 AAZNTF

TY3 A8E ALEst Eg=nidE 2 Jt2FSE 3 Ffole
A Aie Fx7F & Aol YERR v, a8y ZAo B9
A Baksxi HEFH Z zol7l Y gJov, stxaA s
HBarzo Wt A Qi ukdd Zeizuldste] A fdEe 7t
O BAFE7) dol EHE A ged Aol UYEdH. oAE £
3to] dejollA A uie} Zo], AHF SE¢ddo] dojd o

P EAd = ool §F& I olFEa, AAHA FHY &

sdgdoz FatA &7 GEON, E o] oLe ¥ LEUA
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o 9dtd FHA FEWEHE F 94X HAEe= Fo AT F
a9 At A3 Fol A, ol WEES FHSt FeNo®E EHH
5717 Hx, o2F4 wWiol &Bsste] BAE WESHAA AAHA FEol
A7 g4 AFEH. 28y 2HEHY A8l gste A A ZHAA 5
Laot BHUEC, N, 0; 59 HFEYAE WEdT. o W FFAHL
2RY EHHE 4749 4 dig EgNUAE 44 maA th2n,
C 2 No= FeRtts: WEA ZAAARZRE drt.

aYER o]2AsAE AlEEH g8 ddo TAsE Aoz A4H
t}.

SHH, B4 B2 AFAE 7 L2HYolE AAYA(Prior austen
ite grain boundary)oll ©4&7} EXsted ©AZES P, 1 F Fihdt
& AdsA k. a2y TRt WX AAPAE e deFgo]
EAASA R, dl AA A= Eee] AAHY] HE dAste oA &ge
o old Egt=viAas RPN AYT AaE EAZRH IEHE @29
Al YT x5 GEr] wjiEo] dAagto] goldt Eg AEsHA o
ojui, HEol H AR ALFFIE oldA He A T, AFEEE F
WA 7E Aow nZE 3 o}

Eetzrtd o s 7t2ol29 FF YA FEoR AEUR & ¥
=9 A9 (@A, dislocation)7} A3y WFEo] AATio] 433 Eo}
At A7AH7 Ra¥Eo] k. ol oFH, FEEHAZAAM o] eF
Aog WY MY W i FIEET FUMES APFHoR 53
il glom, o] Ade] oFtH, T 0.1mme ¢ Wt SFFAHEHY L A

§ARORA ANV FHsn, A9 oGS ALARY by

ol
=

O+
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g dAsT k. E o] w AHEY FHgoz Wt FHEF 2
300~400CH=7HA] 7FEH I, ol2FZAol g gl AAYYEEE AA
A AAH, BHO2FEH 0.05mme] Hol7AA nBES A7 IS U=
HozRE Aol el 2agAte] Sbidst dAsta 7] wEol
gt A3t

Feh2vpds= Jtad st vistd AEES Fadte Aol 473 ©F

a0 AL 229 Fato] JtaA s HlE tEHE des Y4

T T &, FF2EHT R ki o3t AREUES AT
A3 A A FAsE Aol

FhzopdselN F2E Fodte AL F2 F9 29HIYF FHA
A (FeN) o] 5F22 A3t dojun, o]Ao] & PAFA 342
o

Zetzrtds 27)dE 2%l B FeNol AgEHA $F3a, oz
ZRH e-FeraN, v '-FeNY 2ABE2 AF L3lste] HEd 22471 4
ol Eo x3ste] AF S AT olg Po] FzuAgdAE FAa
FFFHo] FTHIAER 50T H2oME FAstd & A Fo Az
T< 349 F Aok 2y TteAdsM e 2 A8ES A= ¥
1~2hrs ©o] A8 @Y.

Eetzeids 2 sb2As5o] uAzAo o SEM 2 TEMO] el o)
B, =dg e e 271gAA Ao FAARE F2 AYHARA,
)AL NHs 7k Zujzhgol A% =AM & FRFAAM AUAT b =¥
7 Z dojdtk. ol BHE HWoR w=3d AAFHA 990 o7
o MFTdez e YATFCAERC) dojdrt. g A HA



= g@5%0] Bo| 4ZHol Jomnz dARNRE AaAAE YAREED

o Bd3gs WAHYE @t 1dDw, AAUHEe 448 2
AR, QARLE Fa@. oA of WMEe] stxAstolAE kol
= sgo] AAHE Aol A0, Aa9 Aol A A
oz 2AEY. 29y IPzuiase Tz 290N I A
o WA Ewol Zepzwlold Astdol $MUY] WEl a9 Guigitol
Jolife), ARAWe] A4t dojubry,

dgol ERoA gart 9% 29HY 4§08 FEFETC) YA
gu A2 93, 2294E ALBRL PG BARBe EARA L
S AR BAE we Fusy] o] Hra% B

wsl weAA Ak, Eehzepase 3%, FPYA
A e PR FHoERH o 100m olde] AYEH, AL BHZe

H3s XA FaA7E 290 HAE IO,

o] 43 Zo] Zet=viE st 7= Agn A& et mE ojfE 2¥H
¥ 8oz wHol 43 JHZE dvie A FreEV gdd] g3, &
&3 nle} 22 A3 V|79 Aol wEolo.

2.2.4 I EF A9 3

¥

ZepzuldslAs te Asysts g 297 tad 24e 24T S
om, oo wel Ehe] BYFHE FFBFY 24T 24T + dE 53
2 A3 vk, Behzvpdstel] AHSHE F2E N, B L Ny 7h20lH,
Ne hERE ALSEE Fhae) £E 2§79 3 Fol 9% 0,9 2

l
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TS A7 "WE SRS WAC EXAstE FA ] nviEA R &

g gl Sekzntaste 549

wEtd dAAHO 2= N9 B0 ERVFAE ALREE Zo] HFEF =
e Asted 7P At 23 Nk Bl ERTES EFuIE S
A A ghol lojd diolRe] Fxo dFE HAER HAFHoZE ¥

W Ar¥EE dAsEd Fod

Nosk o) EHILAE A A%, AEGEEHE A8 Doloo)
AE Fig. 2.0 eI N} Hoo) EHARROIA N 728 durs) He
MR B BEEse 4484 %u FAFwel EAA Hed, o A9
e FUFe FAE Bas gopad,

Mook B9) ZP2EFU LS N7t o= AR o go] HE FAFe] FAol
F& AN AW, FFEF YAIE FLF A%} B

N EE g B ERFAE ASHE Aot PNl AHEDG e
stol A HAR, Aeitzol BBFaAY AaE F7EHE FeN-Col 397
FA o] o5t AnFol 4AHATh. TepzviddAdd Trede o
g, Wrleg R ehEAY Fol BAAE SUTFY T A AR, F A
gzye 2947 539 FA} 2 9L MAE Aoz LHA Y

30)

e

IEZA 0 #YAL Avrd, 3HgEZFo] y '-FeN AT ¢ -FepsN A,
ol FoA Tde) AE=2 Ho gowd JAFGAL FFad.
FHEFANN MZ T8 7' -FelTt ¢ -FeroN Fol EFHA o] S 4] 7

(-

tH

_33_



201 Compound layer

10

- Fe,N

Compound layer, (tm)

Diffusion layer

Depth of nitrided layer
o

Diffusion layer, (m)

(=]
N
I

0.3 | i | | |
20 40 60 80

Ratio of N, gas, (%)

Fig. 2.9 The effect of mixing ratio of Ns/H: on the formation of

nitrided layer
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ATZE zpolo) o] TFAFS] AANA afe FHo] EAFL, TSl 9
Hol F83H vlMFLe] TAL F At A=AFHANE G4 7 FelN
7 e FepaN o] EFROE o]FoA o=z JFFEFTS 53] AL
HA Hi, Wb 23 Folls e -FepaN Fo MAFS 7]AIFQ wyo] 9
skl AATE Aol FF¥a Hoy YUr},
Y dEAFERBREL) AT dEE e -Fe N GAOE Hojglo] 33
oA Aol Hadte A2 EHA Ak, AEo FARNE s

\=

= =

A& Agole 1 TVt 3ARSEE A8FY A4l FadE AL B ¢
&

aHE2 olE F b Q4B sEoz HAe 43 7 AANE o
FEFO) Y Holn, dgol Unkmy D U4 2L BP9 4o 2
THE Aawd A7 das.

teb FepzelaseldE ke 2 Adzde 443 AdgezH dal
£ 4593 39 44 2 TAE 9542 5 Ao

=Y HPEFY 29e 32 Eoxvizd gagel ge 239d. v
47b A8 TS YA e et FAAL FeNd 29A2RE 4
FeN B4 dg & Utk Iy Sdzvie] wast AAHE e e
4o ARE E el A BARTO $AHoT YT,

AT & FeraN 49l AHE FeN-C 394 HHENA HE gl
E71ekR g FeN 4 Ggol FAdI] WEoITh  Fe-N-C 397 AHEd]
g, wat BB YHol dsel A FFL WAm Jor, .
FerN 33} Feldl EFHOE Hof U= HFEFL 7 FeN B e
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FexoN Fo] TG vpA7MAZ HAA S Hed, o A¢E g g,

2.2.5 #9494 R AdvAEZ

Eepzopd sl A AAA AA) R SR Dojum, o Aol o)
of 222 457 gEd FUY ARFLS 9 4 A% WA o 1m
AR F& Bolu 7Y WHAAE FIsA AHY S Avh. Aha
shel A%l ke HARY Ao], ARLEY BFIAY, FafEo ¥
@ 2R A 502 Astel A#Fe BFUHC WAHI A v
Hn Qoh. =@ Fekzehdss gy 320 JAAE doeT 7Y
$A AYY F drks FAE AARL Utk

a¥n Eopzepdste el 2dHYel % EWY FHH} Ao
T, 53 AdaFEt gorl, dio FAYT Fgo) e AFYH ol
7 Qomz, nE Ay vad ARSEs AUHos W] wE
AU E&YS BHAA Peksl aAQ whEold. =@ wUE =z
Aol Wt AADAL AA(ER st AHHER, gRridae o
g Ayl mste A7lIAe] 2u7t A B AR 9ot

o of
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3. AHEAlE 2 AETd

3.1 AH¢Als

B d7e A4 ARE AREHT dE BAGKHE TS, TR
Y 22 AEEATH.

Za gHe Bae] AL 15-22m oA, AdWe =iy mw
2og Aastd AAG =, F7) sme) 271= W L AVRE s)AAR
Sd. aem Agel Wy, APAL A A5t FAM 24
Fozeo o 2mE AP o0], FAS oluleldoly #0074 dAvtat
o Zehzvl AsA A%, o AgHAe 27 2 FAE Fig. 3.190 1}
BT 2 oA A8e ARE %A AT v o] AWMH 1 Y= A
£91 Qe ARTEY WFEoE SR wFHe SAL e 2
o},

13—20
15~22

7/
\
2

Fig. 3.1 Configuration of the specimen used for plasma nitriding
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Table 3.1 Chemical compositions of materials used

Chemical composition (wt.%)
C Si Mn P S Ni Cr | Mo | N o Fe
SM20C | 021 | 0.23 | 042 | 0.014 | 0.008 | 0.05 | 0.09 | 0.01 Bal
SM40C | 039 | 025 | 0.70 | 0.026 | 0.028 | 0.02 | 0.12 | 0.01 - - ”
SM45C | 044 | 024 | 0.72 | 0.026 | 0.016 | 0.01 | 0.11 | 0.01 - -

Material”

* Designantions follow KS

NATZE BaFo A KSolle B28F0] 0.21-0. 44wt %32 L o]d}
%2 7))t tAgH gleH, B dATdAds 22FFol o 0.2%
o] /4l SM20C, 40C, 45C 2 55C 9] 4FFE Ar&3tT.

FH o] E Az W H3FAYES Table 3.101 A uio} Arh

3.2 2944

(D "Az=4 #F
A3Ae o AlHA
AAHe FAZ v, FHAnt ¥, 3% nital& AHES] 22 A
°F 10~20secEt A3 AL FHAnE R FAPHARA Y (Scanning Electr
on Microscope, SEM)o. 2 #AZ3ct. A3FolA IFEF FA= SEMY
3}

=
MAZAANACE ZRRGeH, FHFY T GRzHoR BBHA.
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(2) XA3EANYE

A3S FH FAAAAE 7H7] Hstod XAZA(X-ray diffraction,
XRD)H S Abg3te #AYG 40kV, #AF 30mAZE CuKae AES A&l A5
At

(3) EPMA A @
AslE: 9D I BZA N, C, Fe 59 TEEFAHE AL R
7] (electron probe micro analyzer, EPMA)E A}&3t] EA§9TE, Ad

He 4719 vAzd #24 A3 FU98 PP R FHEALH, 9
[e)

S
db
(2
A/
S
=
>
il
20
i
>
L
>
£
D)
I
b
(@
lo,
N
ol
o
—
B
il
211‘
32
M &

FEAAF(pRER)CENE 2HolHAA (Phb-stearate, PbST) 2 E3aF
(LiF) ZAEL AIg3td ZAgdHo FAo it FAWgoz HEAM(line

analysis) 2 ®&4(X-ray image)2 HAsA T},

(4) 2859 TEM @

Astso vAZzAE B FASA BF3] H3ld, 3gEF AsE
o thdly FI}AXEu F (transmission electron microscope, TEM)E AF&
st FEEUTE. AFHLS SM20C £ SM40Ce] A3AHZAS Yo 3R
1=

TEM #3& Ag9HE, 94 23 AdHe RHo25E o Imd] FAE
Stoloj7tel 2 ddg F, ong FHojgo] odte oF 100m FA utEo
2 BEAT. 3 F AEZH A (et polishing) L o] 2= (ion milling)
Holl 98t} wruloz whE F TEMe 2 #ZEATE. olw AEEZY A

_39_



Ao 2= 8% FH A2 Hperchloric acid)+92% 24t acetic acid)E AFL-3}
R

=2
flr
Rl
e
2
ot
oX
A
2
30
rlr
2
ot
i
ol
Lo
o,
il
s
o
)
X
o
N
)
ob
£
=2
rg

um
< ARSI SEAR T AP F4e Fig. 3.2 yUEhAddth.
TEM #&z2AL 7FASE 200kV, 33 0.0251A, Fhdgt A 820m= &3 o},

Jet polish
(or ion milling)

B L L L fhn ol Ll L L Ll

f
Jet polish ll

(or ion milling) Specimen

A : Compound layer
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SM20C SM40C

SM45C SM55C

Fig. 4.1 Typical examples of SEM micrographs showing compound

layer of SM group steels treated by nitriding
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SM20C SM55C

Fig. 4.2 Typical examples of SEM micrographs showing diffusion
layer near compound layer of (a) SM20C and (b) SM55C

treated by nitriding
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Fig. 4.3 Phase diagram of the iron-nitrogen, carbon
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Table 4.1°] ©&7re] AspA o o34 44 3

259 $AE vehy
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% HPEFe FAE BAATA Tt SN o] EART W
4% BF ZHF Aot

Table 4.1 Depth of compound layers of the materials
treated by nitriding

Depth of compound layer, (um)
Materials
Nitriding
SM20C 7.4
SM40C 9.6
SM45C 9.6
SM55C 9.1
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Fig. 4.4 Effect of carbon content on depth of compound layer in SM
steels by nitriding

_48_



4~

e F3EQ 7 '-FelNd dF9] e-FeraNo] AAH glod, 1 T4
o2 o]FojF AL ¢ & AAT. Y BATF] oo WE PFI
I8 A=A vdeEgEd, d98 YW, 2R84 RBE bk} go], B A3
of AFE-g BTl gae ol oF 0.2%F HwF A2 SM20Ce] 73
SollE e-FepsN 3do A=t dids] %stA delgrt. ©]E AFe 3l
ME 7y '-FeNol F2 FAHY, e-FeNe 2 FAHA g= Aoz A%
#oh. 28y SM0C 2 45Col M e 19 Fo SM45Col dhd Astel Zo] y
'"“FeN#} &7 MEF ¢ -FeraNo HEAZF =7} BZHJOH, dagFo] A
Ho® AZ M20CA BBt e -FepNol B} Bo] FAHHE Aoz YAddE),

e “FessN(7.9%N) 2 HCP 729 JFEZEHA, F&dt= Fig. 4.69 Fe-N 29
A el oA YERA whe} o] 24 g el

T 650CANAY FAAHEE ¢ -FepsN— v + 7 '-FeNolo] | ©]£2-0] FeNol| H]
Bt B & NOE ¢ -FeraNde d9o] EAste dvtdd 42L& 7M1
=

AgAe Aol Bde iz XRD £ AP sid, JFEF FHERLE
oAM= 7 '-FeN® &-FeraNo] EFozZ FAHO Qe AL &gk},
e 271§ Bhet Zol, 2 aFol WEbA y '-FelNet e -Fe, N AR =
of ztolE Hole AFAE UEETh. olAL BFo| WM e-FeraNo A
Aol Mgd + gthe AL 9uiste Ao,

Table 4.27°1% 500~700CHANA edF2 N 2 (9 g2 Jeh
th. 550ColAE e AFol AW 3.8% (5 183 5 7] W0 Bare &
AE e T2& AJANAAN F& NBAME e 4o AP &olstA 3
th. 294, 7y '-FeNAS Table 4.379] UYetlE uvle} Zo], B4 S A

ofj

e
tlo

_49_



l g SM20C non-treated
é g $
’ g . g
i H | :
i i L]
I i I ;
A e i o /5. A
o o SM20C nitrided
i ; ® :y'-FeaN
- — - - p-Fe2-3N
(74
=
a [ -
E L
; Jinad R i
aa) @ SMA45C nitrided
® y'-FedN
a : g-Fe2-3N
% e
g .
ol - - !
i ' i . }‘ o)
e o bt s f_ e
| | [ | ] | &
30 490 50 60 70 80 9 100

Fig. 4.5 Typical examples of X-ray diffraction patterns on surface
of SM group steels of SM20C and SM45C treated by nitriding

( () means weak or overlapped peak)
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Table 4.2 Solubility of nitrogen and carbon of ¢
phase in Fe-N-C ternary

systems at 500~70

0C
Temp. (T) N (wt.%) C (wt.%)
500 5.0 Min. 4.1 Max.
550 50 38
600 36 7 34 7
700 30 30 »

The sum of N+C in ¢ phase is about 8~11%

Table 4.3 Solubility of nitrogen and carbon of y'

phase 1in Fe-N-C ternary systems at
500~6007C
Temp. (TC) N (wt.%) C (wt.%)
228 gg:g; Almost insoluble
500 505 7 (solubility : about 0.2%)
7' is nonexistent above 680
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Fig. 4.6 Phase diagram of the iron—nitrogen binary system
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Fig. 4.7 Phase diagram of the iron—nitrogen—carbon ternary system

at 565C
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Table 4.4 Physical properties of nitrides in Fe-N binary

system
; Gravi ion
Phase s(t:rury(?tt:rle Lattice constant(A) Colem?) Vol. expansion ratio N

a b ¢ D Dy Dm Dy

a o -Fe BCC 287 7.88 0

~ 357 8.15 0
7 v -Fe FCC 366 778 30
a’ e 263~ 305~
N-Martensite| ¢ ~Fe"N) | BCT o84 3.10
a' a’'-FeieN2 571~
Metastable | @"~FeeN BCT 571 6.29

379 _e57| 722 152 | 564

7' 7 '-FeaN FCC 3.80 7311 720 | ~27 | 162 | 588
3.80 S AL 166 | 6.14
270 438 721 | ~33 | 172 | 7.00
272 439 717 189 | 7.72

e e-Fez-aN HCP 274 441 | ~635| 711 214 | 9.00
277 442 | ~6881 707 | ~40 | 252 | 11.00
276

? T-Fe:N Orho |a ' = 2| 463 | 444 7.05 257 | 11.05

a=5.52

Dl . Experimental value, Dx ¢ Calculated value from lattice constant

_56__



Table 4.5 Physical properties of nitrides and carbides in Fe-N-C

ternary system

Phase Crystal N Temp. C N+C Co | Lattice conslant(A)
st | at% | wi% | (U] at% [wi% | at% |wi% |aW|alb][c
2 |a-Fe| BCC | 04 03 | 500 | 004 | 001 | o0& | on 087
_ 68 18 | 565| 986 | 23 | 1566 | 41 -
7 | 7-Fe| FCC | 50 90 | 13~24 | 600 | 79~106 |18~25] 129~196 |31~49 357~366
189-206 | 5.4~6.1 | 500 189~215 | 54~63
7' | FeN | FCC | 183~201|53~59 [ 550 | <09 | <02 | 183~210 |53~6.1| 004 379
180~194 | 52~57 | 600 180~203 | 5.2~59
96~136 | 26~38 | 450 | 199 | 50 | 25-335 |76~88] 12
o >i174 | 50 | 500 | <166 | <4 271 43
e N Hop | »130 | 36 | 550 | <158 | <38 8~11 275 441
FesON >110 | >30 |600| <141 | <34
580 B 125
Fese~ 85 271 | 483 | 442
| ragn | OO 450 %0 S 1275|485 | 43
. =04 | =01 % 667 | 625
Carenle| FesC | Ortho | <34 | <00 160 | 25 | 567 2 S8 | 5B | ase |5 | 674
250
FexCo z 299~318
X Ortho 470 125 | 906 |1569| 7.94
FerCs 5064 | 016 | 500 |288~30.1{80~85| 204~307 |82~87
(~17 | (~05) | 500
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Table 4.6 Identified phases and its intensities on surface
of compound layers of the materials treated by

nitriding
Identified phase and its intensity’ on surface
of nitrided layer
Phase ”.
Materials Nitriding
7 I_FedN E—FeZ—SN
SM20C ® o
SM40C ® »
SM45C ® ®©/0
SM5B5C ® »

= Observed: @; very strong, @; strong, . weak, O; very weak
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Fig. 4.9 EPMA mapping N, Fe and C near surface on crosssection of

SM40C treated by nitriding
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(a)

i3 53
.

(b)

Fig. 4.10 Plane-view TEM micrograph and diffraction patterns of

compound layer in plasma nitrided SM20C
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(a)

(b)

Fig. 4.11 Plane-view TEM micrographs of (a) bright field and (b)
dark field image of compound layer in plasma nitrided

SM20C
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(b)

Fig. 4.12 Plane-view TEM micrograph and diffraction patterns of

compound layer in plasma nitrided SM40C
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Fig. 4.13 Plane—view TEM micrograph and double diffraction patterns

showing 7' and a phases of compound layer in plasma

nitrided SM40C
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(a)

(b)

Fig. 4.14 Plane-view TEM micrographs and double diffraction
patterns showing 7' and @ phases of compound layer in
plasma nitrided SMA0C, (a) brigft field micrograph, (b) dark

field micrograph
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Fig. Continued

(C)
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