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# # 5770169021 : MAJOR METALLURGICAL AND MATERIALS ENGINEERING

KEYWORDS: BATCH ANNEALING / OXIDE SCALE / HOT ROLLING / AISI 430 / PICKLING
NATTAPOJ KASEMKOMASE: Effect of Batch Annealing Atmosphere on Oxide
Scale and Pickling Behavior of Hot Rolled AISI 430 Stainless Steel. ADVISOR:
ASSOC. PROF. GOBBOON LOTHONGKUM, Ph.D., pp.

The main purpose is to study the effects of batch annealing in air, hydrogen
and nitrogen at 850°C for 20, 25 and 30 hr. on oxide scale formation and pickling of
the AISI 430 hot-rolled stainless steel. Grazing incidence x-ray diffraction (GIXRD) and
energy dispersive X-ray (EDX) were used to characterize oxide scales after batch
annealing process. The oxide scale thickness was observed by optical microscope.
The oxide scale morphologies of the studied specimens were investigated by
scanning electron microscopy (SEM). Atter pickling, the remaining oxide was
determined by using image PANASIS program. Results from GIXRD and EDX showed
the outer porous Fe;O4 oxide and the inner compact FeCr,O, oxide on the as-
received specimens and after batch annealing in hydrogen specimens. After batch
annealing in air, the outer porous Fe,0Os; and inner compact (Fe,Cr),0; oxides were
found. After batch annealing in nitrogen, the outer porous Fe;O, oxide, and inner
compact (Fe,Cr),05; and FeCr,O4 oxides were found. The outer porous oxide scale
after batch annealing in nitrogen is thicker than that after batch annealing in air and
hydrogen, respectively. The inner compact oxide scale after batch annealing in air is
thicker than that after batch annealing in nitrogen and hydrogen, respectively. Weight
change after batch annealing in air is higher than that after batch annealing in
nitrogen and hydrogen, respectively. The remaining oxide scales after pickling of
batch annealing in air is higher than that batch annealing in nitrogen and hydrogen,
respectively. After pickling, weight change of batch annealing in hydrogen is higher
than that batch annealing in air and nitrogen, respectively. After pickling, intergranular

corrosion was observed in specimens after batch annealing in air and nitrogen.
Department: Metallurgical Engineering Student's Signature

Field of Study: Metallurgical and Advisor's Signature ...

Materials Engineering

Academic Year: 2016
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msuanwannanliaiumslsdurusaduanuannantsatuwslsdunusadou vse
Aeuds Aounsialiudeseudeunsddniieuivlaseairganialiinangause
nsTUINNTIALEY wazandanssvesaulinisnavesnannalsaiumslsdunus iy
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lunssuiunsevssuasunsnannalsaduwslsdinga ASI 430 ayvldnnseuseu
LLUUﬂzﬁqmmﬁ 850°C Wuan 23 - 30 Hlug %uagj futhmtnuesreeRa UssEINIA
Tunseuseull 3 wuude o1nAund wialulasiau waguialalasiau ussenAusay
yiindqaidunasdosunndiesty Wy ornaundldduudesduia usserniauia
lulasiauiisangn witiusgansamlunismenuioudesenitusseniawialalasiau
Faduussorniauialulnsiouisdeddnailuniseuseuuiunitnisldussenieuia
lelasiau nuansinundeauludeadd (5 wui winvesussennmaiinadenninm
H989HARA U NENRINITVINFNADBN IUABBNAIENTLUIUNITNINAKALNITAANTA
(Mechanical descaling and pickling) flatusuddeiizsdnumavesussenmeiildlunns
UBBULUUNZVBIRREAR ANt ataslsdAinsa AISI 430 seawnasenles waynns

AANTA LHOMUIILINIANITOUTDURUUNETMUNZANTIIUNITAANTA LAETIAIAUYUYBS

NILUIUNITOUDDULUUNE

AsAnwINSRaNaRen RS adnwzN1SNneenTMTUULRIMANNA S atuTlN
vy legunfavdnwluoiniadadioondiau 21 wWosudlaeusuing sy
anundeuinly MednwnavesUSinaeendiauiivesnin 21 wWesbudlaeUsuins
wagilothnanluussonaudadosorsnoundelulngiau [1, 6-10] anasonluduuii

wannanlsatuwslsiinse 430 o1aUsenaudiy Cr,0s Fe,05 uag spinel vo9

[
=< 1

FeO*Fe,,Cr,05 (0<x<2) 79lAUa8AUIAUIENBUVBIUTIENNIA WU USUNueaniiau

Y

lown gaumnll wazdnsinsiivaamll [1, 7-12] asAusznevanasenleniuanmieiu
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galdnunisAnwnavesuialulasiaulasiialalasiaunenisiinginasenlanlanense
WRasapsnaiinanssenuInndt Wy fnasenisanUSunaeendauluusseinie ¥
TUsineendauluainasenlosanas nsiansnIsenaavinlddetu
Tnsimsiasdnvmavesusseinalnd uialulnsiou wasuialslasay luniseu

a

gounvunzimannanl3aduislsdingn AlS| 430 figumgiiuszana 850°C sensdanse
awnasenlasvssresdnmannailiadumslsdingg AISI 430 fianneieaduiunisia
AsafuSSle
1.2 9aUsaIAY0991UIY
Anwimavasusseniaund wiglulasiau wazunalalasiay Tunseuiuniseusou
wuuneAaainasantorvesudnnantsatunslsdinsa AISI 430 waznisinnse

1.3 YBULUAYDIIUITY

1. 1aean1seuseuLuunzeamanndlfatunilsdudiuindewnsa AlSI 430 7
gauniluszann 850°C angldussenniadneg laun eanaund uialulasiau uasuda
lelasiau Ineldszaznatlunmseugaunwuuns 20, 25 uag 30 Flusdemueunsvie
(horizontal tube furnace)

2. 3107 1. Anwndnwazlassasiganiavesainasenlenmendoganssaeuuly
LaLazNAegansIAuBanasouLUUdeINIn (SEM)

3. 9070 1. AnwissAusznaumaalivesainasenlennay Grazing incidence x-ray
diffractometer (GIXRD) wae Energy Dispersive Spectroscopy (EDS)

4. 9n¥e 1. AnwIgAnIsUNTNRAMIEnsa (Pickling behavior) vasainasanlays

a

MAnTu auan1zn vsenldeglunszuiunisuan
5. 9078 3. Anwauninvesiamannditiadunslsdinge AISI 430 Menaenis
winainasanlys Arendssganssaduuuliuas uazndesganssAublannsouluudes

3%



1.4 Uszlaafiinnadnaszldsu
1. s uanuwasvesainasanlanvesannanlsatauslsdinse AISI 430 aeld
Uss8INAINAUNG wAalulesau waruialalnsiau YeINsEUIUNTOUSBULUUNY
2. n51unavesIN@lnd wialulasiau wazuialalasiau lunszuiuniseusau
WUUNY ﬁﬁGiawaaﬂsiumsgﬂﬁﬂﬂsmmamaaaﬂlﬁﬁﬁﬁﬁ@%ﬂg PADAIUAMNINEINGINT
Ydnanasonlen

3. ladeyanisidonusseiniaimuizauiesluuwdnisnnnsa uasdAuyuves

NSTUIUNITIUDRULUUNEIMANNAT IS atumslsdinge AISI 430



uni 2

USnssAdassaunssy

2.1 nszUIUNIsHAMMANNAaN 1 Fady

nszuumsHanmanndlfafulnelvassuanvaeueumingae Electric arc
furnace Waavi1n13 Decarburization A2875 AOD (Argon-Oxygen decarburization)
ndanturh Ladle refining Aonsusuupsdiunaumaaiivagiitlaveiivaoumaiey
Tu Ladle Ufdunauduldmuunsgiuiivun lnefinsdaufadesdiluly ladle
wSaufuying Stiring wielidiunauainays wdantussluvhnsuaeuuuseLiie
9t Slab TU3n¥eusie Hot strip mill ielwile Flat products %38 Long
products (bar/rod) dwmiunansauei Flat products aggninliunsasndeussua 3-6
mm. wdhmsshufvegluguasesdeaziFenin Aoeds Black coll, AsuTiiILNNTIA
SoULA) Mﬁﬂﬁ]’]ﬂﬂfﬂéﬁ%%’]ﬁ Cold processing f® ¥11N158U80U (Annealing) ANATA
(Pickling) Sadudne Sendzimir mill Wildvuaiideants vinseuseusnads uazenadl
Annsndnseu Faslanansiadianving (Final products) [4]

2.2 Tangenvaamannaitsatumnslsdawmnsa AlSI 430

M1997 2.1 AR UNENTIUATIYY AIS| 430 UaggUNl 2.1 uans Phase diagram
vounaniuasueundlasden 17 Wesidudlaeuia duuselugui 2.1 fefinnsueu

Uszanal 0.12 wesidudlaiuia Femsusuiuasusulumdnnanlsatunslsdinge AlSI

=

430 Aziiuigamgiiuszana 1050 - 1300°C utasiiinla 2 wafe wilsddy

]

9 Y

soawnuluv Baamglivasiilutimamainldlunisiadeunaziiosainsguaudianii
Tisnsinmsiiudiingauesrannanlsadumslsdinse AISI 430 a1 nasifudialueinief

aunsavileeawuluvinateiduunsimuladls
A1 2.1 drunaunnaadivaandnnanlsatuinge Al 430

AUNAUNINLAT (Wt%)

519) C Mn P S Si Cr

UNS #En - - - - - 16
AlSI 430

543000 g9gn 0.12 1 0.04 0.03 1 18
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U7 2.1 wugfiaunaveunaniuansueunilasden 17 Wesidulaeuia (1]

2.3 lassadreganiavaamiannanlatumislsdinga AISI 430 ¥AsINHIUNIZUIUNSIA

b4
39U

Tunsinseuiud slab avgneviuluiigamaiiussanas 1200°C 9nTudsaludl
wudnaniess) Welufvgningained Finishing Mill gaungdl Slab azanasunde

a

Uszaa 900 - 950°C antudshunuilunesddeliaamgiussuia 800-850°C 39
Tassasanlevaunannanlsatumslsdnga AlSI 430 semrinanssnsoudadulaseadnag
waunslsdaduiuuavesamuluy  waziileSaasadndududiuavesamulunag

naneLdunnsmulas

2.4 N159UDBULUUNE Batch Annealing

[ 6% 1 3_', d" I o‘d' 1 2" I3 2 v
Togusrasalunsevgaukuunziuieaatsusinuleanednsluiiaimannanls
atuslsanAndunasannnszuIunIsInsou Tnanadwnsisatuaslus wazvinliie
1n59a$19 Recrystallization iauysal vivbinnuudsanasuasiadulairetulinianis

WANINVUENIA



2.5 N15NABNTLATUVDINANL

aMe + 202 — Me, Oy, 2.1

aun1sn 2.1 Wuaunmsefigumlvvesdjisereentndussnindaneiveendiau
= 2 1 a aaa a1y Y v P < & a =
Fragiuinduliseilidudeunazidilalade udegrdlsnauluanuluaivaey

AnUfAsetudnyuzveteandnduiiintuiusgivtadenaleds waznalnueans

Y

AnUfAsenannisvnassaziiuindeudsdudou
ausuntansMnTeuiunal Tuduisnvesnisiinujisenseninalanegiu

a a Y . o aa a aaa o a
PONYLIU LLNYIVDINUNIT Adsorption Yasunaniiveslans mmzmﬂgﬂimml,uuiﬂ

=

pandauazavargn blulovedlany annduIasuindinasenlaniiivesdanslag
p9aziludnuasuuuilan w3e Separate oxide nuclei Al 919113 Adsorption wag
NsLAnaLNaeaN A LYW NUUTURURANIINSIS B9 vaINa N lane, surdlundnd

A7, NIWTEURY WaganuuTansveslansasiia

' 1% (%
a = v v

Raainasenleniindulunsalidudunuiuiy (Compact  oxide) agilusiiu
sewinallelaneiunia villidlonaufizerazanidululanenisunslugaiuzveauds
Y alnasenlentunuiniy Wty negaiusanuslandu 2 nsdl nsdlusnAe duaina

sanlyafiruwiulinunInty Driving force dmUNIIUNIVRIANIRIRUULATE101992

a0

& 4 -4 N a 4 & s | oA

Wuauulihaglunseinuiludala nsdifassde Fuainasanlennuuiwiuiiianing

WUNNINUY driving force dmSun1sunsveIaIRIRuUUA3eAe Chemical potential
. Ay | & I3

gradient ITuNUTUANADBN YA

lavgdaanunsafinainasanleniigngu (Porous oxide) Millaaninufasenlulegn

(%

arensunstugnuzreds wiujiseniiiatueiagnitialaenszuiunisiiniu

'
a

71 Phase boundaries fiaauugiigeanasenleddsaunsanateiluvevan nieseveld
1 a ¥
Nednmme

a

Tulangnalnuean1siinuisenasauiu Pretreatment wazn15HSELRT, aaungll,

Y

AIUNANVDILNFLATAIUAL, LLaziszzLaaﬂuﬂmﬁﬂﬂﬁﬁ%m [18]

gl a ¥ (Y

2.6 maslulaudindineadesiunisiingdinasanlen

Tunsfnwnsiinufiseinisiieainasenledinasiiavselifiaduly arsuisald

a 6

Ausmanesiulaunsinduents lnefiarsaunainndenudaseivd (Gibbs free energy)



Manueseninuiselaneiuoendiau Mdeulvdufeitesiunsinainasenledain

¥ ¥ 1

ansnsaureslfizendndaidesni 0 wansinufasentuaiulutimin wisludn
=% - aaa J o a v v vy A 9 a
ANNTIEntaInaunish 2.1 Uasentuaiivludandlafeainusuveseandiauly
IS 1 U (L [ Y a1 | [ 4
usseInNAdiaunniteunulevesainasenledluaugaiulany  a1dawvindu 0 Ao

(%
aaa 0y 1

Ufseunegiauna visludnanunuignilanuduveseandiauluusseiniaiiag
wihiuausulevesainasanledluaugaiulans d1unndn 0 AeUisendeundu nis
lugnanununenilannuduvesesndiauluusseinaliaidesnitnudulovesaina
sonlerluaunaivlany
v = ! . a a

Au3iSesaunalailseninglanzuay Phase diagrams ldlun1sesutenalnnisiin
pongndu Inedoyaaridvilianunsannnisalndnduniiniuvesufisenls [18]
megnisiimesiulaundindluldaugy nsasisunugives Ellingham  Aeguin 2.2

wanguKUi Ellingham uanenisivdguilasvendsnudassiieuivgungiidmsu

anasenlennieg lagainaunisy 2.1 azlain

hoe b
HMe,0p — dHMe — T H o, — ERTlongZ =0 2.2

2
lng UMe, 0y, A9 Chemical potential ¥®1 MeaOb
UMe Aa Chemical potential w83 Me
u°02 Ao Standard chemical potential 983 O

Po, Ae Auaugesves 0,

£ a

v 14 a = 2 DY) % P2
olavzuazainaseonlenvedlaneuians Januzsiluvesudsinaudiululaagladn

chemical potential vaslanguazainasonlgavedlansiuliudiuszuuanaunsn 2.2

Jalel
; o —2p° = 2RTI
M me,0p, "8 Me “3H 0, T3 OgPo, 23
b
AG°® = > RTlogpo, 24

a

INAUNTTNA 2.4 WawnuAINaIUdaseivd aleanuduiusseninsausudosnsluszuy

Wieufugamginagtluasnaunugil Ellingham ledagui 2.2
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& = 14910
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800 {102 1 107"
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Change of state Element Oxide 1108 { 107®
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Boiling point B
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Po,

JUN 2.2 unugd Ellingham wansnisilisunuasasmasnudassivd

Wieuiugaumgidwiueenlasisieg

2.7 9ondinduvaslanznas Fe-Cr

AENNTalUNNSEUIUNNSLARee Bt ureslansral Fe-Cr YutufuUiunn
Cr Fwanslugudl 2.3 uasanaoonlediiintuiunanduzuil 2.4 Ssagiivrsdiniidu
Nonstoichimetry Ao Spinel FeO-Fe,,Cr,05 (0<x<2)
dmdufidiunay O ~ 0.5 Weddudlaeina wutuanasenles 3 u
1F9a1AUAINAIUUDNTINT Lan Fe,05 FesOq FeO uag  spinel  FeO-Fe,,Cr,0s
W@niag

dusuidiunan Cr ~ 2 Wasitudlaoula lunu FeO waziile Cr a3dd 10

Y
o

Wosiudlagana azlinu Fe,0, wavainasanleninuaziug 2 Jufe Fe,0, Atuuen

aaa LY

Fuludu Cr,0, uenanilduegivgaumgilavainasenles 2 Tullenvasyiufisedu

9 Y



IHidutunes spinel (flgangdi < 950°0) wieanasenleduay (Fe,Cr,0; Aldatla
0191k

dmiuidunanlandontszann 10 Wedidudlasina  azwuiluduvusioiilos
(Continuous film) W84 Cr,0; wagasdiamumuastuiiudunfiveuinsy ag1slsfinu
AndAntuiivualdufissunniduiey wazdesnisdiunanlandonuszua 18
Wosidudlpeua leliAnns Repassivation I sesnifledunaslasidougatunug
wyuisesdesznitdlanzuazainasonleddaiiuaudsssonisuaniduiaysening

Thermal cycling [4]
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” ’ ““ ——(Fe.Cr), 03

///////////‘//////

—Fe0. (Fe.Cr), 03

/, Fe-Cr alloy -
%

JUN 2.4 pandatuvedlansuauaniulasiou [4]

2.8 anasanlanvasnannailiatumslsdwnsa AlSI 430

L. Sa'nchez wazanzlddnwiainasenludues AISI 430 figamgil 800°C aneld
U538n7A 100 Wesiiud H,0 Wuszezian 1000 41lus anasenlendildusznoume
anavonles 2 44 Fuuende (FeMn)0, dulufe Cr,0; ﬁagﬂﬁ 2.50. waAnalASIAS19
FAUN9U09TUNY uazgUTl 2.59. LanaNaIlATIZYiene EDX [2]

100 EDX line AlSI 430 800°C
90
80 - (Fe,Mn),0, CrO, AlSI 430
70 4

60 4 ] 8 IRON —rm
. ,/ \ ﬁ/v—~<
o/

30 1 S
204 W)
104/ o b .

% Atomic

0,0 25 5,0 75 100 125 150
Distance from the surface (um)

2] al
JUN 2.5 1. ANANENNADIRaNTIALLUUADINIIN Wag VHAIATIEAIY EDX line

scan YasuNUmENNalSalinnIa AlSI 430 ndsaineuniaamgll 800°C

1000 #7Tus Tuussennie 100 Wesidus H,0 [2]
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ﬁqmuqﬁqa Cr,05 wag (Fe,Cn),0; awmaaﬁngﬁ%mﬁ’ﬂaﬁwLLazLﬁmLi‘;Ju Cr,0Hg,
CrOsg, W% CrOOH)yq ?fﬂﬁﬂﬁﬁmmsqaunﬁa Cr #ifuasiin Fe,0, uonainiilu
USTENATET H, advayuliiieainasenladvesndnunnnilasdeu [2, 19]

. Saeki wazAy [8, 20, 21] Anwnsiineendintuvesnannailiaiuslsdingma
430 Fiiunsaduluussennanay O, - H,0 - N, uaz O, - N, ﬁqmgﬁ 1000°C Wan
wanvanasenlanaiia (Fe,Cr),0s MnCr,0; Wag MnFe,O; C. Carvalhoa wagAiy [22]
Anwnsineendinduvesminndliatuiadunse 304 wag 430 figamgll 1100 -
1200°C Winwnuanasanlesuiin Fe,0; and Fe;0, Tumannanlsatiuinse 430

2.9 Ansnananasanlan

Wszasduasidnainasenies tuilafdaduainasenlediiin uazduiilasdeundes
dielilamfiseunazazern msmdnainasenledlaeialundrvzudioondu 2 Suneu
[4, 23, 24]

1. Msmdnainasenlennionsinga (mechanical descaling) Tnalanisanliaina
wAn (scale breaking) Lagn1s8emedandn (shot blasting)

2. msnansalagldnszualnily (electrolytic pickling) #3on1sAANTARIBAITIAL
(chemical pickling)

2.9.1. msminanasanlynnlensina (mechanical descaling)

1. nsanliaLnaunn (scale breaking)

Tngliunuue (Strip) irudnlugaania uiuusasiinnsanedwaliainasenlen
r-:l'e a v a L2 | % A:l' 6’5
nRuAansuaninuaziiainasenlanuisdiungnesnty dwanslusui 2.6 lutuneu
nsenbranasanlonwnnavdnaliuseansninveenismanainasantaninglaas.adl

(Chemical pickling) 1nnBunsznIaLnIndulunusoauan [25]
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@)
o ..

Exit tension

.

Entry tension

LV

JUN 2.6 Msdinlviainauan

2. M3BeRBliauan (shot blasting)

a

n1s8adlamanasuuiizveswiuuisgalszasniioliainasanladiifinegiui

Y

'
N = 1T

wannantsaduvan udndensiainasenleduisdrumdenseginidsdesiluidng
a

el

IS 13

nszvIunImMdnainasenlenlagldansiall (Chemical pickling) tendnainasenlyn

AR biLA [25]

2.9.2. m3nansa (pickling)

msdansasuduldlud 1924 Taoldiulansnauvdnuazlasiflon deunldinig
Uszgnaldluaugramnssumannalsadulagldnsadailadn (H,50,) ludaulunsn
(NaNO;) wazaaUilasdaws (CuSO,) [5]

1. msnansalaglanszualuia (electrolytic pickling)

Tudumenilazindouiiukiuuns (strip) Nﬂuﬁjmm%ul,aiuaﬂaﬁﬂimm LLﬁS@j‘U@Q%’JLLﬂ
nAndudninsn fagudl 2.7 Tnedrefiuiuunsiiussquanudeiidaualnin (Cathodic
electrode) aziAnnosufalalasiaunuannisi 2.5 daeliainasonledursdrunan
90N [26]

2H,0+2e — H,+20H 2.5
ﬁd’NﬁLwiumqﬁﬂiza;auﬁaﬁ%aL@Iuaﬂ (Anodic electrode) aeiAnufaaandiauiy
Feaunnsn 2.6 [26]

2H,0 —> O,+4H +de’ 2.6
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[

wenInHfuAnnsaaeivesanaenten waronviinisandeiielansunsadiug

Ugjﬁ'%mﬁ 2.7 uag 2.8 uaneu [5, 26]

2- + -
Cr,045+4H,0 — Cr,0; +8H +6e 2.7
3+ -
Fe — Fe +3e 28
Cathodic electrode Anodic electrade Cathodic electrode
l------ | [++++++ ) ++++++] ------ |
Strip ++++++ - - - - - - - - - ++++++

. e 4 .
- - - - | J++++++ QP ++++++] [------ |

JUN 2.7 nsiansalaglinszualil (Electrolytic pickling)

2. nmsnansalagldansall (chemical pickling)

TuduneuiilouvimSeudunisiansalaeldnseualnilneldnsadu electrolyte

' 1%
A o0 v v A

4 a 13 & o = o
nUszaAiieridntuianewsanlenuastuniilasieusi [4]

2.10 9uUAeTNeIU89

S. Jianian  kazAuzlaAnwIni1siineendmtuvredlanenay Fe-20Cr  agld

U581NABONTLIUNLANTU (wet  oxygen) Ngaunil 900-1000°C JUN 2.8 wan3

a

1A5983199801ARRYINVRY Fe-20Cr Nauiigaumgil 1000°C luussennaiisl H,O 10

U
a o <

WosiGudlasusuins  1Wuian 20 92l fedidnwazidudunatsdudounu

(multilayered) wa anasenlynniigngy
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FeCr:0s

‘ T0pm

U7 2.8 lassasreganiadnrnswedansnaussinunaniulasdey 20 Wesi@udlnewoa

a

aufinamnd 1000°C luussennanil H,O 10 Wasifudlaeusunsiduaan 20

9 Y

'
Y

L9 [27]

(%
tY

nmsAnwinulalasiaululeirigamgiigeiuanunsaviliiineendnduriu Cr

aelutuainasenledladsdmaliiintuainasenlediill Fe (Ferich oxide) agailay

'
=

Ufisenindusisaunisi 2.9, 2.10 uag 2.11

3H,0+4+2Fe «> 3H,+Fe,O4 2.9
Cry0543H, < 2Cr+3H,0 2.10
Fezo 3+ 4Cr + 5H20 > 2FeCr204 + 5H2 2].1

Ingnalnnisiinfe wuziliineondinduiiavinld Cr aanaieluitlsTusnuunslunin
VilAn 989319 (voids) Uag gWgu (porous) %38 microcrack Nidlnaganlas uenaNl
Hag1NANSINSUlATuLas plastic  deformation  wesalnadsyiliAndesauinidn

(microchannels) 8ndqe KaanAinauvinliluianavesufiaauisaunsnduaslui

[
aaa % Il

segsesEninilelavenaniazainasenienta inliAnuiseduilelansnay lnele

v a

luanavesinfeuiilufivesvunnlug (large channels) wagyiufiseniuiiavedlany

£
=

HAs USIIUTE Cr wseeAsaunisin 2.9, UM 2.9%. uag 2.9a. H, MAnTuanujisen
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'
aaa I

2.9 iUAAEIRY Cr0;5 WeduUFATend 2.10 H,0 MAaTuanUFATeT 2.10 Faelv
URATen 2.9 duiluluinemii Fe,05 2nUFATenT 2.9 ¥MufAsendu Cr anuFazend
2.10 way H,0 Lﬁmﬂgjﬁ%mﬁ 2.11 é’fﬁgﬂﬁ 2.99. \iimlu spinel FeCr,0, wag H, 1elw

URRTNT 2.10 dnduludnemii [27]

0./H,0 mo MO uo
ZIIIIIT oo I o
Fe-Cr Fe-Cr
t =1, (initial stage) t=t;
n i/
0yH;0

FE;O;

Cr,05

Fe-Cr

t = t3 (breakaway stage) t=tg

A N

U7 2.9 nalnnsiineandinduiaamaliasvedlangnauminiu

Y
TasudieuluussenAanNTLAUNTAMUTY [27]

X. Qiong uazAuzlAANYINAYRIDDNTUANARDNIEUIUNTITAANTALY HCL 989
< Y Yy a f 1 oA v ~ )
Wanna k@t nslsAuNEIASaULNTA 430 LHNBanTLeLLIa b UAISUIUNITIANTAWAY
Uudpsnunmsawannaitiadunslsdingn 430 lngeenduaudiildfe H,0, KMnO,
way KClO, wnaslUluansavane HCL igaungdl 40-60 °C iluian 50 3wndl nsnnaes
wialu 4 ngude nquitlildoanduaud, nquitld H,0,, nquildkKMnO, way nquiild
Qg‘, 1 al' 1 a 3 1 1 a 1 = 1 6§ <

KClO; wenanillunguilldeandunudnaziudesdn 2 nqupeld 1 wWesidudlaewuig
fu 2 Wesiudlasia mMsiUSeuiisuanuuandslusdaznquuuld dwinfimely,
FNWULNISAANTDUABUAINITAANTA, LATAIUNIURL d1nsutndninmgluman
YIUNNBUNANIARULN UL NNEIN AN UADUINUNABUARNTA gﬂﬁ 2.10 wamgunuun
AmeluvaanannailSadunslsdingm 430 NaINANIANI8DNTUAUR FSLAUILID
Wisuiieuuauildeanduaud H,0, 1 Wesidudlneuiatuiunuilildeanunusd

wuIhminAvmgluiianunnnii 6.29 Wi wagtiloinanududy H,0, W 2 wWesidus
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Tnguyahvdnimeludewnnnidunuilildesnduauntia 12.80 Wi uazannsag
WuI1ANENsalUNsUTUUINsARNSATe e nTuaudnANduduvn AU S BaE AU

mnunlutesldad H,0,> KClO; > KMnO,

=~

P 1 mass%
) —

2 mass%

Mass loss/%

Blank H>0; KMnO,
Oxidant
U7 2.10 umiinimelvesminnanlSatumslsdingn 430

KClO}

v ¥ a € 1
NINNANTANILBDNYLAUNANINE) [24]

Lﬁaﬁmsmﬁuﬁamsmé’amiﬁ’ﬂﬂsmé’agﬂﬁ 211 LA NS NURITUIUYD
wannatiaduislsdinge 430 nasinnsadigoanTuaudnigg Arendosganssai
8idNATBUMULEDINTIA WUNISARNTEULUUSY (pitting corrosion) wawN1sAnNToU
puwaULNTY (intergranular corrosion) lufuanuitliléldeandunust (U 2.11a) wufia
Adsuniwarhifainasenlefmdods lutunuildeenduaus H,0, 1 Wesdudlng
wasagy 2.11b sgslsAnuiiold senduaus H,0, 2 Wesiduilaguasununsia
nsouUMNVBULNTUGIFU 2.11c linvainasenlasivdedsing lutunuitldeendunus
KMnO, 1 wWasidud uaz 2 wWesidudlaeuiadigy 2.11d uay 2.11e udnunsinnseu
AUYBUNSULNNNGY wazRafiverunindledisufuiuauiildeansunus  H,0, d1wdy
Funuilaeendunud KCO, 1 Weodldudlassnanuainasenlusmdsfiifiuaznisin

nseulaNusIn (localized corrosion) fagy 2.11f LiletiinuSunneenduaus KClO,

) f < 1 3 a 1 Aa 1 [ ] a
Wu 2 LUE]?L%UGITG]EJEJ'J@ iuwuamaaaﬂlsawaammm ANUNTITINANIDULRNISUILIEU
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WinAuegwndegy 2.11g Anran1snaaesdsasulainnmsidseenduaud  H,0, lu
nsrulunIsinnsailaisazans HCl@mSuimannanlsadunslsdinse 430 14
USEANSNINANI KMNO, way KCLO; Lip9anngn niin1enaan1snnnsaiisaunin Ly

nudgurin1sAnnNIoULaNIZUTIM LAANIIANNTIUAINTBUNTUNUBENIN wazluting

melumendsinnsauniign

v »

[N

N B " %
: 1 =
Al -_— . Z 25 X

; BT A Qo Nt - *
(@) ludldeenduaud; (b) 1d H,0, 1 Wesuilauina; (o) 1d H,0, 2 Weslduilauina;

(d) Td KMnO, 1 Wesidudlaeana; (e) Td KMnO, 2 Wesldurlneiia;
() Td KClO, 1 Wesidudlaeana; (g) 1d KClO, 2 wWosidudlnena

JUT 2.11 pmaneiuidunuresninnantSatuuslsdingn 430 waaiansasae

2ONTUAUAAIY endesganssABianaseuwuudeinsia [24]
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NWINITOUBDULUUNEIUUITINF (@nAUnG lalasiau LL@%IUIG]?LQ‘U) bbe S

1884N15AANIALUNTZUIUNITHANDTY INBANYINATDIUTIBINTA Sreza1lun1seuseu

wuunzeeanananlasLaznIsiansavaunannatsatumslsdinge AISI 430

o/

3.1 9,

1.

7.

gRvwaza1saiiniglun1maaag

ansazanunsndanisn (H,S0,)

2. ansazaensalumsn (HNOs)

3. asazanensalalansngessn (HF)
a.
5
6

woANeaa

- wialalasiauanuuians 99.999 wWesidus

- wiialulasiauauu3ans 99.999 Wesidue

widnnantsatuslsdinge AlSI 430

3.2 \nsasiauazaunsal

L ALNILUY tube furnace
. Thermocouple
a ac A
. @ (a159Wen%)
. nesieansadiues

1393 shot blasting 1 THC-90 Y@suIumaeslngy

a

. 9nathAuANguunl (Water bath)

Y

a 6
 wesluliwes

ABITHNMUNVMATRYY 5 WAL

3.3 1AT993ATIZUNITNAADY

1.

g fa [} . .
2. NADIANTIAUBLANATOULUUFBINIA (Scanning Electron Microscopy )

ndesganssauuuldias (Optical Microscope, OM)
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3. Energy Dispersive Spectroscopy (EDS)
4. Grazing Incidence X-ray Diffraction (GIXRD)

3.4 YURDUNITNAADY
3.4.1 NSHMTYUIUIIUNDUNITIUBDUKUUNE

1. ARPUUVUIA 20x100x3 QMUIAATATIIAT INABYAAUTBARLATINIUNITIATEUYRY

wanndnlFadumislsiinga AlSI 430 faguii 3.1

ARRARRERANRANARRRNRRARRARANNAE]

JUT 3.1 Funureuddwdnnantsatunslsd

2. FUMUNTUNUNDUNAADY AIELATBITINATEN 5 AL NSoUTUTINAN

3.4.2 N19918299N1TDUTDULUUNG

1. dFunuande 3.4.1 iWuaeuveiuluvaunlvunadudugudnalsnulure 6.5
3. WURNUAUENANAUWeNY® 7.5 9il. Wazilditgungilaininsinaisavuinlseann
10 v IeilAngaungiiiunian (heat thermal cycle) faguin 3.2 wazsiwusnldluniseu

1 dl
UBULLUUNSLLAAIRIUAITINN 3.1
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Heating time Soaking time, 850 °C
o 4
e S
2;
%
%
.
s £ -
E & ©,
© B [
; 2 e
Q ~ 2.
£ & &,
= z !
NS ‘o
Pl Y
£ 2
%,
2
y3
5
3
i
Time
JUN 3.2 nsmlaaumgidunailglunmsesugesuluuny
AN5197 3.1 WIARBSNIGIUNNTOUDDULUUNY
SYYLIAUNITOUBDUBLUUNG (T2139)
USTUINA
20 25 30
U3581INAUNG any 1 ane 2 anne 3
lalasLau* 4Ny 4 4Ny 5 4NN 6
Tulasiau* anne 7 4Ny 8 ANy 9

*IR5INSABLTIUSUINSVRILAE 20 aU.wU.FAaUIT

2. MA99INBUIDULUUNEY TIUIMUNTUIIU MIYLATDITINATEY 5 ALY WSaUUUNNA

3. YNN1SNAABITD 1. - 2. GIV9UUA 8 ASY MUENIIE 2 — 9

' v
fala

4. dNaINTD 3. INTATILNUALATIVADUANARBNLYATNEHITUIIU AU NABIANTIAY

(%
(Y

wuulduas 1309 GIXRD, ndesganssAUBlannsouRUUdDInNsIn  (SEM) 7IRAINIS

T8 SIADNG (EDS)
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3.4.3 nsnnIndinasanlanaanfilenszuiunisaadnmnan (Shot blasting)

1. th3unute 3.4.2 TUBadiaman (Shot blasting) 1usreziian 60 unil

JUT 3.3 ipsesBadamin

3.4.4 nseIgNTUIUnBUNAnsA (Pickling)
1. UTUNUNTD 3.4.3 LAGoUMY Epigen USNANURULAYATURGITUIIY foudiel il

Epigen wisatinuseana 24 Galag

¥ ' v
% a

2. IANUNRITUITUAUN AL AN
3. YNANMUALDIATUIIUAIUDLR AU

4. FUUNNTNTUINUNBUNITNAGDY MILLATOITINANYY 5 HIwIAUS

3.4.5 NM5vAndINasanlyneanA18n15AANIA
1. th3usnuainde 3.4.4 1fnnsaa1ne1ad 1 - 4 Feldansazanefidaududu 11u 4
yosildluanenssuIunsnanase daandlunisied 3.2 Wesenaisazanedidaing
WdumuanynszuIuMsHARTSe Wethduanuluiansaudllanunsauisuiiieu

ANULANE19Le Lo nlinuanasanlamnaaaeninlulsazsoegg
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g1t 1 19 2 8§19 3 14 4
H,NO, 0.125 H,NO, 0.125
d13azany (M) H,O H,SO, 0.7125
HF 0.125 HF 0.125
ANUNUILUY 5
, 0 2x10 0 0
AsEd (A/cm’)
gaunadl (C0) 25 85 33 33
JzezLIan (s) a2 a2 36 a0

2. FUNATNTUINUINDD 1 AIELATOITINALYN 5 AL

3. UNIATIZRBALHATIVADUANADDN LYATIN

[%

WUUAINTD 1. faendesganssauuuly

LaTITlUSUATUAATIZRAN (PANASIS) kazndniganssAubianasauwuudeinIg

4. WIguigunainseiniIsnnaes niouasuna
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uni 4

NANISNAADILAZIATIZHNANIITNAADY

4 1
a o a Y

4.1 HaN15ATIAN AN lUAUUTUNNIUNITINSBUNDUBUBDURUUNS

AnTuNuieuNTeUseuLUUNE I NdeanTIMIBENAToLLIUABINTIAGS
wandluguil 4.1 swatnasenleddnuazdy (Nodular oxide) MIBsmsefuaLIToves A
Yamauchi wagane [19, 28] hazanuiigvas Y. Zhang WkazAy [29] 3‘0‘1’71' 4.2 Lang
MAfAIITRITLLRouaUsauLUUNE wuainasenled dunenifuanasenlydiisny
(Porous oxide) wazduluduainasenledmuuiy (Compact oxide) silmnumuniavan
Uszanas 5.79 lailasins Tnsudaduduanasenledinuiuiu 220 llasns uasduiisly

n3u 3.59 lulaswns

dl d’j a Q’I d‘ 1 = ¥ 1 U U
E'U“Vl 4.1 WUNIVDITUNUNHIUNITIATDUNDUBUDDULUUNSAEY

FENEeIavsIALBIANATOULUUABINTIA



24

Specimen

Compact oxide

Porous oxide

N| platlng

E‘U 4 2 iﬂﬂ’]ﬂ(ﬁ]ﬂ%’J’]ﬁ‘U@\‘iﬂLﬂﬁ’e)@ﬂl%ﬂ%ﬁd’l%ﬁd’]ﬂﬂ?‘ﬁﬂi@ﬂﬂ@u

aUE]E]uLL‘U‘Uﬂ%ﬂ’]?;l@i]Bﬂaaﬂﬁ;ﬁﬂiiﬁULLU‘lﬂ,‘ULLﬂﬂ

HAN1TIATIENAENATA GIXRD WU Fes0, ke spinel FeCr,0, Beuandlugui 4.3
wadslianunsassyliinainasenlesduueniotuluidu Fe,0, 30 spinel FeCr,04 3314
wadla EDS line scan #a1nKan1siAsgiuanslugun 4.4 nuiranasenleatuueniis

nyulivsuna Cr annnduludainasenleaviuiiuy asudsasilaianasenlentuuenid

€aN

wyudu Fe;0, uazduluivuuumduy spinel FeCr,0, uazanguil 4.1 awnasenlananvuy
Jusiufe Fes0, Bemsaiuaideees A Yamauchi wazaniz [19, 28] wazauideves V.

Zhang agay [29]
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100-. o.p a: Feq0y
80 - B p B o.p B:FeCro0y

S0
% 60 B p [ o,p
& 40+
= BB B

20 - 5 | |

0 T I T T T T T . T T 1
40 50 60 70 80 90

Two theta
. [ As received hot-rolled

Intensity

T T T T T T y T 4 T T T T 1
20 30 40 50 60 70 80 90
Two theta

JUN 4.3 nadas1et GIXRD v839uauilkun1sIniounausugauluung

Scan direction

Counts

Niplating

Fe;04

FeCr;Oa

Specimen

Distance

Scan direction ——— 8 —>

JUN 4.4 namsiasigituainasanlannig EDS line scan YasuHILNITIA
SPUIUNDUBUDDUKUUNY
Tatin1sAneanaoen leauuIUINUAINNITI LD UNSINIUNITINEDINITIASDUNDY
ilueuseunuungnuInduainasenlanviin Fe,0s Fes0, hag spinel FeCr,0, [30, 311 Tu
Ao ac . fal a v 2 YUY a
NUINBNANBINU Fe;0, uag spinel FeCr,0, UUABEATIHIUNAITIASDUTDIMANNANL5aTY

wslsdinse 430 FemdneiunsdiniseandndululevivuresdNiiunisIaduanannan

¥

wislsdndl Cr 9 - 12 Wesiduslaetnin Naamaliszning 550 83 650 °C [32] Matianaidu

Y
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WEndtunaunsinfounduiumangninu wavAseiudieg1sdinglueinia dawalidl
srezaniisaneiiaziinuiisen (4.1) [7] Iae Fe,0; aanedndu Fe,0, nsizndsnudass

AUdUDe Fe,0, ANIT8e Fe,0s
6F€203(S) > 4Fe3O4(s)+Oz(g) 4.1)

4.2 Han15AsIRaINanan lwAvaIBuUNNIUNITInSauLalaUdauuUnsTuUsTENNA

TalasiauannnszuIuvaIuIEn

AMRWUNUTEUNTIATaULGIRUSauKUUNEluUTTEINTAlElAsIauAINNTEUIYEY
U3taneieganssauBidnaseuluudeInsin wuanasenlendnwazduana il uazsoy
wantuanaeanlenfiguil 4.5 JUN 4.6 wanIn1AFRYINNUDITUIIUTNIUNTINTaULETBY

gauuwuUnrluusseInAlelasiauannssuInveIusEn nuainasenlentuueniuaina

3 =

panlanfidisnsu (Porous oxide) wazsuluduainasenlannuiuuu (Compact oxide) Fail

9

QEe

AMUNUITIUAUTEUN 6.38 Tulasiuns  Teswvaduduainasenlesnuuiwiuy 2.62

Lulasiuns wazduidigngu 3.76 lulaswng

INNTLUIUVBIVTENAUAIENERIRaNITIAUBENATOULUUERINTIA
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Specimen

Compact oxide

Porous oxide

1

Ni plating 50 um

U

SUTl 4.6 sUnadiRenswesainapenleduestunuiiiunsinfoundouseunuunglu
U538N71ALElAIUIINNTEUINTRIUT TN A BmunaesganssAtwuuldua
HAILATIZAENATIA GIXRD WU Fe;0,, spinel FeCr,O, Wy Fe %auam’tugﬂﬁ 4.7
aunginy Fe smeidesanniseuseunuungluusseindlslasiauvinliainasonledian
U wagilsesunniituainasenles vilisdninnnszuan GIXRD adludaieTualédy

ANaeanlwALATAZIPUNAUDDNNT MRNNAILTNALA EDS line scan Liauiindwnasontyn

'
=]

gilalmudutuuenwazduly Fwamsdesziuanduzun 4.8 wuinainasenledtuueniiily

WiuiiUT Cr ennddulunanasenleanunuwiy dmudsasulainanasenlenduuenis

&

wyulu Fes0, wastuluvunutudy spinel FeCr,0, LLazmﬂgUﬁ 4.5 dinapanlynanuay
Aufe Fe;0, FansefuuAdeues A Yamauchi wasaais [19, 28] wava1u3deves Y. Zhang
hazAy [29]

nalnmsiAnainasenledusitusuitiiunisindeu wdeusouLuunEluUTIHINA
1elasiauainnssuiuesuismduadefuiuavlumsanunineuseunuungluussennie

Talasiau Fazasungluniends



Ni plating

Fe304

FeCr204

Specimen

100 w [a Feg0, |
80 - i B af B ﬁ:FeCr204j
& v: Fe |
% Sl B ap il
G 40 v
= & B B‘r B
. 1N
O T | T T 1
20 30 40 50 80 : 70 80 90
Two theta
: :|— As received after
b batch annealing
_\*M I
= iy ; '
0 u A
c A | ‘
g 3 Ba \w lL
= I Pt |
3 W-NN\FMM&“""'"J"‘"‘-J\MUNMW;W-W— w’f!\vwm
T T

T
50

T
60

Two theta

70 80 90

JUN 4.7 Ha3AT1E9t GIXRD Yasiuuiiniunisindeuluudieu

POULUUNEUTTIINALELASIAUAINNTEUILTDIUSEN

Scan direction

0pm

x5000

Counts

200

o]
Cr Kal
VlJ-.
) oyl
0, Kal

Distance

Scan direction —— —

- a ¢ v . iy a a v
E‘UW 4.8 Naﬂ’]i’gLﬂﬁqgw%uaLﬂa@@ﬂlsﬂ@@jﬂ EDS line scan UY9UUIUNNIUNITINTDU

LABUBBULUUNZIUUTINNALElATIANINNATLUIUVBIUTEN

28

4.3 NAN1ATITRAN AN lUAYDITUNUNHIUNITINSBULAIBUDBULUUNE TUUSSEINA

A199)

ANYULVBIFLNADDN bYAVDITUINUTNIUNITIASBULAIDUDDULUUNLIUUTTHINA

g figaunnil 850°C Wuszeziaan 20, 25 way 30 F3luauansfsun 4.9 Inendsainnisey
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sauwvungluussenalnfainasanlend@mniesy luusseinidlalasiauainasanlenila

194 tazluussennialulasiuidmgy

20 4laa 25 4lag 30 413l

UssgnAaung

lalasiau

1

Tulasiau

0

: |l

>
a

JUN 4.9 Fuauikiunsinfeusdrsusausuunsluusseniaund, lulasiau waglalasiau

figaumail 850°C 1uszaziaan 20, 25 uay 30 Falus

amdunuiiumsiafeundougounuungluussenArne figuvnd 850°C 1By
S28¥L381 20, 25 wag 30 sfil"ﬂmfi'lsJéhsJﬂé’mﬁ;amsﬂﬁ%LﬁﬂmiauLLUUdaaﬂimLamé’quﬁ
4.10 TuusssmaunAnuainasenlen 2 wuuAednwuzildantd1l (Rice grain  oxide) 8¢
AUV Lagdnu Nodular oxide aga1udns ilonailuniseussunuunsiiviuliuna
anaoonlasdnuazidend nifiuunntunazivuelugtu lnvanasenlsrdnvazivaen
Fifinuiuadrefuiinulusendindureandnnailsadumslsaluusserniaunai 800 °C
133] Tuussennielalasiaunyu Nodular oxide wavsesunnasainfuuuise weszezanly
nseudouLUUNZiLTuNUIN Nodular oxide Unedausausaiu luussermalulasiauny

Nodular oxide Wipszziiatluniseussunuungiinduainasenleniauruliuay
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20 smim 25 4T3 30 Falas

UIIYINTA

lalasiau

Tulasiau

\%

L3R

JUN 4.10 fiuivesdunuiiiunsiafouudiaugouwuung luusssinaund, Tulasiau
warlalasiau igaumall 850°C Wuszeziian 20, 25 uay 30 Halu dremendes

aVIAUBANATOULUUABINTIA

SUN 4.11 WANIAIAHATINVDITUITUTNHIUNTITIAS DUBAIDUDDULUUNE I UUTTHNA

Y

A1994azLa10199 Mgl 850°C Luszezaan 20, 25 wag 30 93lua WuIIN1seUseU

I
v A

wuungluussnaunfainasenledd 2 Sufetuwenduanasenlediniigniy uazduluiy
anavanleniviuiwiy AouelAsIaiey GIXRD wu (Fe,Cr),0; uag Fe,0s faguil 4.12

dotlUTinseideimaiia EDS line scan fe3ufl 4.13 wuihSinm Cr fiduainasenlasy

1 [ Y

wauummmwuamaaaﬂlszrwmuuul,l,a mﬂsﬂm 4.10 39991 Fe,0; Huainananlan

&

“U‘LAU@ﬂ‘VIJJiWiuZJaﬂUmSLlJﬁE]ﬂ?J’]’J%W]i\‘iﬂUQ’WU'JQEJ"UEN C. Somrerk wazaMe [33] way

Y 9
[

(Fe,Cn),05 Wuainasenlytuluinuuiuasdidnvusdusy
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0 0 0
U U o
20 Falas 25 33 30 Fala
Specimen Specimen Specimen
UIIYINIA o
SEpRe: SHos Compact oxide Compact oxide
a T 4 .
Una , i
Porous oxide Porous oxide
Ni plati i i
I plating Ni plating Ni plating
50 pm
Specimen Specimen Specimen
Compact oxide c .
ompdot oxide Compact oxide
181@ S LQ ‘U \ Porous oxide Pocus oxide Porous oxide
—
Ni plating 50 ym ’
Specimen Specimen Specimen
Compact oxide
Compact oxide Compact oxide
- T e .
1‘1««!19’] 3 LQ ‘N liss = — Porous ide S e Porous oxide
Porous oxide 7‘
Ni plating Ni plating 50 pm

JUT 4.11 71ARRYIN9YesfuufiiIuNTsInsauLmaUgaukuuny Tuussenniaung,

Tulasiau uazlalasiau Neamall 850°C Wuszeziian 20, 25 uaz 30 Flud

gamenaeganssadLuuldua

100 4 8.0 ¢ 3 F8203
a0d ¢ X 0 0: (Fe,Crp0q
X1 g 3§
=, 60 -
£ | 5
S 404
=
|
0 T Y | T T T '| 1
20 30 40 50 60 70 .80 90
Two theta i
1 ——Air 20h
—Air 25h
N ——Air 30h
L%, |
= P i
@ A M, :
‘@ ij‘"“w.'ﬂ > V W,
E | L R Y - 20h
L et qu‘.ﬂ "v\wm Y ooy pnge
r M’“‘m‘“ Mﬁl‘wWMWMMMM'“"WWw‘«
L caipd o) 30'h
> T T T T T T T T T 1
20 30 40 50 60 70 80 90
Two theta

JUN 4.12 #a3LAT1EN GIXRD YBsuaufiNIUNNSTnTauLIIaUsouMuUNE

a

Tuussenmaunafionundl 850°C 1nan 20, 25 wag 30 Falua

Y
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200

Scan direction

100{

Counts

Ni plating_
Fe,03

(Fe,Cr)203

Specimen

Distance

Scan direction ——>

0pm B X5000

JUN 4.13 nansiesigiduainaeanlenaie EDS line scan Y8auauik1uN1sInseu

LABUBAULUUNZIUUTTIINAUNR 30 F2lalg

AuUSUTUNUNNIUNNTIAS UL UBBULUUNE luUTSENFlalasaunuaLnaaanlan
& & & < cala & & sl |
wialu 2 9 Tngtuueniduainasenlenniigngu waztululuainasenlenniaiumuiuiy
Aananslugun 4.11 doudAsIENaY GIXRD WU FesO,  spinel FeCr,0, war Fe segui
4.14 awmeiiny Fe ¢ag Weswnananasenlenvasainevseuuuunsluussenialalasiay
= o o = ° Yo aa ~ & & v
YNUIN LaTiTouLANAIRINAUBLISA YIISIENRNNTENUAIN GIXRD askudauilatuanulavuy

anavenlen wavdsiauNduoenyl 3INNTIATIERAIEmATA EDS line scan Aaguf 4.15

4 1

puanasanbwatuluRruILUUIUSIN Cr 110N wasiUSuu Fe dasnin Waisuiu

=3

¢ o PRy P < ¢ o Ao .
ﬁLﬂa?JE]ﬂl%@%UU@ﬂ%MiWiumﬁ’iUlWN Fe3O4 L‘UuaLﬂaa@ﬂl%@%uuaﬂ%quiu e splnel

Y 9 9 9
¥

FeCr,0, \uainasanlasdulufivuiuwiy uazainguil 4.10 awnasenlendnuuzsiude Fe,0,

Fam39NUUIBUB A. Yamauchi wazmuy [19, 28] wazeuddeves Y. Zhang lazaug [29]
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100 o.p s a:Fez0y

50_‘ B B op B‘I B FeCr204
1 v:Fe

Intensity %
=
-
]
=
=

@ Ble p H

—

0 y T g T T v ‘I d T T 1
20 30 40 : 50 60 70 80 90

— Hydrogen 20h
—— Hydrogen 25h
— Hydrogen 30 h

Intensity

20 h

T T T T T T 1
20 30 40 50 60 70 80 90
Two theta

JUN 4.14 HaiAs1e9 GIXRD v0siunuiiniunisiniouwaiausaunuungly

ussenAlelasiauiaamgil 850°C 1aan 20, 25 uag 30 F3lu9

Scan direction

Counts

Ni plating

F8304

FeCr,0;4

Specimen

Distance

opm x5000 Scan direction ——— >

JUN 4.15 nansiasigiduainasenlenaie EDS line scan Y8suauii1un1sinsou

wanausauwuunzlulalasiau 30 Falus

Fuauiiunsiafeundievsounuungluvssenalulasiauaingddl 4.11 auna
oonleduadu 2 4u neduueniduanasenledifisniu uarduluduanasonludiiini
yuuLL 33U 4.16 uanman1TliaTeituauiinun1sIaeundloudeunuunsly
ussenlulasiaumematla GIXRD wuanasenlsnusenaumiy Fe;0q, spinel FeCr,O,
wag (Fe,Cr),0; wailla EDS line scan gﬂlﬁtﬁamsmaaud’mwammaLﬂaaaﬂlﬁﬁ%uuaﬂuaz

gulussuandluzun 4.17 Gmailanuirainasenleaguluivuiwiuivsunm Cr gandn Ay
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Fe,0, Fnuainasanledduueniiigngy wazainasenleddulunianuvuinuude spinel
FeCr,0, 4a¥ (Fe,Cr),05 kara1nguil 4.10 ainasenlenanuazsums Fe,0, 39054 UNuidy

999 A. Yamauchi kazague [19, 28] kazanuidgwey Y. Zhang Wazay [29]

100 brid o o: Fe304
s Be g o g p B B:FeCroOy4

60 o:(Fe,Cnp03
{3

- r T v T T T T 1
20 30 40 50 60 JOi 80 90

—— Nitrogen 20 h
— Nitrogen 25h
— Nitrogen 30 h

Intensity

20 30 40 70 80 90

50 6
Two theta

JUN 4.16 Ha3AT1EY GIXRD v0sunufinIunsIniouwaausaunuungly

a

ussemAlulasiau fgamail 850°C 1 20, 25 way 30 Falug

Y

Fe Kal ——

Cr Kalﬁ—_H

. . 504 ‘
Scan direction

Ni plating

Counts

Fe304

(Fe.Cr)20s,
FeCr204

Specimen

Distance

Scan direction ——8 >

JUN 4.17 namslasientuainaeenlenieg EDS line scan Ya9uufiiIunsInou

wanauaauwuunelululnsan 30 9alug
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aumunvesatnasenlfiunanslunsed 4.1 Tngauvunaunvesainasenlys
frun1sIndeundlsuseunuungluusseaniaund daiunnimdiniseusounuunzly
ussernAlalasiau wazdalndlAgeiunasnisevuesuiuungluussernialulasiau d1usu
anasenlartunuLlundnouseutuungluussenneUnd daunnnd mdeniseusou
wvungluussenmelulasion uarlelasiaunudidu eghslsfnudmivainasenleddus
WjunaeInevsaunuungluussenialulasiau da1u1nnimanissvesusuunsly
ussenaUnd wazlelasiauniuasu Weiuiisuiusuiousugeunuuns fudusu
‘1/15\‘1ﬁ]’mE]‘UE)'E]‘IALL‘U‘Uﬂﬂu‘uiiEJ’1mﬁUﬂaW‘U’J"1ﬁLﬂaE]E]ﬂl‘?]ﬁ%HgW?Uﬁﬂ’J’]ﬂMU?ﬂ’]ﬂsﬁu wardLna
sonloitununuimumuiintuan 2.20 Wy 2.64-2.66 lalasuns  dowdeudieu
FuUneU USaULUUNY AUTUM UM 19 neUssuLuUnyluussenialelasiauiaaina
ponledtusniu wagnuuluiannumulndifesiu dmuiunundevdeunuunylu
U'ﬁmﬂ’mluiml,ﬁ]w,ﬁal,ﬂ%Lﬁsruﬁ’us??mmﬂ'auaua'auu:uuﬂzﬁqamaaaﬂl%ﬁﬁmu Lay

PUUULANUAUITU

A519% 4.1 AMURUIVOITUALNADBN IATINIUNNTINS BUNDULATWRINITOUSBULUUNY

oo sngu (llesiuns)  viuwdu (lalasiuns) Manun
e / SD SD (lulAsiums) / SD
NOUUDDULUUNY 3.59/0.16 2.20/0.16 5.79/0.19
UssEIMAUNR 20 Falug 3.87/0.08 2.66/0.03 6.53/0.08
UssEInAUNR 25 3l 4.13/0.03 2.64/0.04 6.77/0.04
UssEInAUNR 30 Falu9 4.38/0.08 2.69/0.08 7.07/0.13
Talasiau 20 Falus 3.65/0.06 2.12/0.03 5.77/0.08
Talasiau 25 Falus 3.68/0.06 2.11/0.05 5.79/0.07
Talasiau 30 Falus 3.65/0.03 2.13/0.04 5.78/0.06
Tulasiau 20 Halua 4.07/0.03 2.41/0.04 6.48/0.05
Tulasiau 25 Falua 4.55/0.06 2.49/0.05 7.04/0.09
Tulasiau 30 Falua 4.57/0.05 2.60/0.02 7.18/0.06

SD = Standard deviation
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JUN 4.18 dwinfwdeulusenirmdauaznousugauwuung Tuussenaund, lulasiau

a

wazlalasiau Ngamall 850°C uszeziaan 20, 25 wag 30 T34
Y o 4 AN N
dminfdsunlaslUvesainasenlenndseusaunuungluussenniAun@ty iiuTy
al' 1 £ el' 13 [ I ad
AUTTEELIATTIOUBRULUUNEAIIUN 4.18 awnarenlenvdteuseunuunzluusseiniaunise
Fe,0; Uay (Fe,(n),05 Laaunanauganisneslulauniindvesufjizen 4.1 fgaumanll 850
°C fAmnusugasve9eandauwinny 1.01 mPa d@wmsuluniseusaunuunsluussennia
Unfitupuiugesrateandiauirigendi 1.01 mPa et Fes0, awnasanlyndavidfizen
fueendauluussenieindu Fe,0, adulfisedounduveclised 4.1

spinel FeCr,0, @snsaaanadundu Cr,0; ﬁQLLamﬂuUﬁﬁ%mﬁ 4.2 [34]
FeCryOq <> Feg+1/205+CrOx) (4.2)

Fe 91nUfA5e1% 4.2 anunsavitujizenduesndnuluusseinia wazainufisend

4.2 Aaluufitend 4.3
2Fe+3/20, <> FeOs (4.3)
Cr,0; 9MNUFRTE 4.2 way Fe,05 1NUFATEM 4.3 anunsoavareidriuliiu

& a & = Y a o a & aaa
dsazangvaandanatlu (Fe,Cr)203 Luaﬂmﬂ%umaweﬂﬂaLﬂENﬂu, aLaﬂI‘VliLUﬂ'W]'JW

Tnddseny, Tassasradnwilouiu wazilinauddidnasawinnu [35]
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PINNSANYUALFLNUD Cr,05 @usaviuasentiv O, wie H,0 nanewdu CrOyy,
CrOOH g Waig CrO(OH)yp AIUHATENN 4.4-4.6 [4, 19, 36] AHAlVTUNUNEIINBUSDURUY

neluussnAund wastunundninaugeuwuungluussemealalasiauiinisande Cr,0;

UNEIY
Cr203(5) + 3/2 O2(g) <~ 2 CrO3(g) (44)
Cr203(5) + HZO(g) <> 2 CFOOH(g) (45)
CFZO?)(S) + OZ(g) + HZO@ > 2 CFOZ(OH)Z(g) (46)

=

- v a i a ¢ '
Fahuwdndsuuwlasluvesainasenlanndsauseunuunyluussennialalasiau
) & 2 o a P
Junian 20, 25 waz 30 WalustuiiAiuszana -0.301 un./¥a.” faguil 4.18 919481931197n
WBIN19INNITIBNEVOI Cr0; Ineufisendwaluil [19] Busulalasiauvinugisendu

aaa

spinel FeCr,0q4 UAN381 4.7 [27]
5H2(g)+2FeCr204(S) > 5H20(g)+4cr(s)+|:6203(5) (47)

Aaun Fe,05 3NUAATEN 4.7 aanediil Fe;0, tnaUfisend 4.1 1lieenainaiy

AUED8YRI0RNTIANLNUTIEINIAAINTY 1.01 MPa nasaIniueendiauainufisen 4.1 vin

URATeNTU Cr :nUiAsen 4.7 1iURRSed 4.8
2Crig+ 3/205 <> CryOs (4.8)

Uisenanving Cr,05 31nUHATN 4.8 UAsendiu H,0 nUfAseq 4.7 iim
Wy CroOOH muaunsi 4.5

9In3U7 4.14 GIXRD WufirLdngues spinel FeCr,0p Janunafiausuna Cr,0; 76
WarBUSUNISIAANITIELREVRY Cr05 UBNANNUIUTUIIUNDUBBULUUNELUUSTEINA
lalasiauanmginusesunna@Iniukulse asuielanll anvsusnlalasiuazaigly Cr0,
awna vilawna Cr,0, Rauantfse [18, 27, 28, 36-38] @wsdouINEIaINN1TINToU

@ 4 Y a = % A %4 a 1 gj a

wannalsatiuasianufumndesdndduiulsnuinnIuIfmINLulse [39-41] wazaing

gnvng JAULANANTENINNISVENEfINIIANSauTesaInasanlaiuazduilomanna 113
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atluseninaidud anasenlenndaansvssunuunsluussennialalnsiaufe Fe,0, way
spinel  FeCr,0, wAU38 spinel  FeCr,0, Htpeiiinsainnisvinufizendulalasaulu

'
aaa ]

ussenananesiu CrOOH nuufAsenyl 4.5

duiniasuudaslvvesanasenlesudsousounuungluussernialulasiaudiuly
msaviiNTunsEEsalunseuseuLuUny iesaneeiloandlaunaunieluussenie
Tulpsioudsinaiesunn nsiinanasenlasssisaunnyiildiminddsunlamiosann us
ogdlsfnaluemiddold Furuiiiunmsiafeunouniseuseunuunsilainasenlediiisngu
lvionaidloandlauudiuaramiensegngluainasenled Ufiseeendiaduaiunsaiin
I§unsau dawalviiminundenisevdounuunufisduusiaasiiusyana 0.083 un. /.’ @
szevnailun1seuseu 20, 25 uaz 30 Falu mﬂgﬂﬁ 4.16 anaeanlunnaIaUsaULUUNY I
UssEINAlulasiauAe Fes0q4, (Fe,Cr),05 Wag spinel FeCr,Oq4 dusuaina Fe;0, Lag spinel
FeCr,0O, fundaurtuauiouniseugeuwuuny sehdlsAnuiiasaineafioandiauuisdiu
wideAsluainasenlan vinlianasenlenuisdiuaaiaiain spinel FeCr,04 inu Fe,05
wag Cr,0s éﬁ’wﬁﬁ%mﬁ 4.2 119 4.3 feun Fe,05 way Cr,05 saudinuduaisavarsveuda

= Y a ) a & aaal Y a ) % = I~ ) )~
Lummﬂ%mmawaﬂﬂaLﬂ&Nﬂu, @Laﬂi‘ﬂiLUﬂ"m?GﬂﬂaLﬂUQﬂu, Iﬂi\iaiqﬁmaﬂLﬂﬂiEJUﬂu LLagd

NLAUTDLANATOUYINY [35]

4.4 NANTISILATITUNURINAINANTAVDITUIIUNHIUNITIASDURA DU ULUUNE TY

UFIEINARILE

ndnidusuRiunsIadeundteussuuuungluusseaniasieg Tliansed
anzAIduTuvesasazats 1 Tu 4 909n58UIUNISHARDS LHosanfinududy
Weatuaniizaeanszuiun1suanade ldwuanasenledindeseiiin wazldlusunsy
ATIEANIN (PANASIS) lé’maﬁmamiugﬂﬁ 4.19 15797t 4.2 uanaUodiudituiivesaina
senlasimdefefiiamdmnihdunuriunsindeundioudeunuunyluusseniaieg I
fanse nsETuURIUMsIndeuLdsUseuLuUntluuTsIMAUnEnUIn Weszeziiainig
oUTIULUUNYLANTY USinadinasenlsfmdefnsiimfifiutusosandunisieit 4.2 e
svovnailunseudiivduain 20 Fluadu 25 $alus USunaanasenlesmdedsiinafiudu
othaunan 0.0444 wWeddud 1Hu 00507 Wosidud ndan 25 Fluadu 30 Falus

Wugwaniesdu 0.0522 Wesidus anmieanainifeszeznaniindy iliusuaeng
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& o X ) a a o a A
ponlYAiINIINYY wALdnIINTNNRONTATUNAAAY [21] a11150WNTUNINUN 4.18 A
WiuITugag 20 Flaely 25 lustiuminiuasuliserinamdnas AauaUsa Uk UUNL AN
o X Al oa X v ' ) ° v & A AN v Y
WILTULNN hazTANANTULDEAIUYT 25 - 30 TN ANMSUTUIIUTNIUNITIASOUKAIDU
sauwvunzluussennialalasiau JUsuiuainasenlafndsfieniiuIudntaeiile
5282 lUNNTAUBIURUUNZANTY TnefsazIanlunIsausauwuuns 20, 25 way 30
Flua JUSunaanasanladndam1aninime 0.0143 wWasidud, 0.0161 wWasidud way
0.0165 Wosidud auaiu anugillafiuszeznalluniseusaunuunzudafiUsunuana

s & Y da a X oA . ' v U W ‘:4'
ponloflnd oA iNLINTWHLBNIN Nodular oxide UsdIUTINAIiUAaAslUIUN
4.10 YMANInaLNaeanlemnasAI9ARILAEINTY dNNSUTUIUTEIUNITIASDULAIDUDDY
wuuneluussennalulasau JUsuiaanasanlonrndsfesniiuIutiosyazianlunisau
DOULUUNELALTY Laefiszozialunisauaaukuuny 20, 25 way 30 92Lue JUsunaana
oanluAmAnA1annIfAe 0.0251 tUeasidud, 0.0284 Wasidus waz 0.0318 wWoasidua
MINARNY AUNRLNTIEAUNUIVRITUAINa BN Ll ATiuTuAanslun1519N 4.1 LBy
SEELANUNITIUDDURUUNE

DTN TUINUAHIUNITIATOULAIDUDDULUUNLIIG 3 UTTUINFNNIUNISAANTAENINE
AU UTUIBIANTALANY 1 T 4 YBINTTUIUNISHNANDSY U NUSEULTEUNUNUINNITOUDDY
luusserinaunfaivsunuainasanlganioAaidiuIngnsedaeunne lulasiau was
lalasiau auddu anveiainasenlenainnisevdeuluusseiniaund Wer1un15AANse

Y A a I3 A Y aAa ~ | A a
wasiUSunanaranlenmdefaniInINAge wsign1seudeuluussenniAunaiang
a ) o A a ~ It Y a \ Y] f

pongiaduiindeiuandlusui 4.18 AuansArtmdniuasulsenitmduwagnauniseu
gaukuungluussemaunflAmInNgatasnunefetuanason Al uTuI NI oAU
171 ANSARNTAFILINAIUINAIT UBNANNTINNAIT WA 4.1 NLENIANUNUITUALNaDDN LA
fuNaILA15EN GIXRD wag EDX (FUN 4.12 ua 4.13) wuiguainasenlentunuiiuuianig
wnfigauaziluanasenleduin (Fe,Cr),0, Nillasideuin (Cr rich) AadviliaudRd
na Cr,0; dwmalidauaissninainasenlendunuuduiiduainasenlenvia spinel
FeCr,0, (A103U7 4.14 - 4.17)  fnvainnisevseukuungluussenalulasiay uay
lelasiau Inganmsiansundsnudassivdiigamall 25 °C vesanasenledyin Cr,0,

wa spinel FeCrpm’?iuﬁm"lng’jﬁ%mﬁ 4.10 wag 4.11 sua1nau [42]

4/3(:]'(5) + O2(g) < 2/3(:]'203(5) AGf = -697.8 kJ/mole Oz (4.9)
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2Fey + Oy + 2Cry05) «> 2FeCry0q5  AGs = -618.8 kJ/mole O, (4.10)

~ | Aa a I’z P )

nsain1sevgeuluusnAlulasunivsunuanaeen lATUIHIUNINNEAATLERS
Tup19799 4.1 wasfanasenlondunuiuduiuainasenlanvin spinel  FeCr,0, way
(Fe,Cn),0, W@ntoy Avntnidsuluseninmduasnoususaukuunydataeninie
= [y 1 a % = 1 1 = a a L2
WgUAUNI5aUBULUUNZIUUSTEINIAUNR N15AANSAFNE NN FediuSuaamnasanlan
LAADANNTIRITDIAILN

nsain1saueauluussienelalasiau dandvinidsuluseninmaaasnausy
1 a [~4 = I3 1 U =] og.J/ [ A aa
gounuunziianluau nuneds anasenlenenivgaseulade dsosunnAINAULLISANRY
anasantenyinlvaisazalensaaiuisawnsndudnldlusuanasanlenladiieg Judna
sanlgadiauuneiign wazanasanlestunuiwiuuainasenlasuia spinel FeCr,0q N3
Annsadsieiigaiieuiunsainisevsauluusseinmaunfvasluusseinialulagiau 1aing

Y] % N |a ¢ A Y  ada v N
ﬂ@ﬂi@ﬁ]ﬂﬂﬂiﬂ’]malﬂaaaﬂlﬂ@Lﬁa@ﬂqﬂﬂmﬁuaﬂﬂﬁ@
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A1519% N-1 89 A-11 LERINANITIAAUNUNTUD BN LYAINATNAIARAVINUDS

Fua Ingdnanurunvestuainasenlanvivuiwiy wasiidgnguslag 6 99 91w 10 §U

AN5199 N-1 NANISIAANUNUITUD DN WAIINATNANARAVINIYDITUINUNIASDUNDUBUD DU

Luung Nanemendesqanssaliuuldiag

U 1 2 3 i 5

Oxide scale thickness (um)

compact-1 2.54 2.54 2.14 2.54 2.01
porous 1 3.74 3.88 4.01 3.74 3.88
compact-2 2.01 2.27 2.27 2.67 294
porous 2 3.48 4.01 2.54 3.34 4.28
compact-3 1.87 2.54 1.74 2.01 2.01
porous 3 3.61 3.61 4.14 4.01 3.74
compact-4 2.14 1.87 2.01 2.14 1.87
porous 4 3.48 3.48 4.01 2.81 267
compact-5 4.01 2.54 2.01 241 2.01
porous 5 2.14 4.01 4.01 3.74 3.07
compact-6 2271 2.14 1.87 1.47 1.88
porous 6 3.48 4.01 3.48 3.88 3.61
total layer 5.80 6.15 571 5.79 5.66
compact 2.47 2.32 2.01 2.21 2.12

porous 3.32 3.83 3.70 3.59 3.54




51

6 7 8 9 10 Total SD
Oxide scale thickness (um)

1.87 2.14 1.87 2.01 2.14 - -
3.74 3.74 3.88 3.74 3.74 - -
2.14 1.87 2.01 2.41 2.01 - -
3.74 3.48 4.28 3.74 4.14 - -
2.01 2.41 2.01 4.14 2.27 - -
3.61 3.21 4.41 3.61 3.21 - -
2.27 2.14 2.14 2.67 2.67 - -
3.48 3.74 2.67 4.01 3.74 - -
2.14 2.67 1.74 1.47 2.54 - -
2.67 4.01 3.07 2.67 4.41 - -
1.87 2.27 2.14 1.07 2.27 - -
3.88 2.54 3.61 3.21 3.48 - -
5.57 5.70 5.64 5.79 6.10 5.79 0.19
2.05 2.25 1.99 2.30 2.32 2.20 0.16
3.52 3.45 3.65 3.50 3.79 3.59 0.16

SD = Standard deviation
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AN5199 N-2 NANITIAAINUNUITUD DN MAIINATNAIARAYVINNVBITUITUNIAS DULAIDUB U

nildneondesganssmiLuy
e
SU 1 2 3 i 5
Oxide scale thickness (um)

compact-1 1.34 2.41 2.14 2.81 2.27
porous 1 3.21 3.21 3.88 2.81 241
compact-2 2.81 1.87 2.01 2.67 1.34
porous 2 3.61 5.08 2.01 2.01 4.01
compact-3 2.14 1.74 1.60 4.14 2.14
porous 3 6.02 2.27 2.14 521 3.61
compact-4 2.27 2.67 3.34 2.14 4.95
porous 4 2.27 4.41 2.12 4.68 1.6
compact-5 2.67 2.14 3.54 4.14 1.6
porous 5 5.08 4.41 4.41 4.41 4.14
compact-6 2.14 1.60 2.67 4.28 3.34
porous 6 3.34 3.48 4.68 4.28 4.41
total layer 6.15 5.88 576 7.26 597
compact 2.23 2.07 2.55 3.36 261
porous 3.92 3.81 3.21 3.90 3.36
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

2.94 2.54 2.41 2.27 2.67 - -
5.48 3.21 3.61 4.14 3.34 - -
2.81 3.74 2.81 2.81 2.14 - -
2.27 3.88 3.61 5.21 4.41 - -
2.27 3.21 2.67 2.94 2.41 - -
4.95 3.07 5.48 3.61 2.14 - -
1.6 3.07 3.34 2.54 2.44 - -
3.07 3.88 4.68 5.21 4.14 - -
1.74 3.61 2.54 2.67 2.67 - -
3.61 2.81 3.34 5.08 5.08 - -
2.67 3.21 2.41 2.67 2.54 - -
2.41 4.41 4.41 2.27 3.61 - -
5.97 6.77 6.89 6.90 6.27 6.38 0.55
2.34 3.23 2.70 2.65 2.48 2.62 0.49
3.63 3.54 4.19 4.25 3.79 3.76 0.27

SD = Standard deviation
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AN5199 N-3 NANITIAAINUNUITUD DN MAIINATNAIARAYVINNVBITUIUNIAS DULAIDUB DU

SU 1 2 3 i 5
Oxide scale thickness (um)

compact-1 2.54 2.67 2.67 2.67 2.81
porous 1 3.74 3.74 3.74 3.74 3.61
compact-2 254 2.81 2.54 2.67 2.67
porous 2 4.01 3.61 3.74 3.74 4.01
compact-3 2.67 2.94 2.67 2.81 2.81
porous 3 4.14 3.61 4.14 4.14 3.74
compact-4 2.54 2.54 2.67 2.81 241
porous 4 3.74 3.74 3.74 4.14 4.01
compact-5 2.54 2.51 2.54 2.41 2.67
porous 5 3.74 3.74 3.74 4.01 3.88
compact-6 2.81 2.81 2.81 2.81 2.54
porous 6 3.74 4.14 a.14 3.88 3.64
total layer 6.46 6.48 6.52 6.64 6.47
compact 261 2.71 2.65 2.70 2.65
porous 3.85 3.76 3.87 3.94 3.82
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

2.54 2.81 2.54 2.54 2.54 - -
3.88 3.88 3.88 3.88 4.14 - -
2.41 2.81 2.54 2.81 2.81 - -
3.74 3.74 4.14 3.88 4.28 - -
2.67 2.81 2.81 2.54 2.81 - -
4.01 3.88 3.74 4.01 3.88 - -
2.67 2.41 2.54 2.81 2.54 - -
3.74 3.74 3.74 3.74 4.01 - -
2.81 2.81 2.81 2.54 2.67 - -
4.01 4.14 3.88 3.61 4.01 - -
2.54 2.41 2.67 2.81 2.54 - -
3.61 3.88 4.01 3.74 3.88 - -
6.44 6.55 6.55 6.49 6.69 6.53 0.08
2.61 2.68 2.65 2.68 2.65 2.66 0.03
3.83 3.88 3.90 3.81 4.03 3.87 0.08

SD = Standard deviation
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AN5199 N-4 NANITIAAINUNUITUD DN AIINATNANARAVINIVDITUINTUNIAS DULAIDUB U

wuungluussenniaund 25 $alus Nanemenaesqansadiuuldias

SU 1 2 3 a 5

Oxide scale thickness (um)

compact-1 2.67 2.54 2.94 2.67 2.67
porous 1 4.01 4.01 4.01 4.01 4.14
compact-2 2.67 2.67 2.67 2.67 2.54
porous 2 4.14 4.14 4.14 4.28 4.14
compact-3 294 2.54 2.54 2.54 2.67
porous 3 4.28 4.14 4.14 4.01 4.01
compact-4 2.67 2.81 2.54 2.67 2.54
porous 4 4.28 4.28 4.01 4.28 4.14
compact-5 2.54 2.81 2.67 2.81 2.67
porous 5 4.01 4.01 4.14 4.14 4.28
compact-6 2.67 2.67 2.67 2.54 2.67
porous 6 4.14 4.14 4.54 3.88 3.88
total layer 6.84 6.79 6.84 6.75 6.73
compact 2.69 267 267 2.65 2.63

porous 4.14 4.12 4.16 4.10 4.10
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

2.54 2.81 2.54 2.41 2.67 - -
4.14 3.88 4.01 4.01 4.28 - -
2.67 2.41 2.54 2.81 2.41 - -
4.14 4.14 4.14 4.01 4.01 - -
2.67 2.67 2.81 2.67 2.54 - -
4.28 4.28 4.01 4.01 4.28 - -
2.81 2.67 2.67 2.54 2.41 - -
4.01 4.14 4.01 4.41 4.01 - -
2.67 2.67 2.67 2.41 2.67 - -
4.01 4.14 4.28 4.28 4.28 - -
2.41 2.41 2.41 2.81 2.81 - -
4.01 4.14 4.28 4.28 4.28 - -
6.73 6.73 6.73 6.78 6.78 6.77 0.04
2.63 2.61 2.61 2.61 2.59 2.64 0.04
4.10 4.12 4.12 4.17 4.19 4.13 0.03

SD = Standard deviation
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AN5199 N- 5 NANISIAANUNUITUDBN AN ATNAIARAVINVDITUINUNS ASOULAIDUDDUY

SU 1 2 3 i 5
Oxide scale thickness (um)

compact-1 3.07 254 2.81 2.81 267
porous 1 4.14 4.54 a.54 a.54 4.41
compact-2 2.67 2.81 2.54 2.67 2.54
porous 2 4.01 3.88 4.41 4.14 4.68
compact-3 2.94 2.81 2.67 2.81 2.81
porous 3 4.41 4.41 4.41 4.01 4.54
compact-4 2.67 2.81 2.67 2.54 2.67
porous 4 4.68 4.41 4.41 4.81 4.68
compact-5 294 2.81 294 2.54 2.54
porous 5 4.54 4.68 4.28 4.68 4.01
compact-6 3.07 2.54 2.67 2.81 2.67
porous 6 4.95 4.01 4.41 4.81 3.88
total layer 7.35 7.04 7.13 7.20 7.02
compact 2.89 272 2.72 2.70 2.65
porous 4.46 4.32 4.41 4.50 4.37
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

2.67 2.67 2.67 2.67 2.67 - -
4.41 4.54 4.41 4.28 4.68 - -
2.67 2.54 2.81 2.54 2.54 - -
4.41 4.14 4.41 4.41 4.01 - -
2.54 2.54 2.54 2.67 2.54 - -
4.14 4.54 4.01 4.41 4.54 - -
2.67 2.67 2.54 2.67 2.67 - -
4.54 4.14 4.54 4.14 4.41 - -
2.81 2.94 2.67 2.54 2.54 - -
4.14 4.14 4.68 4.28 4.14 - -
2.81 2.54 2.54 2.67 2.67 - -
4.14 4.01 4.81 4.54 4.41 - -
6.99 6.90 7.11 6.97 6.97 7.07 0.13
2.70 2.65 2.63 2.63 2.61 2.69 0.08
4.30 4.25 4.48 4.34 4.37 4.38 0.08

SD = Standard deviation
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AN5199 N-6 NANTITIAAINUNUITUD DN AIINATNANARAVINIVDITUINTUNIAS DULAIDUB U

SU 1 2 3 a 5
Oxide scale thickness (um)

compact-1 2.01 2.01 2.01 2.27 2.14
porous 1 3.61 3.74 3.48 3.74 3.34
compact-2 2.27 2.01 2.01 2.01 2.01
porous 2 3.74 3.88 3.74 4.01 3.74
compact-3 2.01 2.27 2.14 2.14 2.14
porous 3 3.48 3.61 4.01 3.74 3.74
compact-4 2.14 2.27 2.27 2.14 2.01
porous 4 3.61 3.61 3.48 3.74 3.74
compact-5 2.27 2.14 2.14 2.01 2.14
porous 5 3.48 3.61 3.74 3.74 3.48
compact-6 2.14 2.14 2.14 2.14 2.01
porous 6 3.88 3.88 3.74 3.61 3.74
total layer 5717 5.86 5.82 5.88 571
compact 2.14 2.14 2.12 2.12 2.08
porous 3.63 3.72 3.70 3.76 3.63
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

1.87 2.01 2.14 2.27 2.14 - -
3.61 3.88 3.88 3.61 3.61 - -
2.14 2.01 2.14 2.01 2.01 - -
3.61 3.74 3.21 3.61 3.61 - -
2.01 2.27 2.01 2.14 2.14 - -
3.48 3.48 3.34 3.74 3.74 - -
2.01 2.14 2.01 1.87 2.27 - -
3.48 3.34 3.61 3.48 3.34 - -
2.27 2.14 2.14 241 2.14 - -
3.74 3.74 3.74 3.61 3.48 - -
2.27 2.14 2.01 2.27 2.27 - -
3.74 3.61 3.48 3.74 3.88 - -
5.71 5.75 5.62 5.79 5.77 5.77 0.08
2.10 2.12 2.08 2.16 2.16 2.12 0.03
3.61 3.63 3.54 3.63 3.61 3.65 0.06

SD = Standard deviation
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AN5199 N-7 HANISIAAINUNUITUD DN AIINATNANARAVINIVDITUINTUNIAS DULAIDUB U

SUil 1 2 3 i 5
Oxide scale thickness (um)

compact-1 1.87 2.14 2.14 2.27 2.27
porous 1 3.48 3.48 3.74 4.01 3.48
compact-2 2.01 1.87 2.27 2.14 2.14
porous 2 3.74 4.01 3.61 3.48 3.61
compact-3 2.14 2.14 2.14 2.27 2.01
porous 3 3.88 3.61 3.74 3.88 3.61
compact-4 2.14 2.01 2.27 2.01 2.01
porous 4 3.48 3.88 3.61 4.01 4.01
compact-5 2.01 2.01 2.14 1.87 2.01
porous 5 3.88 4.01 3.61 3.48 3.61
compact-6 2.14 2.01 2.27 1.87 2.14
porous 6 4.14 3.48 3.88 3.61 3.61
total layer 5.82 5.78 5.90 5.82 5.75
compact 2.05 2.03 221 2.07 2.10
porous 3.77 3.75 3.70 3.75 3.66
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

2.41 2.01 2.14 2.14 2.01 - -
3.48 3.61 3.61 3.88 3.61 - -
2.14 2.14 2.14 2.27 2.27 - -
3.88 3.61 3.74 3.61 3.61 - -
2.14 2.27 2.14 2.27 2.14 - -
3.88 3.74 3.61 3.74 3.48 - -
2.01 2.01 2.14 2.01 2.14 - -
3.88 3.74 3.74 3.34 3.48 - -
2.14 2.14 2.01 2.14 2.01 - -
3.88 3.74 3.48 3.48 3.61 - -
2.01 2.27 1.87 2.14 2.01 - -
3.48 3.48 3.48 3.74 3.74 - -
5.89 5.79 5.68 5.79 5.69 5.79 0.07
2.14 2.14 2.07 2.16 2.10 2.11 0.05
3.75 3.65 3.61 3.63 3.59 3.68 0.06

SD = Standard deviation
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AN5199 N-8 NANITIAAINUNUITUD DN AIINATNANARAVINIVDITUINTUNIAS DULAIDUB U

SUl 1 2 3 a 5
Oxide scale thickness (um)

compact-1 2.27 2.01 1.74 2.14 2.14
porous 1 3.74 3.48 3.74 3.61 3.74
compact-2 1.87 2.14 2.27 2.01 2.01
porous 2 3.61 3.61 3.48 3.74 3.74
compact-3 1.87 2.14 2.01 2.14 2.01
porous 3 3.74 3.74 3.61 3.74 3.61
compact-4 2.27 2.14 2.14 2.14 2.14
porous 4 3.74 3.61 3.74 3.61 3.88
compact-5 2.27 2.14 2.27 2.14 2.14
porous 5 3.61 3.61 3.61 3.61 3.61
compact-6 2.14 2271 1.87 2.27 2.27
porous 6 3.61 3.74 3.61 3.61 3.61
total layer 5.79 577 5.68 5.79 5.82
compact 2.12 2.14 2.05 2.14 2.12
porous 3.68 3.63 3.63 3.65 3.70
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

241 2.27 2.27 2.14 2.27 - -
3.21 3.74 3.61 3.74 3.74 - -
2.01 1.87 2.14 2.27 2.14 - -
3.88 3.61 3.74 3.61 3.74 - -
1.87 2.01 2.14 2.01 2.27 - -
3.88 3.48 3.61 3.74 3.61 - -
1.87 2.54 2.27 1.87 2.27 - -
3.74 3.74 3.61 3.48 3.74 - -
2.27 2.14 2.01 2.01 1.87 - -
3.61 3.61 3.61 3.61 3.61 - -
2.27 2.14 2.27 2.14 2.27 - -
3.61 3.61 3.61 3.61 3.74 - -
5.77 5.79 5.82 5.71 5.88 5.78 0.06
2.12 2.16 2.18 2.07 2.18 2.13 0.04
3.66 3.63 3.63 3.63 3.70 3.65 0.03

SD = Standard deviation
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AN5199 N-9 NANITIAAINUNUITUD DN AIINATNANARAVINIVDITUINUNIAS DULAIDUB DU

SU 1 2 3 i 5
Oxide scale thickness (um)

compact-1 241 241 2.41 2.41 2.67
porous 1 3.61 4.28 4.01 4.01 3.74
compact-2 2.67 2.14 2.27 2.27 241
porous 2 4.41 4.01 4.01 4.41 4.14
compact-3 2.14 241 241 241 2.54
porous 3 3.74 3.88 4.41 4.01 4.14
compact-4 241 2.27 2.27 2.67 241
porous 4 3.88 4.14 4.28 3.88 4.14
compact-5 2.41 2.41 2.27 2.41 2.41
porous 5 a.14 4.14 3.88 4.01 3.74
compact-6 2.67 2.27 2.54 2.41 2.27
porous 6 4.28 3.88 3.88 4.28 4.41
total layer 6.46 6.37 6.44 6.53 6.50
compact 2.45 232 2.36 2.43 2.45
porous 4.01 4.06 4.08 4.10 4.05
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

2.27 2.41 2.54 2.41 2.54 - -
4.28 4.41 3.88 3.88 4.01 - -
2.27 2.41 2.41 2.27 2.41 - -
4.14 4.28 4.54 4.14 4.01 - -
2.41 2.27 2.41 2.41 2.54 - -
3.61 3.61 4.41 4.14 3.88 - -
2.54 2.54 2.41 2.41 2.41 - -
3.61 3.61 3.74 4.14 4.28 - -
2.54 2.27 2.27 2.54 2.41 - -
4.54 4.41 3.74 3.74 4.41 - -
2.54 2.54 2.41 2.41 2.41 - -
4.28 4.41 4.14 4.14 3.88 - -
6.51 6.53 6.48 6.44 6.53 6.48 0.05
2.43 2.41 2.41 2.41 2.45 2.41 0.04
4.08 4.12 4.08 4.03 4.08 4.07 0.03

SD = Standard deviation
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A15199 N-10 NANISIAANUNUITUD BN BAIINATNAIARAVINVDITUINUNS AT ULAIDUDDUY

SU 1 2 3 a 5
Oxide scale thickness (um)

compact-1 2.54 2.67 2.41 2.67 2.67
porous 1 4.68 4.28 4.81 4.54 4.81
compact-2 2.81 2.54 241 241 2.54
porous 2 4.41 4.68 4.95 4.41 4.54
compact-3 2.41 2.41 2.41 2.41 2.41
porous 3 4.68 4.41 4.14 4.68 4.54
compact-4 2.67 241 2.27 2.54 241
porous 4 4.54 4.95 4.68 521 4.28
compact-5 2.41 2.41 2.54 2.67 2.67
porous 5 4.54 4.14 441 4.14 4.81
compact-6 2.54 2.81 2.54 241 2.54
porous 6 4.54 5.08 4.54 4.41 4.41
total layer 7.13 7.13 7.02 7.08 7.11
compact 2.56 254 243 252 254
porous a.57 4.59 4.59 a.57 a.57
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

2.41 2.41 2.67 2.67 2.54 - -
4.14 4.68 4.14 4.54 4.54 - -
2.54 2.27 2.27 2.41 2.41 - -
4.41 4.54 4.28 4.41 4.68 - -
2.54 2.27 2.67 2.54 2.67 - -
4.68 4.41 4.54 4.54 4.41 - -
2.27 2.41 2.41 2.54 2.41 - -
5.08 4.81 4.41 4.81 4.41 - -
2.41 2.67 2.41 2.41 2.54 - -
4.14 4.28 4.28 4.54 4.81 - -
2.41 2.54 2.27 2.41 2.41 - -
4.68 4.81 4.68 4.68 4.68 - -
6.95 7.02 6.84 7.08 7.09 7.04 0.09
2.43 2.43 2.45 2.50 2.50 2.49 0.05
4.52 4.59 4.39 4.59 4.59 4.55 0.06

SD = Standard deviation
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AN5199 N-11 WANISIAANUNUITUDDNBAIINATNAIARAVINVDITUINUNS AT ULAIDUDDUY

SU 1 2 3 a 5
Oxide scale thickness (um)

compact-1 2.54 2.41 2.54 2.54 2.54
porous 1 4.14 4.54 441 4.81 4.41
compact-2 2.54 2.67 2.54 2.54 2.27
porous 2 4.68 4.81 4.81 4.68 4.68
compact-3 2.81 2.54 2.67 2.41 2.67
porous 3 4.68 4.81 4.14 4.14 4.88
compact-4 241 2.67 281 2.67 294
porous 4 4.68 4.41 4.54 4.54 4.54
compact-5 2.67 2.41 2.67 2.67 2.67
porous 5 4.68 4.14 4.81 4.68 4.54
compact-6 2.54 267 2.54 294 2.54
porous 6 4.54 4.54 4.41 4.68 4.68
total layer 7.15 7.10 7.15 7.22 7.23
compact 2.59 2.56 2.63 2.63 2.61
porous a.57 a.54 4.52 4.59 4.62
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6 7 8 9 10 Total SD
Oxide scale thickness (um)

2.54 2.54 2.54 2.81 2.67 - -
4.54 4.88 4.68 4.95 4.54 - -
2.67 2.81 2.54 2.54 2.27 - -
4.68 4.68 4.54 4.14 4.68 - -
2.54 2.41 2.67 2.54 2.67 - -
4.54 4.54 4.28 4.68 4.54 - -
2.41 2.67 2.54 2.94 2.67 - -
4.68 4.54 4.01 4.28 4.54 ] ;
2.67 2.67 2.41 2.67 2.54 - -
4.81 4.81 4.81 4.28 4.88 - -
2.84 2.41 2.94 2.27 2.81 - -
4.54 4.14 4.54 4.88 4.68 - -
7.24 7.18 7.08 7.16 7.25 7.18 0.06
2.61 2.59 2.61 2.63 2.61 2.60 0.02
4.63 4.60 4.48 4.54 4.64 4.57 0.05

SD = Standard deviation
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10:16:27 AM |20.00 kV| 4 500 x | 6.7 mm | 3.0 |ETD
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0:07:06 AM |20.00 kV| 1 000x | 6.0 mm| 3.0 |ETD
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8/17/2016 HV mag O spot det 20 pm
10:09:36 AM |20.00 kV | 4 500 x 60mm 3.0 |[ETD OBRC
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10:49:32 AM [20.00 kV| 1 000 x | 6. 7 mm| 3.0 |ETD OBRC
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9/6/2016 HV mag O WD spot det 20 um
10:48:49 AM [20.00 kV|[ 4500 x |6.7 mm | 3.0 |ETD OBRC
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