UNN 3

28N19NARDY

Tuunilaznanalemaasiuauesaisall JaaUnsnl LATNIZUIUNISHTLNERUAZITINEN
BNTZ  soufiedgmawiendudnuivansssauguauimniamean Taseaiimnagania

AnaNTRnIINg uavAuaNiAn Wi andos Genanalumassidendall

3.1 gapiinldlunisnaaas
311 usdmineanlad (Bi,0,) ANLF4NE > 98% 151 Fluka

312 Imfauefuan (Na,CO,) ANNLEENE >99.5%, 131 Carlo Erba

'
a

313  nnflanlasenlad (TiO,) AvaLSan >99%, 15HM Riedel de Haén
314 wesladlunesnlas (2r0,) AnuLFana >99%, 134 Riedel de Haén
3.1.5 uaunwineanlas (La,0,)

3.1.6 Tlaidisueanldd (Nb,0,)

3.18  Iauaaseanlas (CoO)

3.1.7  @vuea (ethanol) AINLEENE 99.99% 1M MERCK

318 thiudalau (siicone oil)

3.1.9  TFanuaa (silica gel)

3.1.10 2:7imu (acetone) mﬂmu’?‘qw‘ﬁ( 99% 13N Merck Useinpieagiiu
3.1.11 walllaveanaded (PVA) 131 Fluka UsuinAddnitauaus

3.1.12 n1MKNU (silver paint)

3.2 Japaunsainldlunisnaaas
321 isesdsRaneanaaziBEn 0.0001 nfunAnTAt L3N AND f1 HM-300
3.2.2  gnuawteslaile (zirconia ball media) neenanidurinugudnatd 0.95 1.4
3.2.3  finnefuunm 20 uaz 1000 HARARS

3.2.4 ATBINANAITULLUWHWMAN (magnetic stirrer) wianAa A uEau (heater)

14



3.2.5
3.2.6
3.2.7
3.2.8
3.2.9
3.2.10
3.2.11
3.2.12
3.2.13
3.2.14
3.2.15
3.2.16
3.2.17
3.2.18
3.2.19
3.2.20

3.2.21

3.2.22

wiwANdmiNauans (magnetic bar)
a . .

NITAEAZQNIUEIN (aluminum foil)
AINUEIN&MTLLAANT (agate mortar)
¥ - . .
tgArguUn (alumina crucible)
wiuazgiiun (alumina plate)
napAuLm (dropper)

o o = .
AsaNaans 1N (ultrasonic)
inTaLALiENANANTAIgNUeR (ball mill)
WA gamgiige
nefillafadtlefiruuianea mnnazidun 0.01 TaaAT
winAlanzdwivdntugtaunaduninguinansuns 1 mufuns

d e 2
wraseaszuulalasan
nTTAENIIEILLAT 600, 800, 1000 WA 1200
mednargiiunnnneynia 6 uae 1 lulasmns
seaniinsediand (X-ray diffractrometer) U X-pert HaRTAtILTEN Philip
naeIlanITABIANATaLLLILIZedNIIA (scanning electron microscope, SEM)
U JEOL JSM 5910 LV wanlnenidiv JOEL Useinadiiju
wraainladidnyian Anadun Wi uaz Fameida uuyu Sawyer-Tower
circuit
wisasdinAmudeadia Knoop microhardness tester (Matzuwa MXT Oi-7 Type

D) uaz Vicker microhardness tester (Galileo Microscan OD’'98)

15



3.3. N9LATENAIRE

3.3.1 NMSLATENAIT Bi, Na,  TiO,, Biy Nay Ti,, Zr,0;, BigsNeg s Tig 4127 500, LABAIE
WAUNMNUN WAE Bi, Nay Tiy 1270 5.0, taanaelulaidia

3.3.1.1 NSLATHNEN

Tun13LeTeEg Biy Nay  TiO, uaz Bip Nay.Ti,,Zr,0, W x Wiy 0, 0.20, 0.35, 0.40,

0.45. 0.60 uaz 0.80 wWdaulnsua Wasn1swenwuLindasnlas lnaAuaaInaunIsAll

Bi,0,(s) + Na,CO, (s) + 4(1 = X)TiO, (s) + 4xZrO, (s) = 4Biy ;Nay Ti,_ Zr,0,(s) + CO,(g)

TUNFTENES Biy Nay Tiy 12650, ABMBLaUniN e La Wiy 0, 0.01, 0.02,

0.03 wndoulnslua WAsnswsTaNwuLandaantas TngfitanRIngunsAil

0.5(1-1.5x)

Bi0L(s)+ O.S(l;l.Sx)

Na,CO,(s) + 0.41TiO, (5) + 0.59Zr02(s)+§La203

0.5(1—1.5x)

—> [BiO,SNaO.S ](1—1,5x) LaxTi0.4lzr0.5903 (S) + COZ (g)

Wuniswsenud Bi Na. . Ti,.Zr 0. @wagaelulaion We Nb wniu 0, 0.01, 0.03,
0.5 05" '0.41 0593

0.05, 0.07 uaz 0.09 xaulnaiug WRsnswssnLuuiindeanlas TnaAwInIAINANNTAL

0.52 - x)

S
Bi203(s)+0—5i4—x)

Na,CO,(s) +0.41(1 - x)Ti0, (s) + 0.59(1— x)ZrO, (s) +325 Nb, O,

i(i;x—)c‘yz(g)

. . 0.
— [BiysNa, ] . (T4 4121 50} . BB, O; (S)

4
P = ) Ao = Y 2 o = e
LHB ﬂixufmmil,mimNd“ﬁ@\‘m’]?ﬁi‘tﬂﬂuw‘msm UABNITIATUNAREA[INU @QLL@@Q@E‘U@QEU

o 1 X =l o 1 d‘/
3.1 wadaatl uaznanivmaazibenfsiellil
1. TnaBuanteanssisfiu (Bi,0, Na,CO,, TiO,, Zr0,, La,0, waz Nb,0,) tinnuaHaNiy

Tunsedasnwanamnniuiauamasiaiie (Zircoria mill ball) Taglfianiuaaiilusanans
Wunan 24 dalug
2 e niuTnITLenNaLAReNAINTaNUAT LATNHANN TIEWN TRETN R UANHANNIIY

vwmsulfaaudeu (hot plate) Ngnamgfitlezann 150 °C wazAuAIAILLYIAUANS

16



(magnetic bar) aulsranauuiaudainlilay Agnmgianindi 100 °C anduARsiian
UAALIRLARILATNLAAT (agate mortar)
wdarhwnuaalas (calcination) ludasgomnd 700-800 °C  lunisiansoumn

UMM AN

v 1
aa

AMNUULN AN IAIFUAINA 11 ball mill anAfadungl 6 dalus el lanenanig
1 [~3 v dl o -] £ v A dl 1 v b2 % $
nenguudsidaaige waztNNN I awidauina1nu  Ldadnasi AulAn

a131sznay BNTZ

Bi,0; + Na,CO, +4(1-x)Ti0, + 4xZrO,
v

Ball milling (1) 24 and (2) 6 h

A

v
Drying at 150 °C

!

Calcination temperature range 700-800°C/ 2 h

71 3.1 TUABUNNIWEFLNNS BNTZ
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3.3.1.2 NLATUNLTEIINN
:J/ = = 1 =S = ' 1 dal
TupauNswItNEan uanslugl 3.4 uaznanaiesaaziasacssia il
v a = dl " al a 3 % Y v
1. UAKY LadRNdgemluilien (binder) naalfianeanaaad (PVA) AMNLINIUTREAY 3
Taawminiuslszanulunisugd i Eueu Wunailszann 5 winsuazidan
o tdl % o o é/ o ] . 1 Cs
2. tmsilduinnnedeaugl fanwusifuuiunan (disc) wadusinuguinas 10
Naawn? TaeldirresdnreuulanTa ANLAZUHANNIaNLAEANAY 1 AL Winan 15
a =
AN
o ;’ d‘ 1 -g % o | a v ) a dl o QI
3. induanuiidiunisiugtudanndncesasluniuasgiu - udorhunDadivetlesiugs
uidlausendnamisuwn aagy 3.2
4. ihlwndumedfimaszitaauansulaudegl 3.3 Aa azianiswawangmad 500
! o @ X X )| Y.
AANEATaE 1Unan 1 Falue Wenien PVA 2ananniualgsiin  antiuadiig
a & .y s = 1 ° a F o [} Y
gruundauivanmgiaumes aelunimeaesiiazninisduvnedivindy 900 "C sie

v '

ARIIN1TTWAITaIgUNNR 5 asatmarTaa/ui uad 6 Falug

Wim BNTZ

v

LULRNABINITIAEEN

v

71l 3.2 AnwoirN9AnEENTn BNTZ duduinduines
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Temperature (°C)

120 °C/min.

e
5°C/min. 59C/min.

S 9¢/min.

>Time (min.)

g1 3.3 uruianasldguugilunisindumefiasiin e T, Aa gouminiives

Wwaz 900°C Ae gouunidunaes

19



BNTZ powder add PVA

A 4

A

To measure weigh, diameter and thickness

-

Sintering temperature range 900-100C °C

v

BNTZ ceramics when 0.20, 0.35, 0.40, 0.45, 0.60 and 0.80

71 3.4 uHUN NI UAAUNNTLETENLEIHN
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3.3.2 mawAsaNgdsignlnAaurasiaun
3.3.2.1 MSLATUNA
a o = =~ . oy o =~ o

edainlnnenmeflawmiunagsingzuu i ndellignisBaamanssiaunig
findaanlas (mixed oxide) AuiuludupauniseFauasszuLluidaensruaunisil azdain
nMamanziminzaniigalunssten e lildnaandnhiaigns an1sAildluns@inem
nmswrannaanindaminfuugeslaunlseneudiong anavtugumginisuiuasled 700

/AN P "

— 850 °C, #n1lTHIUaNIFRUNAIY uazaniaznisienuas imisesnss TneldiBunnans

v
o

AFUAINANNITLAT

0.25Bi,0, + 0.25Na,CO, + ZrO, ~—> (Big4Na,,)ZrO, + 0.25C0,

3.3.2.1.1 MeIATENRINTIGUUYH 700 — 850 °C
o v < % = n'/
wasanuandnneidauaamagnuameslaile Juwar 24 daluslueniues
pELATRIUALiaE HaNAITULL Ball-milling thansuaudneulumeufigumgR 120 °C Wlunan
24 dalueuans wan Weldauniammsiuiudeuunneanandu wuaalnlienguiidos

gUUQN 700 - 850 °C wwddluinan 2 daTue dhesmsndu-ad 5 °C/min

3 U

v

gaem AN LN aNg Telunnmesasiazinnuaalmilngen AL E N1 saaLaUNNLAR

€

gl 35 dwiu msdenldtegungit - weafludesgamnisesnisnuaalmdiam

a = d’ v = d a a o =l
NﬂUﬂNVIT“ﬁLﬂEINiVW]’)LUﬁ °TNLﬂu[ﬂuLLUUﬂ’ﬂ\‘Iﬂ’]i‘ﬂﬂHWﬂW?LﬂTHNN\?L‘H?’\NﬂUV]NﬂI"TﬂLﬂBNLsﬁ’ﬂﬂﬂ

LA

21



FAUNNU(°T)
4

Tl 240t

i
>

1nan ('fqim)
51l 3.5 nezuaunmaATINFauTeINT N LAR TN L E N BNZ

3.3.2.1.2 N15LAS AN NS NI UFITAIAUAIINY
nanandaivinfuumaslaungnidesieaiases Bi,O, Na,CO, uaz Zr0, lugaalSunu
A9AN 0 — 15 Wefifudlastinuinaadanssedu Fanns199 3.1 TRaNHANTINNALATEN A0
a 'S « ::l‘ = rd‘ d‘ n‘/ I v
nsvuaumsindeanlas wanguuniuaalnimenzaungs uean 2 9lue nadenld
P = o o\ o o /4 = = &£
ANMTNTFTUUMBFUIUANIAIIUFANAY NS TN TF9F U N ADIANLITAN VRGN

. X
wisdnszu Tuus

] v
AN914 3.1 HaEFNin BNZ N3N 081 3F9m 1A

Bi,O, Zr0, Na,CO,

BNZ/5wt%Bi,0, BNZ/5wt%Zr0, BNZ/5wt%Na,CO,
BNZ/10wWt%Bi,0, BNZ/10Wt%ZrO, BNZ/10wt%Na,CO,
BNZ/15wt%Bi,0, BNZ/15Wt%ZrO, 3NZ/15wt%Na,CO,

22




el ai & a &
3.3.2.2.3 maiasanraniunsun liiaazidsauasininaa laianas
wangnainlameureilauniumssiwiufides Wnamdndimariqninniu QNLEw
guvgiiuaalmiivinzan dunen 2 delwe wagsfindunisenuealsiniousn gnuA
1% < v P o'/ v ‘ﬂl 1
nanneaueansagnuataslable  unan 6 dalwelueniuea  Anaebesusties

a

HaNgIuLY Ball-milling haaimsidndheuluenauigruuni 120 °C e 24 dalug

a

anuuAalinsaingnasionumniian roudidune 2 4ol dradhsauas 5

=

. NV -VA VIR S 10 ana A = 1y -
°C/min LW@‘lummmuwma@@qmﬂgmmw IUUDNGNRNATY NIsiaan ldanTaznisimnAa Loy
ARNATY  LWIITANHTUZARIRLEP NN I NS LA e lriASausn HanwouzAaududs uasd

1A lug At nsua uaznisnLealmEnas doelinainlimsenldadauysal

3.3.3 mawasanssiaanlmfannunaalauaas
3.3.3.1 NMSLASENNILAZLTSID

49 (BiggNay,TiO, : BNT) flidedan Co #aedznauuyiindoenlas (mixed oxide)
TneFuanmmhansdedn uri faeanlad (Bi,0, >98%, Fluka), lmAanAFLaILA
(Na,CO,, 99.5%, Carlo Erba) Innilamaanlas (Tio,, >99%, Riedel de Haen) wazlavsas

aanlt6 (CoO, >98%, Aldrich ) lusRsgaugaannis
Bi, 0, + Na,CO; + 4(1-x)TiO, + 4xCo0  -—--> 4B Na,Ti, ,C0,0, + CO,

Tatifl x= 0.005, 0.01, 0.02 uaL 0.03 ANAALLARaNfeiauasfagnuame e
Wumar 24 dFaluelueniuea Foeieiaduatias NENAITUWUY  Ball-milling
fmmmzmLif’ﬁ@u’lmm@uﬁqmmﬁ 120 °c  flwasn 24 delusunsang
Lﬁ@‘lﬁwmﬂﬁlmzﬁw,ﬂuﬁ@uu,mnﬂ@nmnﬁu LNWLLﬂ@lﬁﬂmqmmuﬁ@muqﬁ 800  °C
wutifuom 2 dalue deesmeiu-as 5 °C/min e g msuiengns lunismaaas
azldgrunglunisunaled 800 °C HmswRamigsfininge AR RN f AL LR pagi
3.6 51’(351m?ﬁwqﬁ'Lm?ﬂu’lﬁmﬁqmaﬁm%ugﬂ Tneld Polyvinyl Alcohol (PVA) monudiudia

Fataz 3 Tnaiwmin Lﬂuﬁmﬂiunﬂﬁugﬂ%umu‘lﬁﬁﬁwmzLﬂuLﬁmmmLz’ifumu@uffﬂm\a 10



Haaung Inaldiarasdnszuulansadnuazidfinwlany faaausy 1 fu Wunan 15 duai
v =R o : d‘ ] 4,( % o 1 a < 2 ° :

WARAHN TN U UNNITUI L MR AT UL UB gL L@FaLan1NT e u w0

Fumeinguugd 1050 °C Tasudidlungn 2 dalus foedmsTu-ae 5 °C/min & miwu

a as . . £ -
nsiden lgnuuniil mssiiluguumgiinisumnaugdeeansidln BNT

EUUNN(°T)
4"

240l

5°c/min

S°c/mic

>
—>

1981 (ffztm)

71l 3.6 NLLIUNTININARINTAUTBINITLNTULABTURIHLTTNHN BNZ
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3.4 NM19AIAFAUANUTANWNNILNTNYDILEFIAN

NITUIATAMNAUIL LY

aa

lunswArauLUdurestsiin [3an1s1esefARAS (Archimedes’ principle) A@

Wadhnaneglurasmas  dAnuuazngalufiaussensa (Buoyant Force) delaunmvinfiu

q U
v 1

dwintesresnaafignitauuiiluing - feduitnisumnzaniuzeudmnaiin  Fanuas
ane wilivinlfienmninideasazate Tnadidunaunimeaesil
1. ddeaeiinllfaludndudung 4 4ol udaiel3dudunm 144
2. hidaaninlddafaeiamaunuivinne Mieiaetaiogy 3.7 udatufinAnaladu
Sl W,

a

3. damsdnlddelusiniaduninduiamin w, udaninlufiseufenumnd

200 a9ANEALTeA U 1 91

o n‘/ 201 o Y o K ' :I/ '
4. MNTTNUIUUN W, BRLUNNAN AINUUUNUAT LUANNIT 3.1

w.

N Pr,o (3.1)

Wz_m

I8 Pgury AB ADHILNULLIBTIEAN P,y AR AMNMUNLULLRIHNAUERININARDS
- ¥ 4 o — ke o Lo
W, e dnidnresmsinideluainiatusis W, Aa uinidnaasgadnfidaluainiAone

- aly o o od o
den uaz W, Ae dvinaeqasdnidaluiin

25



71 3.7 ipesdedn huimnaunsodeliisluiuazeanie

3.5 NN9ASIAHALAIALTZNALUNINANANATANITLA LI LW BISIRLANT
s ldmelian1aenvIaeiaAiand lnisnmagasmaaflsznay
NNLATLATTRATRUN AN IR ATYW Tata AuANNITANTANNISNLUDS aﬁ*ﬁmﬂsﬁmuuﬁuawm’fm
¥ = = 1 ~ X e X i o =
wdafianisnsziasuaziaeauy Inadyunisaaawueanseiullavagfulasainanuay
d'u/ dd‘ o 4' 1 nil/ o a s '
U (hKI) BRenseANANNsznunfeludan TanudngUuuunisage.uuesiNaendreuras
FHAATHAMNANNIZIANZAIE LA TN AsTieiATeadear 2933R (detector) WNTR4L
i“q?@Lﬂnsﬁﬁmzlﬁm@@ﬂmmnf‘mmuﬁﬂLmuwmj Aanusnnsaday lfindanuiuanslssnm
1 Inefansnnpnuduiusaigusesuusnt (Bragg's angle) wazaauidurasinisdiandues
4 - =< y - - 2 A& o j
sununisideaunysng seansusazafinarlzluuunsaeauidan B UzIanIZUANANY
full ReaunsataguuunisideniuuresidendiamsasunnTainauiudeyasiiasie
ndgudeyannsgiu (JCPDS file) Idiianstaaeutiinreavafit ATy Tanisistaniualu

o B cY Z\J/ o t;l/
mimiﬂf;Lm"izwmximmumfaum\m
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TUABUNITLAFEINTUITUR
TngBuannistdimauasduanwasininienldudnldlu holder annifusinliqned

a2 ] ° o ;’ = x Y ] a = 174
UFnadasd miuINTuuluATe X-ray diffractrometer LmewLmuma‘mim“l‘mﬂ’mmum

(CuKg) NilAANEIARULITZNM 1.64 °A aAnAIYN 26 71 20 897 Taufiandyu 20 #

LATRUANT LA TNNNTRTRS A LS

TURBUNTLATHNTUI LT TNAN

1. dadanihduanuaniindaenszatenseidenisinlsmmsifiesdnReantsn
UFUHY8eN
° a dlv a % % ° % di o a =
2. daninndaromieanudaliviaanazensaeasassansilain iunad 30 1
Tneldien1uaailufinany
% 1
3. varnmanrazanudnihmkwlleyukduenfiigamnivszann 150°C i
a1 24 d9lug
o ag/ P 1% 1% = el vy a ¥ o v o 1% - i
4. m‘numuwauLLmLLm’LﬂmmuugwummﬂwLmﬂuhmamuumu LAt LATadNE

AT

3.6 NM3ATIHALIATATINIRANIARILNABIANTSAUBLAN AT UL LLFRING A

v v

TURBUNI TR TN TUITURN

lunsdennsiog SEM sedms ivefinmdneurlasaimnsaania uay TUNABUNA

89 MeunsNLAa L

o =

1. Wl BNTZ fsiunnsualiazidan sinldinssanasa (dispersion) Tnarinludanstls
a =i o o P
Ua Lavuaailusananslunisnszanada unan 30 wnd

2. AAWMLNBIUANLLLYIULNEWUASY (stub)

1
=

3. Weasy 30 uWi iuviuneawasnwuumuilfanufeuigumgivszano

L

50°C udalduaenuemagaiiniunisinlinszanasiouds Ussnns 1 v nenaeL
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a;a v a v a s 1 & v L) d‘ i

wineawasimnld  ansazangaziauwiiaiuwiunawides  wadahlleuiela
¥ b .

A uIuluA g ldifu 100°C
A nTuNINILAAeL RN esTua Ul enasaine Minalieailainasse (sputtering)
Wwnan 30 Jund
o : v v M| @ &
NIN1IATRAALTUIUANENABNqanIsAlRLANAauLULdBaN A latRean 1T uue
NNTENEINTNLLIL secondary electron (SEI) Llag backscattering electron (BEI) 614
31 3.8
s o R A o X A a v
WanienIw SEM 1A AdidanaarsaiuinlunisasaaeautiauasUTuuasmag
WMATIANNINIZAENAIILLBIT R Land (energy dispersive X-ray analysis; EDX)

=) d‘ a &
el asu s lun1saeezi

TUABUNITLATEHTUIULTINRN

infususinfdiunisindumaiuda liiannsasaseuanenrlanaieganina

ANEINABI9ANIIALBLANATAULLLZRINTIA (SEM) IPEAZNINITAFIRADUNINURINAINITT

Waf (as-received surfaces) WAYIRENN (fracture surfaces) TANTNATIRAALWURANHIUNN9TA

(polished surfaces) faanszaemsnaiuas 600, 800, 1000 AT 1200 uardAnaemazgiiun

1un 6 uay 1 lulAsiumns udavin thermal etching Agmumai €00 °C 1luiaan 15 uin Tnedl

TuAaL LN AT TN LT RN A9TL

1. FurullFAsLuuviuneamnans (stub) saaminiagaandnuuuunelaaan

08N WaTAURLTRsERNUARBINI AN 21sey Tun N zassenis

A9IRABLAE SEM

° 2 a P v ° [ a = .

MnnadeLRagedususiaanasanlaadinatinatlnmesa (sputtering) tfluiaan
=

5 W

° Q’/ v ¥ A @ [ ¥

Bnsamagauiuusandeqanssddiannseutuudeansinngy 3.8 Taeld

WALA secondary electron (SEl) et ldwiruneeeansi uay backscattering

electron (BEI) iWaANH WA LIUALRIT1IY
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71 3.8 NABIANITAUBLANAIOUULILABINIIA (SEM)
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NV UIAURILNTU
ad 1 a S v o x:ll
ABNITUIANTUIANTULBAUEIINN BNTZ 1aanaan1sluy ansnidunsaiade (mean
. . A aa = = o
linear intercept) m@fmﬂmﬁmimummumﬁm LL@m\‘lmgﬂ 3.9
1. BuaINNTaNEMAAALHLNN SEM LULENNANEAIUMLN Teanaminiu L
2. TAUIUAAFAEUNARELILIFIIMRLLNIY (N,)
3. ldaunis 3.2 TunsANI T U AN UL A LWNUER T TN

D, = (3.2)

\Ha L An mnuenagedunngat, N, Ae auiuqafnsaniienuanaue109e94uy

nAaaL () D, Ad TUIANTUIAAE

71l 3.9 3BN1IMIUIATBAUNIULLL Mean lirear intercept
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3.7 MsATIARaUTdALAz TN UEIAAEATANTNTEANANRINUTDIT IR LanT
n1gATIagaLTiaLarINIIs AR EINATANIINTE AU WAL RLIand (energy

= o

dispersive X-ray analysis; EDX) HUANNITAINNITNIZLANTDIBLANATAUIUTUINU LAY
Uandaesfdiendeanuiieiv@iandfilseseanuniu udnwuzienzassudazaigilaas
= Y  a a Ao a o P ' o g v
aanun dvluezrensenaudiailunfuaiilsrquan uadidnnseunidtsrqavatsau vinld
NapnuuanANIendIwd szqneluszaen unlseqivaesassiasannaiuluLsazans nnsFes
o a o a a i’/ d’ ¥ [ 1% { o
FaTavalaNATaUTaL AR drsesnaNtiu iTundn ladusidunauulddesiuans e
189098LANATAU (electron shells) IneBLANAseUTUlugAI TN UANgA WATINATWT LR
1 v v ! v
wisusefign wazdidnAsauduuaniuaslnas e uAndgauANAIuRUsLAT Lazseiuduy
wasuius1e sesBidnaseuazBasanaslusentliuenldieiik, L M, N, O, P uaz Q
PNATL UazlilesainauuanaTasssiundsnudamilssvedidnaseuseudionies
M IABIANATAUFSAY (primary electron)  ARNALIUANTNINNTN RsTnas ldunudluse sy

WANUTU K Hannandu L

electron

71/ 3.10 wdnnaifinie@iand

a i’z v ¥ a o ¥ =
nsruaasdidnasausesy azdr laudidnaseunielunldugeasnllainaznen A
a | 2 A ] = =*X o v a a AdIQ <
mmﬂqumgﬂﬂi:au AR 13~1L@ﬂ‘?_lﬁ‘ “NLIﬂ’)’]NWEJ’]ﬁJ'mVl’]eLﬂLﬂﬁﬂ’]ﬁ‘LﬂﬂEIi Tnuninaanasaunly

o b . ) d " T A
seAudumAsunuenazdllunui lnenszlasasllunuidesinsiiaifnnrauaslungasen’y
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wdavnliifanslantaesndssudauiuaanunluglaesis@and (X-ray photon) Faindenu
whﬁ’ummLmn@mm@ﬁLﬁnm@umm:ﬁu%uwﬁdmuﬁLsﬁ’wmL,muﬁﬁuﬁqgﬂ 3.10 WAZAATU
afaljaligial} %'B“Vuiva?hﬂﬂﬁfﬁqﬂﬂ@mﬂ@'@ﬂ@@ﬂm Tuduauuasndsuilsessaniudatinans
Iugﬁm@\mmmwdw3xﬁuwﬁaqmu@zﬁmquﬁﬂ@mﬂ@'@a@@mmfnq BuEnmsenluusiazduLes
8165097 Aasiindeanunnsineiuly Faflugnenizanziadail manansnieemeiuedle

71 ResAtlsznaueesis lating wazifunnududadaurinle

Spectrum 1

Bi

4

B (o B e e R e B B e . R USRS

0 1 2 3 4 5 B 7 s] 2]
Full Scale 56 cts Cursor: 0.000 key

71l 3.11 Anmourdeyan ldainnsinsizi EDX
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3.8 N9MTIARAURNLALTINAURILTTINN
o =1 a o Y g v 2
Udaimsfin BNTZ ludasensyansmaaiuas 800, 1000 way 1200 WEauuazlfsyuy
WagnunsaNaiusasnalaat et wantnlSaAnmuudasnedsinisna  (indentation
technique) Trenidusuii umssraasudamaaasaeATesdnAANNLTNqanIA

[ %

(microhardness tester) TagigtliuvaasianauuLanines (Vicker hardness testing, HV )6

wanlugUil 3.12 uazytl (Knoop hardness testing, HK) pananalugl 3.13 ANa1AY Anti
SRANANNENITR9RLLENTLTAAINNNTNARAETANALLLANINE (crack length, c) fnanaad
qavssAiluas (ight microscope) thAnamnudsluberasyuildllfAunnmimuegiazes
£4  (Young's modulus, E) PNANNNST 35 LAZANAINNELTINURaTaELEN (fracture

toughness, K,.) ATNANNNTN 3.6

g1l 3.12 1Aseednaudeuuudnines (Vicker hardness indentation)
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1 3.13 Lﬂ?’aﬁmﬁ\umugﬂ (Knoop hardness indentation)

3.8.1 AMAMNKTILLLANLNDS

lusnfin BNTZ @enlducin 1000 n3u lunisageumaiuuds devanisnedusnudn
NITLAT AIINENRT899RENA (d) Zagmnsnth A mnrane g Anineslgaaunisy
3.3

HV:1.854d—P2 (3.3)

e HV Aa ArAduudslumineaadsinines widas GPa

P A uwiin?liunviona vuag N

d A AiAuendRdn e dunLeeyNTesininas ukae tm

34



3.8.2 AMAMNKI ULy
Tuirsndin BNTZ i@anlduin 300-500 niu 1981 10 Fundl lunismadeuanuuds wevii
MINATUNULAMILA ANMKENIRRETesduMIeIyNTedinnes (d) Svdnunsainllfuan

ANANNLILLANINAFLAFI4NN19T 3.4

HK = 14.232’;— (3.4)

e HVAe Aanuudslumiceuael wity GPa
P A uwwiniliunvng wioe N

d An AeNETesdunus i TaaTayt wise ptm

3.8.3 ANNARAAURILI (Young' modulus)
o h o &b. 41 a4 :
WanAdauAMNLINLLYL daanratiAsine Alduunuluaunisi 3.5 wensuen
NRAAFUBIEN
b b

E=aHK (— ——,j_ (3.5)
a a

e  HK Ae Fhaouudauugl
o o ] { o k% > 1 ar ¥
b/a Aa R dINsTI NS ULy IRTiaNA AU LIM L IR NA A e
wanayyl winfdu 1/7.11

b/a’ Ain dRsdaugeadunieayuTedsesnaduALAaA e

o A AIAITIAINNNINAREITEY Marshell WaZANLE WUNTIANUssany 0.45
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3.8.4 AMANNATUNIURRTRELEN (Fracture toughness)
WiansuAiAuuduuudnnes Auegdaaeeee LavANNENTaesRtILN

AINIRLNALLLANINGT mmuﬁﬂu@mmaﬁ 3.6 ANIIWANANNAUNUABIBE UEIN

Wa KA ANUAIUMIUsan1ssesuan uilae MPa.m'

E Ao wagda1esel wie Pa

HV Aa At uLdsludnsesdninas uiae Pa
“ ¥ o4 )

P A8 WnUNyNnA wiog N

c A8 ANENITRITRLLN WY m

3.9 ﬂ’]iﬂi’)@ﬂﬂﬂﬂuﬁaﬂ’mlﬂﬁ’mﬂﬂL‘ﬁ‘a"]ﬁﬂ

3.9.1 guilRladannan
NIATINAALANAITLABLANYEN (relative permittivity, &,) wazunnimasnisgoyidelugtl
wa3A11FaunaeladLanynan (dissipation factor; tans Ylun13iasnAsilaaLanysn waziwn
19 = v a @ a o dl o a a =
imefnisgryidelugtlaasmnuiauaadladidnvingnunsam lilae e Auesesinlagidnyian
auN309nAANA TN C uaz tan 5 Tutiaeaaud 1kHz — 100kHz lugdaegrunginesaen)

= Y o X
Eadeg InaNTUAAUNIINARBIANT

1. dndlaasfnlldafanssanemaeiuedsine Witauuazldssuny

2 TarmNTWILATE BN AN TasTsiN sl n

3. riandnldvndaliin eminin@u (silver paint) wdatinlilwn

4 sl anldiansiaman C uay tan 5 Foeisesdesagy 3.14 lutag

AN TkHz-100kHz udaihldAuanmien &, Aaaunig 3.7

. (3.7)
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Wa  C Aa AAuqIWHA wiag Coulombivolt vide F
€o A1 8.85X10" Mg F/m

A8 ANANINEANANNNS WeaA1AIT lABIANYTISNT89dNT1IL
¥

8\'
A Aa WAt dAaedaean wiae mm’
d

A8 ANNUUNIBSIAEITN Wiae m

3.9.2 anist WAl nazaudunuliia
d' o ' a @ a 'S = v a =
WadadArlagidnnin uazuninesnisqaidaluglaesaniuieurasladidnvin
= v v :// o s 1 U = d‘ tﬂ' =l '
FauFeauas aandwiinedadianuiunty Wesdaswduluun CR 1ie C AeArainug
A1 uag R AR AMNAIUNIY ANTEIAT R sninuludunisd 3.8 adldarmnuanansnly
N i (p) eanun Wensiuanuaiusnlunsd i (o) unudiadly

ANN"7 3.9 AwdnunsansILA a1 lun R AL (o)

R=p-—
'OA (3.8)
1

pP=— (3.9)
o

We R A8 AN uniusanssudliin vy Q
=l 1 o = 6 £ 1
p Aa AduLse@nsanumuniu wdag Q.m
[ Aa Aonsmunaeaiagein wiag mm
= g A Y o =1 a ' 3
A Aa Nunwinderaadalmsnin widae mm

o Aa duilsz@nanisth i waa (Qm)”" via s

3.10 NM9ATIRRAUANTALWSIsALa NS nYaLds RN
nsmenTwanlaidudnda  Araninaarassadinanlsmdy wazauinaudausmanly
mMameaesilazAnsngnssunisiineuiamesds (P-E hysteresis loop) 1041 8N BNTZ
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a o

duanunraninimagauldlne linTeslianFandn  Sawyer-Tower circuit  Ineidumaunis

NAaaIAIsalLil

1.

@3N BNTZ Nsiednsnagausninnisdasaenszaemseiias 800 uay 1000
° o d’ yay o 1 = 1%
AINANALINe WTwIUe T uas Ifss
a a ‘il a & : o ] zl/ % v ° d‘l t% Ly

NN1MRBLFUNLEMTNIesTuIUAret 19Iedaws W udai ldauinalinin@u

% % ° ° % v aa I's
wits uganmasaunistin i daeslaadines
BFuniginnnmasay anuuldsedutesluiiduddlaududuaeusaeengld uda
Guligunsiniuntuanusiede Tagagliauinlvisusgudaufsaunaluing
wnfiganiazm Winanlserduresduanusaatiai anisauso wisalaANITiLIn
(break down) 28T UADENGTL

oo = e ° = S Ay oy :
nanldazaanunluglasnudamesda  Winsaudamesdanlsuivnarinanlse
fuBusa  (spontaneous  polarization; P Araninwedmaavesiwanlserdu
(remanent polarization; P,) WATAIAUNNAUANUNLIAAN (coercive field; E.) [40]

Tnein

- Aanwaanastadinan laidu Wus wan launaun i dandugud

- antwanlamduansn  iuen e s unT U a1 ANIANAIUAIAN N

Wy awwlai defiaalnan lsedusiumintauu ningangs

- Arauusuduwlman dudtgunaliindsnudeinanlserdudugued

UANAINTFTININITATUI UNNANA D IR N D9MILETAINeTTd (loop squarness;

o = P ey, o s A L o =
Ry ANHOUIZIIUBANATTAN IHaINNIIATIRaaLAlaIATadda Sawyer-Towertil AzlANHUEN

uansatuaanlllulAazan? F9aslNUanINANH UL IRNITN NS IR LA NN N BIZTUARTHA

& e
AR AT

' dl a N ) s a @ a d‘
ANANIT WAL NTDINIUTALN AT TANIN waAINNaNTRANITRWSTBIaNVINT

o S = = sy < = = iy
ANIN@NINNANANNITUIVRLNTA9IUEAMETTATY TIANAMNULTUNALNTAIINIUERINDTTA

£

naganARtazddviaiy 2.00 TeasnansnAwuAiaodumaetteuamesials

ANNGATAYANNIT 3.10 [43]
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R, = (%—J + (%F—J (3.10)

& ' a a ey
AR ﬂ'\ﬁrnllLﬂULﬂ@ﬂNm@QQQQua@LW@?ﬁ@

e R,
- | 2 o | s
P A ANENINALIUARY RS INAN oL (Mdag uC/em’)
P, Aa AnTnanlaurduansa (Muiae pClom’)
P A A Tnan lsdunausgun AW 1.1 2898u1NaUAN

1.1Ec

udwan (vdae pClem?)

3.11 N19ATIARAUANT AN TEA AN VIS NUBILTSIAN
nsuAANL sz AN S Nalaaranvan

«
a a a

lunnsmsassaudnlsea@vainea8ianyisn (piezoelectric coefficient; d,,) Taaims1ANIL
#1170 LA LAEITNT W ULEN AN N F BN INARALANTRNNNN RGN T ANENIILAT
400, 600, 800, 1000 A% 1200 ANNANAL e IR TuWEsAnIUEa LA AeeunL

a

ANTIINIIMINIRULT N IRaT e T WEdNIEesi . s laufigungd

©

a nI/ nﬂl £ % = v 1 d‘ T a a o
120 a9ANTATed [Wnan 24 99lu e N 9 Ruliie wallaannanfAmnI9rad8NINNNTHa9
X & Yow = @ i A o s & A o P
TulesIidaniinisnssasnat gy vsanisnszanssinludnwaietnliganinnnsiian
Tngsnduguauda  dsngnisnlineTadidnvanluusias lawuasindeiuaulianunsousns
anAsnaneanunld Auivasfeaidunuasdnuiiinisadeda (poling) waldidanis
%4 = %3 o v = = = a @ = v o
dnFeairedumuilninawasinassingunsauanagfinssuive laddnvnlsl Taevinnag
afedalwhdudalaungoumnil 120 asrmaidea auwwlnia 4 kv/mm doaunu 10 wnd
{2 BFNAINENTRINLEI R N AN UNINIAREN IR UNI NI TAIAADLTDLUDITUNY e
flasiunisdnasasainnisaunaininnianusedndgadill  dhduaenusedldluganis
dj % oo < a o 1 1 ﬁ‘ a d’
naaasielsrnaumagagUnInidudaaniindoatnildasluirzasarugug i aesnan G
vrsqrhdudalavegniely uazimuaguugiiliauasiudn Awaaclugtl 3.14 Fuvinnisadng
dlaennsAet UsuanusAndiiaauudailinacusedndasdl 4 kv/mm w10 Wi

AAUATINNNTAAANNANANGTAY  ANNIUENTIIUeanHIa NN WA lauLasAels 24 dalug
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v K o o I e a a a a 2 J a g o
warasdnrdudsrdvaie latidnvinveaaminiaeldieses o, Jwed Aawanslugl

3.15

71 3.14 gaiATasdalunseuaunisaineo

71l 3.15 1ATRN d,, Hies §1 S5865
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3.12 N1sANENlASIAS AN IAallsILNSN Powder Cell

luns@nenlazeairananaensimstnssun lvddadnlafaumasiaum nansanelaald

T1lsunsu Powder Cell @Waulne W. Kraus waz G. Nolze [41] Tdsunsuisznaudag 4 daudndty

famalilil

1.

foyaidh  (nput  date)  udeyadusundndusedlilunisaFraniemadiugiu
dszneudag uamiani1diees (attice parameter; a, b, ¢, ., B, 7), 1lnecaen, a1
DYFABN, AUVLNAZAAN (Coordinates) WATTRAGNNIAT (space-group number) uananil
% o di d’ A v ] o QI Vv % a dl'

franunsanmunteularedssesiionis My yuiuBENsuLazgaving,  alnvesnduan

neenu e uaz step size 1198 running step i gﬂ 3.16 &MY input data screen

fraction  Refiperieasd &

EEDROET EEET LD R C A

8|2
elffel
= Stucture 3 ¢ < - =10l x| A
structure data == ozl
el dete | o -
[noname @l =
[ lattice constants —— e Eﬂ}a‘
| space-group No i setting [T P1 slomsincel 0.0 Dpos) ==
| T e b c a B. ¥ E‘Z_.gl
| [10-0000 10.0000 [10.0000 90.0000  [30.0000 {90.0000 4

| celvet 00003 densty: 0000 g/cma  red. mass: 0000 mass abs cosf- 0,000 eme/g o
e i
1 nome |2 on | IR0 y z SOF B (temp] - a8

| -
I soon| -dom| _comment | 9 pop | x goncel [ o

31 3.16 input data screen
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1. wuuanaeslasea¥am@n (crystal structure representation) Wuuuuanaedlaseaiianasg
4? [ zif [% :’/ o [% =< o o ' [
T ndeyaidesruludunaunistiiudy  fauuusiaassenanamnuyuld,  wansaanu

8199usy wazaur] 1usiu g1l 3.17 uana crystal structure representation

Bl Powdercell 22 3 B ST B = S
Fie Sructwe Select Options Difftaction (wiiicoeii Windows Special Help

el oM@ SNue san o [] | |
| . 92
@l’ -~inlxl ‘ EE}
# St e
218
|
[/
og| 7
| Bl=
4D
E
4|8

gﬂ 3.17 crystal structure representation

o

2. gUUUUNMSRENIUNS  (powder pattern) ugtluuunsdeaULAasauaInlAsaia
= o d' = o = & [y — =
nanlude 2 usrReulareinisiinsaziisne Misuaen’ld 1w AN IARUANNITNY, step

. % o o J dg/ o le/
size \usiu InpandoannisassaliiluntsAuingluuunis@enin

L =AXHXLPG X |F,|° (3.11)
P = v o
WD A8 AYHLLNAA
A Aa NMegeduauatiuian
H Aa mutiplicity

LPG AB Lorentz polarization Wae geometry factors

A
L AR structure factor
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FWHM® = Utan® O+ Vitan 8+ W (3.12)

\ila FWHM @4 full width at half-maximum %38 AYNNA28INARTIALALNAINES

UVW @ refineable parameters

< = =
ATVUI ABDINA

A miugtuusaesia (peak profile) awnsndanidniglultsunsulaesnnisges Gaussian,

Lorentz, Pseudo-Voigt bag bi-Gaussian Tﬂﬂgﬂ 3.18 L&A powder pattern

FkStmm&de()phmstwu et

o=t Windows  Special

& CaUsersiasy

= -

Um

17006

¥

EEL J_xBJffﬂiﬁ_J_j _J_JJ 1 Ol_JlE_J_l_l

1 1 v e 2 /" i
B S S I T YT ST T T

21/ 3.18 u@AY powder pattern

3. 193a88n (output data) %’ﬂy‘ﬂm@a\'@’miﬂﬁ‘l,l,ﬂim A cell parameter, generated atomic

coordinates, parameters for reflection calculation Lag

= dlo A o o/ o/
Naaqunanananiu A .cel dwmiusmidsunsy uas

N3N
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Tupaun1Ansilnsaaianansaalilsunsy Powder Cell

1. wenldfagyalasairananfiviunzan (input data) Tnaaunsamlidanauniilasa¥ie 519

q

A o : o = rdl 2 o o ' a
nifuasAlsenay LL@&;J:‘LJLL‘U‘]_Jﬂ’)i‘L@El’JLUU?Q@L@WD‘VI@@@F]@’NHI FAIDLWNNINNGA

2. 1 input data Tilsunsuafrsuuuaiaasiaseaianan wazgluuunisiaeaiuy fagy 3.19

91l 3.19 Powder cell screan

3. uldsuulamnadnessiie du latice parameter (a, b, ¢, O, 3, ¥), coordinates, space-

group number #gunuNIsALLAzL Asuw asmnanafime i aeuly

T CAbaert ASUS Dekeopf aptdeving program' - 0] X

RS

51l 3.20 MawasuuaswnsHmesEusiu
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tﬂl 12 a o 1 ndl d’/ d( ¥ v o Il X o w
4. LﬁJ’t’]llﬂ‘W’li"mLﬁlﬂﬁ‘ﬁ]’N”’lVlLﬁﬂJ’]t’&N LL’Z‘WEULL‘LI‘Uﬂ’]‘J‘L@E]')L‘JJuVIﬂ@’]?;lﬂUﬁ\'J’ﬂ‘EJ’]\‘l WUNTDYHA

AANNIRAFIINT N

BOOIOrT ErECE R CONORE | ,
B — Z] v

. A i2de
X e paveder aats s =
Saen [ idemasan Sl e @et - \ “\) e
Name” Dstemodt_ Type e Tagr — -
£ P
ponde: ctionindesing Jeeaei  dn3i im0 N
Foaderprnern |
of files. 1 {sone =
[, i
i = e T
seawee Ryt Crea |
taticn constants - - =
maceomnNe [ g Prma omtincat 200 20gor)
b
2 2z @ Zus & Goooo 20000 050000 10600 10000
3 0 8 o2 4 toew azow oo 1omo 1o
e 0 8 02 w ezmm ssin omen om0 1000 » |
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3.13 NSANEILIASIRSINANIBLsaNLanLaallsunsy GSAS

18514 duan1IMAaRY (Creating the experiment)

Fullsunsy EXPGUI [7] W@en directory Asaanis o wavsade lWduanimaasd 1
Waiuwana .EXP paNlU7 Read mngl 3.22 (a) ndnn
fuans Aagll 3.22 (b) AWNMIFITONANIINAGEIUAINA set ANtiuazLsIng EXPGUI 1

¥ 1 ° = o ' 4 = .
YUNU8N LS control pane Mmmua‘@ﬂummmmwmuﬂmNj uaziaan iy extraction of

Fobs

el Experiment file X

[

a

dcazanadeiulnenisng cerate

Create |

Select an experiment file to read
Directory /homedobyswork —
[ <Parent> {Directory)
cmpr {Directory)
cmpr_linux (Directory)
cmpr_sgi (Directory) Sort [EXP files by
cmpr_win {Directory) “ File Name
disppdfe (Directory)
gsas {Directory) NHg Qate
logic_win {Directory) ——I File Open Error ><
old {Directory) Quit I \ g
tstapn (Directory) File GARMET.EXP does not exist in
CONSTR.EXP | 14:25:04 05/04/00 )"home;‘t(]bymc’rk OK to Create’?
NICKEL.EXP | 00:38:22 05/26/00
/ Select other name l
jgarnet |

(a) (b)

7% EXPGUI interface to GSAS: e:/gsas/MTEC BNT 0.05-2.2/1.EXP ) - Hoge

File Options Powder Xtal Graphs Results Calc Macro ImportExport

expnam I expedt I genles l powpref l powplot | Istview | lweplmJ

LS Caontrols ] Phase | Histogram | Scaling | Profile | Constraints | MD Pref Oriert | SH Pref Orient |

Select a histogram Last History: |GENLES Win32 Sep 26 20:32:28 2010 Sdsq= 0.611E+04

h# type bank ang/wave =
i atais Title: [BNT_MmTEC

Convergence Criterion

]

|

Number of Cycles|3 0.01 |
Marquardt Damping |

Print Options (0) | 100 [T 1

LS matrix bandwidth|0 {

—Reflection Intensity Extraction

& Extraction

— - :
Method |LeBail damping ¢ = ExtractFobs 4 |
1 (Phase #)

Rietveld &« ¢ ¢ & C
F(calc) Weighted ¢ ¢ ¢ © ¢ ¢ € ¢ € {Modelbiased)
Equally Weighted ¢ ¢ ¢ ¢ ¢ ¢ ¢ € € (LeBailmethod)| |

-

. e

(c)
31 3.22 (a), (b) uax (c) AFuNIIaF I IndnanImAaed
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2. nMsnmuadayaANFusUNg Lazarned (Add a phase and atoms to the Experiment)
a A4 A o | Y i o
l@aNUOULATEINE Phase Azl 3.23 (a) uaznm Add phase fiaanisngurnsnemsg
3.23 (b) udalddaya space group AINENNTBIUNU wAzHH viainddeyandulnduinans
dl % a asld o a v =3 ad a &
CIF 284@19U9nal  TNMNANNUNaIENEINENNININNTAAIzAlaTaFenan e dairennas
¥ 1 v
TunInen wena Add aztsnguisingidadesyamantioudaly aniu vianng Add atom
pNAaugnstiznauildluntmaeaaslagadn More atom aaan OK avilseazidsadays

X o 2
fam@uﬂmngw@ﬂmﬂ

“WEXPGUI interface to G5AS: C:/gsas/MyWork/MyY203/Y203_ AEXP | TS VR =101x]
File Options Powder Xtal Graphs Results Calc Import/Export Help

expnamJ E)G)EUtJ genles I powpref ’ powplot | Istview I liveplot |
LS Controls  Phase | Histagram | Scaling | Profile | Constraints | MD Pref Orient | SH Pref Orient |

Phase: title:|
Add a | | b ] e | | Eqt| Refinecen
Phase a | i B | P | Celll celdamping —

i

A _'rj
Add New Atoms |

I X aiEabanlEsk 0.—| o0 ] o | xomatoms |

AR add new phase = b . ‘ }J
' Adding phase #1
Phase title: |
Space Group: | 2 b <
a[90. B |90 v [e0.
Add l Cancell Help l ’ Import phase from: I Crystallographic Information File (CIF) — |
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File Options Powder Xtal Graphs Results Calc Import/Export Help

expnam I expedt ' genles | powpref ’ powplot | Istviewj liveplot |

LS Controls  Phase l Histogram | Sealing | Profile | Constraints | MD Pref Orient | SH Pref Orient |

Phase:| 1 Replace title:[from C:/Dacuments and Settings/Carlo/Desktop/Dakar09_
Add a 10595700 | b 10595700 | ¢ 10595700 | pqy| RefineCell I
Phase o [90.0000 | B [90.0000 | y i90.0000 | Cell} cenldamping o0 —
* name type ref/damp fractional coordinates Mult Occupancy Uiso
1 ¥ Y+3 0 0 0 0.968320 0.000000 0.250000 24 1.0000 1.42000 _;1
2 X2 Y+3 0 0 O 0.250000 0.250000 0.250000 8 1.0000 1.54000
3 01 0-2 0 0 o0 0.390560 0.151630 0.380410 438 1.0000 0.61000

=4
i |
Editing atom #3 -- O1 Add New Ators |
RefinementFlags: ™ X T U I F Damping: X 0 —|u o —|F o —| xomawom |
Label [O1 Coordinates 01390560  [0.151630  [0.380410  Occupancy [1.000000
Uiso[0.610000 [ [ I [ |

(c)

71/ 3.23 (a), (b) waz (c) AMALNFIANE LAYEYAANGENAUNDUNINITNARD
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3. nstleudayaved Histogram (Add data (histogram) to the Experiment)
Fusulaanisdenuouiriesile Histogram #agl 3.24 (a) ufan@n Add new histogram
ﬁ\‘igﬂ 3.24 (b) mﬂﬁuﬂﬂu data file ﬂlﬂdg‘ﬂLLUUﬂ’]ﬁ‘LgmLuumm?ﬁmﬂGﬁ Instrument parameter
file UDAATRINITIAEILILIIEONT ﬁ’mumﬂ‘uLwﬁwuqmmﬁﬁﬁmwmm AAN Add Ay
dsinguiising  sneaviBem  Histogram THEATNAST  LAYAUATIEALEYATEIENNNT

background filduazawiuaislunisimasit azlsingseg 3.24 (o)

EXPGUI interface to GSAS: C:/gsas/MyWork/MyY203/¥203 AEXP 0 =
File Options Powder Xtal Graphs Resuits Calc ImportExpo:
expnam | expeat || genies | powprer | powplot | istview | ivepiot |

LS Controls | Phase Histogram | Scaling | Profile | Constraints | MD Pref Orient | SH Pref Orient |

=1olx|
Help

Select a histogram | No Selected Histograms
hit type bank ang/wave title

J—Eackground

J

Refine background [~ Damping —n|

—Diffract ter Constant:

—Absorption/Reflectivity Correction

Refine Abs./Refl. [T Damping "'I _I

Set Histogram
Use Flags

5 Add New | Set Data Limits &
_‘—‘ Histogram | Excluded Regions

(a)

e atd new histogram
Adding new histogram

Datafile:  [gametraw ' | SelectFile l

X

Select bank e
pé?iﬁi‘é?;?’%e linst_diaprm , , | Select File |
.~ Select set > e

‘ - D-min i
= N Run
' A TOF/2-Theta Max RAWPLOT l

Add ] Cancel l

(b)
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Einal GARNET.EXP - 0O X
File Options Powder Xtal Graphs Results Calc Impor/Export Helpl
expnam 2 expedt ; genles 3 powpref powplot ; Istview [ liveplot i |
| LS Controls | Phase

i
Histogram | Scaling | Profile | Constraints |

title
1 NC 1 1.90900 Y3FE2(AL04)3 R

h# type bank ang/wave

L

— Background-

Function type 2 (3 terms)  Edii Background l

Refine background |~ Damping 0 —

— Diffractometer Constants

Refine wave _f wave[1.803000

Refine zera _{ Zero[—?.S \\ —

Damping 0 ~

N I LY

Add New Histogram

(c)

71/ 3.24 (@), (b) waz(c) AAUNIIAMUATLA Histogram
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4, a?wgﬂ UULNNLAELUTAe POWPREF Was GENLES (Run POWPREF and GENLES)
#1N13NA POWPREF fiaunin1s least-squares refinement tailunnstiugunsneu
seld nA continue editing v3aaNANNNIAEUNTTATIH Taena load new antUMANNINA
GENLES iiaEuaingluuumsipenvesisdendainnisauon Iae@nainnisada
a [ nll o d‘ d‘d ' a .5 o a s
background uazAanUsulaeusaudsau  Mlkasanisiiagluuunsiaaauuesis@nnd
AINAAL Angd 3.25 (a) avtsngudisananimmaaed segd 3.25 (b)  wariaNTIA9TY

1
wrug luntsAanngluuunispeaLuesEdandainaAnsiauls R ey Chi-square

poisian o )

File Options Powder| Xtal Graphs Results Calc Impot/Export

er;pnam - ef | }:owplot Istview lis

e e Y
e e

| LS Contrcls Profile 1Cunstramts
h# type har UENIES —1#ist 2 —- Phase 1 {ype 1)—
" powplat  EEERTT
| rawplot  SHEG | | Damping 0 ~

fitspec alp=0 i iU.DDDUDUE-rDU bet-0 _4
tofhorm alp-1 4 lﬂ.13?232E—02 het-1 _1

rstfr 4 [0.000DDDE+00 rsta _j

(a)

B C \WlNDOWS\systemZiZ\cmd exe - C lgsaslexpgmlgsastcl bat C: \gsas\exe\genles exe 1
E:\gsas\MIEC BNT B.85-2.2>set SYMOP=C:\gsas\datassymop.dat !

:\gsas\MTEC BNT B.85-2.2>C:\gsas\exe\genles.exe 1

=

Restraint data statistics:
No restraints used

Pouder data statistics Fitted —Bknd Average
Bank Ndata Sum{ud»€2) wRp Rp wRp Rp Dild Integra

Hstgn 1 PEC 1 2199 6165.9 8.9376 B.8298 B8.68418 B.8357 B.985 0.868
Powder totals 2199 6185.9 8.6376 8.8298 9.8418 B.8357 B.985

Cycle 126 There were 2199 observations.

Total before—cycle CHI»»*2 (offset/sig)> = 6.1B852E+83 ( 5.9571E+81)

Reduced CHI==2 = 2.866 for 23 variables
Histogram 1 Type PRC Nohs = 78 R(F»<2)> = B8.1244

CPU times for matrix build 8.8% sec; matrix inversion 8.82 sec
Final variable sum({(shift/esd)2) for cycle 126: 8.60 Time:
Convergence was achieved and

STOP GENLES terminated successfully statement executed

[E:\gsas\MIEC BNT 68.85-2. 2>p1uqe
Press any k to continue . .

(b)

31 3.25 (a) uaz (b) adunIsfFaumeudays
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5. @ﬁnwmzanMﬂ POWPLOT %38 LIVEPLOT (Plot data using POWPLOT or LIVEPLOT)
duduldsunsy EXPGUI ldnaunuiasesiialin  LIVEPLOTWaseInsagluuunig
AeurasisdlendnlaainnisAaniiauiugluuuninidetess@iendiduns uazuasi

sendniaesgluuunsiaenugl 3.26

74 tiveplot i : - oks

File Options

1 cycle 126 Hist 1

40000 — bekgr

30000

20000

Intensity

10000

T T
50 100
2Theta

71 3.26 gUuuuNsABaUWIes N AN lFannsAuIuas A nanisnl Fuu e Uiy
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6. N139LAIZH Least-Squares WWHLAN (Additional Least-Squares Refinement)

vnnsdiunldausaulsanannisFavinas ansaetwasgl 3.27 medfulasuaciu

N419ra9NTINANFLLTaNN13T89 Pseudo voigt function Wazfinnng Least-square siall

- Y X o o caly © ° v A o X -
LW@i‘ﬁﬂﬂgﬂLLi_IUﬂ’l‘a?L@mLuuﬁjmi\mL'ﬂﬂ“ﬁﬂ’lm’mma‘mmm&lﬂ@Lﬂmﬂ‘ugﬂ LULNITIAEALLIUN

A9LN/

T EXPGUl interface 1o GSAS: o:fgsas/MTEC BUT 00522080 AR
Helg

File Options Powder Xtal Graphs Results Calc Macro ImportExport
expnam | expect | gentes | powprer | powpiot | rstvew | ivegiat |
LS Controfs | Phase | Histogram | Scaling  Profie | Constraints | MO Pref Orient | SH Pref Orient |

Select a histogram |- Hist1 —Phﬁ.ﬂ'ﬁ“ N> EEE Y PN
M type bank ang/wave ‘\ Damping 0 —| Peak cutorf000500  Change Type ‘
tE 1 asea 2l gy - [Ga7soseos ov - [01a95E cﬁﬁﬁ‘m 1
GP ™ [0249175€+01 LX I |0.000000E+00 LY I 103344425.02‘

{snr [0355454E-02 ML I [07500006-01 trns I [02129648+01 |
|

| shit = [-0.1777856+01 stec ™ [0.798393E+01 ptec I [0657401E401 | FWHM = pseudo voigt fun.
stec ™ [0.000000E+00 L1t I [-0266401€400 122 [ [0 114406€-01
| a3 1~ [0202918E-01 L12 I© [0.779098€-01 L13 I [0 230489E-01 | = Gaussian + Lorentzian

| 123 T [0217352€+00 !

k4
S - 2 =)

Gaussian Breadth: o2=GUtan2e + GV tan 8 + GW tan? 6 + GP/cos?28
Lorentzian Breadth: y= (LX - ptec cos ¢)/cos 8 + (LY - stec cos ¢) tan

g1l 3.27 nastlfuulaewsinul shiduasiaglssuesiia
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7. N13U9ALAILLS (Define constraints)
ad v o o dld 1 dil o « o v
duasnistivAumaulsniuasagluuunisiasonesiidiendaninans s inseadig
i = & A g ° 5l o 8§ va r_q' A i oar oA s Y
unsrdauTesarnauat] lusunasaiuliinseaeuiiviiudeldfuauiauain

F@end wisenmusdnsndausesansinistiaasassumibsazae s luAumnisfeiusag 3.28

nterface to GSAS: e:/gsas/MTEC BNT 0.05-2.2/1.EXP

ons Powder Xtal Graphs Results Calc Macro Import:Export

expedt | genles I powpref , powplot I Istview I liveplot ]

3 S Phase | Histogram | Scaling | Profile  Constraints } MD Pref Orient I SH Pref Orient |

4 Phase| Atom(s)| Variable| Multiplier Atom(s) Variable Multiplier Delete
1edt] 1 2 FRAC  x-1.0000 1 FRAC ~x10000 [T I
2 edt| 1 12 UISO  x 1.0000 R

71l 3.28 TNALINILARBUNTBI T ABNTDY A UIMLNIABA T UAZERIIAI1UTB9ANT

8. nNsUfuilasusauLlsaasasnen (Vary atomic parameters)
o |4 . L . / 4 d
miﬂﬁ?‘]_l Lﬂ@ﬂu[ﬂQLLﬂﬁ\"ﬂ@\‘lﬂzm@N?}ﬂ\‘]@’]? 1&1')’1@5@&& ALY USURIDEABN NITLARB LN
d‘ Yo v o s o dll v v
ﬂl@\‘iﬂz[ﬂ@:ﬂm@ﬂ@qﬂﬂ@lm?ﬂﬂqqﬂﬁﬂuqqﬂﬁ‘qal’@ﬂsﬂ LL@z‘ﬂm?qqu.ﬁﬂ’E\j@f]? LW@ImﬂT@H@ZULLUU

o

X o = = 4 9 A
NIFLAEIILLWINNABNTNHAIMNARIALANDUUBUNE A

76 EXPGUI interface to GSAS: e:/gsas/MTEC BNT 0.05-2.2/1.EXP ] o8
E File Options Powder Xtal Graphs Results Calc Macro ImportExport - W'”H;I;
| expnam I expedt | genles l powpref I powplot I Istview | liveplot |
LS Controls  Phase | Histogram | Scaling | Profile | Constraints | MD Pref Orient | 3H Pref Orient
Phase:l—1— Replace title:lfrom E:/gsas/Test BNT 0.03-2 2/R3c cif
Add a 5481952 | b 5481952 | ¢ (13.474548 | ggi| Refine Cell 4
E“EE_J a [90.0000 | B (200000 |y [120.0000 | CBJ celidamping 0 —|
* name type ref/damp fractional coordinates Mult Occupancy Uiso
1 Nal WA 0 UD Fo 0.000000 0.000000 0.262700 6 0.5236 €.01692 J
2 Bi2 BI 0 U0 Fo 0.000000 0.000000 0.262700 6 0.4764 €.04311
] 3 Ti3 TI Xouo o 0.000000 0.000000 0.004422 6 1.0000 €.01324
| 4 04 0 Xouo o 0.127121 0.345853 0.070072 18 1.0000 -0.01273
-l I
! Editing atom #4 -- 04 Add New Atoms
! RefinementFlags: X M U [T F Damping: X 0 —1| uo —-l F o —‘J Xform Atom I
’ Label[04  Coordinates [0.127121 0345853  [0.070072  Occupancy [1.000000
Uiso[-0012730 | I ] [ [

71 3.29 nslfunlasusaulsresaznax
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