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CRYSTALLIZATION TEMPERATURE OF POLYETHYLENE TEREPHTHALATE BY
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2012,

The objective of this research is to study the factors and determine the optimum level
of factors for the desired cold crystallization temperature of polyethylene terephthalate, The
experiment was started with four replicates of 2* full factorial design. Four factors, namely DEG
concentration, IPA concentration, temperature of rotary crystallizer and intrinsic viscosity of A-
chips were selected. The optimum level of factors was determined by central composite design of
response surface methodology with two replicates.

The experimental results indicated that the significant factors were DEG concentration,
IPA concentration, temperature of rotary ¢rystallizer and intrinsic viscosity of A-chips. There also
were two significant two-factor interactions, namely interaction between DEG concentration and
temperature of rotary crystallizer and interaction between temperature of rotary crystallizer and
intrinsic viscosity of A-chips. The desired cold crystallization temperature was determined by the
optimum level of factors which are DEG concentration of 1.35%, IPA concentration of 1.85%
and rotary crystallizer temperature of 215 °C. After the optimum levels of factors were set up in

process, the process capability is increased to 1.68.
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ATTUIUMSHAAIANAITAN WaleNHaumelanWnNuan (Polyethylene

terephthalate: PET)

( RM + Additive/ Catalyst

Continuous

nolycondensation (CP)

( A-chips IV~ 0.60 d/ g (

Solid State

Polvcondensation (SSP)

I PET-chips [V 0.80 dl/ g ‘

Raw material: Additive: Catalyst
Pure teraphthatic acid (PTA) Isophthalic acid (IPA) Antimony lriacetate
Monoethytene glycol (MEG) Diethylene glycol (DEG) |

WA 2-1 HINTZVIUMSHEMLANAERAN PET
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AN 2-5 WARNMHNN 1ADINATEUIUNT SSP

ABEUILNITZUINMIHNAMIANIITAN PET
1. mansilFlunssuaumandadianarado PET (INSANDAVIA)
Pure terephthalic acid (PTA)-HOOC-C H,-COOH
Ethylene glycol (EG)-HO-C,H,-OH
Pure isophthalic acid (IPA)-HOOC-C H,-COOH
Antimony triacetat (Catalyst)-Sb (CH,COO),
Diethylene glycol (DEG)-HO-C,H,-O-C,H,-OH
Cobalt acetate (Colour additive)-Co (CH,C00),
Phosphoric acid (Heat tabilizer} -H,PO,
n3zUILMIHARIEIUE 2 Sunpy Ao nszuIunIsHAR TnBwesuuDAeisaas
nszuIunIsuANUniaveudawaradn PET luaoiuzveaui damnd 2-1 Taodl

‘S'IUE‘]&L%UWU@\‘ILW}II‘]$ﬂ5$U’Juﬂ'l'§ﬁﬂ°ﬁ’E] 2
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2. HITUIUMSHAAIWAINDSUULABIHDA (Continuous polycondensation

process: CP)

TaaFuninmsdudvaingaudvinljizomiuad TunszuIuAITHART
%umzﬁ"s”lﬁwawﬁmaﬂmﬁluLﬂﬂwmﬂﬁﬂﬁﬁgﬂéw@ﬁ’ugm (Amorphous chips) 71fi1
AuMiA (ntrinsic viscosity: IV) U211 0.60 1aF8AsAeNTY (dg) Beda limunzaurindhy

T al

11018 sxdeniudanmannfifgUireedugn Jinszuumstiununiad ssp
Process e I Idmanumila m1iy 0.80 wdAnsrensy Funuzauiduianae'ly
1UNSEVINAITHER CP Process Ansautssumsunisranoen1difiu 4 sunoude

2.1 NTZUIUMIWSENINNAY ANTIUGATO WAz 151ANLAL (Raw material
Handling, Catalyst and Additive) Sanaunanii1glumsneil 2 42 fio PTA uay MEG
fmsusznoumsnia fie Catalyst 39191 0uds 9WFFS ound fio Antimony triacetate liaz
NenTIAuLe S (Additive) AD IPA, DEG uag Heat Stabilizer (Phosphoric acid) wiol¥ PET 5%y
Daaauiamnedmsuih ldvhaans

PTA (Pure Teraphthalic acid) 1Hunsd11 fTammtunsadulumsazate P
fagavwanlunsrda msvudud Tssauszaaiiu 5o Bulk car Auazdszinm 28 s Whun
mululssaunnifuezdudos pTA g PTA Il ndenniuszfimsdudesennsin PTA
e Tauvuseiios o daudr 11y pTa aTa (Day silo tank) iasdanauSagay (Paste
preparation tank) ﬁiE)th

o as

MEG (Mono ethylene glycol) iuvpunala lid Wuinnfundnluniswdae

a

1 1 1 o ar ar r
msvuaa1g Issuszvuadantunuuause q azUszann 20-40 A uazezausIy MEG

Y o d

! +
dhgduny MEG 91n1uezduaeadgaaneu inga (Paste preparation tank) 0613ADIHD

. . o W aaa a d ) ¥ =
Catalyst (Antimony triacetate) (JuAusIURATOIENY pzDunadv1n Tnsszdouss by
v oY oq aw o Y g Y2 o a Y 1 a9 _
anuudu ldimnzaunausssuadudy snuulsdudvauigaatlou (Feeding tank)

=

3 ! A Y a s
uazvzounvusailouihgsunioningau
Additive fomaifnuasildidn U unszuaumsnaamosSudganaautia
N19RIUNBNINUBS PET Resin ide IR Taautifntnzunnisivae ernfuussnlyly
NIZUIUNTHAR 7D
. . d a & > o
- IPA (Iso phthalic acid) (UUHITNAMLDUNY PTA 10U Co-Polymer 494

A [ o = R
PTA it lumsUiudginnulauaganuiumdnuas PET Resin
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- o = . .
- Heat Stabilizer 1uasazatovnd nsanoawosn (Phosphoric acid 85%) 19y
y_ o= = Yoy o1&y ¥ a oA d A
prdoimswsonnNuuduneunszilowdignizuiunsniauuuseiiio i ESI e
aruAuMsAaLlfAs 1 1ufisg (Side reaction)
o3| o W i
- Blue toner 1uA21)5 U049 PET Resin lngazdodlinisimsounnududy
nouRszilowdgnszuiumsnsuuuaaiiosfidudiouingau
4 [ Y o ar =
- DEG omnlunsdsudsennlaiiuddivanuiiunin
(Crystallization point) U84 PET Resin
= o aa o aan
2.2 NIEUIUMsMINAURstnoMnes (Esterification process) Ugfzulu
3 o aay o = o " . 5 & o aan 1
AsEUINnsH Ao Yfsousamesiindi (Esterification teaction) 11uMsiURATv1szrag
¢ 8 ¢ H
3@ (Acid) LAz 1DANDEDT (Alcohols) TaRaIl W 1AM (Ester) Ltaz W1 (Water) Tu
a b CO | ar a L4 ar o
nzuIuMINanIzdsrnoualngUnstivanae delfnsal 2 @3 (ESI way ESI) ungHaniu
< { @ ) ¢ o o o Py : aQ !
(Process column) 1uMsHARRGIUGAT0IAIN 1 9250 TIngRUNQARANANTEN I PTA, MEG,
' d'. 1 i) ¥
IPA, DEG 1az Catalyst TUAIHAUTAAY Tnoupananazgneaeniil ESIT @ unon1uily (Paste
o a oo oy = 4 . & 4 =)
pump) AL aIA A JASO BTN DS ITHIAGY (Esterification) TavrAod lgn1uiewne IHgumyil
s X Y L& o & ¢ o o . 4
VoIRAUIRVAL Tawn1udouzNIIN Hot oil 990710 ludansaloziinosd (Coil) nanfowu
anuieusguazbluwanIwogaaoaa voarausgy1UfAs 0152 M9 PTA AU MEG uag
a o ya o R ad
IPA AU MEG v 1Wifeutlu (Diethylene glycol Terephthalate) DGT (U1 Monomer form (a2
2 o ?: I~ = ] @
Co-Monomer form #9iNAW U By Product 89N1U191ANSYUINMSHAAKIUNBAAULDE
' ar 1 a w %’ = 1 1 1 s = o ar 1 ] ¥
daldldamieinimindess 1 dau DGT ssgnaudigoalfnsolaan 2 Tavdmy
3 4 ] & ) o oo & =4 v W e = o ar
(Centrifugal pump) 88 13ABINBATIZIARU A3 U RD TS AT UM LIREINUN VU FNT0IA7
o = e ° o o o o . Y a
#1 1 vovesd §isenazyhln DGT Juaafiuiu Oligomers wag Tehinuily By Product uazgn
MdRaBANIIHONAY G9U Oligomers 9xgnad ldsnszuumsnaa Indaoumumsy
¥
(Polycondensation) 718 1) n1sarnpumsiiey §Asorlunszuaunsrdatiu munsavh 16 Tag
Mssnen Ay gangl nma lFlumaiedfisouasseauveunarludal §iser maky

= r =3 gg 1 ar aals = ar Cﬂ. a
s unszuIuMsHaaflivegiugaamiBvowdadusifidoansansaUfoldn

A WADINTVDIPNA
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| | 1 / N " — ) '
HO-C-C-‘EH“‘H[O-C-C C—C-Oﬁ‘l‘*i‘l’O-C-C-OH
I | : | A\ V4 N 1 1
H H C H H
H H
EG ) PTA ~ EG
H H
i
H H o} C= 0 H H
| | I r4 N\ I | i
0-¢c-C-0-C-C C-C-0-C-C-0H
! | N V4 I i
H H c—C H H
i |
H H ‘
DGT J
L

nwdl 2-6 uaaslaserdemaiadgisoueaneswindu

2.3 ATzUIMMIRaURs o1 IWAnawAUIEEY (Polycondensation process) 11
o & ar o o a as
AIZUINMIHAR Tz U52noUAIL0IUGN5 6l 3 A2RD Pre-Polycondensation 2 #7 (PPI 1oz
. s v &2 o .\ , ° oS 1 ,_-3'
PPII) uaz Final polycondensation 1 A% 41U Disc ring reactor (DRR) msyugasunludauil
o o o e 1 . a . €
Lﬂumsmﬂgﬂ'saumumuuuu {Polycondensation) TG\UE‘U Oligomers W91 ESII s"lgﬁq
o o o A A = kY k4 = :y a b o \ ar
daUfnsaiadfi 1 (PPD) weaeiinis Idanuieufigaiunarannnuauldainaudy
a o e ) o ¥ 1o o
USSUINIA (Vacuum) dzifian §A501auniuiilu Pre-Polymer 01ntnazgnane 114
ar & F o A : ° ] oA = J
69Ufnsaidan 2 (PPID oIS mmuuiuguvnNg vy moldgya N (Vacuum)
= :¥ = a Y = o = 4!} =t 3 Pt 21 é’ &’/
Ngaundudy i lnnsGesiaved uaganeavn Snanldianuvidaniniu 1inuu
U ) o o = o o 0 A 2 Qo = e ;K o
vwdane AT nIaiaa7 3 (DRR) HIUTY (Gear pump) FIUHAS 0 INATLIZIMTDUNY
1 = r o ;} g = o
Pre-Polycondensation Lmqmﬁgm::qqmma:mmwuﬁ)mmmmuumamﬂﬁmmﬁﬁﬁwa
:; é a |l Y 1 ar é’} t 1
Polymer laa1uAin1ns Fadia1 1v Yszanw 0.60-0.61 03dnsaaniu 11nuuazgnaIriuy
LY R . o d . [ = o o ERY [y a
89 Gear pump 1919 Die Head U852 UUAAINA (Chips) Ao 11U Ai9Gnsaidrgaiivszlszuy
] a 7 = 4 (Y roa
AIANADNNLAYDS InTwos Taoazling 8aianINNIA (Viscosity meter) dadgyaaudn
o A [% ar =l ¥ oAy o oo
amuguitodsuuasinwanunilali idandesmsuazuuasprunsmualy
& = o] & o o o w  a ' = 9 LY
AszUIUMItazll EG iU By Product Feazgniisnoanyunuludan neufisetloundumh

T nuddwauingay niode T ivonauenauldus gnisde 1y
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H H — e =3
|
Howl[ o e o HoH |
o} -G o} C -C c -cC c-C -¢C 0 H
| | AN o | |
H l cC—¢C H HJn ., EG
I I .
H H = "
H H ;
I I
H H C=—=¢
1 l[ I < N 9 '-lfl-l‘_‘h I
8] cC-€C -0 - C C C c 0 .¢C-C-0MH
N /4 1 TR SRS
H H[ c —¢C H H
| J m
H H
H H
1 1
Hon| o e=e o W]
c-C -C o} c c ¢c-C -0-0C-C-0H
) ] NN 74 i ]
H H[ cC—¢C H H_,
1 ' n+m
H H

Long chain polymer
= 3 = aaa 1
AN 2-7 LLﬁGNIﬂi\iﬂ‘iwﬂ’\ﬁLﬂﬂﬂgﬂ‘imtmﬂﬂ’)'ﬂlmu

0 o d . 4 g o I'd P =
2.4 nszuaumsviididlude (Chips) luvunoull Indivesiarnlguvngigs
@ . A o ar ) & o 3 ' 2’4 1 Y
9290 Gear pump OARIY Die Head Fuilusaneon Indwaivoniudugos 1inuuagHuidIfg
ar § o d o = .
7 (Chips granulator) (Radailuiiald ldvuiaan1ufidesn1sye Chips granulator
y ¥ ) A3 o gy i o 4 o d a
¥1l52n0URI0Y Demineral Mduvh 1 Polymer tffouaauziiiuveswds arumsanmiaeel
4 o qu?d & 4 o a y 1 A Y A oq wd by
yaluliada i1 inuwdineegndReudIginT oaa UL (Diver) o Ivdiaud wazazgn
o = § = d =gy ve s w L4 = 1 . &
dudoshnuilaTa daRAdunaad U9 CP Process 15192158071 Amorphous chips 9
[ ar @~ 1
1L IAQAUVDY SSP Process 719 11/
3, AsTUIUMBANANNNIAveuiane1afAn PET Tuaoiuzvssuds (Solid state
polycondensation process: SSP)
. Aoy a = =]
Amorphous chips i 189 1NAssAYDINsZUIUMsHER CP uazn 131y lyTa axgn
e ’ @ : 3 I3 = ey ) ar s
dudsuhgnszuaunskie ssP Futlunszurumsiilgisedaiesdives Tuanganeluds
=1 ’ - g 9 o A -3 by & . . . . o3 sy
1R (Chips) awaiw"lﬂmmwuﬂﬂqawmmmms 719 1LV, {Intrinsic viscosity) = 0.80 1A% a$ 3
* a o o Y a 3 o o = 1 .
aonsy awrsmi liuiagiudmsuviman 18 und1 Bottle grade PET chips N5$12UMI
o L~ 1 ¥ § ar qv
panuuailuvunoulaneil
¥
3.1 Pre-Crystallization R3ZUIUASHIZAURYI Amorphous chips M1UFUanIW

RIS BURD UGN L UINNIINMSINARAN (Crystallization) Taen1s lasmAuazaaiuily
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] ¥ ¥
1171 Amorphous chips 88nA20 U Tasiau Agnit 13 oudae Hot oil 110 HTM Tuauneuil
12 ADIAIUANEATINTFUALS Amorphous chips gungll uazdasinis Inavesulasiou
& 8 o & ci:c c? ¥ a
il waga1unun1sa 1A Chips 09N INTUADUL 1H AN
3.2 Crystallization chips AvoAIIN Pre-crystallizer %Qﬂﬁ'dﬁhuﬁaﬁuﬁmk“\%f‘j’
. da o =4 ar as d’.’ = @ % a0 ar
Rotary crystallizer NTianwazitudsluuiueu wazludetizdmslvanudownuny
] . A g Va4 ) ) = & Y s wva L e e oA
1i9 (Chips) o ldiAmTundnotienanenielusie sussuilad1iise Chips TUd7 o
v o &y w dq w y A = = L £ g
mnuduntounasninildanyiou AUIEUUMTINANAN (Crystallization) H9gADY
=1 = & (%) R R o o o g.: = o =)
ponUU WL UREY 7D 03 Rotary crystatlization anumzDuts 2 Fuuazdlunaniuuuuniery
A Y dy o 3 ¥ 1 a
molunatanelvaall ldsuawdousin HTM uazauisonseniennudourui lave
Y LA ) ¥t 4 o s a4 3 ¥
1Ry Chips AFnud 1w Idegaiataiazaiimus nszuiumanandntiseiimela
2 . N 3
Tulnsaud nardhineasainat diu Chips oz lulnsnuanifudam Acetat aldehyde 11
<Y d‘i dl =Y o o cuen ar .:; 1 \
wazMadu 9 Mdavinmsin§asoeen ludululasounUdeseonain Rotary crystallizer
ul 1 :i a 8 3’, = n( t o z‘;‘:d 8 ar 1 = =
wazoz lUiuszuuinih 9 lulasmuiuuignd wiasmsedaiianuddaremsinanan
d o a g oA d o v d a 4 .
vaauanarafnuaz Ui AmuaNuria iLana1aan Ao Rotary crystallizer (R/C)
. . ar o . a0
3.3 Solid Stage polycondensation reactor (SSP Reactor) 4910109 Chips WU
= = 9t o 1 cr a8 o 3/ A Ao ar A’i
AsEuIUMsRananud ular a1z gnauio s 1 Tu SSP Reactor Falidnuazdaluuuing
Y < @ X v 3 o d oA v o X Y
y1IAAIBHONAN NanMIvaInszUIumsiiae ianuieunudameiganglgevulauaes
no1g a g 1 o a P 9 o e o 9/
luTeandou wazanuruluegmenmoluariiisewemes IRiAal§As o lude suls
g 4 da a X 4y - a o Z A
Wudieninnuniegayuaiuidoans lefisunvesnnniweuialunszuiumsiunouil
1 ¥
#0 Acetal aldehyde 2zgnw1oon lUAL Tulasnun Tnariusie Tulaswulunszuiunsi
Yy A o 3 ¥ ou oy . oY A a £ c? &
anldmadmianuiouainiidudeu (Hot oil) uazfaiifianindgisetiean 1
[ 14 ! 3 1 1§ ar = o L) o
luTasandouszgnihainduagduuuvesdalgasel uasismis Inaveasin szaaums
o 4 ¥ ¢y ' 2 Jd dy a a Va4
fiu Aewia vz namnduuugdualuduasull 7endessslias Tumaruqulvane
] o
- 13 Inaveudavzdesasuaue
- mydagduuuar MInszaeaives ulasion
o ' ¥ o Ay o v 1 & o o
MASDINMY SSP Reactor LAUNANS DU ITYAT UREUNITVUADUM S UDA
a o 1
Wduaely
) . 0 o < o w i a
3.4 Chips cooling and dedusting Tupaunsvuta liiiuuazmsnien Qu‘ﬂﬂum

1 ¥

[ o == a 3 o 2 ey o o b4 ] oo I
fusiin e uTuey sSSP uds wmudiaindanszih lUivan 18 uagungldigeey



luansnussyaluga Big bag #59 Seabulk 18 79

' g % =1 ¥ i
Air Blower LAZLIARIDONIAY Air cyclone [HaNH U UABUTvzgnd Ut Chips T Tauay

[} == 4'{ ¥ o & 1
WhgnssuIEmIvsspRedalvgnaae

(Y] o d \ =
4, mmauwuﬁszmuﬁ1qmﬂgummnwﬁﬂ (Crystallization temperature: T)

FURINLNYHUYDA co-monomer (IPA, DEG)

5

¥ s

16

= a 2 o 3 1 [}
Tutanaabmsviiiiu Tes e wiy

¥ 3

130

ey
120 :

—
CRYSTALLIZATION TEMPERATURE Tk wvs. CO-MONOMERS
— 70 )
o
&= Glycols cfier a
10 broader selec.
- tion for the yield
, 150 of medieaunns
b [ LT DR S In addition o i
pomary  givsol

co—monomar concanirclion

P |

[waignt %]

(EG) we have 1o
consider DEG,
diethyienecivoal
al first.

] c=\. Vv = ~ .
111: 9INYDY AN IHIAVBIRDBNUUUNIZVIUNITHAR PET Resin (Zimmer)

E a o o 1 ' o R a o
i 28 uarasnNUFNRUTIznINAmgurglnannaniuaNuuduveslalu Tuwes
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A a-1
B b-1
AB interaction (a-1) (b-1)
Error ab {n-1)

Total abn-1
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v: Jabn

A159% 2-1 n1sTaseauelstsuealedy 2 7998 (Anova table)
fuves .
. . o - . 4 .o fINATOY
HHag HNATINNAITDY AIUBETTY ARasNaIane (MS) (F )
0
(df)

A "t In=y* labn a1 MS, =SS, /a1 MS, | MS

'B Py Jan—yt fabn | bl MS, =58,1b~1 MSy ! MS,
- J

AB Z; Zjﬂy%z In—y* Jabn | (a-1) MS 5 =85, (a-1¢Xb-1) MS,z/MS;

Interaction | — 8§, — 8§, (b-1)

Error S8, -88, -85, -8S,, ab(n-1) MS, =85, lab(n-1)

Total Z;Zj_l :=1y2,;,-;, - abn-1
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a A TMUIUTEAUYeIdoiY A

b fiD “IUIUTEADVRIYRTE B

n 89 $1IUNSNARDIT

A fin Jotu A

B fio Y9du B

AB Ao BnTwasuszraeds A uag B

MS,, MS,, MS,, ie Sidadounfoveetlosh A, B ung AB awddL
MS, fio fdirounfeynenuRAIRINT Y

SS,, SS,. SS,, Aip WATINAIAIADIVEY A, B Uag AB mudiAy

$S; B #ATINMAEDIBIANUAT RN ADY
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\ A B AB } C AC BC | ABC D AD BD | ABD | CD | ACD | BCD

¢ + + + + + +

| + + + + + + +

b + + + + + + +

ab + + + - - - - - - - - + + +

¢ + + + + + + +

ac + - - + + - - - - + + +

be + + + + + +

abc + + + + + + +

d + + + + + + +

ad + + + + + ‘ +

bd + + + + + +

abd 1 + + + + + +

cd ‘ + + + + B + +

—

acd |+ + + + + + +

1

bed + + + + ‘ + + +

iabcdl + + + + + + + + + + + + + +
|
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AUNTADUNIINR Contrast ,, = (ax Db£l)..... .. k+1) (2-5)

auMsHIAIUszuInUDIHaINTatuA I 9
2
AB..K = ——(Contarst ;5 ) (2-6)
n2
AVMTHATINAIDIADIUBIHDNDTL

SSAB. P = n-;*- (COH!G?‘S!AB _K)k (2'7)

o . y ,
Taof n LNLIIUIUGT (Replicate)
o ] o 1 2 =] Y a o
ATTAIUIUAINOUNTIEA LnuA AT oaru1e luayn1Th 2-5 TaalviTesoh
- LY { e 1 o o ;Y P~ a = = =) Yoy
mileunutluay Tadeaefutuuin udguaumsTuiuauaurdnisatia vie 1535m3
o ! o L7} .7} a1
s eanue + huaunts lesgunisaouniaduedtasyvanuazdassuuoinsnaasd

¥
wyy 2* Uaail

Contrast,, = (a-1)}b+1D)(c+1)(d+1)

= at+ab+ac+abct+ad+abd+acd+abed-(1)-b-c-be-d-bd-cd-bed
Contrast, = (a+D)(b-1)ct1)(d+1)

= b+ab+bc+abe+bd+abd+bed+abed-(1)-a-c-ac-d-ad-cd-acd
Contrast, = (a-1){b-1)(c+1)(d+1)

= (1) +ab+c+c+abe+d+abd+cd+abed-a-b-ac-be-ad-bd-acd-bed
Contrast,,. = (a-1)(b+1)(c-1)¥d+1)

= (I)+b+ac+abc+d+bd+acd+abed-a-ab-¢c-be-ad-abd-cd-bed
Contrast,,. = (a+1)}b-1)(c-1)(d+1)

= (1)+atbc+abe+d+bd+bed+abed-b-ab-c-ac-bd-abd-cd-acd
Contrast, 5o = (a-1)(b-1)(c-1)d+1)

= a+b+c+abectad+bd+abd+cd+ab-(1)-ab-ac-be-d-abd-acd-bed
Contrast,, = (a+1}b+1)c+1)(d-1)

= d+ad+bd+abd+cd+acd+bed+abed-(1)-a-b-ab-c-ac-bc-abe
Contrast, = (a-1){b+1)(c+1)(d-1)

= (1)+b+c+bc+ad+abd+acd+abed-(1)- a-ab-ac-abe-d-bd-cd-bed
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Contrasty, = {a+ 1)(b-1){c+1)(d-1)
= (l)}+a+c+ac+bd+abd+bed+abed-b-ab-be-abe-d-ad-cd-acd

Contrast,, 5 = (a-1)(b-1)(c+1)(d-1)

a+b+ac+be+d+abd+cd+abed-(1)-ab-¢c-abec-ad-bd-acd-bed

Contrast,., = (a+])(b+1)c-1)(d-1)

= (1)+atb+ab+cd+acd+bed+abed-c-ac-be-abe-d-ad-bd-abd
Contrast, -, = (a-1)(b+1)(c-1)(d-1)

= at+ab+ct+be+d+bd+acd+abed-(1)-b-ac-abe-ad-abd-cd-bed
Contrastg,, = (a+1)(b-1){c-1){(d-1)

= b+ab+c+ac+d+ad+bed+abed-(1)-a-be-abe-bd-abd-cd-acd
Contrast, o = (a-1){b-1){c-1){d-1)

= (] )+ab+ac+bc+ad+bd+cd+abed-a-b-c-abe-d-abd-acd-bed
A2 AT U09T 0 ST UNUATADUNI 1A M AUNTITA 2-6 KATIUBIHD

' ar T o' P ¥ o = )
yoauanz Jatomusoumumnounaa lkaunsi 2-7 nindudansestdoisildodidey lay

1 o S g ] :1'
mswassn NN zdlunuulnaasniagialuniwi 2-18

go -}
o 1 g
fk-0.5"n ]
Z o a
= 3 ]
=2 60 — B
(10 E|
o 70 -8 il
° B
oo
s P
RIS g
£ 203 g
s ] A
I 10 < o
5 —
uj
1 4
| I T |
-1 0375 025 0.875 1.5
Clects

WA 2-18 waaanT a9z uUnE (Normal probability plot of residual) U9 31adt
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NN 2-18 Fosnavesvosoranuasdatysiuanatos Ui uiaudwaon

VUBAN x HAUAT (k-0.5)/ n BYUULAY y fnuadinuainaios TUmiAmn k) Siuiudoya
¥ »

@ cia LY ) @

(n) Srilgauunsneguenuuadunse naaenmesionuiantwassaiivd Ay duiy

»
) s

Jasuntionswaninua i lnageufSouieusnuddgyeae I

ASBBALUUNWITINAB SHULIAAY (Robust parameter design: RPD)

mspenuuWITmesiuuiune MmseonuuuMsnaasaiomszaueteh
ﬂ’mﬂu“I,G’fﬁmuwanﬁ?aﬁﬂﬁﬁu%'iwﬁun?iwm HORBUEUBY (Response) iUu a1
Aulwmuy (Target) Lmzmmﬁ’uuﬂﬁsauﬁuﬂmmaﬁﬁﬁﬁwﬁqa RPD Qﬂﬁ@ﬂW%NIﬂU
Dr. Genichi Taguchi 3A055u318UW Tul 9.7, 1980 Taguchi iruonuImalumsuddom
rRPD lagld¥nisoonuuunisnaand USuy19s3 Robust design Haznaliansoonuy
nsnaassveaTaguchi Wni1 U ot aums narelugaamns sunisnins nouamas Fudau
&?mmaﬁﬂéfﬁw“lmjmaﬂan“lwﬁammﬁ'u MALANITODALLLAS NANDIYDY Taguchi
g dinseiiuedisnhnduddnasduimasuua daa

sUIUDYBIMIBONNUDNISNARBLUUNINT Usznoudiy

[. MIDDANULNINARDIVDITS U (System design) sﬁamﬁmamuﬁé’\’mms

2. A3 aaﬂuuuﬂ15maauﬁammﬁaﬁqwmmﬁﬁu (Parameter design) Ty 1%
mmaneuitidisrlndaudhninsnniige aanuiudsvosnszuaums Fadumseenuuy
Tuauisos

3. AIIDOAULLNS NATBAT NIy 8ImT 9N EN (Tolerance design) Avh 1
waneudminszuumsiinr i sfivensyld

e%aﬂ‘ginmﬂﬁﬂﬁ'lﬁﬁﬂ5zﬁw§mwua:maﬂ§'aﬁ%ﬁﬂﬁz?m%'ma (Montogomery,
2009) v 1FiRAN1I T onziaumaiamssenuuUn I nanos nsiioaadedosvesnaia
MIBONULVNTIINAABIVDY Taguchi s asfufIneUAUDI (RSM) dm$udeni RPD Jagn
s i s rennsauddam RPD Wotaiisyaninwuazseaninanntiy

RPD g I 19 luaaunisaisne wo Ui

1. aseenuuuszuniivhIddesusunau (Noise factors) i atasoinuaulaild
(Uncontrollable factors) f'mwaﬂswmiammﬁuuﬂwms:nuﬁauﬁqﬂ

2. psesnuUYHARRuaTRTIIRe Ui suad T ERa U 9 YTz ULA e

SfuRARS U FIRAnT Y NURBR N WYBINAAS T Do e
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3. ASOBALUUNITZUINAIHAMLAS fmnflumswam‘nmm ﬁhﬂﬂﬂ‘ﬁﬂﬂﬁﬂm"ﬂ’ﬂ

[} oA ar ' ) a  a 7 =]
mmwamummwuuﬂﬁﬁ@Uﬂu‘ﬂmmwm%’amwuﬂmwwwwaﬂﬂmmuuﬁawqw

=2 9 v = a o @ A ' 1 |
twdniledslunskaaudatntuatsieinaemniunuau gamgil Hionumnues

ar = = ¥
apay Wi
I N Process O Targe! Excessive Vicyuon
Uasraauanld e
{Conlrolled Varizblas}
| i
i r
Y ¥ Y r.xy | ol
il UsL i
o 1 v G Reduce
Hedtindn ) TEUI (ytemy | RGN > Phodeds Sproas
| e
I . i
] |
c |
TadennugnlilA |
{Unconlrolled Varlables) @ et s ui

AR 2-19 nanuihvuigued RPD

Snwasmsznnedeseinivau I8tudesosunu Sued iy TunsudTam
RPD st ugy SndwasivaasTasumuning 2-20 Sulesviinuguiduas 2 Hutfasy
SUAIU NN 2-15 (2) warmans i BnEnasusena1a x uaz 2 Famnenaius mawasy
szfuve x T fanuisvestusaeuaues y Trulaeuutacly daunni 2-20
(6) HEAINISTIENTWATINTENIN x UaE 2 Benurennu n1sRusziaed x dawans

qr o o ¥ = a
ANUALLYTYeIR IR UUDY y AaUNaN TARYY RPD f9aunsnifionseauand x

1 T b

a1 y Tanuduulsteshiga sndegeiivhldasd1dhdeym rReD sransond1d
o d'l Sea & ! 1 ar :; § o ar r gx
nandlelioniwaiiusznedieiniuguldnuiesss uniwumniy
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3 v
Veriability in s L
lramzmifigg pF—-——-———————————— ‘X - Vatlabiley [T T T T T T T T B -

froim .
e s

5 redycod
wehien x = -

a
I
|
|
L — }
Natural | Natural
vanability : variahility
| inaz ing
H ; ! '
r ! i | ! ) !
| | =
| | |
i 1
(2 Mo contral « noise interaction th Signiticant contrel « noiss interaction

MwH 2-20 unuInyesEnswasmveadenniugu lduar J9sbsunIu 1 Robust design

1. MsITuuIMaves RSM wmiszavtedssimunzaud wiviann RPD
q ¥ = o d‘ 9/ .ﬂ = 1
nslFydununisafinenaaimon WuRInDUTUOIBIMIMANIIOUAY
ar a 4:'1 ar 3y ar a & t
anuAulsvesnnlsaeuaueiiisiukanneivnrugu 1e Jedusuniu 8nsnasw
' a ) a = o & a a
sgrindadoans q Wudsmsiidseantmmuazlseaninalunsuddym RPD
Aoy Tgn RPD filifaduniuguid 2 od Ao x iy x, nazdodvsuniu | Tedy Ae 2
o 9 Y w ar ar >
fmualinnseauilasudlugaulsiny Coded (3eduge Nme uazd o 1, 0 uag -1
AUAIAL)

a o o a as
siuumeafinmani dmsudesunugu AU First order model fio
Y=Lyt B+ Boxy + P x, 43,2, +6,x,2, + 0,2, + € (2-8)

= = ! | s ar = 3 - dyl
nndniwaswsynnaleseriuguiduaziledusunrwiaiu i lddgriiiu
a ' LY L3
Uayn iy RPD Hufo 6, uso 6, aesiim lumidugud

sUnumsadiamanid miuanmniovesilsaoause y fio

E ()= Py + Bix) + Doy + faxix (2-9)
=Y ¢ o Y a &

sdnuumeantiameas fvSuanuulsdsiuvesdaulsneuaued y An

Vz(y)zo'zz(}’l +8,,%, +52,x2)2+0'2 (2-10)
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Tavh
ol = awnuulsilsiuvenlatesuniu

o! = manuulsUsvvomaneuauag y

3§n1sﬁuﬁawaﬂauauadaﬁamaﬂnzﬁmmzamaanszmums

= ,31" = . [~
TBNITWUAINAADUHUDY (Response surface methodology: RSM) 111 UN13 79050181
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v ¥ - 4 &
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y=0,+fx + x4+ Bix, +eE (2-13)
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gt Tdudunfortealuszuy sy e unyunftidag el gy
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d‘ 1 A’ =
AIWN 2-22 LLﬂﬂGﬂﬂﬂLﬁJu Tas THNYDIWUAINDADUTUBDY



46

8 o & a | ' . 4
Jaynufeanuiuinassuauss maulngeslduvutiass 11u 2 vuuinaian
W
1 ' o [ ' ] 1 J v w
eduuiueuNuuuHaswyusinarunaril s lmusolddsyummanyduius
‘g = 5 W = 1 U Ji‘ = -:; L) g’.’ = 1
ananuAWInaras st sy uanidduiifaulseagruuivnasoudiudouda
o - ¥ i
utusasuraiaz ldnulddwoaunis
cucd ¢ W 3 @ ! = ¥
ITMINAIADIUDYYA (Least Square Method) mﬂmﬂﬂuﬂqummmmsw
HUVI1ADINIIDANDY (Fitting Regression Models) P ﬂzgﬂﬂmﬂ‘ﬁumiﬂizmm

' o ' ° a A a a & o & 5
mwnmsm%mq G UBILVURDIWH U mmmsw:ﬁwumwawauauawxmﬂwﬂkum

a v X & A a s oy X 3/ o o Yedf ot aa
Aersavun SuARawvua I so lddsruaianFunanouanee AU NI 1 AIREINS

Y] 3’; < a‘& o a 9 3 :f 1 9/ = Qs = o
FIHL ATAATIEHTWUNINT I WNUUUIY WJL’?H?.U150‘L|‘32‘,3J'\i11ﬂ'\u1ﬂmllﬁ)uﬂ°l_)ﬂ1‘i'31ﬂ‘i13?‘]53’/‘1_1'1_1

= ¥

) = o 1 o a ' =1 v
VIINITIWADTNN 9 ﬁuaauummaqmmmngﬂﬂs:mmm"lﬁ’tﬂuamm ANIYR!
1

Q y o =1 1 1 s aa [
VA9 BDNLUUNITNARDURINIALA IADITUR AN NS PONULUTNAR S on 1

et n_-?l’ a ) = o‘g =
M3a0nuuY Tra 14 ENSHURINAAB VAL D (Response Surface Design) N3 UATIEHHUNTD

k4
Ly L 1

g e a o ¥ a Ve A a A
Hhudtmsuvuisavtunou UssassnisiegngauuinuAinansuausiiiialnasenlyen

PR

Qr 1

nanga fdreeaan o S lumsvhaudegiu (nwh 2-18) 99y NUTIWeNBUTUDIYDS

9

4
=

[ o ' 9 o & ar & o = ¥ [ ¥
szyuuil binenduaaulng uaznuuiiaesmaanianwameslunsasuuudiaeauds

Jaquszead Av msiinsneass Ul diuuwimenlinsdivdjannige uazetiad

a a § A o @ 1oy ot 3 d = 4
UszEninmgega thefszilumsfunuivgaiidnga ldoteswis Wgauazlioduny
r -dlﬂC; ] o d‘ L E:I! 4 ! o a u

PIUNIRVDIMINANFALE D 9z U MUUNID0INFUFONTIVU 19U LUUT1a9IMEIaDY
= ¥ 9/ 9 a L4 1 g s A A ¥ Aaa 9
Audn W ldlumsTmsied uagnsnassusutisziidonse W mwisomganaigala

= 4 = o‘z a = =1 &
MNNINA 2-23 ITWUIINT IS HAURIHansUT LB S suEloun s Tunn F3oaves
W o o & S W 1 Aad M4 1 oA 44  a -
vuvzilugefiinonouduesgage viensaimmnanganomenga luiil szfneidou

& = 5 [ = o‘&’ o 4

mandouiissgyuian JaguizasngameveimsinsiziiuAaeuTues fis msmdouly
Tumsiauidhgadmsuszuy viamoemomuwnvesdesefioznalmiinnishaud

molafiga



47

e =i FUN Hagn
e ¥ | for thie
=Y \ P s Bt ] opilmum

= L

froCess

- Conours

Bath of ; of cons

!
“ Y, TESPOnSe
as S mEegse et =

= oo " Ao o b = s R a
DIHN 2-23 UHEIITATDUINIAUVUATUYDIM TURTIEHWUHUHIAD U U D

a 4 A o s
1. ﬂ-l'ialﬂﬁ']gﬂﬁuﬁjﬂaﬂaﬂﬁuﬂQﬂTﬂQﬁ@\]

dlad¥iimsnansssylndifssiueinhgaud uuusinesiieuisouaasainlfs

201N

3

a
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i<y
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Process Capability of Tcc

Process Data Within
Lt 16 === Overal
' Tamet ¥
j usL 154 Potential (Within) C apability
Sample Mean  167.6 Cp 0.29
Sample N 137 CPL 0.83
StDev(wWithin} 4.673 CPU  -0.26
StDev{Overll) 4.6730% Cpk  -0.26
Overall Capabliity
Pp 0.29
PPL 0.8
PPU  -0.26
Ppk  -0.26
Cpm el

156 160 1ied 168 172 176

O bserv ed Performance Exp. Within Performance Exp. Overall Performance
PRM < LSL Q.00 PPM < ISL 6526.03 PPM < LSL £526.89
PPM > USL 737226.28 PPM > USL 77946365 PPM > USL 779459.13
PPM Total  737226.28 | | PPM Total  785989.68 PPM Total  785986.22

NIV 3-5 UAAINNNATNITOAVOINTTVIUATTVOIAIRUHYAMIANKANVINAY

a 1 o o o =
1NN 3-5 WU REUNNIIANTNNUA TS naziReulguisuiuRondaiay
1 = a =] = 1 o E
WA, 2554 Mgurgimsansdnuindurosdanmadn PET luldauderimuavesgndin
¥ a o s d ¥oa 2
Aoamsnnu 78.60 1B TR UAZANUANITDVBINTZLIUMT AUARDNUNT IANALADY
ATNRIAY W.A. 2554 TAUMIAY -0.26 F96In71 1.33 AIANINEILITOUBINTZUIUATTAIGA
o “ ¥ o q ¥q & @ 1 & | L s ¥ q Y ¥ 2u v .
neuiuld ldlufeudsnddullmusagsdumldungemot1d cazwun
4 d o a < a of - I 3 o
wWedisuavesguvpinisanwanvinduveadanaadn PET 7 il Tumudemivuaves
Y S = 1Y 5 v o2 =Y = 's & o A ar
gnmiGuiiuwd ugeiiu dsdulslimsdmszsimaung uazduilunsud lv iloUfulye
s a9 Y Y o ¥ e oo a &
nszuumInda igunw lamuded muavesgna asiuawlsaouaueaiisiauleie

¥ o a o =
AgAUNaNNTANKANUINAY Youlawaiadn PET

anmnifodeimaiozamadegunginsankanuinduve wiawaiadn PET
M3ANYINTZUIUMIHARA g ToYRsHBnIUUMsHARTANA AN PET tag

nqufiifades vy haiefezdemadengunaiimsansdnunduvesdianaeadin Ao

anududures DEG anudutuves pa Josvuradaniuldinaindeyalueia uas

! ' i 1 ' o a -1 - :
vamsdszgudminindwanenguugiinisanpanuINduysAlawaIa@n Faaumeg



3
WWHINNYNANTZUIUNIT Continuous polycondensation process (0¥ Solid stage

° < 4
polycondensation process a3 nthuadraupunmuaamquassaifunioafiolunssyy
aunguoadgni 1aaen1wi 3-6

63



64

@Jxrtﬁ@cmﬂce@ 1L r@kwrmpmcznﬁngvﬁwjirGﬁzj 9-¢ UMLY

[ellen POYIdN

vdi v@P;W;WE_.n\E

dnp-sngdaoury
ruIRER R [ ueen
BItIteR (A'D BHIIELLBLY [ REIRRL [y LgRe]

sk1) Lieroy venntlnmd DA BORHMARITELEY

(dp-13d) L3d i,y

Y

.. ) [\ nuuLi
o UIIReR CA'D bilrLLuLY [ nuind -

D, bOI-9ST |

52dS jo Jnro 22|,

MUBZLMUNBELUTLRZE[LBLR LRy

\

RILHLLIELEYILA

LIBWIMLBENLL WL a&saﬁc:ﬁﬁgzmzaw
= L BT = o

[y Ry
mzﬁcs:r

aulyoe




65

nanisAny1datuiiamaierdenadogurginisannanuinduyeusiawarafin PET
1 o o o = A = v
WU DINAIITRIEHAWUAUNTALAA UNAUASNAAIN WA 3-6 Wu I TiaungRotadewa
oy ' = = ar o a = ¥ o v
walymimgunpiinsanranvinduyeadawaradn PET Tuiluldemudafimuaveagnm
8 TN
lavemgiineaawinauie vieanyiuazanusingluou Tuawnsei
. H Yy = | =
Jinse stvsniniluaunaiiniuan i1l dnludsagdaunqiosdawaldifadam
' = o =} = r o o
Agungiimsannanvinduveuiawaiadn PET it luaudesmusvasgnd 1d

6 TUMY AGTIIN 3-1

= 1 1 a 1 a ar =] &
M15190 3-1 aungiienndwaliinadymmeungimsenednuindureulawaiadin PET

o
aUNe Yoyrine

1. armduduyes DEG luminzay
AUHAMNADINITNIS 2. Anudnduves IPA Tz e

3.0 Rotary Crystallizer 1Mz ey

. . —
amgiinanneiossns | 4. guugiinlFlumsdade lumunzay

wazglnsal

3 o 1
5. ﬂ’]ﬂ'ﬂl.l“r"fﬁﬂqj@\']kllﬂ PET u]:lllﬁiﬂ:’zﬂll

= A Y = 1 o .
qUMANINaINIAgALY 6. MANUNHavaulla Amorphous-chip

Tz e

msdinseitadentaduuaznaaeuneiuiuilodeuiii ANanIznUABQunYH

MsANKANUINAVUDATANAAAN PET
= dar A a
1. MsIAIEHRMaentadn

=

MNNIsEgUT Mg IINUHUAWUAR UMz Hao 1R TINa RN T IR 1gung

= a o = v ¥ o ¥ a
msannanuinauvesdawaradin PET luduldawdodmuavesgna 6 aume i
= d o A a3 ey a1 :‘l"

'Jlﬂﬁ'lgﬁﬂﬂla@ﬂﬂﬂﬂUﬂ'JU'Jﬁﬂ]'iﬂ\?ﬂE)h].ﬂu

ar z ar ) o 1 = o =
- Aiansostadn lnems I ziAegiiovosdoenuuuniswaalanaiafn PET



66

4 ' g vy 3y 3 d
HAMIANE WU 10T UAAMUITNIUYDY DEG tazanududuyo IPA 1y
o aa @ w dar a . . =1
JodunTa NN AuWUSAUAIgUHATIN1IANKEN (Crystallization temperature: Tc) A0ULA
Wen@An PET
a [ = I's 1Y =
- Annsoadadulasmslinnsvinndeyaluoda
=5 ] o ¥ o4 o o ' P o
Han13ANYT wuNguUHnTuIn T lumsdmdauas Anunile youna PET
1 Y a & 1 a Y] of a s Y ]
TifanudunusdomaunginsanHanINAUYDUIANAIARAN PET Aan 1wl 3-7 Lasawi
1 o =] ar a o1 1 a = [
3-8 UARUHYIYDY Rotary crystailizer IANUFUWUTADAIGUHNINITANHANYINA VYD
=1 = ar A 1 a . o o e
WAwAIAAN PET AINIWA 3-9 LATWUIIQUH)TVDS Rotary crystallizer 1AW FuW NS LA
I~} E) oo [~1 o
AN AR Amorphous-chip FIMFAIIIAMIANUNTIAYDIULA Amorphous-chip Inayii 1y

9MNYIYDI Rotary crystallizer 1/aunuiag

1720 AINENTHETEN M Tee uaz Water temp. Tumsdiniia
& 170.0 ——
= 164.0 —*
= 164.0 —e 5 4
S 162.0 —¢ »
T 160.0 y=-0.027x + 163.1
2 g $ R=0.000 ¢
3 1580 3 . v 3
2 156.0
Pt
S 1540 * o
=
'6 152-0 T T T 1
< 30 32 34 36 38
Water Temp. (0C)

= @ w & ' ' a ¥ do g o d
DIAH 3-7 UTAIANUAUWUTIEWINNA Tee uaxqmﬁgwum‘lﬁ‘lummﬂmw

a 97 a ¥ Ag @ a4 A ar 4 @ il
mnvesdayagurgivesimlFlunsdadiainissadunngn q 2 92 luuaziden
I i ) 1 aa o 8/ o o o <
¥ IMATINUA Tee NAATIFRINRIUFUANITUDINNIUIAT 13:00 U Bnmsiiudeoya

o, 2
Wwnal 1 oy



67

ANUFNTHETZNIEAT Tee 4oz LV. PET Chip
176.0 y = -38.12x + 1861

. .
174.0 * 2 RZ = 0.008

Cold Crystallization Temp. (oC)

0760 0770 0780 0790 0800 0810  0.820  0.830  0.840
LV.PET Chip{dl/g)

{ ar ar 1 ' 1 o
AW 3-8 LA NUFUNUEIENI19AT Tee nazaInunilauauda PET

o t o = a L qae
Mvestoyanianuniiaveuia PET Idn1nnsims gronndeslfjifnisues

L]

= o ) 1 Y o u EEN
nadulinis Insizdnn q 2 91 Inuezdonyiwiainganua Tee AAMs 12N

WoeUiRMTveInAIHIAT 13:00 1.

. ANuENAUETYHINA Tec U8z guNgRved Rotary Crys.
Q175
170 -
[+
= = -
¥y =2311x-337.3 : >t ®
g 160
L
& 155
s}
2 150
© 212 213 214 215 216 217
Temperature of Rotary Crys. (0C)

AR 3-9 LEAIRITNANRLBIE N9 Tee LAZRMNAIUDA Rotary Crys.

o

Aoty aguuniiues Rotary crys. tAan U sunsuveskesniugumsnan

Ll U

(DCS) 1azA15IATUTNYBS Borad man ¥9aNNIUYN 9 2 %2 Tuwazidonyrsnatnasedum

Tee NIz HINYOIUGTRA TV INATHIET 13:00 U,



68

o s d M = L
ANHTHAUEIZHINYURHUUBS Rotary Crys.ﬂﬂﬂ'lﬂ'nuﬂﬁﬂ (LV)

6220 RN Amorphous-chip

y = -342.3x + 423
R2 = 0.257

%)
=
@]
lﬁ

~J
[y
[*)]
) -

]
—
=Y

~
—
N

Temperature of Rotary Crys. (o

0.6000 0.6050 0.6100 0.6150
I.V. Amorphous-chip (dl/g)

dl. a ¢ 1 o Qs ] =1
AN 3-10 AN NUTUNUTIEUITNQRUHUQUYD Rotary crys. ﬂ‘i.lﬂ’\ﬂ')'l‘l.l‘}"iﬁﬂ“l}ﬂdmﬂ

Amorphous-chip

P 2 ' A = . ¥ ¥
Hnvosdayamanunilauoadin Amorphous-chip 14910 Tl sunsuvasioanIumgy
MIHAR (DCS) LAN1599UUANUDI Borad man ¥83NNIUNN 7 2 F2 T

= ¢ A w ar 3 ad 1 Y o o' ,ﬁ‘ Y ar o
A AATILHINDANNTDIVITUNA 2 AT 1ﬂwammm‘iwﬂummmu AIANTTIN 3-2



1 o ¢ o o [ 3 st
P1319% 3-2 LEAINANITIASITHINDAANTDITRIENI 2 3T

69

Jodw

€

b
=1
2

AAIB

o 4
WAYIANIIAUAIIZH

L AN NI UUDY DEG

Tz ey

2. ANUVUTUUDI IPA

Tumuzan

= 4 =]
A3 A1 lrglovns

AOBALLUMIHAR

IWansznusiof 1Ml
AIANHANYINGUYD

< =
aAnalean

3. @M UVD4 Rotary

crystallizer iz e

B

I [=1
4. ANUHLRUB UL
Amorphous-chip

Tumuz e

5. gaunnUun 14 lunisen

2

=
R IS A Y

' ]
6. mMAMuviaveatia

waradn PET lumuizey

a 4 q 3 )
MINATIZH Il dunug il
ulumsdne

o ow o
anuduRusnNtoya

Tuoda

NwansenuAvAIgungl
A1SANHANVINALVDA

:‘ =
UANDTTAN

TinnuduWusregurgi
VB4 Rotary Crystallizer
& - a
44 LV. A-Chip Wuilasy

JUNIU

lulwansznuneagungil
= a/
MSANHANYINTUYBY

=1 =
ananaean

a4 M o o aa v = = ar
2. ‘TIG\EIENL‘WBﬂ%ﬂuﬂi}‘ﬂﬂ‘nuﬂﬂﬂiﬁﬂﬂﬂ'ﬂi’gmﬂ{]ﬂﬂﬁﬂﬂNﬁﬂ‘U"lﬂmJ‘llEN

IaWaann PET

Wevhimsayifadvnnmsdadiontladty1d 3 Tadeficwnsanivguld uagdn

o = - ' 1 = = o
1 fasvsuniunersfinanerguugimsansinveadianaiafnie

1, AU uTUYDe DEG

2. ANUTNTUYD IPA

3.9
A

4,

mﬁgﬁmaa Rotary Crystallizer

o 9 a 1 o
A NUHaveada Amorphous-chip 3411 duma1iyhinsoenILY

MINARDLLELIIMSNARBY iReBuduTSvhTinansenUABAIgUMATiMIAANENYING UV

) - o a o = 3 o 4
wawamaan PET wazfdmuassautadsmmes Tasdvuagluyumananes Al



70

POALULNSNARBIULLIRAN B0 2° uazAvuaseautatelumsnaneena

A1319% 3-3 Tandmua v

MIT1N 3-3 Easnsmruaszavatslumsneassdiniumsnaaostutuilety

. syauifovy ' .
fode g deydnyal
Low (-) | Hi(#)
AAUYUUDI DEG 13 1.4 % X
AT UTUVD S IPA 1.8 1.9 % X,
QE‘HHQﬁﬂJEN Rotary Crys. 214 216 °C X,
LV. ¥0u5@ A-chip 0.605 | 0.610 dl/g z
Tagi
as ar ¥ ¥
x, = 538AUT3 0V A NN UVUYDI DEG
x, = seauodvvosnnududuyas IPA
x; = 3¢AUT990Y0UN NNV Rotary Crys.
Z =1LV, voaila A-chip
{ o s 1 o d ar g
nveeszauTtsvasuaazlosy duasil
14
1. AU UYD3 DEG uaz IPA (% laotimiin) dvuaniudeimuavesustv

o o = ar T a d o a a .3
AMINsHan (CP) 300 Audedu N1sUsunlosisudn nududuuos DEG uag [PA (tAUAL

W3pAREIIEN15UIINARU DT gANABNIMAT (Melting point temperature) YUTANAIARAN
E§ o r [=) 1 s 13 a/ o as =
PET #3gNa19n51efMuas3guvniganaoumas iy 24942 °C Tavdudumaimsnin
- ) =1 a a ' o =y [
Tavin@nsniadanaradn PET 114 TdiAY DEG uag IPA wriisampiyanaoumad miny
o ] = a b o Y ¥ =} = P 3 &
253 °C Sgauvgiianaoumalfifagi v ldwdsnu lunsnasudanmeanneyugUuu
¥
v a Vv roas
anad AstuTuienszAUaNdNTUVDI DEG AU 1.3% uaz 1.4% Anuiduduod TPA
AU 1.8% uay 1.9%

o o

2. QUNNNUDI Rotary Crystallizer MnuanIvdoyalusaniA1din1snan (SSP) 150

q au

a ) a \ E ° Vo = a i P=Y |
Audoiu asmui 3-9 v Idaguvgiimsenwinuinduvosdawaiadn PET oglu



71

¥ = '

Tofhmuavegnil uagNgUMNLUDA Rotary Crystallizer V1A 214 — 216 °C 2z 17 18
] 5
manunilavoaiia PET assnuainnunilafignmsieiidesnisie 0.80£0.02 w3das
ABNIY
5 A =] R o v o ar &
3. AIRIINHLATDAUNA Amorphous-chip MUl uladusunu ivsain
as =) ] . ' v 3 3/ =
AR 3109 UM iAYeATla Amorphous-chip 9zdann v lTgurinlued Rotary
a A & 1 ' Y

crystallizer AN3¥UIY SSP Plant TUAIAA70 7901992 HARBM TUNIIAIVDIHAADUAUBY

as o 3 = [ { oo w a a 1w =
Tavszauiaderimuamudoyn luofn 430 WA 3-10 NANAINITHAR (CP) 300 sinaau (1
19NA 130N UAYUHIY83 Rotary crystallizer M0 214-216 °C 18 wazih 1414

W
=1 Y =1

AnNuniaveslia PET asammmanuniiaignmsetaainisfe 0.8040.02 ndans
t [ o o [y 1 2 o . 4 a2 o aq v
aonsy msdiuszauidtpuesmnnunilaveada Amorphous-chip HudALalsA e lu
@ @ ' ¥ X 1Y < | @ a ' P
15150 3 s ualumsveaassnsauldnnusseuveslunudlualidsuamanunila
= =1 [ 1 = a oy 1 1 e
Tagna3259 0103 I UAIU (NN 4.5 T9UABUINIEY THUAIRNUHIA (MDD 0.605
oo 1 ol - o L) 1 =t a Y1
PFANIADNTY LAZNALEToUUDI NI (10D 4.8 TouaduRsevn I NanNuHile
1 7] oSy ) L. 7 A e | C; IC; - 1 s £=-9
WA 0.610 1aFaRsADNTY FeiinuDoununnsgiueyh 0.0004 nFaasaoniy ($1989970
r=1 c; =1 ] [ oo L] [ 1 @ t =
Joynlusdefinuumvosmanumniiammiiy 0.605 m3dasaonin) daudnlsagungiives
L oag ¥ a = gda o = ' Y [ = o
Hot oil flvnuiouny Indmeitiaaehin 275 ssrmuwaidon uazma nuauuodsljnyl
e o a o 4 oA 1Y ar -~ = L oAy
UAININN 1 Taaws e ldanuiunlsvesn nuniinueula Amorphous-chip HA1110Y
o a v a 3/ LY -}
Arvaszaudoduh e lun1snanss 4 799 3940 9nN1500ALLUNAITNAAD AL
uwdaneSea 2' § 4 dosy uazurazdesed 2 s2AU MUUATUINAIDENS (Replicates) INIAD 4

== o ?,: L") L a o r o
ﬂﬂﬁﬂﬁﬂ?ﬂ?iﬂﬂﬁﬂﬁﬂﬁﬁwﬂ WY 4 x 16 10U 64 ATNARDY ﬂ?‘iﬂ?ﬁﬂﬂﬂﬂ?ﬂﬂ?@ﬂ']ﬁg’lﬂﬂﬂ

< aa o Y =
271 lﬂﬂm'ﬁlll]utlﬂu LHAIANNIAN 3-11



Power Curve for 2-Level Factorial Design
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A19199 3-4 MU NHanINeasIdIMIUNIINeasITUsuTT Y

Coded Variables

Uncoded Variables

StdOrder F f DEG IPA Temp. R/C V. fee
DEG TPA  |Temp R/C| LV.
% % ‘c dlg ‘c
1 -1 -1 -1 -1 1.3 1.8 214 0.605 j
2 1 -1 -1 -1 1.4 1.8 214 0.605
3 -1 ! -1 -1 1.3 1.9 214 0.605
4 1 1 -1 -1 1.4 1.9 214 0.605
5 -1 -1 1 -1 13 1.8 216 0.605 J
6 1 -1 I -1 1.4 1.8 216 0.605
7 -1 1 1 -1 1.3 [.9 216 0.605
g 1 l 1 -] 1.4 1.9 216 0,605
( 9 St 1 -1 1 1.3 18 214 0.610
10 1 -1 -1 1 14 1.8 214 0.610
11 -1 1 -1 1 1.3 1.9 214 0.610
12 1 I -1 1 14 1.9 214 0.610
( 13 -1 -1 | i 1.3 1.8 216 0.610
14 1 -1 1 1 1.4 1.8 216 0.610
15 -1 1 1 1 1.3 1.8 216 0.610
16 1 1 1 1 1.4 1.9 216 0.510
17 -1 -1 -1 M 1.3 1.8 214 0.605
18 1 -1 -l -1 1.4 1.8 214 0.605
19 -1 1 -1 -1 i3 1.9 214 0.605
20 1 1 -l -1 1.4 1.9 24 0.605
‘ 21 -1 -1 1 -1 1.3 1.8 216 0.605
|722 t -1 1 -4 14 L8 216 0.605 |
] 23 -1 1 | -1 1.3 1.9 216 0.603
( 24 i 1 1 -1 1.4 1.9 216 0.505
[i25 -1 -1 -1 l 1.3 .8 214 0.610
26 1 -1 -1 | 1.4 1.8 214 0.610
27 -1 l -1 ! 1.3 1.% 214 0610
28 | l -1 1 1.4 1.9 214 0.610 j
ﬁZQ -1 -1 1 1 t.3 1.3 216 0.610 J
30 1 -1 1 ! 1.4 1.8 ZIGJ 0.610 J
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A15199 3-4 AT UNPRANISNARDIT IS UM TN anatutuete (f0)

Coded Varlables Uncoded Varlables
Tec
StdOrder DEG TIPA Terp. R/IC LV.
DEG IPA | Temp. R/C iv.
% % ‘c dlig ‘c
31 -1 1 | 1 13 19 216 0.610
32 1 1 ] 1 14 1.9 216 0.610
33 -1 -1 -1 -1 1.3 1.8 214 0.605
34 1 -1 -l -1 1.4 1.8 214 0.605
35 -1 | -1 -1 1.3 1.9 214 0.605
36 1 1 -1 -1 L.4 1.9 214 0.605
37 -1 1 1 -1 L3 1.8 216 0.605
18 1 -1 | -1 14 1.3 216 0.605
39 -1 1 1 -1 13 1.9 216 0.605
40 l 1 1 -1 14 1.9 216 0.605
4] -1 -l -1 1 1.3 1.8 214 0.610
42 1 -] -1 | 1.4 1.8 214 0.610
41 -1 | -1 1 1.3 1.9 214 0.610
44 1 1 -1 l 1.4 19 214 0.610
45 -1 -1 | 3 1.3 1.8 216 0.610
46 1 -1 1 1 14 1.8 216 0.610
47 -1 | 1 1 1.3 1L.s 216 0.610
438 1 1 1 1 1.4 1.9 216 0.610
49 -1 1 -1 -1 13 1.8 214 0.605
50 1 -1 -1 -1 1.4 1.8 214 0.605
51 -1 { - -1 1.3 19 24 0.605
52 | i -1 -1 1.4 1.9 214 0.605
53 -1 -1 1 -1 1.3 1.8 216 0.605
54 l -1 1 -1 1.4 1.8 216 0.605
55 -1 1 1 -1 1.3 1.9 216 0.6035
56 1 | 1 -1 14 1.9 216 0.605
57 -1 -1 -1 | 1.3 1.8 214 0.610
58 ] -1 -1 1 1.4 1.8 214 0.610
59 -1 | -1 1 1.3 1.9 214 0.610
60 i | -1 1 1.4 1.9 214 0.610
61 -1 -1 1 1 1.3 1.8 216 0.610
62 1 -l I 1 1.4 18 216 0.610
63 -1 1 1 1 1.3 1.9 216 0.610
64 1 1 1 1 1.4 1.9 216 0.610
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: d o d -1
wnumalugunis IRduaumsdus sgUasi

_Temp R/C =215
1

0

¥
AYUU §UNULDY Rotary Crystallizer 1A 215 °C
4. AMANUHIAYDY Amorphus chip {dl/g) Coded {x,) =0

NTUNTT

1V.A_chip—(1V.A_chip,, +1V.4_chip,,)/2

Xy

(LV.4_chip,, —1V.A_chip,,)/2

76

(3-4)

(3-5)

(3-6)

(3-7)

(3-8)



LV. A-chip,, =0.605 dl/g
LV. A-chip, , =0.610dl/g

1 o g o
wnuasiuaums Tdluaumsdusegd

0

IV A_chip-0.6075

¥
w 1

PIUU A

0.0025

€
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(3-9)

1RNUMTIAVBI Amorphus chip (M1 0.608 di/g (1¥aausrsovvesiuniy

MINU 4.7 59UADUIN)

[ :u o g L5 2
ﬂTH‘lJﬂigﬂﬂﬂﬂﬂﬂﬂiﬁUﬂﬁﬂﬂaﬁN 4 ety DANITBBALUUNITVAA DI

<1 = al 1 ar ¥ 3 é Lol o %'J
unAnoiien 2'54 Tote uazuaazifatonaens 1 52AU MU UATANIND N ININD 5 9 AU

FOIVINITNARDAUNY 1WA 5 AITNAADI AIAIT1IN 3-6

i o o a I~ r
19790 3-6 ﬁ’lﬁNUHﬁﬂWﬁﬂ’liﬂﬂﬁ@ﬂﬁ?ﬁ swﬂaeumwmﬂumu‘[ﬁ’a

Coded Variables

Uncoded Variables

S1dOrder DEG IPA  [Temp. RIC| Lv.
DEG IPA |Temp.R/C| LV.
% % C diig C
65 0 0 0 0 1.35 1.85 215 0.608
66 0 0 0 0 135 1.85 215 0.608
67 ¢ 0 0 G 1.35 1.85 215 0.608
68 0 0 0 0 1.35 1.8% 215 0.608
69 0 0 0 0 1.35 1.85 215 0.608

POALLUMINABBUNOMKUATE AV ITad vz aNa IS HURIR UaUD S

(112 CCD (Central Composite Design) 1ot lifimsnaaes

' ar ar =] o w d | a '
udy winwun szaudese luiianuduiusdnvazdhudadu g neasngduo

4 o 4 o 1 o o 1 v ar
Lﬁammsmamaﬁﬂmaaummsﬂumu Iﬁ,ﬁuﬁtHﬁ%@ﬁ@ﬂﬁ‘ﬂﬁﬁ’)h‘it‘ﬁﬂﬂﬂ%i}ﬂ

= d o ar v o
NATAANEA S UUAUAITIUY First order model 101501152 A v 9o muzaud075013

& ot &’ = J o L) o a o =]
VB Steepest Ascent HIDITWHNINDUTUDY ummﬂﬁzﬂuﬂwuummanwuﬁaﬂymzxﬂu
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Faudu It uamsngduuumsasiamand fuaunisuuy Second order model 11150
aenUULMsMAaaRefmuAseR v soTimuy aud 0T ALAAe U LAY CCD
(Central Composite Design) 1¢l n15naapauuy CCD Usznounioyanisnansd 3 4au
AU NADIANIINANDUIUL Fractional factorial Faufiaes #p dIuvaegAnnats uazdwd
11y fie daufiduganmisnaassfiesnuuulfifaguantifnisyuns egaunuvesediie 4
MyuagtuyumInaans Fait

poALUUMINAaBILUUINANaEea 2" oz muaszauagulunisnaaoead

@1519% 3-7 TaeAn vua v

15199 3-7 waaan1smruaszAudtslumsnaasad s umszAUl oYL By

5 vduifodn 1 oL
ﬁi]i]?.l HUHIE aaumﬂym
Low (-) | Hi{+)
ANUIVUTUVDI DEG 1.25 1 .45 % X,
AN LTI IPA 1.75 1.95 % X,
| QUM ilved Rotary crys. 213 217 °C X,
LV. ¥oaLiln A-chip 0.608 dlfg Z

Taonisutlasszauifasoueand 3 17990 91 Coded Variable 111 Uncoded variable

1. AT LYDY DEG (%) Coded (x,) S3ALF (MIAY 2

s O
nInguMFuTagy

3 Conc. DEG —1.35

3-10
0.05 Eri

(Y g Y 9

AN ANWTUVUVDI DEG I5AUFUNIND 1.45%
2. anuANdUY09 DEG (%) Coded (x)) S¥AUA (AU -2

o o
Pnoumsduiagy

5 Conc. DEG —-1.35

3-11
0.05 L
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v
R ¥y

AN AUANIUUDY DEG 12AUgUNIAY 1.2%

3. AMRTUYDI IPA (%) Coded (x,) S2AVYI D 2

s_d
VINANMIFUTIFY
5 Conc.IPA-1.85 (3-12)
(.05

¥
@ s

AU AN NIUYRI PA sTAUgUMIAY 1.95%

4. ANUAUTUVDI IPA (%) Coded (x,) T2AUA MIAL -2

o o
nTuMIFUIIg
APA-1.85
)= Cone.1P4-1385 (3-13)
0.05
Aaiu ALt Yo IPA SERUAUMIAY 1.75%
5. gMMANYDI Rotary Crystallizer ('C) Coded (x,) 5¥AUFI IMAY 2
vnaunsduiogy
Temp.R/IC =215
2= 4% (3-14)
l
AaUY QUNNNVDI Rotary Crystatlizer SR (M1AU 217 °C
6. Qmwgﬁﬂma Rotary Crystallizer ('C) Coded (x,) FEAUAIMINY -2
o o
NAENMIFuUIIgY
_zzTemp.R/C*215 (3-15)

I

¥
Q@ =

FIUU YUNNLUVDI Rotary Crystallizer S2AUS M1AU 213 °C

o a a z:s'. 9 @ A =1

AvuaseaUT 0907 1% lN1TMAaed 4 7990 39%80NN1T90NLUUAITNABBILLL
uaneion 2° 1 4 Jado Feduiinunuled 3 Jede sonuuumsnaasauugauny 3 Todb
[} a/ ar t o a s ar 1 &
dqutasesuniu 1 Uaseluhnminaasauugaunu yanisneassdmsu 4 Yoo f1 O fio
T 1 é ar g Qs 3’1 L} = 1 ar L]
Aszuzriannganana Sunudaazunuuey Aadu 1 o fauidy V4 gaunuudng
Pospadaumay -2 A1 2 unaz sl 2 12AU AHUUAYLIAA 9619 (Replicates) INAL 2
=4 ' 2 Qs o ar ] 1 =
AV IAMINARDUHY 1NIAU 12 A1TNARDI AITMTUAVLIAAIDYI19D1989910 1 51ATY

=a o ar =
VULAD LEAIAINIWY 3-12
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Power Curve for 2-Level Factorial Design
1.0 -
i Reps,
Clr Pts Per Blk
— 20
0.8 g Assumptions
Epha 0.05
StDev 0.5926
# Faciors 4
0Fd - -4-- - & Comer Pts 16
G o= T i ¥ Blocks none
g : # Terms Omitted 0
04 - - -
0.2+
]
0.0 T T
-2 2
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A19197 3-8 AT NTURNHBMINAaDIT IMSUMITEau T euruIE aw

Coded Variables Uncoded Variables

Tee

S$tdOrder DEG IPA Temp. R/C LY.
DEG IPA Temp. R/C L. R X

%o Yo C dlg C
0 2 0 0 0 1.25 1.85 215 0.608
N 2 0 0 0 1.45 1.85 215 0.608
72 0 -2 0 0 1.35 1.75 215 0.608
73 0 2 0 0 1.35 1.95 215 0.608
74 0 0 -2 0 135 1.85 213 0.608
75 0 0 2 0 1.35 1.85 217 0.608
76 -2 0 0 0 1.25 1.85 215 0.608
77 2 0 0 0 1.45 1.85 215 0.608
78 0 -2 0 0 1.35 1.75 215 0.608
79 0 2 0 0 1.35 1.95 215 0.608
80 0 0 -2 0 1.35 1.85 213 0.608
8l 0 0 2 0 1.35 1.85 217 0.608

%) o ¢
1. a5 19aun A LUUANAMaAS
Y F =Y o aa d T 4 o
MAIINMIWINLAE IR Tz R TUsunsuituny ldu e wiethun 19 lunsadis
a a £ a a o 1 = s o =y
aumsdulszdnt dmfunmsinneaguunlinisanadnuINdy (Tec) VOUTANMIAGN PET
= d [%) c; at
2. MIUATIEHAMISLAVMHINZTNUDIT08
o @ ar = o da { oy 3/
Tumsfusamszaudesvlai ldnadnifange awsodins iz ialag 1y

& o P ae o ! " d ar a
WIA%Y Response Optimizer 110 Tusunsuiitiunuinamiamuizavvesein lnofhvua

WINTATee 9

UszidiuwalnedSoumauramsauRMOI UM HEIN TNARDY
" 4:; dl [ d'i & o
naas UMMMz aNNgavesodueautuNa
nanoIvumMAMETNATavswmaz Ty 91nnsUTum Idivung audums laaou

k) H v
SSuwdnhllneanadn 15 aseleowdountastaseiud Tdd M mwafionngau e

ho

Llsf ar a’

Aldnnsnaassdiaseh 3-0 ldseumounladifesmnsiuinldluaums mnd
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ausoi ldszynd I Ides e

§13199 3-9 N1TNPABUNDIUTUNA
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UM NNNeg A3dN 1 AN 2 AN 3 3N AN 15
1 Tee (°C)
agiwanisnaany

M13199 3-10 agUwnaanizvowuaazdady
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AN1ILNISIAMATO NI Mz

ANUEUTUVDY DEG (%)

ANMUAUTUVDS IPA (%)

9aunIivDe Rotary Crys. (°C)

E.V. VDAL Amorphus-chip (di/g) J




a
UNn 4

Han1INeaod

5 o = d‘ = g 8 a =y a as at
prutuasumsautuNuluund 3 fAseldduiinnsyusutots 4 69 arunenns

L)

a3

=2

=1 o & =t 1 = o
pONIUUMISNATDAzIAYToya ALUlubnTivena10Han I NAe WAz IT IR 1ZHHE
minaased 1danmsinutoya Fawanisnaaesszuaasnedesefiinanomgumqll

o . o a =t =
MIANHANYINGY (Cold crystallization temperature: Tee) Yo uLaWaan IwdienAaumaian-

NUan (Polyethylene terephthalate: PET) 1ananail

=

wansnaseuneduiuifodeitinansznudegamgiimsnawanuInauuea

wianwaasn PET



84

A319N 4-1 MTIHANTTNAADIT NI DIUGUT 09
Coded Variables Unceded Varlables
Tee
StdCrder DEG IFA Temp. R/C LY.
DEG IPA Temp. R/C LY. A :
% % c difg c

1 -1 -1 -1 -1 1.3 1.8 214 0.605 154.1
2 | -1 | -1 1.4 1.8 214 0.605 158.5
3 -1 t -1 -1 13 1.9 214 0.605 158.7
Ll 1 | -1 -1 1.4 1.9 214 0.605 161.2
5 -1 i 1 -1 1.3 1.8 216 0.605 157.6
6 1 -l 1 -} 1.4 1.8 216 0.605 160.5
7 -1 | 1 -1 1.3 1.9 216 0.605 160.7
8 1 1 1 -1 1.4 1.9 214 0.605 161.8
9 -1 1 1 1 13 1.8 214 0.610 156.5
10 1 1 1 1 1.4 1.8 214 0.610 159.2
11 -1 | -1 t 1.3 1.9 214 0.610 1534
12 1 1 -1 1 1.4 1.9 214 0.610 161.5
13 -1 1 1 1 1.3 1.8 216 0.610 159.5
14 I -1 I 1 1.4 1.8 216 0.610 158.6
15 -1 1 1 | 1.3 1.9 216 0.610 161.4
14 | 1 1 | 1.4 1.9 216 0610 162.6
17 -1 1 -1 -1 1.3 1.3 214 0.605 155.1
18 1 1 1 -1 1.4 1.8 214 0.605 157.1
19 -1 1 1 ~1 1.3 1.9 214 0.605 157.2
20 1 1 -1 -1 1.4 19 214 0.605 159.6
2] -1 -1 1 ~] 1.3 1.3 216 0.605 1584
22 H -1 1 -1 1.4 1.8 216 0.605 159.3
23 -1 1 1 -1 1.3 1.9 216 0.605 160.5
24 | i | -1 1.4 1.9 216 0.605 162.5
25 -1 -1 -l H 13 1.8 214 0.610 156.8
26 I 1 -1 | 1.4 1.8 214 0610 159.0
27 -1 1 -1 I 1.3 1.9 214 0.610 157.9
28 | 1 -1 1 14 L9 214 0610 161.3
29 -1 -1 1 i I3 1.8 216 0.610 159.1
30 1 -1 | 1 14 1.8 216 0.610 158.3
31 -1 L 1 | 1.3 1.9 216 0.610 160.3
32 1 1 1 | 1.4 1.9 216 0.610 161.2
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A13197 4-1 AT 1aNanIInaanIdmsuiuiudaty (9)

Coded Variables Uncoded Varlables
Tee
S1dOrder DEG 1PA Temp. R/C 1LV,
DEG 1PA Temp, R/C LV,
% % ‘c dlg c
33 -1 -1 -1 -1 1.3 1.8 214 0.605 156.2
14 1 -1 -1 -1 1.4 1.8 214 0.605 157.6
g5 -1 L -1 -1 1.3 1.9 AL 0.605 158.2
36 1 1 -1 -1 1.4 1.9 214 0.605 160.5
37 -1 -1 1 -1 1.3 1.8 216 0.605 159.6
38 1 -1 1 -1 14 1.8 218 0.605 158.3
39 - 1 1 -1 1.3 1.9 216 0.605 162.3
40 1 1 1 -1 1.4 1.9 216 0.605 162.0
41 -1 -1 -1 1 1.3 1.8 214 0.610 1563
42 1 -1 -1 1 l.a 1.8 2ia 0.610 160.3
43 -1 1 -1 ] 1.3 1.9 214 0.610 158.2
44 1 I -1 1 1.4 1.9 214 0.610 161.C|
45 -1 - ! 1 1.3 1.8 216 0.610 159.2 l
46 1 -1 1 | 1.4 1.8 216 0.610 152.9
47 -1 1 1 l 1.3 1.9 218 0.610 160.0
48 1 | i 1 1.4 1.9 216 0.610 161.0
45 -1 -1 -1 -1 1.3 1.8 214 0.605 155.0
50 | -} -1 -1 1.4 1.2 214 0.605 156.8
5l -1 1 -1 -l 1.3 1.9 214 0.605 156.3
52 I I -1 -1 14 1.9 214 0.605 161.6
53 -1 -1 1 -1 1.3 1.8 216 0.605 160.4
54 | -1 1 -1 1.4 1.8 218 0.605 1562
r 55 -1 { L -1 1.3 1.9 216 0.605 161.3
56 1 ! 1 -1 1.4 1.9 216 0.605 161.9
57 -1 -1 -1 1 1.3 1.8 214 0.610 156.2
58 1 -1 -1 1 1.4 1.8 2la 0.610 160.2
59 -l 1 - 1 1.3 1.9 214 0.610 158.0
60 1 1 -1 1 1.4 1.9 214 0.610 161.6
61 -1 -1 H 1 1.3 3.8 216 0.610 158.9
62 1 -1 1 1 1.4 1.3 216 0.610 155.0
63 -1 1 1 1 1.3 1.9 216 0.610 162.1
64 1 ! 1 | 14 1.9 216 0.610 162.4
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= ¢ a as as a a
1. Iinszdnanmsnaassmnivduiudeds mslnseteyasnuudsUsiuves

11998

~ =S s & o o ar L) a
A15197 42 LaeIHam s AATIEHN w10 Tusunsuidnunddinsutuduilede

( Term Effect Coef Se Coef T P
Constant 156.281 0.09285 | 171544 0.000
DEG 1.662 0.831 0.09285 8.95 0.000
IPA 2.3%4 1.197 0.09285 12.89 0.000
Temp. R/C 1.825 0.963 0.09285 10.37 0.000
L.V, -0.438 0.21% 0.09285 236 0.023
DEG*IPA 0.356 0.178 0.09285 1.92 0.061—7
DEG*Temp. R/C -1.337 -0.669 0.09285 -7.20 0.000
DEG*L.V. -0.013 -0.006 0.09285 -0.07 0.947
IPA*Temp. R/C 0.119 0.059 0.09285 0.64 0.526
IPA*LV. -0.269 -0.134 0.09285 -1.45 0.154
Temp. R/C*LV. -0.738 -0.369 0.09285 -3.97 0.000
DEG*IPA*Temp. R/C 0.169 0.084 0.09285 0.91 0.368
DEG*IPA*LV. 0.044 0.022 0.09285 0.24 0.815
DEG*Temp. R/C*LV. -0.250 -0.125 0.09285 -1.35 0.185
[PA*Temp. R/C*L.V. 0.319 0.159 0.09285 1.72 0.093 )

‘ DEG*IPA*Temp. R/C*L.V. 0.219 0.109 0.09285 1.18 0.245 J

S=0.742813 PRESS =47.0844
R-8Sq=90.17% R-Sq(pred) = 82.52% R-Sqladj}=87.09%
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= = cay ¥ aa o o o A o ar 1
A15199 4-2 LA adHam I IAs1zH A 1910 lsunsuidunddwmsuiudude e (ie)

Source DF F Seq SS Adj SS Adj MS F P j
Main Effects 4 | 198256 | 198.256 49.5639 89.83 o.oocj
DEG 1| 44.222 44.222 44.2225 80.15 0.000
IPA I ] 91.681 91.681 91.6806 166.16 0.000
Temp, R/C 1 59.290 59.290 59.2900 107.45 0.000
LV, l '73.063 3.063 3.0625 5.55 0.023
2-Way Interactions 6 | 40.739 40.739 6.7899 1231 0.000
DEG*IPA L 2.031 2.031 2.0306 3.68 0.061
DEG*Temp. R/C 1| 28.622 28.622 28.6225 51.87 0.000
DEG*L.V, ! 0.003 0.003 0.0025 0.00 0.947
IPA*Temp. R/C i 0.226 0.226 0.2256 0.4] 0.526
; IPA*LV. ! 1.156 1.156 1.1556 2.09 0.154
thmp. R/C*LV. ! 8.703 8.703 8.7025 15.77 0.000
3-Way Interactions 4 3112 3.112 0.7780 1.4] 0.245 J
DEG*IPA*Temp. R/C I 0.456 0.456 0.4556 0.83 0.368
DEG*IPA*LV. 1 0.031 0.031 0.0306 0.06 0.815
DEG*Temp. RIC*LV. ! 1.000 1.000 1.0000 1.81 0.185
. IPA*Temp. R/C*LV. | 1.626 1.626 1.6256 2.95 0.093
| 4-Way Interactions ! 0.766 0.766 0.7656 1.39 0.245
DEG*IPA*Temp. R/C*L.V. L 0.766 0.766 0.7656 1.394 0.245
[ Residual Error 48 | 26485 26.485 0.5518
{ Pure Error 48 | 26.485 26.485 0.5518 |
—
btal 63 | 269.358

a

A o o o (= N 1 1 o = o “ o
Wevhmshdadvh luienswademeungiinisanwanvesudawaiaan lusauily

A1 Error i I lo o denliantwadesguuginmsankinyinduvoudianaisdn PET

¥
ar
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wudonswaswazaal s luioniwaoen luvih 1d 1dnanail



&8

- = Al sa o ) o A ar a o o/
f1519Nn 4-3 LLfTﬂ\‘lF‘lﬂﬂ’\ﬁ']m'iWgﬂﬂLIQQWﬂI‘]JSLLﬂ'ﬁJMHLW\‘lJﬁWWﬁUUHUu{IﬂW]U HOIINAA

dedun ldinanonanouauns

Term Effect Coef Se Coel T P
Constant 159.281 0.09622 1655.32 0.000
DEG 1.662 0.831 3.09622 8.64 0.000
IPA 2.394 1.197 0.09622 12.44 0.000
Temp. R/C 1.925 0.963 0.09622 10.00 0.000
[.V. 0.438 0.219 0.09622 2.27 0.027
DEG*Temp. R/C -1.337 -0.669 0.09622 -6.95 0.000
Temp. R/IC*L.V. -0.738 -0.369 0.09622 -3.830 0.000
§=0.769790 PRESS = 42,5824
R-Sq=87.468 R-5q (pred) = 84.19% R-Sq (adj) = 86.14%
= Source DF | SeqS8S Adj S8 Adj MS F P
— —
Main Effects 4 1 198256 | 198236 455639 $3.64 0.000
GEG 1 44222 44222 44,2225 74.63 0.000
[PA 1 91.681 91.681 91.6806 154.72 0.000
i Temp. R/C I 59.290 59.290 59.2900 100.05 0.000
1 1 3.063 3.063 3.0625 517 0.0274'
2-Way Interactions 2 37.325 37.325 18.6625 31.45 0.000
BEG*Temp. R/C l 28.622 28.622 28.6225 48.30 0.000
Temp. R/C*LV. ] 8.703 8§.703 8.7025 14.69 0.000
Residual Error 57 | 33777 33.777 0.5926
Lack of Fit 9 7.292 7.292 0.8102 1.47 0.187
Pure Error 48 26.485 26.485 0.5518
Total 63 | 269358
'{ 3-Way Interactions 4 3112 3112 0.7780 141 0.245
| DEG*IPA*Temp. R/C lr | 0as6 | 0ase 0.4556 0.83 0.368
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Rotary crys. UB¥AIANUHIIAUDI A-chip FaiiA1 P-Value Uipun1 0.05 uanaidasendn
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Main Effects Plot for Tce
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AT 4-3 WUMHAYDeTTS 93 T eI AN AL UYe9 DEG dugunnilues Rotary crys.
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2. MINATIZHANVNUTBDDUDINIINARDS
2.1 AISATIVAOUAITNTLIILAMULUAR (Normal Distribution) U®4 Residuals

§ = a1 = a = g = Vo ' =
IRz Y yalmsusnussuuudlnfuasianuidudaszdedunie lu 9inmsAnsen
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1 s dl é 1 ¥ ; =i &
NINIZYUDINT Residual 11¢gliﬂﬂﬂdﬂ']1ﬂ‘ﬂ 4-4 FINUIIAANUABIAAADULNITATE A NN

S
LUNAUNTI UATAT P-value = 0.269 19% 1o 11 Ieunsadfias lamiduana1slinisuonung

as w o o

nuuUn® NzAuNBdIALY O = 0.05 AINTHA 4-5

Normal Probabillty Plot
({response Is Tcc)

Percant
]

NN 4-4 LLEAINITNTE LA IVDIATAIUANA 19UNIT UL UUNE

] Probability Plot of Residual
Normal

Percent

NN 4-5 LAAINISNATDUNITUINUISULUUNG (Normal probability plot: NOPP)

V81 Residuals

= 1 4
2.2 MsasaouANuUUDIsY (Independence) UDINIANUATIAUNTDU

(Residuals) HONITHINIG ﬂ‘i%i]’IU‘U@GﬁWﬂ?TUﬂﬂ?ﬂLﬂﬁE}uﬁ)ﬂﬂWWﬁ 4-6 WUININTLAA
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YBIANUATIAATABU (Residuals) NTzv8A2 1udHUINUAzAUauTianaugadiu Tgluuud
g4 a =) a 1 1 = ' ] »
Audasy luligdusuiuiuounie luawsedsznugduuuiiuiueu 8 uaasliifiun

' g . 1 g a 1w = ¥ i
AANUADIANTDYU (Residuals) UAnuudassannu (Independence) 345zt lanaundy

1 - = d & 1w
YadmInNUAAIARATULANMY U IEABAY

Versus Fits
(response is Tcc)
1.5
L 2
. * . L] .
1.0 . [}
| L] . L L]
0.5 * « °
§ L] . . ]
L [
L 3 by L 3
¥ 00— . s —2
& . ¢ * e
0.5 L4 : : o,
. L ] ) * ¢ * :
-1.04 °
. . . .
-1.54 =
~ T - T . - d R i | T ¥
155 156 157 158 159 160 161 162
Fitted Value

NTAN 4-6 LARINTITNTEIIUDIANNUARIAATOU Fitted value

2.3 AIIATIVHOUAURALYDY Residuals 1ALWDITMINNMHUATNITNIZIY
I =2 a & d = . .
INNTWT 4-7 DI0WA 4-10 FUT M INTLILUIRAINNUAMIAA DD (Residual)
ar 5 o Y & Al A i 1 s . s
FiruAuszauvestlteyndl Fawunmanuaaimniouluiaazszduvownaz Jady
E 3 3 = a8 v a d’
nnsgawludmuinuezdunuiianurugaiu falsznw 1N umavyesnnuaaamto

= L) a
G IGIRY
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Residuals:Versus IPA
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AN 4-8 LAAINISNTZIIUAIVIAIAIUADIANADWABUAUA AT UYY IPA
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|
Residuals Versus Temp. R/C
(response Is Tcc)
1.54
L]
. 1
104 =
L ]
L ]
0.5 ' !
p. | *
=
2 00 ] !g
'y { lj
P [ ]
a 05{ ¥
* ) |
[ ]
104 3
-
[ ]
L ]
S ST - . T ) T
-1.0 -0.5 0.0 0.5 1.0
Temp. R/ C

MNH 4-9 UAAINTSNIZNIAIVBIA IR NUADIARADUIRIUAUgMMYT Rotary crys.

F Residuals Versus LY.
| (response is Tcc)
‘ BT . B
$ .
L0 .
L
»
0.51 : |
=
2 00t J
g ]
L
-0.5 H
: i
L}
104 9 .
L]
. {
-1.5 = T T T T J
-1.0 -0.5 0.0 0.5 1.0
LV.

AN 4-10 UEAINISNIZIEAIVDIAIANUAMANRBUAIUALAANUHIIAYD A-chip

2.4 MIATITIUANULANUIV0IANNUUTUTIW (Variance Stability, G°) law
ﬁmsm1%muwuqﬁmﬁﬂsmwmnmwﬁ 4-6 ?B«ﬂuuwugﬁmsnszmwaaﬁmmﬂmﬂmgau
VR Fitted Value wu1amuuystsauvesmanuamandoudanuaiesogiuszdud
vt woz lowu g tiuumanssauivesnnuamamAous e dnyusLuLns

Yautla 13 afgﬂxmuﬁﬂwq (Qulward-opening funnel or Megaphone) using1dla
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VNPT 4-7 Da0 T 4-10 wungtuuvvesmnuaamioui 1avindoya

o o o & '
tumsnanoaiuldaumdnns € ~MD (0,07 nmlszms Asiuaglldndeyanisnaass

& 3 = A A gy
Fatilinugnasazinnudureie la

manisnaasswenaaa A uauifsuazHavaIdNsWaTINsE s odn

a:i s d' a ¥ = o 1
A1919% 4-4 @199 URNHANINARDIRINATIUA NN UT U IR HAYDIBNT WA T

5EU D0

Coded Variables Uncoded Variables
—T Tce
S1dOrder DEG IFA |Temp.R/C| LV,
DEG IPA  |Temp. R/IC| LV,
% % ‘c dvg ‘c l

65 0 0 0 0 1.35 185 215 0.608 160.6
66 0 0 0 0 135 1.85 215 0.608 159.8
67 0 0 0 0 1.35 1.85 215 0.608 160.6
68 9 0 0 0 135 1.85 25 0.60% 1602
69 0 0 0 J 0 1.35 1.85 215 0.608 160.8

ety

= 4 5 at a oo
1. s 1ziHansnansamnTunaseuaNuitug Ul AL HaURIBNENAIIY
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= o say v aa o o ar < ] LY
P19 4-5 LARINAMIT BATEY A wen TUsunsudnunddvsunageuanudluduIns

HATHAYDIDNTNATINTEH TR0

Term Effect H Coefl i Se Coef T P
Constant 159.281 0.09028 | 1764.30 0.000
DEG 1.662 0.831 0.09028 9.21 0.000
IPA 2.39%4 1.197 0.09028 [3.26 0.000
Temp. R/C 1.925 0.963 0.09028 10.66 0.000
I.V. 0.438 0.219 0.09028 2.42 0.019
DEG*IPA 0.356 0.178 0.08028 1.7 0.054
DEG*Temp. R/C -1.337 -0.669 0.09028 =741 0.000
{ DEG*L.V. -0.013 -0.006 0.09028 -0.07 0.945
[PA*Temp. R/C 0.119 0.05% 0.09028 0.66 0.514
LIPA*I.V. -0.269 -0.134 0.09028 -1.49 0.143
} Temp. R/C*L.V, -0.738 -0.369 0.09028 -4.08 0.000
]
I DEG*IPA*Temp. R/C 0.169 0.084 0.09028 0.93 0.354
rDE“.G*IPA"‘I.V. 0.044 0.022 0.090284[ 0.24 0.810 ‘
DEG*Temp. R/C*L.V. -0.250 -0.125 0.090284[ -1.38 0.172 _l
[PA*Temp. R/C*L.V. 0319 0.159 0.09028 1.77 0.083 B
DEG*IPA*Temp. R/C*LV. 0219 0.109 0.09028 1.21 0.231
Ct pt 1.119 0.33538 3.34 0.002

5=0.722243 PRESS =54.2032

R-Sq=90.17% R-Sq (pred) =80.35% R-Sq (adj)}=287.14%
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= = P aa o 2 a =1 1 9/
$15199 4-5 LAAIHAN T IRV 1don Tusunsuituidd wmsunegauanuduaiu 1

BaTNAUDIBNTWAT ISz ITegs (R)

Source DF | Seq$S Adj 8§ Adj MS F P
Main Effects 4 198.256 198.256 49.5639 95.02 0.000 B
DEG L | 44222 44.222 44.2225 84,78 | 0.000
IPA 1 91.681 91.681 91.6806 175.76 0.000
Temp. R/C 1 59.290 59.290 59.2500 113.66 0.000
IV, ! 3.063 3.063 3.0625 5.87 0.019
2-Way Interactions 6 40.739 40.739 6.7899 13.02 0.000
DEG*IPA I 2.031 2.031 2.0306 3.89 0.054
DEG*Temp. R.C ! 28.622 28.622 28.6225 54.87 0.000
DEG*LV. 1 0.003 0.003 0.0025 0.00 0.945
[PA*Temp. R/C [ 0.226 0.226 0.2256 0.43 0.514
[PA*]V. 1 1.156 1.156 1.1556 222 0.143
Temp. R/C*1.V. l 8,703 8.703 8.7025 16.68 0.000
3-Way Interactions 4 3112 3.112 0.7780 1.49 0.218
DEG*IPA*Temp. R/C 1 0.456 0.456 0.4556 0.87 0.354 —’
DEG*IPA*L.V. | 0.031 0.031 0.0306 0.06 0.810
DEG*Temp. R/C*LLV. L [.000 1.000 1.0000 1.92 0.172
[PA*Temp. R/C*LV. 1 1.626 1.626 1.6256 3.12 0.083
4-Way Interactions I 0.766 0.766 0.7656 1.47 0.231
DEG*IPA*¥Temp. R/AC*L.V. i 0.766 0.766 0.7656 1.47 0.231
Curvature 1 5.805 5.805 5.8045 11.13 0.002
Residual Error 52 27.125 27.125 0.5216
Pure Error 52 27.125 27.125 0.5216
Total 68 | 275802
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'
Lo

Ao 9 aa v a = a = <
Wevhmsthdadui lufidninasengungdnsansinvsudanaiadn Tusauiu

»
& SAoia =3

' 4 ' r 1 r = o ] =
A1 Error e 1duni lanifosuniianinanemguuginisanwdnuinduveuiiawaadn PET
] i 4

y = ==Y =y o a =
TuiensnasTwazaadadun luleniwasen luvi I 1 manat

= & Sl §f aa o o ar o r a7
@151 4-6 LARIKANT BATIEY A a0 Tsunsuddundd v sunaeaunnududou Tas

=

HaEHavRIoNInaTINTer Tty ndtnndadate R lulinanenanouaued

|7 Term nffect Coef Se Coef T P

-

Constant 159.281 | 0.09389 | 1696.42 | 0.00
DEG 1.662 0.831 0.09389 | 885 0.000 ’
IPA 2.394 1197 | 009389 | 1275 0.000 T
Temp. R/C 1.925 0963 | 0.09389 | 10.25 0.000
LV. 0.438 0219 | 0.09389 23 0.023
DEG*Temp. R/C -1337 | -0.669 | 009389 | -7.12 0.000
Temp. R/C*L.V. -0.738 | -0.369 | 0.09389 | -3.93 0.000
Ctpt 1119 034830 | 321 | 0002

$=0.751140  PRESS =49.7011
R-Sq=87.52% R-Sq(pred)=281,98% R-Sq (adj) = 86.09%
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= o o 9 aa o o a ol 1 9
A5 46 UARIHANIT A EHN w0 TdsunsuliunddmsunaaeuanutuduTde

HAENAVDIINTWATINTENI 1T ndInndaduh inasderansUAUD

(f19)

Source [ pr Req $S | AdjSS Adj MS F P
Main Effects 4 | 198256 | 198256 49.5639 87.85 0.000
DEG 1| 44222 | 44222 44,2225 7838 0.000
IPA 1 | 91681 | 9168l 91.6806 162.49 0.000
Temp. R/C L | 59290 | 59.290 59.2900 105.08 0.000
LV. I | 3.063 3.063 3.0625 543 0.023
2-Way Interactions 2 | 37325 37.325 18.6625 33.08 0.000
DEG*Temp. R/C 1| 28622 | 28622 28.6225 50.73 0.000
Temp. R/CXLV. 1| 8703 8.703 8.7025 15.42 0.000
Curvature I | 5.805 5.805 5.8045 10.29 0.002
Residual Error 61 | 34417 34.417 0.5642
Lack of Fit 9 | 7292 7292 0.8102 1.55 154 |
Pure Ertor 52 | 27025 | 27.125 0.5216 .
Total J 68J 275.302 J | 1

= =1 t 9 [
1.1 WOTUHANATOUA NI IU 1AUeIT998
HANISNARDINUI ANNANHUEIFUFY IR (Curvature) Tf1 P-value (MIAL
A o w ' 1 o oa d V-] @ w da 9 Y 1 =
0.002 ¥4UA11 00N 0.05 UAAI A NNAUNUT VDI 0L NUFUWH FIF LAY TA 9007191
HydAasgay O = 0.05
1.2 #9rsannansenuvealotus Al enInanonan o Ua Lo
AT IHANTENUUDIDNTWATINITH IV TV AINIWH 4-14 1AZnINA 4-15
WUNHAYeITTadu3 sz 1Ay uYes DEG AUgangiived Rotary Crys. uazfatosiy
521199 UnNTIUes Rotary Crys. (Tosuiimuguld) fumnumilaves A-chip (Tady

JUNIU) 11 P-Value Hound1 0.05 LanaTwavesdntuaswsznditelnaregungil
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o = ' v o o oo Qs 4 ' ar o
U YoUUAWIITAN PET ‘t)EJNfI‘l-JUﬁ"IﬂEHWiSﬂ‘U oL = 0.05 Wowunszaudady
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2. MTIATIEHANNHUTDDRVBIMINAABY
2.1 AIATIVADUAITNSLWAIDUUNG (Normal distribution) 499 Residuals
A = droy = = =t I~ = roa oy 1 o
o e Ideyatimsusnueaulniuasinnuiudaseaotuniolu oinmsRasw
A13NIL0WVDIAT Residual TAHARININT 4-13 FIWUTIAINLARIAAADUTNITATL I
MUBUAFUATS 1ALA P-value = 0.430 113 1891 Tlenwisodfias Idnmaunndis

UMsuanuesn Ut RszdududIng O = 0.05 AININH 4-14

Normal Probability Plot
(response Is Tcc)

Percent

\ 0.1 T T T T
-2 -1 7 1
Residual

Ll

AWR 4-13 LEAINITAIZIEEIVIIIAINANA 19 NS HINUSUVUNR

[ —
Probability Plot of Residual
Normat

Mean -8.23818E- 16
Sthev 07114
H ]

AD 4364
P-Yalie 0.430

Percent
283
ea

30
20
10

AWh 4-14 AITNAFBUNTLAALIILULLNAUDI Residuals
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[~ = 1 ] YR
2.2 MIATINAOUA U UDHTZVDINIANNAAIAAADY 1 aRIITUINITATLIY
VOIAIANUAT AR ADUAIA TN 4-15 WUINITNTLD WA NUAR AR ADUNTE 02 T
9 3 =4 o PR I =] = 1 =l b
AMunanuazMuauianuaugany Syduuuidudas: Tuligduuuiuiueunie ueuise
H . 54 L 4 < = 1o
Yszmugduuuiuiueuld ugadddifiunmanuamandeuiinnuiludaszasiu 39

[ 1 T g <5 = t Qs
Uszualdaundovesmanuamamdsulauludaszaony

[
Versus Fits
. (response is Tcc)
. 154
L}
] * ® L] .
1.0 H .
[ ] [ L] [ ]
| - , -8 .
® ¢ .
| 2 00{—$ : ’ : ot
‘ = L » e 3
| & ‘ . . o* . .,
I 0.5 . * . o,
L] L}
t ] * .' L ] » *
L ] »
i -1.0 . . L] .
[ ]
-1.5l o
T - T T T T T ¥
155 156 157 158 159 160 161 162
Ftted Vaiue
.

AIND 4-15 Llﬁﬂiﬂ'\iﬂii’%?ﬂﬁ)ﬂﬂfﬁﬂﬂﬂﬂﬁ?ﬂmﬁ@u Fitted vatue fM5UNATOU

Anududiulfa

2.3 MIATIVADUAUNDOVO Residuals 1AUNITUDINUHUATNITNTZILIN
ot ] T o a 1 & 2 o o
AUA 4-16 D311 4-19 FatluumugiimsnsznereImnNA AT o WALUAVTEAUVBY
ar v é r r q v U ! a ﬂl
Pedoynd Fmuhamnnuamanioulusazssavvewnaydotufinazaluduuin

o 21 o & P = & = 3t =t o
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Residuals Versus DEG
(response 5 TcC)
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Residuals Yersus Temp, R/C
({response is Toc)
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I riny
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WA 4-19 LEARAINITNIZIAVDIAIANUATIANTDWRLUAUAANURHAUDI A-chip
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2.4 MIATWADUANNADLIVDIRIUUUTUSU (Variance stability, G°) Tag
Ansannnuruginsnszneannmi 4-18 Fuduwmupinisnsznsvesmnnamaniow
U Fited value wunnulsUsmaesmanuamandoufinnuades ogluszauiii
wole uaz vy hgdkuumsnsznedive s nnuaman Ao s ednazUNI Y

Yanwdla viegluuud Inaudedisla
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INNINT 4-16 DINIWA 4-19 wuNguvIIm I NUARIRIARoUT Idn1nTeya
o o o ¥ '
Tumsnaasuiluliawmdanns g,~ v (0,67 NnUszns daduagl I doyanisnanes

Jd 9/ = oA A k4
“)gﬂu‘lJ’ﬂ'J"IMQﬂW’NLLﬁ&’Mﬂ’JHJuWL“HE]O'Elllﬂ

«
=

9aNUUUMINARBINIMHUATZAUreta daTirz aNd I S WA VT U

(UL CCD (Central Composite Design) i0 U1 imsnaana

A15199 4-7 YuFinpanisnaassdmsSunssvuaszauvealetsimusay

Coded Varfables Uncoded Varlables \7
Tee
StdOrder DEG IPA Temp. R/CF LY.
DEG 1PA Temp, R/C LV,
% % ‘c dug 'c
70 -2 0 0 0 T 1.25 T 1.85 215 0.608 1543
71 2 0 0 0 ].45 1.85 215 0.608 158.5

72 0 -2 0 0 1.35 1,75 215 0.608 1571

s _ﬂ e

73 0 2 0 0 1.35 1.95 215 0.608 162.4 J

74 0 0 -2 0 1.35 1.85 [ 213 0.608 159.9
75 0 0 2 0 1.35 1.85 [ 217 0.608 163.2
76 -2 0 0 0 1.25 1.85 215 0.608 154.8
77 2 o} ] o 1.45 1.85 215 ] 0.608 158.2
78 0 -2 0 0 1.35 1.75 215 :r 0.608 1 56.94]

9 G 2 0 0 1.35 1.85 215 —[ 0.608 IGS.OJ

80 ] 0 0 -2 0 1.35 1.85 213 r 0.608 15‘).4——}
81 J 0 0 2 0 1.35 1.85 2)7 ] 0.608 164.94|
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¢ o o ° o d
1. 531ﬂ51:11#4@1m5°nﬂaaammumsnmummummﬁ%%’ﬂ‘ﬁmmmu

M5 ansrideyanuYsswvealedy

A = sy ¥ aa § 1a W 3 w w
$1195719% 4-8 llﬁﬂﬂﬂﬁﬂ?i?LﬂiTgﬂTlulﬂ‘iNﬂIﬂﬁLLﬂiulJuLW]‘LJT;’H“HE‘Uﬂ’\'iﬂ’\'}"iu@]izﬂﬂmﬂﬂﬂ%ﬂﬂ

ﬁmmzmj
ﬁ Term Coefl Se Coel T _P_—’
Constant 160.400 0.32113 499 486 - 0.000 ’
iﬁDEG o 0.855 J 0.08028 10.650 0.000 T
IPA j 1.242J 0.08028 15477 0.000 —J
’zmp_ R/C T 0990 J‘o.osozs ( 12.331 0.000
LV, 0.219 ‘ 0.08976 { 2437 0018
‘, DEG*DEG 0,987 ] 012042 | -8.200 0.000
f IPA*IPA 0137 | 0.12042 -1.142 0.258

DEG*IPA -0.178 0.089764‘ 1.984 { 0.051

0.669 0.08976 —7‘.451J 0.000

——

DEG*Temp. R/C
==

Temp. R/C* Temp. R/C -0.363 0.12042 3.010 0.004
_
LV *LV, -0.356J 0.19665 -1.812 0.075

DEG*L.V. 0.006 0.08976 -0.070 0.945
[PA*Temp. R/C 0.059 0.08976 0.661 0.511
[PA*LV. -0.134 0.08976 -1.497 0.139
Temp. R/C*LV, -0.369 0.08978 -4.108 0.000 (

$=0.718069  PRESS = 50.3350
R-Sq=91.57% R-Sq (pred) = 87.53% R-Sq (adj) = 89.78%
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o = fan aa o ° o o ar 9
M1919N 4-8 Llﬁﬂﬁﬂﬂﬂ'ﬁ']Lﬂ5131’73’1‘1?]ﬂ’lﬂjﬂﬂlﬂﬁi.liJuLL'ﬂ"L'ﬁ’Wi5Uﬂ75ﬂ7ﬁu@5$ﬂum9\3ﬂﬂﬂ0

R (AD)

Source DF T Seq SS Adj S8 Adj MS F P
Regression 14 | 36%.632 369.632 26.4023 51.20 0.000
'{ Linear 4 263.457 263.457 65.8643 127.74 0.000
Square 4 65.436 65.436 16.3589 31.73 0.000
Interaction 6 40.739 40.739 6.7899 13.17 0.000
‘ Residual Error 66 1 34.03] 34.031 0.5156
| Lack-of-fit 8 4.966 4.966 0.6208 1.24 0.294
Pure Error 58 | 29.065 29.065 0.5011
Total 80 | 403.663 J
Estimated Regression Coefficients for Tcc using data in uncoded units
Term Coef
Caonstant 160.400
DEG 0.855000
[PA 1.24250
Temp. R/C 0.990000
LV. 0.218750
DEG*DEG -0.987500 |
IPA*IPA -(.137500
Temp. R/C*¥Temp. R/C 0.362500
LV*LV. -0.356250
DEG*IPA 0.178125 N
DEG*Temp. R/C -0.668750
DEG* V. -0.00625000
IPA*Temp. R/C 0,0593750
JPA*LV. -0.134375
Temp. R/C*LV. -0.368750
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P o a o A ta & 1 1 1=y = =1 o I
diovhmsnihetei lulsniwanenguugidmsanwanveudewaadn 15wty
o

' J 1 ' ar @ o 1 ' o o d =
f1 Error 1ia I Ty hiladeniigniwanemaunninsanninuinduvoudianaiadn PET

Y <

¥
uufidnswavsaazanosed lunsnwacen luvh 1 1dnadei

= = s 3 oa o o a o a
AITNA 4-9 LL'ﬁﬂQNﬁ%’]ﬂﬂ'ﬁ’)mﬁ'\‘u‘,‘ﬁﬁ’]l‘lﬂ%’]ﬂIﬂﬁLLﬂ‘iiJl!HLlﬂﬂﬁ']ﬂ‘iUﬂ']ﬁﬂTﬂHﬂ5$§5HJ°U@~‘1

P930TMINE TN NAINPATI N T THAROHNAR DU TUD

( Term Coef Se Coef f T p
F:onstam 159.879 } 0.19679 812.423 0.000 J
(DEG T 0.855 . 0.08330 10.264 0.000 J
(IPA r 1.2427J 0.08330 14916 0.000 ’
Premp, R/C " 099 0.08330 11.885 0.000 J
0219 0.09313 2.349 0.022 N
DEG*DEG -0.935 0.11183 J -8.361 0.000
Temp. R/C* Temp. R/C ~o.41ﬂ 0.11183J 3711 f 0.000
DEG*Temp. R/C 0.669 0.09313 f -7.181 ro.ooo
Temp. R/C*L.V. | -0.369 0.093135-3.959 ’ 0.000 —t

S =0.745046 PRESS = 50.4364
R-8q = 90.10% R-Sq (pred) = 87.51% R-Sq (ad)) = 89.00%
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= = o 9/ e o o s 0 as
f13 7199 4-9 LLﬁﬂQNﬂﬂ?ﬂﬂ"l'S'liﬂ'S1$Wﬂ%ﬂ91ﬂiﬂﬁllﬂiwwullﬂﬂfT']‘}’T'iUﬂ"Iﬁﬂ’]ﬁuﬂ'ixﬂ‘U‘U@J

Jatomuizay ¥aanaateted lllinanonanauauos (Ao)

T
( Source
| Regression | 169.632 26.4023
}
(Linear 263.457 65.8643 127.74 0.000
I‘L‘Square 65.436 16.3589 3173 0.000
Interaction 6 40.739 40.739 6.7899 J 13.17 0.000
Residual Error 66J 34.031 34.031 0.5156 F
l Lack-of-fit g 4,966 T 4.966 0.6208 B 1.24 0.294
| Pure Error 58 29.065 { 29.065 0.5011
ﬂal BO | 403.662 1 j ]

Estimated Regression Coefficients for Tee using data in uncoded units

Term Coef
Constant 159.879
| ~on
DEG 0.855000
IPA 1.24250
Temp. R/C 0.950000
r__m__
LV, 0.218750
DEG*DEG -0.935029 J
k.-__
Temp. R/C*Temp. R/C 0.414971
T
DEG*Temp. R/C -0.668750
]
Eemp. R/IC*LV. B -0.368750

o LY

§ & ‘ = r o e ' 4
({13019 P-value 310A13 194 4-8 wuNTedeflia1 P-value 180171 0.05 &9
ugaahilaNuenea e iisd 1Ay agudteninanemguuginmsanranuinduves
) = v @ o w A = o -f
dianmadn PET moldszaudvdagi o =0.05 1 Judsil
ar o . A
1. Jadunan (Main effects) Av

1.1 AUt uYed DEG
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1.2 ANUWUTUYDY IPA
1.3 guMOUVDd Rotary crystallizer
1.4 AAUNEAVDI Amorphus chip
2. J930390 (Interaction effect) NUnaAoM1gUUITMIAPKANYINTULDS
ilAwa1aAn PET o
2.1 Jodusauseninanududuye DEG Augmuwniived Rotary crystallizer
2.2 YaTuIIMTEHINQUYANVD Rotary crystallizer SUAIANUNTUAVDS
Amorphus chip
A’( = a @ r = . s d' 9,
(dione15aT383 Iz I19UUYLVRA Rotary Crystallizer (Ya3eAn 1091 14)
il AR TINYHAYDY Amorphus chip (a985UNIW) WUIIWAVBIDNTWATINIEHITDY
n:; Y o =] b at
fnugu lRuazadvsuniuinaded il snouauo
aHarumsmuvuadiamans
o a 1 = d d
W ETUMIRR00eNA 190y IuguumIndiaman i uaum LUy Second

[} ¥
order model F49z¥i 19 191 Regression Model #UYU RPD Al

y=Bo+ Bix+ Byxy + fyxy = Bix; + Bixs = X% vy, 238y %32 (4-1)

1 1 ¥
HAUAIANNITH (4-1) 97077 Coefficient 9109115199 4-7 Tdaail

3 =159.9+ 0.86x, +1.24x, +0.99x, =0.94x +0.42x] —0.67x,x, +0.22z - 0.37x,z (4-2)

o
x, = AU NAUYD DEG (1o fidud)
x, = ANNTNTUS 1PA (nloTidud)
X, = QUNHUVDY Rotary Crys, (0981 UB2TYA)

£l Y

z=LV. v0uda A-chip (nFFAsADNTY)
9! = d o ar 1 5 o o
b adngluuumandiamansdiniummansvosdudsaouauss y inana

s =\
Y990 IVNIU 7D

E.[y(x,2)]=159.9 +0.86x, +1.24x, + 0.99x, - 0.94x] +0.42x> —0.67x,x, (4-3)
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2. aiwgduuumeadiamnanidiriuanuudsdsuvesdunlsaouaiel y e

V.iy(x,2)]=02(022~037x,)" +o’ (4-4)

1 o as g
o =0.5551 (711 Mean square 484 Residual error # 1919717 TUsinsuiitiusiy)
ol =0 (ndeyaluefn mAunilaves A-chip Iaudosuuanasgiu mny
0.0022 lFansAenTy AuuUTUs MR A sEanauviinL 0)

sInyunuaIasluTung 4-4 9214
V. [¥(x,2)]=0.5551 (4-5)

[ ¥ 1o . o o
MM IuNauMImnaa s x,, x, x, 10 Premium solver (AAINARINITD 4

d 1 =

2. IATIERAMIANNITINIAQYYDINITOADDLVDIANNIT (Regression)

L4 ) A

M3Ans e RN BRI AsNAaDURERIEAs WA eI ANNFURLT s 196
usHanou “luﬁﬁﬁathmwQﬁmsﬂnwﬁﬂﬂmﬁwauﬁﬂwamaﬂ PET AUiAuByv896 1
annoordeld sunfigfiminsauie

Hg B = B,

H, B #0 foratleastone i

Mruatial o =0.05

Tumsansizdanuudlsuimu SoensuauuAgundn (P-Value > 0 ) uazagdh

s '

o o ' a o & = I o gy
Wandunsoanes luithudadu day aumsnendiamansnnaafasaneyn linasoe

gniinsannnas 1 nagvinimsufiasauuagiunan (P-Value < 00) 93Un 1N 10

a

as

[} i ar & o 1 a a r a
ptadesfigananlslugunisoanosnilednesinnog v ldvd 19 yaouUU§1009U8 UM

1

= 4 o 4 as Y- v
NWAUAPI AT HANITUARITIEHIIN ANOVA TﬂUﬂ’]ﬁUNﬁ%']ﬂTU'ELLﬂiJJlJuLLWU WU

Y o | °

P-value < 0.05 1110971 Aauls luaumInaneulinast el lpd1AYAoULUUT AU
nnfiamaag

roas a & w o 2. 5 | g ¥ oa

mdudszansnmsanaule ®) WumildeTuieanuamuisnuesaunisnnnoy
#SodusdasyluaunisonnasnaunsoeoTUeMs AUl aIvBIM IR UTURINS B
w Y T o o 22 d4a = o
antsenw (y) 19 ludad i la Asdua R’ Bannaunisngslanuminzauinn lageidy

as a r'd
HANMITAATIZHA UL T30
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1 st = =:’:f ey R = ar t 4:4 lg { o
aaulszansnisaaduls (R Ad) adndudinee lumuiudioswiuves
ar P J o ' I o =Y a o 10 o 1
dudsmuinlunuuiiase ualuautusTdudvdandsn s uas Tl lueaunisaives
R’ Adj 9xTAIaAAUAND
9 da I'd 3} aa o ar a | 1 2
NnYayanIns1er layld Tdsunsuddunuden 15199 4-25 wude R = 90.10%
r ar 5 ar 1 dl. 1 = a
Haz1 R'Adj = 89.00% Adlultsarsunaunsannssiad veylusduumaendinmans
o a
AUANNITIUY Second order model @1xnsau 1Y 14 8
3. DI HAIEHRAIINN T D0ARINITNARDA
3.1 ATRTIVABUAITNTZWAVULUNH (Normal distribution) U049 Residuals
4 a 4 a S = o = t ar =1 ] =
wednsizidoyainisusnusswudnauariarmiudaseaeiunse lu sanmshioisan
A13NTEI UM Residual TANARINTWH 4-20 FANUNAINNUADIANAIUTNIINTE D106
3} 1 1 g [T 1 o LT 1 L] by
AIMUUATUATI UATAT P-value = 0.428 Ua¥ 1A liaansod fias laneduandis

fnsuenusanuulng NszautudiAty O = 0.05 AIN WY 4-21

Normal Probability Plot
(response is Tcc)

Percent

Residual

AWA 4-20 LASINTTNITETHAIBIMIAIUANA L AITUIAUIUDVUNA
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F Probability Plot of Residual
Normal
ﬁean 1.052108E- 14
StCev 0.7068
N a
I AD 0.365
7 P-Value 0.428
|
2
d
l Residual
| -4

A 4-21 MINAFOUMITLONLVSHLUUNA YD Residuals

3 a 1 4 4
3.2 NSASIVADUANUTUDATLUBIAININAAIAAT B DN IS INITATL W
YDIMANUAAIAATOUAIN N 4-22 WUIINITATZIWAIVBIATUAMIAAABUNTEIIUA U
9 3 =1 [ Y- | P o =] = 1 =] 1
mutngazsuauiianurugady T3Unnviidudass lulzduuuiniusunie luminse
- v 9 @ d [ ::‘1 = =1 & 1 Y]
Usznagduuuiniueuld waagddimundnnuaamandeutinnuiudaszaonu

£ @ = 1 A = [=] = 1 L]
ﬂ\ﬂ_lizlﬂEuhlﬂ'l']ﬂ’lLﬂﬁU‘UfNﬂ'lﬂ'l'\ijﬂ'ﬁ']ﬂtﬂﬁ'ﬂul]ﬂ')’]u&ﬂu@ﬁigﬂaﬂu

Versus Fits
(response is Tcc)
' L5
' T . e |
L . .
1‘0{ e, .
L]
- . e .. R . « *
- . M . : LY
&/ ! . L]
'.a 0.0~ — . S —
[ . * oy e
05 . *« s -
1 - .. -
¢ . [ ]
-1.04 . . . LI
¢ . o .
-1.54 .
| — T T T T
154 156 158 160 162 164 |
Fitted Value [

NINT 4-22 LARINITNTLDIYVBIMIAIUATIANTDY Fitted value BIHSUAHUATLAL

9919 9NHUITEY
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3.3 NMIATINADUANRTAVVOI Residuals IasHITNNNUNUNITNITNTEDILIN
o =4 o & o = ! p = a a
A1WN 4-23 90197 4-26 TUTUUHUYTININTEDIWVBIMANUATIARTDUNBUA DT EALYDY
Tadunna danundmnuamamasy luuaazszavvewaazdoseinsz o luduwan

;0 = s =4 I 1 d’ A;, - pI =} ar
HAZATUDUUANNTURANU ‘iJQ'l_]ﬁtll'lﬂ‘lvLﬂ”J’)ﬂ')mﬁU'iJ‘ENﬂ’J’I‘lJﬂﬁ')ﬂ&ﬂﬁﬂuuﬂﬂﬂﬁtﬂﬂﬂﬂu

Residuals Versus DEG
{response is Tcc)
1.5
. L]
| ;
1.0 H
L ]
. L]
3 H e
- el H v - .
g8
3 00 . —a -
» . S ’
& _' . ' *
" L ]
0.5 | : . !
i .
-1.0 . .
Il :
-1.5 »
P — - T T
-2 -1 0 1 2
DEG

AN 4-23 UAAINITNIZRIAIVDIMANUARTARNA DN VN UAMUITUTY DEG

FuriusivuaseauvelatuRmLIT Y

Residuals Versus IPA
\ (response is Tce)
. 1.54 . . }
| : . |
: 1.04 H . H |
! | . s ' '
0.54 H * '
| ’ H }
il ! ' |
[] |
B . ¢ . ] | \
| -0.5 : : ‘ l
L ]
[
1.0 f ; o
: 1 |
15 . |
2 1 6 1 #
PA ’

WA 4-24 LARINIIATEIILAIVDIAIANUAMIAIA AW sUSUAE LYY IPA

Fviutvuasyauveatlessmzay
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‘ Residuals Versus Temp. R/C
{response is Tcc)
!
b5y : v ]
[ ]
104 t § !
H !
|
l 0.59 ! ' '
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™ SR S |
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[ |
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{ 1 H \
-1.5j s )
2 -1 0 H &
Temp. R/C |

PIWA 4-25 HARINITNIEDIYAIVDIMANNATABDUINLUALYMUHYT Rotary crys.
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3.4 MIATIVADUANUADITUDIANULLTYTIU (Variance Stability, 07) lag
Aossnauruginansy e i 4-22 Fufuuruginsnszvwvosmanamanion
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1NN 4-23 Danwh 4-26 nuNgduuuvesmnnuaaaniow 1 ldnndoya
| a a EA '
Tumanaasatiulumumanms €,~ Mp (0,067 yatszns Anduagyidndeyamsnanss
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ganianugnasuazinNuiuseie 14
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4. MIUATEAMITTAVIIMIz IRt
= o ] ar 3 ar b4 .
nMsamszRa Rz auvesdesenrunu 1 3 JedeTasnsad1e Nonlinear
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programming model 778 Premium solver ma"lﬁ’"lﬂmqmﬁqumsmﬂwaﬂmmamm
[~ = ' ' a A o ¥ o Y &
Wana1eran PET agysynig 156-164 °C ilaaviniudaimuauesgndl deemuisg

= = 4 © ¥ ar c’l’
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aumathvune

Min Variance = 0.5551-0X," (4-6)

YPUU W
156 <1599+ 0.86x, +1.24x, + 0.99x, = 0.94x} + 0.42x — 0.67x,x, <164 (4-7)
~l<x <1 (4-8)
-1<x, £1 (4-9)
~1<x, <1 (4-10)

1AHadin 1w 4-28

Consrant X X, X, X/ 2 X012 XK,
! 0.00 0.09 0.00 0 0 ]
v,¥ 0.555) 0 0 0 0 0 0
5T E{y) 1599 0.86 1.24 0.9¢ -0.94 042 -0.67 1599 == 164
159.9 0.36 1.24 0.99 -0.94 0.42 -0.67 1599 = 156
1 0 = 1
1 0 a= 1
1 0 = l
1 0 = 1
1 0 <= 1
1 0 S= 1

AW 427 uemeszAUTIMII AL 3 JodendanadengmninsannanuInduusd

SIana1eRn PET
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a o & 3’/ ar =1
HUaIsEA DT EMNLIZ A UUDING 4 U998 910 Coded Variable (1)1 Uncoded

1. A uduve DEG (%) Coded (x,) = 0

NTUNTT

+Cone. DEG,,;,, )/ 2
)12

Cone.DEG — (Cone.DEG, ,

X, (4-11)
(Conc.DEG,,,,, ~Conc. DEG

low

Conc. DEG,,,, = 1.3%

Cone. DEG,., = [.4%

high

€

1 o o o [
wanmasuaums (@-5) Tdduaumsduiagydail

: Conc.DEG —1.35
0.05

0 (4-12)

y 1 L7
AU AN UTUVD1 DEG 1101 1.35%
2. AtuTUY0I IPA (%) Coded (x,) = 0
MINFUATT

Conc IPA~(Conc.IPA,,, +Conc.iPA4,,)/2
X, =
: (Conc.IPA,,, — Conc.iPA4,,,)/2

(4-13)

Conc. [PA,_ = 1.8%

low

Conc. IPA,, =1.9%

5
wnuaaaluaunts @-7) TedluaumsdiS oguaed

o Conc.IP4~1.85

4-14
0.05 o

w & ¥ g

a0 AUt HUD IPA DL 1.85 %
3. @MNDIUDI Rotary Crystallizer ("C) Coded (x,) = 0

INUNIT

Temp RIC —(Temp.R/C,,, +Temp.R/C, ,}/2
X, =
’ (Temp.RIC,,, —Temp.R/C,,)/2

(4-15)

high low
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Temp. R/C,,, =214°C
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1
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Test of mu = 159.9 vs not = 159.9
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Process Capability of Tce (oC)
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AITUMANUIN N-1 naastoyn luoRaveaninunilauin Amorphous-Chip

ABNT Y

- No. TIV A-Chip No. IV A-Chip No. IV A-Chip
(dvg) (avg) (dlg)
1 061 19 0.6057 37 o.so:zd
2 0.6082 20 | 0.6053 38 0.6054
—
L 3 0.6065 21 06046 | 39 0.6029 ,
4 0.6051 22 0.6055 F 40 0.6019J
5 0.6035 23 | 06075 41 0.6035
6 0.6066 24 0.6079 42 0.6032 |
7 0.6087 25 0.6058 43 0.6022
8 0.6075 26 0.6076 44 0.6023
9 0.6072 27 0.6042 45 0.6044
| 10 0.605 28 0.6067 46 0.6041
| 11 0.6071 29 0.6082 47 0.605
12 0.6088 30 0.6092 48 0.605
13 0.6071 3] 0.6081 49 0.6033 |
14 0.6082 32 0.6026 50 0.6037
15 0.6084 33 0.6021 51 0.6045
16 0.6068 34 0.6013 52 0.6045
L7 0.6097 35 0.6058 53 0.6037
18 0.6058 36 0.6046 J 54 0.6072

AUNDY 1MIAU 0.6056 ATANTADNTY LazANDOULULIMTIUMIAY 0.0022 IATHAS
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A31INIAHLIN N2 uaesdoyaluednvesminumilamia Amorphous-Chip WAD 0.605
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No. 1V A-Chip | No. v A-Chij N IV A-Chip
(dl/g) (dvg) (dlg)
1 0.605 14 0.6052 l 27 0.6041
‘ 2 0.6055 15 0.6056 J 28 0.6049
( 3 0.6049 16 J 0.6048 I 29 0.6055
( 4 0.6053 17 fo.soms | 30 0.6052
( 5 0.6055 18 0.6053 3l 06049 |
’ 6 0.6049 19 J 0.6047 32 0.6048
i 7 0.6051 20 0.6045 33 0.6054
r 8 0.6046 21 0.605 34 0.6054
( 9 0.6052 22 0.6052 35 0.6047
}7 10 0.6051 23 ‘ 0.6046 36 0.6043
A 0.6045 24 ‘( 0.6047 37 0.6045 J
| 12 0.6049 25 [ 0.6051 38 0.6045 ‘
r 131 06046 26 ] 0.605 39 0.6051 J
40 0.6055 J

AUDAY 1WAV 0.6050 1TFDATABNSY LALAUTVAVLIATFINIIND 0.0004 (ATAAT
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StdOrder | RunOrder| CenterPt | Blocks DEG IPA Temp. R/C I.V. Tce
55 1 1 1 1.3 1.9 216 0.605 161.3
25 2 t l 1.3 1.8 214 0.610 156.8
53 3 1 1 1.3 1.8 216 0.605 160.4
38 4 1 ] 1.4 1.8 216 0.605 1583
24 5 | L t4 1.9 216 0.605 162.5
48 6 1 1 1.4 1.9 216 0.610 L6l
52 7 1 1 1.4 1.9 214 0.605 161.6
10 8 1 1 1.4 1.8 214 0.610 159.2
57 9 1 ] 1.3 1.8 214 0.610 156.2
2 L0 i 1 1.4 1.8 214 0.605 158.5
61 Il 1 l 1.3 1.8 216 0.610 158.9
16 12 ] I 1.4 1.9 216 0.610 162.6
34 13 1 1 1.4 1.8 214 0.605 157.6
39 14 1 l 1.3 1.9 216 0.605 162.3
] 15 [ 1 1.3 |.8 214 0.605 154.1
15 16 | 1 1.3 1.9 216 0.610 161.4
42 17 1 1 1.4 L.8 214 0.610 160.3
23 18 1 1 1.3 1.9 216 0.605 160.5
49 19 1 ] 13 1.8 214 0.605 155
26 20 1 I 1.3 1.8 216 .610 159.1
12 21 ] ] 1.4 1.9 214 0.610 161.5
54 22 I 1 1.4 1.8 216 0.605 159.2
33 23 1 1 1.3 1.8 214 0.605 156.2
11 24 l L 1.3 1.9 214 0.610 158.4
26 25 1 l 14 1.8 2t4 0.610 159
44 26 [ { 1.4 1.9 214 0.610 161.1
63 27 1 1 1.3 1.9 216 0.610 162.1
21 28 1 1 t.3 1.8 216 0.605 158.4
56 29 1 i 1.4 1.9 216 0.605 1619
64 30 l 1 1.4 1.9 216 0.610 1624
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StdOrder |RunOrder| CenterPt | Blocks DEG IPA Temp, R/C LV. Tee {
47 31 1 1 1.3 1.9 216 0.610 160 J
50 32 1 I 1.4 1.8 214 0.605 156.3]
58 33 ] 1 1.4 1.8 214 0.610 160.2

T 6 34 1 1 4 1.8 216 0.605 160.5
32 15 1 1 1.4 1.9 216 0.610 1612
27 36 1 1 1.3 1.9 214 0.610 157.9
13 37 1 ! 1.3 1.8 216 0.610 159.5
46 38 1 1 1.4 1.8 216 0.610 157.9
62 39 1 1 1.4 1.8 216 0.610 159
51 40 | 1 13 1.9 214 0.605 156.3
18 a1 1 I b4 1.8 214 0.505 157.1
35 42 1 1 13 1.9 214 0.605 158.2
9 43 I 1 ] 1.8 214 0.610 155.5J
59 44 1 1 1.3 1.9 214 0.610 158 J

r 17 45 1 1 13 1.8 214 0.605 155.1J

. 20 46 1 1 1.4 1.9 214 0.605 159.6

{ 31 47 1 t 13 1.9 216 0.610 160.3

| 30 48 1 1 1.4 1.8 216 0.610 158.3
3 49 1 I 1.3 1.9 214 0.605 158.7J
28 50 1 } 1.4 1.9 214 0.610 161.3
37 51 1 1 13 1.8 216 0.605 159.6
4 52 1 1 1.4 1.9 214 0.605 161.2
41 53 1 1 13 1.8 214 0.610 155.3—7
5 54 1 | 1.3 1.8 216 0.605 157.6
8 55 1 | 1.4 1.9 216 0.605 161.8
45 56 1 1 1.3 1.8 216 0.610 159.2J
19 57 ! | 1.3 1.9 214 0.605 157.2 {
14 58 1 1 1.4 1.8 216 0.610 158.6
36 59 1 1 14 1.9 214 0.605 160.5
43 60 | 1 13 1.9 214 0.610 158.2
60 61 1 [ 1.4 1.9 214 0.610 161.6
40 62 1 1 1.4 1.9 216 0.605 162
7 63 1 1 1.3 1.9 216 0.605 160.7
023 54 1 [ p.4 1.8 216 0.605 159.3
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‘ Contour Plot of Tcc vs Temp. R/C, DEG
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Contour Plot of Tccvs L.V., Tgmp. R/C
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Surface Plotof Tcc vs 1.V., Temp. R/C

—

Hold Values
DEG ¢
PA 0

g o oy ! =
MWNIANBIN A-4 LEAINTWHUNINDUTUDI 3 UA (Surface Plot) IV INYUNYUYD

Rotary crys. AU AANuniaue e Amorphous-chip

138



	Titlepage
	Acknowledgements
	Abstract
	Contents
	Chapter 1
	Chapter 2
	Chapter 3
	Chapter 4
	Chapter 5
	Reference
	Appendix

