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B1E &S

1.1 WA OR

MEE L 1E TAKICRET, =—F )L« RUPr -« 7 aaR/LihD L 5 R HEEHINC AT,
TR X 0 REREE 23028 L, EIRIC R O I S A ERE L BRSNS V. IRE I,
ARERERT 2 FEER D THD & &b, Rdh, ERM, & Vo7 ERESE TH R
HRVWE THD. B OEIT HIEEIL, ZOXRKESPMETH LS. WG L1, B
HO7 ) tr— V27 VOMKTH L. ML 7 e— 154552 3 HoFoElim
NWIZATNWAEG LT MY 727 ) Ba—/L (Triacylglycerol: LT, TAG L/r~d) L IRIFERE
FICHWON D0, B - bFTEST TILRIKS ThLY TNV T VEr—L, £/ T
VT U w—)b, HEREENIEE, F7o, R$FRVIRT Vv a—n, A7a—, RIbKE, @F
B2 EOWMBORT ALY, B2 I U, RoCICEAIREEZR E 25T TAG & &
Aoy & HNRERE L BRSNS Y. AAMIRILEIC TAG DR S, 7'V & a— o
EF 2 IENEE OFERE S 2 WITIENEE O AG DI Lo TR D HE &R
AT, 3 oOMRENE CRFREE, BT - garikee, AAAEREKEE) ([Blsn s 2 e
HHNTWD., AEICIIREICR T 22 L TICB 5. £7°, KE#iEL L TOIRE
AR D = ERE R AR Sy + =k VX —PEH O B EAR SR, FRVEIE & v oA, MR
Wi ORI & & LT, AMIEENC & o> TRAIR RS Th 5 Y. Fiz, EIRE - BhArHhE
ELTCOREL, 7= N"—% 5T 2%ERC, FEOWPRRELZLHZLT, 77 AF
Y— (B & LToOBWL IZ2MET2&EN 2>, I6IC, ERREKEL AT DIEE
ELTE, BMmPELDRESODAREFOTIRNHFSND Y Fah~F )= ik (DHA)
RT A aP_XZ g (BEPA) 23MlE LTET LD, KinsL, IREOHR T L6

o h, B - WBATHERE A 1 59 2 IR O IR B KO O E A D o T NE TH 5.
Fig. 1-1 12, MR OWBAREE & 2 OREMLRMIERM 27T, ERREOFICTF a a1
— b, ZWREBOBNSHIRY 3 — b =27, KBHiER (O/W : Oil-in-Water) =~ /L3 3
WEOHNC~ IR —ARET U —24, lFKEE (W/O : Water-in-Oil) =~ /L3 = REED
B~ —=H Y RN T —, KAy TREDOHNIHRA v T 7 U —D0T A A7 Y — LRZET
bhb., FMLAEZV—=ATH, O/W T</Ly g iREEL KA v TIREETHEICT 7 AF v



—MMER D X DI, WIEOMEAREITRB W L SICKREREEL 52 5. 2R OmEEN)
WHREOTERIZIE, MBS OFERR TR, BERIRETH 2T 3 2 L— MTafera 3
JEfESmTHY, WO =< LiarThi~—HU v, BIOFLTHE, MEESSRY b
U— 2 &Y 5 2 & TR 2 08 LIRBEZ R 2 & B 2R, SHIThA v
IV —=LRT A A7 Y —HIZBITHMIERMIE, Kz i & TRl EZEl S,
SHITHREPRIAE D LOX Yy N — I EE AT 2 2 & b ZEIZEN D (Fig1-2).

—IIIZ, Fig. 1-1 X Fig. 1-2 (22807 72 AR O W B DIR RBI X B ) FRUICHEL T E CThH H 729,
RE ORI & & HICREE DR L 2D, ZORER, MLONMECT 7 AF v —n &L,
EDOHNET D, Hl21E, OW T~ /Li g 3K A B L - B2 ek ez &
B8, BRI ORI, K EMO JBICTEE Lo e L 0D, S BIC, GRS Z
BLRMICEBN T, MEORSE YA AR ME R 2B BT 208N H 5. MF IR
DES, 2R E LD ZEPHMOENTND. ZRICHOW IR TH LSBT 223, 2
E1T TRI—D el 2 & bR b, RRDFEMELZ D, R OfaEE~T 8% &
ERIND V. ZIRITENCHRSBEE, R, ZEMEL W oYM E N R 5 2
EnD, BEICHE L72ZETRMES T2 2 R E L 25, MMZ T, EEERLIITLY
LEIRET~ ERRINCENT D, HILZENOIOEZE~E BT D L& “LiER”
E MRS MARRE S O S RBEL ST T 3 2 L— FREO FULBIE (7 7 v b7 L— L) (Figl-
3(a)) L~ —H U ORI OHELE W o W E S L B D 720, gk O
IR ZMHI ST 2 bMELE RS,

I 61T, WIEESIIRAECRIEM DM E2 B E L TRIRB LOMERAFESND 2 &
BobH. FIZITOW =~y ar Thh~vIaR—ALPNIZET D E, MO/ S AATH
MH~ AR —ARLMROBIHABEEIMNBET 2~ I 32— (BEICIE, Znblid~ax—X
DREZ 72 SN, v I F— XS RENRHD. LaL, mEiEfE i

DA CTIERE b L~ a X=X OIS T 2820825, 202 &
WEER & 720, R & KICTBEST 295814 (Fig1-3(b) BAbD.

bz &t Nx OEMBERFZRDEROIEE 2BV L EERT 572012, MilEoy
AP EZ D 2 EIIATH SH. 2 LT, MIEOWEAIRE-SCE LI L, 20
KEEZ R HERT 572012, HWIBOMIENIER LI LR D.
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Fig. 1-2 Roles of fat crystals in fat based food products.




Fig. 1-3 Degradation in fat based food products.

(a) Normal chocolate (left side), Fat bloom in chocolate (right side),

(b) Phase separation in mayonnaise (upper side: oil phase, lower side: water phase).



1.2 B DFERAEE & Ytk

TAG I3, AlSHEREHTIC LB &7 2 BRSO TR EE L <, TAG DRk AEIEMNT AT
NTVDHDELTNTHD . ZDizw, MEEIL S >OMENRER (OHEMHEE,
QRIS THEE, @ _HEAEH ONREE, @7 Y & a— VO SLRELE, ©FKbm A TV IEOBLS))
IZ X o TR BAL TV 5 9. RFasCTiE, IO RE Sk 2 FS1T 2 9 2 Tleb AR
A 72 RS & Rk FAEEIZ DWW T4 % (Fig. 14) .

1) #4EH5E (Chain length structure)

PHEMNE & 13, AdaT O T A FHEEOMR IR UAWICE EN D EMREOK Z 5T . TAG
DEEEMIEE, 1 #HE, 28K, 38K, 48Kk, 6#HESRESNTWDIN, ZOIFLAL
2 HEEIT I HEMEL & 5. HEMEEIL, XHBEITRED/NMANZEH e —27 & LT
B b, HEMIEIL TAG 25T DIEMRIC L > CikEDH. IS, HEEkT 2 iEEED
F—2EEL T D56 2 HEMEL & 5. —F, MBI OSHE OEPNKEWIGEM
FOfgRAE & REaFIfERGE RS 35 TAG TIX 3 $HEMIELX & 5 2 L 3%,

2) Elk&THEE (Subeell structure)

AT CHIR 72 “BI” TR FEE DIRE SN D, WIEDORENEITIX, TAG WO
PALKFESHF L23, Z 00T EICHKMER EAERIC LY AWICEICEE > THRFkaEh
el a & 5. ZORIWKFEIN SR DEIER (N F07) ZRKTREE L WD . Bl
TAEEIE, X RRESTHEORAMNCEYTE—2 & LTHNS. TAG TH LSRRI E
AT (~NFH T 0 H), BAE (00, =& (T) THL2, METIEEREha
LR, B AL IS ORI TH D . EINENDLIEOERIFHEZ LT IR

[a % (555847 : Hexagonal packing (H)) ]

o ORI FITRAKFEAE R L THE 5T, TAG o FIIREIRICERELIZEET AT
ECIEEICE M LTV D D, RALKEHEEI L0/ 8y 30 35V T2, BEER X ORI
<, REERMEETHD.



[pr ! (&5 FEEA : Orthorhombic perpendicular packing(O1)) ]

B BDEI 1L, T X TORAAKFERHPERED BALKREH DD DHICHE T 2 i % £
L, TAG O FHlET A 7 EOEHUIKT L TEAIL T\ 5. BT 2 RILKHESH, I70b
H RIS T DA DONLE & FRONAEIZ & D ALK RS OMHR U BAL DM & R EAZT D 7.

Nl

I

]

[ (

R OEIRE A1, RAGKFBEN SO HHDPTXTETTHY, TAG OFHiET7 A i

[1]

B s AT« Triclinic parallel packing(T))) ]

B

DI LT B AED b ESITHEA LTV D, BT 2 AL AKEHE O 3K Uik o)
ENFATTHD D, RALKFBERE LONRy X TIETHDH 20, BEBIO@AIIR D &

<, BERHETHS.

PUbaEeddé, B omBmnmE s LT, o &, B A, B HONRICHL, B,
LEMENEL 2D, B ABNBENIRLETHDL L VIR S L. BEELFD B AL
EhrE, WLER o B, B BUILRESE ERRFICELT D, HDEEORIOE A~
EEET D LA LR LS. ZRIERIT o B, BB, B BIoIETR E, AR
MThsD. —HT, MBI o B, B AL, B RLOFT/REIH L ITEe DRk dEx AT
5L (BT 74 —2) bIET S Y. KgwLThik~<2 sub-o B o BLE D bRV ElR
EHET OB TH S, sub-a AL o BUIREE SRS L CLEMMBRZR Y, ALERICZE(L
THEVWIREE LD, 2L, 7 74— AT _TO TAG THEET 5O TIERL, H

ED TAG IZHET 5.



Lamellar plane

G
Lamellar plane
—_—
Long
1 Lone spacing
spacing
—_— o —_— T
Double-chain length Triple-chain length
structure structure
Fig. 1-4 Chain length structures in TAG polymorphism.
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o form (H) B’ form (OL) B form (T))

Fig. 1-5 Typical subcell structures in TAG polymorphism.



1.3 MAERS S OB & REd R

MR ORERALIL, BIGRREHS L R B D 2 12531 bib,
O3 A=l

BOBARIE, M 7 RARURIE ORI I\ T, R B R~ 5L 3 — i &

N

B, WED TR0 —EU EOREIIIRELEEETH L. MR OB S LT,
FEZIIEE O RVWRE S THIESTFREAT LI LD LD, ZThiae s 7 AZ—EH L
FES. 7T A2 =BT L TR IIREE DS TH 0, IR0 FlIad L i 2/ 0 k7. Fig.
1-6 12, RERIEDMAR DT OERICE DB 2R Lo b D2 RT. £72, MmO
FAEB— TR & AR — RIS KA S 405 . B — B RIE, i Eafn £ 72 1l m AR EE DR
R DAERIET AW ER LOMEAERAOC LRSS D Z L, R —Ek
i3, R b RE T 2 AEEE 2 b OWE (A2 AT 50T RTTHY, AaDEERL T
HIREBEEND) OMTECTHEDOEEEMEESND ZETHDH ). LoT, HDEIY D
FEmbEDIZ L A EIIALE—BIRIZ L2 b D THDH. BEIZE XU EOERIC/R DN, K
A SCORE R TIE, MIBICERBNTINZ 72 E (FALAD ZJr L TR kT 2 58 2 85T R
)= EXBIL THWS. 20720, MEOA THiGME S 256818, WE OERS
FCRRETERVET (BEOBERL A8 LE) 13ZEET, “REY—BER Tidk %
—BIBR ERESZ L T 5.

TENT, FEZIER O R X — L MIEOREHEZIE (o, B, B) OBIEMEIC SV CHIT
B, —HERENCIHAR ORI OHEEIL, a > B > B OIETEWVA, ZOHHIZONT
LUFICREd . —BERIC X e biE, (1) KN BEIRA~DO =1L F—[EREA B 2 2 72
HOBREN S, (2) FER (fidh) &R & OMICAE L 287 il =L ¥—, ICX > TRE
SIND. WWIENOREBEEZTERRT 2 T2 OICBERBIER T XL ¥ — AG * [T FTOXTE
TILENTES.

AG * = ¥
3 A2

E:W))

ST OIIRTIRE DR T,y 1350 S RIROB DR H T RV —, Q1350 FONFHE,
Ap I FTHREEALORRE 1 T 5. 22T, MifhZ B2 AT MR ORI B W TRICE
PR RT A= IR =N X — y LRERCOBEEN ) Ay THDH. £F, Au IZELFORX
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TRTILENTES.
Au= AH,, *AT/T,, (3 2)

ZIT, AHp 3R Ve —, AT/Tn (AT =Twn-Te, AT: #mAL Te: ffRGEEE,
Tw: BlS) IBBAHETHD. BT 2L — AH, , WBHEE AT , B T, OF T
DRERETC Lo TR DN, BfRT Z VY — AH, BLORELAE T, I3 BREEHITEEL
2%, £oT, —RMICKELE ThH DHIZEREMEOREN) Ap 1ZTKREL D, BELVIX
far b OBREN )3 KR E <, fdb LT W e B b0, EERITLELVIZ
JEITELS 72 5.

BWT, RET=RLF— y LT, ZREKFEHEICOWTOIERRT —Z TR0 EED
TS . IR ORI OE LY, — BRI o > B > B DIETHENE VS FE)
HbEZXDLHE, a OBERTFLF— AG * 1/hEL, B DB R/LF— AG * [TKE
K72%. fEdILOBREN ) Ap ITRELZETHD B BDREVD, FRE L TEEK= R LFX
— AG* PWRELRDHBHE LT, RETRNVF— y ITLRELRIZIERELIRDENE
2ohs. Tebb, (1) IZBTD Au? L0 P OFEGRREL, BRELTERK
TRNLF— AG* PWREL HLEZOND. —FHT, &TLL o > B > B OIETER
BORENH L 725 E WO FRTIE RV, B2 o RSSO/ T, B T Ok HE,
FA L OBREN ) Ap DR/ NE 720, BT RV X — AG * DREL D20, a LVb
B R B DML F— AG* VNS 720, B < B BMEERT 25A6LH 5.

— 5T, NI RE 2 b OWE LB & OMAMERIC LY, Ko R m A
HTFfAF—MET T2 19 LoT, A —EBIBRITY ALV b /L —
AG* D/NEL, BERAEZ V<%, FmA =L —0(R i, ez b
OWVEOMEE CBUKYE - BUKME, 70 PSR &) LG L O FRIMHAEERIZE D, Ain
(ZRWTIE, fifieke s b oWE & L CTHAAIZ VY, LA T & R F O R 1E o Bk
PEDN S, HALAIDN AR OfE I RIETREIZ OV Tilm T 5.

@ R B

fhmmcRIE, WIEORREEL O FREE S TN ZE TRV RESRIEBETHS.

TAIRRE D S =72 i (hdl) 235 T& HiBFE Th DRI L, R B BRI A7
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TET DfEmIC, MR D WVIFEIRFPITIER L T D0 F03% 7 LR A ACEICEL Y A
ENLWMFETH D (Fig. 1-6(b). 0B, B F—BHOEDZ L EZ AT v T LMY, AT v
WO R AT 7 A LIRS, JEHL TWD 31137 7 ATk L TWAE, B2/ 0 iR L
RIND, FUZIZMVIAENTHE, HFOIRVIALPEA TN ZETRT v 7L,
a2 R LT,

(a)

\\ || H II II
1 s
Wi

|_I : Triacylglycerol

L L

v

Monomer Cluster Nucleation
mss——
Liquid Crystal
(b) Ste
N \
Lerrace Absorption / /\ Elimination

- |~| |‘|¢/

&_/

+——Kink

Fig. 1-6 Schematic illustrations of (a) nucleation and (b) crystal growth processes of fat crystals.
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1.4 HALANZ & 2 HAE D s b

FALAIE X, 1 DO FRITBUKE L BUKEZ AT 2 MY E Ch 5. FmiEtER &
HIFEN S0, FUETEVANIALEE - ERS - 28 - 3B AMMEE R ERkAx 02 E o
FIRBERREREGVWEZRD, BMIZB W TIFEHI LIS Z & —Th 5. Lo T,
AFwmCTIE, AR “FUER” &R 5. B THOW LD HAANL, NEOIEFE~DFZED
BLENOHEHTEDZLORRONTEY, HARTIEIRARBEROI LA E LTL T, ARk
LTESnf LA E LT U Y VBTV (B2 7V kY >, 27Uk V),
Y NeZ g AT v, v a g AT v, RY 7V U RN AT L7 B
FIEHIN WD, TR L, £/ 7 0BV 07 U D OHEENEER
2% <, FHALAIDHEREDOB LZE 70%% 5 E@EI TS D A LFNE, KEo
FORARKESVEDLRVWEZIRE H%E] (FULHRE), BERLZEITHI S 515%H,
JSE T AT O &E], WIEOM b2 5% L, THAEAL LW SHEICIST, X
DIKWHBTHEAIND. S DICAAKNE, 1 2 TRNICHETBKIEEBUKED T R

(Hydrophilic-Lipophilic Balance : HLB ff), Bl/KIEIZHE ST 2 BUKEOFEE (EIZIEIEE O
) (&>, BRI & W o TeMHEDR R E S ZE T 5. oz, 4 5374L
Fx, ERBER, (LT 2808, EHT 2MEOMAR &, fix ez B E L TRIRT 54
ERdD.

A SCTHEFEANC X 2 MR ORE SAbHIENZ B3 2785 R 2] 5 720, LT 26130
RE D& ATk 2 FHALAI OB RIZ DN TR RS . FALHNTIMAE DOFE Sz I L O #ii
F IR, FEaECR O E IR, S OISR ZEORINCZIR N H 5 2 L nws S
TS 2 FEEEIER L RIS T DIEMIZOWT, IBESh TV EA T =R L%
WD FACANT & 2 IR O EEZTE R OIH] L REIZSOWT, MESNLTWLET V&
Fig. 1-7@IZ3 B, £9°, FAALANIHAGORSEZIR A THE L, MIEOM A b2 BT S &
DIRBHD. AT, WIRREOMIES TREE L T7 7 A4 —% KT DB, KikT
WZIET DHALA D 2 OB & A AET 57120 L EbTnd. ZOMflIFRIZ SN
T, MR OERNFALA Z M L7 ma 100, Wiy T o7 ) v —nz Hnicha
THESNTWD D —J5, G ORE AT DIREIZ DV T, FARHIS G DRt s Y
FROFH & 7o TR ORGSR DMEE SN D EHE SN TWD. UL 77— MR
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EFEEN TV D, BEOWFREND, HALAINT 7L — k& LTI 72 DI B A S 030R
ER TG BB LA L JfE Oy THESE SIS 5 2 &, RIS TS SERIT D 2 &,

EMERENT &, EERMmAEE TS 2 L. £, 77 L— FhRIZOW
TIE, W TOROHRRET, O/W </ a0 WOxT</LyayDDRTHH
HENTWD. FULANS K 2 R Ofs saAZ B R O il 36 X OMRIEL 1T A o FEE AN 52 %8
THI LA, HHBEESCHAHORMBEICLEEINLZ L REILTND .
FeV T, AR ORE E AR T3 2 FALAI OB U DN TR AR L. AR OHE i & o 4l
WZOWTE, R EmTHD X Z7AEICHALAID T AT A Z & TR 3 ED
RENRL Y, AR EHET 2L Eb T (Fig. 1-7(0b). —5 T, HIEORS Ak
FEOREIZHONTIE, HAAIDT T RCHTNCAT vy T2 BT 5 L ClRET L EED

nNTn5.
(a) (b)
Retardation Promotion
step

g A
4 g

*+——— adsorption
(De-clustering) (Templating)

Fig. 1-7 Schematic illustrations of the interactions between fat and emulsifier molecules during (a)

nucleation and (b) crystal growth processes.!®)
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1.5 O/W =L g VA & IO

Ty a 0, MIEOWBERRED 15 (Fig. 1-1) THY, THWZRI D E5D7 2
AT, — 7 DM )5 ORI RIZH T L TV DR EERSNATND M. =v/big
A, ALPES, EERLR EOSBTHR S TE Y, O/W OKFlER) =<1 a v,
W/O GHHFKFRD) vy a i ERnds. OW Z~by a VTR HERZ B R T
B D72, KA L MHPAEWICIRIA TH 256, Rl OfRE & & HIZ, RAFRDHIRIEN D,
g V=07, B, B LWV o TRl AR T, AR & ZAIZEE L 7oRRE L 7
L. INHOWEE “OW =v /Ly a VOREENR LS (Fig1-8) 2. O/W =~ /L =
VEMOARZERBGL, MAOBEBZH L, SHITIFBVWLIbETEES. OW =
w3 NI FICERERETH Y, ZORLEITIED SR\, REELD
HEATZ DN 220N EE L 725, O/W T~ by g ORZEE, WiEOR 751
AR50, WMHHOEFES R, REEORE X LW o e NIERNIINZ, RAFREECIRELH) &
W TAAERIC b B S, REELERIIZIKICHZ5 2. 512, O/W =< /L =
Y EARE TRAFT 25 E1E, MIEPKB RS S, ZABIX0OW =<y a L iRiEE R
LS EDL D, ALENDFEERO—2>THDHLBZEZHNTVD 2.

—HEAS, AR OREREIC L D O/W =~ vy 3 COREEIL, WEOMOE T LD
LD EEDLITNWD. EoA—&1E, MANZ X > THFENIZ TE 28Rk OMAEREm 23D &
oM 2 2L &MY, IR L2 MRS ORGSR Z L ThD (Fig.1-9) 2. HnE
—MWAET DL, WIERM2EAE LRI oG —RNEZ Y, =v v a VERLELSE
D, —HT, WG, TA AT V—L0hA v 77 V) —AOREEICB W CEE A “fFE
I DT e ATHDL. KA v 77 ) —LOHREITIE, Hora— Lok 712 k- T/KM
FOKVARLZENS I, TA A7 V—b0%EH 7 U — AP ONEHIERORE S 20 722 5
HWOREIZE > THETHD. LD b, MIFORBIC LD ESE— 1T — o
mCIERIE T BB X ERDERNEDTHLIN, 2 OREIET /LY a v ERZERS
HOHERER D720, WIEDOK M LIC L2 E— 2T 22 ENEEND.

oG — 2 29T, ISR S 2N O S A 2 RV, PSR RS s MR AT
DB D D . O, WA TERIREARE TZIXERTITE Z 67, WSS b
EL TS ZERRIFITRD. FERIS, BRGRTHLT NI LEHM SR THD CCF
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(Confectionary Coating Fat) % T~ /L 2 > OJHAIZHWZFERTIL, 7V dfE b s
MK Z DI DAL EE L Z Z 22, —J5C CCF 3G L AR ONIEE Z 5720,
PSR & BRI T DRI RS, Moa—NEZ Y RLET 2 nRESh
T 230, F7-, [E{KEE ® (Solid Fat Content : LL T, SFC &/R-F) IZX > TH—DMEE
T 5 Z LA IE SN TVD 33D 5= Z 281X SFC #IZ L » THERY, H5—
DAL Z DL 1T SFC EDOEMI W EF- L, SFC 238 L% 20%I22E L7-BEICiR R & 720,
Z DB 5.

F7o, MEANOMIERS DR E SR EOME LG —DOHEICRESEEL R 5.
Walstra 5%° Boode & (Z & o TN OfG S IZIRIZ W THBEMMTOIL, HFEPIZERR O
fEREER A0 LIz b D (type N), R S HARFS a3 AL E L7726 D (type L), type N &
type L ZMAGDOETZH D (type M) 28RS HTWD 339, 72721, A ORS EEE,
AR ONENGEEKARR, MEEEE, RS A 7 v, SAWRIST, WEYA X004, LA ORE
H, S OF B EOR IR T 5720, HENORBHEEIIMICS S ESEFET D
EEZDND. ==Ly a OMEANOR G & 06— L OFBEMIZ OV TL, B4

WIRPBMETHDH L F LTS 2.
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Phase separation
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Fig. 1-8 Destabilization mechanism of O/W emulsion.?>)

Cooling Heating

O/W emulsion Fat crystallization  Partial coalescence Melting Coalescence
of fat crystals

Fig. 1-9 Partial coalescence of fat crystals in O/W emulsion. 2®)
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1.6 AWFFD BH & FRICER

Faal—r~v—A Iy, vIx—XpEOMERGIT, #4572 TAG 257, »hoOT
TN g Y AR v a LW LM EIEIRE R £ DL 2 ) LR, KA
RIFPIEE TN Ko THEIRIRRERE DY, Fa 2L — MREDOAEBISR (77 v b7
— L) R~ —H Y UREITHAT A, ~ IR —XITBIT DK E O FESEEE Vo
BB 5. 2B OHEBGIE, — AT IAE DR S ECIE ORIk iE D2 k)3 B
BT DLEBZHNTHNDR, MIRREEIL, M A ARSI & Vo ToiEWIT L0 A
RELS B D780, WERGEOLID A =X L EZFMICH LN T HLERHDH. LL,
Bex 72 TAG & 7, MR BRIRIEZ & D IE R 25 L LT, sk A =X
LEMIELT2FIEZ < 72 <, FEEOMBREEZNRE LIEMREOMREZEHL TN 2 &
BRDHNTND.

F I WMAEOMEMFEIZ BN T, R TR EBEDA I =X LEZ W LT L2
FCe<, T ORFFERER A FEICH IR O 7o D O R A G U, B O G A IE LT
LT ENMELE L. WO EHIENZIE, RE = e —, AFOTM, & AWH]
n, EBEWE, LW AR DR EZRRRITIERFT D, T THHAF DTN
X, WA DORERILHEI DO ET-2IED 1 D TH S, HALANZIL, WIETICEITEZENDNEN
e & HALR DA T DNENIEE OB ENEL T 256, FALFSHIER koSl & LT %,
MO b ZRET 22K (T 7L — ) L EEbh TS, 77— %)
R, MAERERIEOBFE L LTl < FALHI D 1 & IR F O TR BEER LT 5
EEZLND. LonL, 77 L— MIRIZ K D MG ORE S UARED A 77 = X LR O
S RIETHEBIZONTE D> TR, T 07 b— MHRIZ X 2 AR O#E ik
FEDSH O 2T 70U, RO L& IS 2 2 & SFRE L 722 0, Fhx Ze RS ~IG A &
N5 ENMfEINDS.

T ZTARMETIE, UTD2 RIZOWTHOLMNITAHZ L2 AN E L TEREIT-T-.

(1) EBEOMPERL TE L DHIHBIIHONT, ZOAD=ALEWLNMITHI L. A
MRTITMEREOET L E LTI X=X, ~ I 32— ARMHAEHRT 5 2 & TK
EHNZBET DB OWT, T OHERK ORI %17 -7

(2) 77— FIRIC K DMIBORMEM LA O N T D 2 &, ABIJETIE, BN
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PHEO R DK Z VS, RO SEZIERI L OR R Z IR RIE TR OV T
HZ LT, T L— FRIT K D MAE DR s LEERE O RERR 21T o 72

HEY (1) & 2) 1, W bix 2 TAG 25 AR Z 05 & LI2AFETh 273,
Hi (1) ZEBRORSZ5 L LSRR TH Y, B (2) 1ZIE & A0 4%
AW B 7278 & L CTILE DI b d.

BT, RESCORRIT DOV TIRARD . 5 2 BTG SCTH Y o 723k L OVFERFIE
OHHZATS . HIETITAEN (1) OEBRARICONTIRRD. HIETIZIOW v/
aVEMTHL~YIX—RAEETNE L, MIEMBIICE D~ I R—RDREENA T =
A LDfFRZEIT 7239, HBAELIOHESETIIARN 2) OFBRARICHOVWTIHE~D. *
TH 4 BTIE, TREREHER O 822 2 HAFI NG OfG s ks JORAF 28D - AT R8I
DNWTIHARTZ. S 51T, AACAIRE ISR 2 IR DR db ik RERR OB 21T > 1o R 6
NENIBESH R D Fa 70 2 FACANT K9 2 AR DRt s AL BRI IZ DWW TER 21T o 72 3. 5 5
BT, RN R O B 72 2 HALRI S AR OFE M T BT T RBIZ OV CTHE, FLAkA L
WA DA T D IENEEEHE OFLINE & K52 OBRMELZ LI, BET HMIEDORMEZFIC
DWNWTHELELIE B, KKIZ, 56 B CIIAMNE LRI L.
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B2E AR THWERER X OERERE

2.1 Apt
211 ~w3a3x—X

~ IR —RIHN, B, WMOREMTHY, AP TRIHEESINTND OW 2w /b g
YTHhHDH. v IR —RTEE, 70~80%HIENEENTEY, IEIZEEND UARF /37
BERHAAE L& =~ Ly a U ERERESE TS D BARD~ 3 32— XIEBIE, £0D
@S Ry vy Z7OHD1 2L LTEZLNTED, Ry w70 ARBEKER JAS)
ICUTDOEIITERSNATND 2 DREFERIR N Ly 7056, IR UTRINEZEA L,
o, WAEFAEL, I, SRE, A BENKS R, B3, BREE 13xbao, F¥RL #
WREE (7 X/ BR%) R OEFFERHBHLADFEM B ZER L TR0 b D Th - C, JFH K
(250 5 BHEIAE DEEDOEIG D 65%LL LD D). Z 2 THEBIR Ny v 7 & id
KEEEZS 30Pa-s L EDOHLDEW D . FLLHEFMEL L L, FLyd 7 OERTH DMK
MHIER LOEHED LIEDPAZ ORI O Z EThD. HARTIE, DL EORAELG L
R OANYIAR—RAERRTHIETED, —FHT, TAVIRIT—m vy O~ I R—
A DI TERUEHCIA LB LA & N o Te BRI 2 TINS5 2 L3 T&E D728, JAS 13
LWHIKTH D Z LB DD 5 . RIFFEETIE OW =~y a VEHDETNRE LTI
R— A& Wz, WFRIZIE Sy 2 — Tl e RE A vz

2.1.2 ~IRX—ADFEME
oAl 31

F 2 i, R OT H RO DRSS N DI ZHET 0, BUEILS 4 CH% - R
EnFTEx (W ¥y —T) poERESNLM v/ —7) BEATZ Xm0
ENEEREDTND. ZHUL, T X X0 IICIHRRIERT 2 &L 2 5% T 2 24
BHDHTNAHEE (Coi) RERKSTHLI VAL ) L—EBELEGENTEBY, TORKE,
T2 2O ML RN TN, KT ABEE, K7 vay ) L— N ThDMEDO X v ) — T M
KN EPERICHDLY. TR MTIDORE TR BZIHE SN TV HHEMIITH D,
FREADORKSEOH, YT XM, ~—HV &V MTHER L, K<FHERTH5D
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FTERMIONRETHOTDICEEINTHEN O, IEFETIEHRE, N>, BFXOARE
NETHD .

BHT 2l RV lE) ORI A Table 2-1 1Z-3 7D, 2 31l (K= /L A E)
T4 VA VBENRE L, BN T C ARNENT- Y Z XM Th D, £z, TEARMITH-S D
L7cR AR AR TR 2 N AD Y Z XM THY, vaRx—AL Kby 70
FHEARMO IR > TS D AW TIE, HilRGEDOF v/ —F (BiEAA VA (BF)
T A—N—v—0y FTIHALIZbDZMH LT,

KEih

RIS T 2 KREMOAERIE, AER 1D/ S— M0 5822 77 2R < 5,092 )7 b
YTHY (2015-164), FE, 7 AV B, TITIN, TARBUFUNERAEEFTH D .
REHDOHITEREA T, AITOPHAKREZHFOTND.

RO AN A Table 2-1 (2~ d D, KOS AR DR TIIE X I K &%
GH, V=NV, oV Lol Wolc WAERNIM A%< GATND. —HT, Bbs
T, REFICHER Y2570 T 5 L FHR, MinERORRRICBWEAETDL Z LN
HD. DD, ~IFX—ARL Ry U SEAT L5, SETEowECO Y T
FMET VU RTHREIZESTHRIGE LTS I ABFZETIE, HilldoREM () =
F) BA—N—~—Fy FTHEALZLDOZEH L.

IREEIIKSY 48.2%, & /XU H 16.5%, NEHE 33.5%, JK45r 1.7%, RIS 0.1%5 Bk 5
D PRI NS KPR E EN TR Y, REEE Sy (32.5%), KEMEE S (5.0%), RAE
T (2.0%), EEEES (8.0%) 72EnHDH ). 0o, {KEEH % LDL (Low density
lipoprotein : fRE Y 7R % /37 H), &% 5y %2 HDL (High density lipoprotein : =% 2 U
RERIE) Ly, bR~ IR—ADHAAICEET DV RZ NI ETHS. LDL

MEEEZZ L B0 T XMIIRE LT, 2O T X MaAT LI ENTED
(=HALE &R EWVY) . HDL IZBENFET D L EEND T T =2 — DX R 7 BN ER
LTS mEIZ T 2O T A ZEL ST 5 EFbhTnd (=3 LLEMEREW) .
AWFFETIE, MRS OHIN (BR) ~rthy) 2 A—/"—~—F > NTHA LTS DOZEH
L7z,
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Table 2-1 Fatty acid compositions in vegetable oils. 7

Vegetable oils

Fatty acid composition [%] Low erucic acid
Soybean oil
rapeseed oil

Palmitic acid (C16) 4.3 10.7
Palmitoleic acid (C16:1) 0.2
Stearic acid (C18) 1.9 4.0
Oleic acid (C18:1) 61.3 24.2
Linoleic acid (C18:2) 20.0 52.6
Linolenic acid (C18:3) 9.0 6.9
Arachidic acid (C20) 0.6 0.3
Icosenoic acid (C20:1) 1.3 0.2
Behenic acid (C22) 0.3 0.3
Erucic acid (C22:1) 0.3
Lignoceric acid (C24) 0.1 0.1
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2.1.3 N— A SAE (Palm Mid-Fraction: PMF)

PMF %, 77 7Y DRENOFELND /=Ll B0R SN HIETH D, ~— Al
I 20042005 4FLARE, iR TRt b AEFERO S EINE & 72> TRV 9, Z 0 HRIEH 90%
BEMTHL 9. =L RE < 3 fafn (FI2 PPP), 2 fafn (FiC POP), 1 fafn (FiC
POO) & TAG MO ADMAETH D70, BIEVRELEAR TS, 2O Lnbill, /~S—A4
WITREEOENEZFIH LT RZ A 5003 Thoi Ty, il /-iis T EHiE» S
774 WME A RBECRI S TWD. Fig 2-112, 7S—AMOZERE R T 1 35 &
STHLNDLIAME ZDEREEZRT 10, B N7 A4 00&0%, WMEZ—EREIZN
B, WRIKES & BRI % A ETIT T L A Lo THET 2 HIETH S . <— Al
FEPFEMEORT T Y VSRR OA LA VEICHBIS N, TO% S SICEAA
Sy EARBUE NSRS TV . PMF 1, IS~ A O F RS TR S TR
W, Y7 K PMF &~»—FKPMF ® 25135, PMF %, EENCIZEICaar "2 —{H
JI§ (Cocoa Butter Equivalent: CBE ; {b7RY), WERRMEE S =2 =2 7 8 2 — Ll 2 hflg 12) <0
7 U —=LIZHNBATWS. Table2-1 12, 7X—AflEs LUV N— R PMF OEIIEE/ELA Z 7~
13)

AWFZET PMF % W2 BRI, DLFO 28 Th5. (1) S—aildtt R cotERN %
<, WHHEOEWHETH 2 Z &b, RIFFRDORERD N— LNl a2 & A T2 2 2 AR RS~
JEHEND ZERFFTE D 2 &L (2) AWIFETIE, MENIEREH O S 72 2 FAVAI & g & DFF
AERZG~D L2 HE LTS 72w, MIEICE £ 2 EFERIEEE O RN E N 2
&b b= Al E SR L PMF (23— A E VD b /UL F UBOEHRNE WD,
AWFZETIEL PMF 2] L7z, £72ARBFZETHVZ PMF 13, R840 (BR) 7B AF L7z,

214 YNEF ERHERT X7 /v (Sorbitan Fatty Acid Ester: SE)

SE (% 1945 F1ZK[E Atlas #E03BHFE L72FEA A L R A EISHEAICTH Y, DAE ORI
MmE L THRESNTHAFD 1 >THS. SEIZRGHOALR LT, (LM LR EIR
SHHFEhTWD. SEIX, Ye X LEiBOT ATV THY, Y e b=/ EidY
nery LENgE O AT LRI TR OIS (Fig.2-2). BUGE, 7v Y Zfilil - L

THIEIZEBWT 170~240°C, JlE FIZHB T 130~180°C TIThoitd W. LarL, YILE B
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—NVEBKTDHEIVEZ L DIEN, AV YIVE RINTED. JLE b—LT6ff, YL E
2T 4, AV INAERZ2EOKBE RS, BURRILZNG & BEERIZZ 2T 1k
T5. LoTC, FEOE /) AT )V, VAT, NIZATLUNRTES. ZOLHRIEE
RRAT DAY BIEER S Tha =), SEIZ 1 SOFEHTH > THEEN DT EZEETH D 1519,
AHFFET SE Z HWTZBHIX, SE 1THAREISH AT DIENMOMEA L2 5 2 LN TE
HOITIMZT, YNVER U HA(T5H SEIXE /T UtEr—E T TAG OHEIC
FELTOWRWNALTHD. 2, B/ VI F e A=z lniGs, 707 10—
FARIZ L o TE 7V I F A= Al ET D & W ) BATIFRORE R DA d 0,
T/ TINT V=L XY BBUKENREVSELZ WS ETHT 7 L— FRME
ZEMRARDLIZDTH D, FIAMETIE, I EX A3 OEBAKA LIZ N = 2T
VD SE ZHWE, Y Z Ly M) RAT)VEE S ATV L D HLB 2MEL<, JHAE~D
WRRIEDS B, Y LE X N m 2TV EFAWEZEERE, 64 FEOEBRITEW T, SERHK
BT CBIZCE DRI SE OfEH AT 2 LR H Y, ZO7DIZIRIC SE 2L &RICE
MUALMERSH T2 5 TH D, £, SEICHEST DIEMIBRIT VI F Ui, 27TV
VR, SANVEENENENAES LTz, YV EH v R U 2L 27— b (Sorbitan tripalmitate: STP) ,
Ve s b U AT T L— b (Sorbitan tristearate: STS), Y /L E' X > | U X~ x— k (Sorbitan
tribehenate: STB) @ 3 fifiA M\ /o, 2 3 FdEZ V72BN, il & FbH oA T 505
Wil DR DIALMERS AR OFS i bIC B2 5 B2 6T 5720 TH 5. MRz v
SFUBMBEICEEND PMF 2 W= Z Enb, MilE & ALK OF T D REEEHE S —3K
T %% (STP), MlE & FALAIDOA T 2 NEMEREHE AT 5% (STS), MillE & FHAHOF
T HRENBHEN RE 5% (STB) L& E L7-. Fig.2-3 12, PMFIZEICH £15 TAG
Td 5 POP I LOHALA & LT L7z STP, STB D4y Fii&E A <3 19 .
AWFIECTHWZ Y Ve X VRN AT L, BRFE % 2 v (BF) ot &z, Fig
2-4 12, AWFFETH L7z SE @ DSC @ifig itz <4 ' . SE Ofls (kv ME) |
STP T 37.1£0.2°C, STS T47.4+0.1°C, STB T 62.6+0.2°C T ~7=. Fig.2-512, AHF%E
THE L7z SE OBt X BREITHEIE CfFF b 7z BE/ 8 & — v & ord 19, SE i O R ifift]
f@i%, STP T 4.82nm, STS T 5.34nm, STB T 6.35nm CTod o7z, SEfdh DM MREX

STP T 0.417nm, STS T 0.414nm, STB T 0413nm TH Y, ZHITVTFhrba M ThHoT.
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Palm oil

IV: 52-53
; ~20% ~80% |
Stearin |, ,| Olein ] Flying oil |
IV:32-36 IV: 56-57 | be=2em2tem- i
~T70% ~30% ~45% | ~55%
Soft stearin || Super stearin Soft PMF | | Super olein
TV: 41-43 V- 12-14 TV: 44-45 IV: 64-66
Margarine and Substitute of i"é;'lg('i';;]' -I
baking fats hydrogenated products it
Dairy substitutes {1 Hardstock for margarines
~10% ~90% ~50% | ~50%
Topped PPP Topped soft PMF Soft stearin || Top olein
IV: ~25 1V: 46-47 IV:56-58 IV:72-73
~35% | ~65% | Salad oil |

! |

Basestock Hard PMF Mid olein
for CBE IV: ~35 IV: 52-53

Fig. 2-1 Multi-step dry fractionation of palm 0il.!” IV: iodine value.

Table 2-1 Fatty acid compositions in palm oil and hard PMF. '¥

Fatty acid composition [%] Palm oil Hard PMF
Palmitic acid (C16) 43.7 543
Stearic acid (C18) 4.4 5.5

Oleic acid (C18:1) 39.9 34.5
Linoleic acid (C18:2) 9.7 4.1
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Fig. 2-2 Synthesis of sorbitan fatty acid monoesters. '319 R: hydrocarbon
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Fig. 2-3 Molecular structures of principle components of (a) PMF (1,3-dipalmitoyl-2-oleoyl glycerol:

POP), (b) sorbitan tripalmitate (STP) (c) sorbitan tribehenate (STB). '®
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Fig. 2-4 DSC thermograms of SEs during (a) cooling from 80 to 10°C and (b) heating from 10 to 80°C. '®
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Fig. 2-5 Synchrotron radiation X-ray diffraction patterns of SEs at room temperature. Unit: nm.

() indicates the subcell packing of SEs. '®
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22 EBREE
2.2.1 TEEEZERE (Differential Scanning Calorimetry: DSC)

DSC LIFBGHTOFIED 1 >TH Y, WHB LUOEEYEORE ZMEi ST n 77
D> TEAMSERIN D, ZOWE &L EEMEITHT 2 =3 F— A DOEZREDM
Bl LTHETAHIE EERIN TS 9. DSC IFHIBIZR ST, (LR S Lig
JEWNGETHWOND FETHD. WMIEDOZHITBWNTHEH<E, DSC (2L > THAED
IR (idnfl, AR CHEBICME) TxLF—& (mo 2 e —) 2R D 2 L TlililE
DPEA FHTT L C & 7. DSC IZIZAJIHESRL DSC L 245 DSC 73d 5. A1t DSC
TIE, 3B L REMBE ORE RS L 225 K5 1T )L F — 2N, 306k & FREME M
RICAT XN —D AN ZEZREOREE LTHET S, —F, BYisA DSC TiX, Uk
ERMEMBEOBIR L 725 b — by 7 L ORICEMRRE A2 FR T, BARREE CIIIE Siv7oilkl &
REYE DTN TN OBGROZELZREORE L L THIET 2. AL THW B
DSC D IEARMINER % Fig. 2-6 123 19,

AHFFETIE, BT DSC (Thermo Plus 8240, (K) U 47 7) ZHAWT, Etofifibi
L OB 2 T BRBHI T L IS UICEAL, BBHCIZ R T A T A R, EEAEMEIC 1T
ALOs Z IV THIEZAT>72. %72, DSC iz H 1 DMHEBIREOWREIZIE, LLITFD 3
0D DFERG D Y.

() Aoty ME OMFBILGIRE) © ©—27 O H EDS D DR KMER O A THI T iR
& B — 7 HiDSMF R & DA RO,
() B—7 by 7ME (@ - fEAb e — 7)) - iRl K OVERE v — 27 O o KR

D TR BER DA A DR .

(3) A7ty ME OMEETIRE) : ©— 27 K TRIORKBERIO R THIWBER E B — 2 #%

DIMEFEHRR L DR DIRE.

AIFFETIE, vty MEZRD S Z & TR b KORBAIRE L L. Lo, &
WF7ED DSC JIEDFER TIE, Middibd LOBE e — 7 PNlimiic BT 256 0H0, £
DELGEIIE—7 Ny A RD 5 2 & Thbidibds X OEAREE & L7,
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Holder

+— Heat resistor

Heat sink
Metal block

1
1
:
Sample Reference i
1
1
1

Temperature sensor

| Temperature detector |

Fig. 2-6 Layout of heat-flux DSC.!”)

2.2.2 XBREHHIZE (X-ray Diffraction: XRD)

XL, BLZ005~025nm DEREZHATHEMIETHY, RERTRLF—%HO.
FEERIC XFRE R 5 & T OB LN OEELNAE L 5. Z D & X, Bragg D (2dsind=n))
T T RIFIZB W, B DORELAMO G 9 (Fig.2-7). Z2°C, dixmfEkm, oldA
B, MIEE, n 38K TH 5. Thbb, Bragg DR A2 HEIMNG d (3055 0 EHIH 72
2 g% . X RREIFTHIEICIE, HAEIC X REMK L, &S 2 4 2 Hik e
X #EHTiE L, SRR LT X AR T2 2 LT, 2R EOR T 2 FABIR oS
BENDZ EINTE DR X BREITERH 5. MIERSIZIHT 2 XBEPTHE S, 1ZEA
EWER X BEWTEZ T, Zhud, BESE X SRETE CRITT 2 72 Ol B R K& S0
HIEOHAEREZBRT DI EDBRETHLHT-DTHDH. Lo T, RamizBiF 25 X #REHr
BEEE, BAF, R X#EPED Z L 257

MR ST 2 X RREHTRE T, S SmOMEEMIE LAk TS Emos 2 LN T
T 5. 2 ERETE D XBREHTREL, @A Z e — W 7BV 2 5k 5 DSC
E AT, BRSSO Z T T 5 9 A TROERWFETH L. EHITAO/NARITIEERE
mEE (OFoRES) IChkd3EHe—2, KARMTIIERER (RICKEHBOR S)
[CHRT D EHTE— 7 BHBLT 5. T72bh, IMARIOEYTE— 2 6 gEHEME, AN
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BT E— 2 D BRI FEIE D D05 . IO RSS2 IR RIS FREIE D B IR E S 41, IRAMNC
HEBLT B & — 7 (L & [T — 7 O — N Lo TREME A RET 5. 70, HE
WENOREmEIERET D Z 1T TERVWD, HEBE LRSI LHNT 5 FHE10
LD ThHIUE, ZIROEWIC X > THEMENELT D TAG BN FETHZ L &, [AUH
BMETH> THOLELIICRDIEENFOBE N RELRY, REFERNELS 272D
Ths.

ARWFZEDE 3 F IR X SRIEPTEERE GUEKCETR ) X #REITEEE « RINT-TTR, (BK)
UH7) W SRBOmENTITEE KR EIRLEE 2 V-, IR IR E T 2
L7=. /MMl (Small-angle X-ray diffraction: SAXD) T 5 20=1~8 deg. TSN/ [EHT E—
7 CREMWZ, JAfAM (Wide-angle X-ray diffraction: WAXD) T& % 20=15~25deg. T 5

izl v — 7 CHmFRZ KDz AERMFIZLUTO®mY Th 5.

[RINT-TTR {I7%E 0]

.« X Cu-Koft, A=0.154nm BT TN 0.02 deg.

- 7 7.5 kW (30 kV, 250 mA) AV v b 1°
cHBELAY v bo1° s XAV v B 0.3 mm

- M EHPH 20=1.2~27 deg. « AF¥ ¥ U AE—FK 2.0 deg/min

X-ray (wavelength: %)

Distance (d)

Fig. 2-7 Bragg’s low
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223 BOERSE X BRETRIE
(Time-resolved Synchrotron Radiation X-ray Diffraction: SR-XRD)
B L%, ARZRIZE 0 RE L mEOE T EITGET2, MIBEOER EHY
7)) T, BT Lo TEOWLEZ HIT 572208 b YEHIE il & ClalEE) 3~ 5 B, ML
EOEMSGNRAET HE DO TEVEEE (15 &) O Th 2 20, IRHEHICBE T 258
ZA79 ETO, BESEEERT 2 AU v FELUFIZET 5.
(1) @EETH D Z & O LIL, eI BALmAE & B S 2 BREE O BALLIR A & 7=
D OKTEE” MEEFRIND.)
(2) MEIKVEREZ DI &
(3) mWiEREEAETHZ L
4 ERLOE 5 BT, SR-XRD HIEIC & - Thliih o 5K if MR 5 & OV M BE oo &
ATV, MR OREZIT o7, WEE, RS T @& o F — INEER e
(KEK)  WEREEREIFEET B YeFZehiix @ BL-6A T{T-7=. Fig. 2-8 12, HIERED
R OB X % 7k3. SR-XRD JIE TlE, SAXD & WAXD D [RIFFHAE 24T ~>72. F54
72 XA RE —o DA A—=VF =2 1%/ 7 F 7 =7 (SAXD: SAngler , WAXD: PILA)
TYEHCALEE L, —KITD SAXD, WAXD 7 — % Zf537=. i 200F v V7 L— g
(21%, SAXD IZ_A~UERER, WAXD X b U UL F o B BIZE A6 Lz, HIEROSMt:
Z LA PR,
[SR-XRD {7 5:f4:]
- X MR 0.15 nm - TXLF—  827KeV
* A AZHEE 923mm (354 %), 907mm (55 %)
- “WRotkREEE  SAXS: PILATUS3 IM (DECTRIS Ltd., Baden, Switzerland)
WAXS: PILATUS 100K (DECTRIS Ltd., Baden, Switzerland)
+ IR A BRSO HIMBAAR T —
(Linkam, LK-600PM, Linkam Scientific Instruments, Ltd., Tadworth, U.K.)
AR S 72BN, MHEICAR VA 2 R7 4 VA ZREV I =T VI =0 AL (3.5
mm x 3.5mm, J2E 1 mm) (Z¥EAL, Linkam (2R & L7-. Fig. 2-9 (&, WAREE G HINEL

2T — Y OB I L OB ORRE T L2 R~ T .
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Temperature
controller
Beam stopper Vacuum chamber  [Linkam LK-600]

Synchrotron
radiation X-ray

T

T Sample

SAXD detector WAXD detector
[PILATUS3 1M] [PILATUS 100K]

Fig. 2-8 Illustration of the optical system of time-resolved synchrotron radiation X-ray diffraction at

Photon Factory, BL-6A.

Temperature controlled stage
[ Linkam, LK-600 |

,Ho]e (Ilmmo)

<+— Liquid nitrogen

— (Gas nitrogen

Sample stage
(20mma)

Liquid sample

[Sample setting]

Sample cell

<+— Liquid nitrogen

— Gas nitrogen

Cover

[SR-XRD Measurement]

Fig. 2-9 Illustration of sample cell and holder for time-resolved synchrotron radiation X-ray diffraction

at Photon Factory, BL-6A.
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224 FEE~A 7 v E— A X BRETTHIE
(Synchrotron Radiation microbeam X-ray Diffraction: SR-pu-XRD)
SR-p-XRD JIE L 1%, ~A 7 mA—hL DV A R oT- X #EHWT, #ifO R
BEOHEMESZ LMD TIETH L. BBtk (VL 7) O X BRI RZ — 215258
KX BREPFE (22.2) <2 SR-XRD #IE (22.3) &iFH2 Y, SR-p-XRD HIE Tl E D
Gt (Btpm? AL O XBREHTAAZ =0 2G50 2 ENTE L. N A X0 X e —
LW THETE 200%, @EETH D FRAEO®mWEIEZFRIA L T 57 TH 5.
95 4 B ClE, SR-p-XRD JIEIZ L » TRESH O RFTALE 2B 1T 5 2 & B O FHAE R L O
BAEED DGR L2 B ORE AT o7z, WIEE, SR Jt& o~ % — SPring-8
(LR FAEMEFET) BL-46XU TIT-72. Fig. 2-10 12, HIERFOIEFER OB %2 7~
HELRMITLL T OEY TH 5.

[SR-pu-XRD I 7E 514

< X M 0.1 nm « T RILF— 12.398 KeV
- WA THEE 475 mm c =LA X 291 x4.39 um

- “ otk itigs  PILATUS 2M (DECTRIS Ltd., Baden, Switzerland)
« I ) BB EINBAR 7 —

(Linkam, LK-600PM, Linkam Scientific Instruments, Ltd., Tadworth, U.K.)

Boile X BEHT S — > OB T — 2 1 ZLL T QI IE TR 21T~ 7. fif A 7 ik O RS

X% Fig. 2-11 (27”7

FEROJFEMLEIZB T 2T A 7 OB OFiHE (Fig. 2-11(b))

BHT X BEr % — > Omifg T — 4 (Fig. 2-11(a)) %, Image] (version 1.51k, National
Institutes of Health, USA) % AV CHif§ D SAXD @ kU R > 745 L O 0 [ B RO MLER
AT o7z (Fig. 2-11(b)) . JEL L7l 7 — 2 1%, ~ A 7 1o B — L& I L7 I~ 7z,
NPT ORER D T A ZHIZE RN H 5551, 7 A ZmOEMICx L T~v—2 (Fig. 2-
L) FOREITHR L&) &Lz, 723, 7 A 7w OEMIFAARMICE > THED
Ni=7—% (Fig.2-11(c)) MHAE%E 10° [HlE Tt b = & THEHT L7-.
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— koAb [ J5hr 4 B (Azimuthal extension) ] (Fig. 2-11(¢c))
AR X, f5E Lzl o#ipH 2 AL A 5w (0°0~360°) ([ L, s OBLm

DA I X OB O FE A TS DT H1ETH 5. REBRTIE, SAXD O Z T4 25 Z
&T, RO T A THE ORI Z Mo FAARERIL, Image JICT 77 A Licrym s T
2 (Plot Radially version 2.20, @l LR A& o 2 — PEFEFIHHEESR) 2 W7o 7.

5oz X BRE 2 — o OmigT — 4 (Fig. 2-11(a)) 1%, Plot Radially & f\C I )5
I U ORI 21T o 72, SAXD O#IFAIZ T A 7w OELA1 23 & 2854, Fig. 2-11(c’)D
EH12180° MR CE—2 N2 2MHLT 5. ZOMEEFRARDZ LT, 7 AT HO/M %

RE L=,

— oA [[ldT 4 EBE (260 extension) ] (Fig. 2-11(d))
[EIPT A REE & 1X, XBREPT N2 —> OiifgT — % (Fig.2-11(a)) ZEEEJ5m (20=0.003 ~

23.367) (T EEHBALER L CT—kou D X #REHT/ % — 2 (Fig. 2-11(d")) IZ&# L, $HEMER
L ORI FEE 2~ DHT 7 TH S, BRI, Image JIZ7 77 A LicTns
7 . (Plot Radially) MW T To7z. ZORREEIL, 47 v —LZ B LIZALED

fili b DEHEMER LOSHOREEZIT- 72

Temperature
controller Microbeam
Linkam X-ra .
Beam stopper [ ] V_ Optical
A\ MICTOSCOPY
rd
| = Synchrotron
I F radiation X-ray
Pmhole  Fresnel
T T Sample zone plate
SAXD & WAXD Zﬁ;ﬁ: Mobile stage
detector Light source

[PILATUS 2M]

Fig. 2-10 Illustration of the optical system of synchrotron radiation microbeam X-ray diffraction at

SPring-8, BL-46XU.
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for SAXD area \
/
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(®)
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orientation

| T |
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Fig. 2-11 Illustration of the analytical methods of SR-p-XRD.

38



2.2.5 RLCHEMSEEFE (Polarized Light Microscopy: PLM)

ML, XL v XRDOEIICR T T4 P EMIN DRI (R T) %, xtr
VRLBERL CXOBNCT 7T A EMHEN DR (k1) 2 2 7B T H 5 2.
Fig. 2-12 12, RCHEAMEEORRX 2 RT. RT T4 1L, KELLAELZH 5O 5 H DN
OEBZ 1 >OJ5 M (BRI OHBBRSELREARTHY, 7FHI74Fx, K774 %
i L7 S OIRB 5 ISk L CEAR W7 (90°[R1# L72) E#R O i S 2Rt
WCTohD. 728, TF 74 FIL360°EHESELH Z LN TE LD, AFITRT T A4 Fiokt L
TO0mRSHREE (=27 mx=a/) THALZ. 7205, MEMITHEE LRV
A, MBI DERWRIFE S TH D (Fig. 2-13(2) . T OESERREND, BRI
BT 2B T BARMIE TR & 5 2 WITHALARE S A FET 2B 2R 7 7 4
PETFHIAVFOMICEL &, —MITRERITAL< s TRIZRT 22 LN TE 5. IR
LA OFEBITHFRNCRGHEO S HFERTH Y, Hohk AW SH 5 &, fifh P CIRE RN A
L7 2 DORIHICH D8 G BRI BNArbnd. 20 2 SORIETENER T
ISR D7, MHOT (Wi NEC L. MHoTh-EHTIL 27— 3> (R)
EFEIEN, R=d(m-m)TEEIND (d HEOESE, n: OO RITER, n: BUVEOJEIT
). ZONHEOHDHER L 2 SOOI ABFOGREND L, BRI H KA
FEFMm I8 2 VIR~ L 2163 2. FEFRGH 2 WIZFRIGE T 7 4 Y2 @i 2
ZENTE D720, BIEITEH T HMMPMAET 256, MCBMETHRE LTBIET 52
EMNTES (Fig 2-13(b)) . F7=—KAT, WOCHEE CIIAEMITE SV IRE (FHE)
THEIND. ZOTFHAITREORELLEIBITEIC L > TEET 22, AR TR LR
SEBMSBRIZ B CE, IR RSB LOIMEARR T A< BRI ND.

S BT, AU TIHRICBEMEE D Y7 R I AR (Sensitive tint plate) 2 Ai15 Z & T,
FEE O RS MOE, § b biERmORLN O LT~ SUReRBEL, Rz
T LREMOKBIC T HERE 52 2BEFIETHY, HOALBETRINDFEMIL, &
DIHEFMOBNE L TND D, G, #E% 530nm F 53 2k chHy, 7
B A=A /VOIRRET, L RETFIA VORI, N7 T4 FBIOT 74 FomE
2 L C45°Da& THAT L Z L CHIET 2 L8 TE 5 (Fig 2-12).
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(Sensitive tint plate)

_ '::Im_\" Stage
Polarizer T Condenser

! ) |
i H {I—G — Light source

Fig. 2-12 Layout of polarized light microscopy

Analyzer - - -
/E' i i Objective lens

(b)

Analyzer

Circular or Elliptical
polarizations

| Sample (crystals)

Linear polarization

(a)

“ Ana lyZCl'

| Linear polarization
e .

Polarizer

%p Light source

Fig. 2-13 Schematic illustrations of principle of polarized light microscopy. (a) Cross-nicol condition

Polarizer

Light source

in the absence of crystals (b) Cross-nicol condition in the presence of crystals.>¥
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2.2.6 W THBEMGEE
(Differential Interference Contrast Microscopy: DIC)

WOy THEBEMEEIL, REBEBEONERIC ) v VAT —T Y XA EFBIAA BB T
b, )INAXF—=TYVAXNIR T ITA T ar T o PoRBLOT 74Pkt
ZOMIAEA D (Fig. 2-14) . B0 RS T, SB 0@ S 7 OIE S ORI 6 F
TEHIRE D = BT X MOXBRE L, B OIEBMEI OB TIE LD b REH ORI /e
WEa R VREINICBIRT 2 2 LM TED LWV R R, Mo TEMEE OB R IZ S
WTIlkR 2. EF, KE»HH 5D HMOIRE A FfoY (Fig.2-14(a)) 1387 74 ¥ & il
W5 E 1 OORE G ARYE (E#FEYE) (27225 (Fig. 2-14(b)) . €D, /</LAF
— 7Y AL E @ T EVICIRE A ERZ L, D LIETEEh TilEte 2 SO iR
&b (Fig.2-14(c)). T D2 OOK T a T oHEiE-> THTICR Y, Rk 2miEd 5.
D& &, 20D R OBR T 2 @R D LAARENEL D (Fig.2-14(d)) . £ D%,
ML RaiEim L, ) vV AF—T ) XALATHR SO ICERGbEND Gtk
IXERZ L TWD) (Fig. 2-14(e) . HZICT T 7 A P& BT 2 BRI AL S 4L (Fig. 2-14(D),
ZOFER, THIEZ D & THY THENEESRS.

Analyzer @ H
Nomarski prism ® (e)

< > Objective lens
Sample @ @

< > Condenser
Nomarski prism ® (c)
4

Polarizer @ (b)
Light source @ (a)

Fig. 2-14 Schematic illustration of principle of differential interference contrast microscopy.>¥
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HI3E HE-BRETICBIT 5 HIEOR RS
O/W =2V a VOREMICKITTHE

3.1 XTI

ML, TOFREMN S FEMNNOEBMETIESHAESNTND Z & IFEMmOE
ETHHN, HETIZOW =L a Ul (a3 x—X, Y—2R, fBad) bIREE
DOFMEYEDM A2 AR E L TR L THRbND ZENRLEENTND . LirL, M T
TRIHAECK MRS E T 572, O/W T~ /by o UIRHRICE S ICRLElT 5 9. Zh
£ T, MHFRHRIZE D OW ==L a3  OREEEEIC OV TER-A 2lER 2 ST
%, KOFERAGIL, WHFFHRICE D OW =<y a v ORLEE EEITERTHS
ZERAMLNTWD. OW ==Ly g VHIOKFERBER S D 2 & T4 Lo EMkE, B
TOEY Th 25 MEORLE, KADOA AL BREORMN, RHKD pH D). Zh b D
ZAGITHTE & 5 L OEMZ NS E 5. 2T, REFIOKOFEREREZ L2 LIk
TOKKERARE 2D, ZORE, MHEORMESBIEIND Y. S5, KOKEIZX
S TS EICWE LTeFUEAID RS S (2 o7 BB L), HALRI OFALBEEED
Kb ltnd 5 %10, £, FALAIDS MK I Hom L, A oA LH 2
KbidZ &T, OWZv Ly a VOREEMETT2 M. &6, OWZ~v/Lvark
RIRCThRAFT 5 &, HIEDORERILIZ K o> TARLEIT 2 Z ERHMBIL TV S, TP TililE
FEERDMZIERL, fidhpR L, BED & 9 MR m 4 28 &5 2 & &, WK RO 6— &
S ARRE SIS Ko THR YA L7cihi, SR LSRR 2L 1 DR
MR & 72D, £, OW Tv /by a COREMRICIE, WIEOMMZIY, MibIERE, Wi
OFEEEALE DT 2 19, MIEOMME ORI REIE, Akx RERITEA: LT
5. i, WIROFEMECCH AR, HEAE), EAWILT, Mk RO,
bR OFEEEZR £ Td 5 1719, Boode & I, /KSR IZ TE 72 K& Zeftidh, £723Am L7z
fimmld, K0Hoa—2REI LT VI L2WE LTS, Arima 6 202013, HIFOREMZ
K& OW =~ L a v OREMRDBEMICOWTHIHRTNS. HOIE, WIS S—
RMIEEZ Wiz~ vy g % o BnD B BAZRERT L 2 & CTREE(RT D & 5%

LTWa. L»L, MRRESES O/W =~ /Ly a v OMBR-FRREEMNIC RIE T2 (GhiEs
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e OALE R K OWL N, fEdafERe, fmEl) IR TH 5.

Z ZCARETIE, WO SEEE Gl BT MR ORSRALE, FEMIERE, i
2% ICER L, BERHRICE D OW =~/ a v OREENEREZ AT 2 L 2B
L. AETIL, OW=Z=/Lya  BMOEFILHRE LT, v3 32— RAEEOW =</l
a e fnic, FRREZMRICT 272012, vI3 X=X O/W =< /L g AP AL
2R FALANTIRIN L 7g v o7z, F7z, MRIMHROEE v/ —F Ml A LA VERE FIC
aite, ROV —VRE EIZET) ORFARE (-15°C, -20°C, -30°C) #&fks¥5
Z LT, MIEDORSEALZEE O/W =~ L 3 o OB R EVEIC M E T BB OV T

N7z

3.2 EERFERB X UOERGE
321 BEBIVO~ax—XkOW =~ LY arOFGE

Xy /) —Z (BIEAA VA BK), KEM () #Z7), BE (I h> (1K), B (1K)
<N U) FE A==y NTHEA L2, 3 7 BER (W 99.0%) 1% Sigma-Aldrich Co.
THEALT.

~ I F— Ak O/W =~ )by 3 U OFBUTF ¥/ — 7 E 721X KE ] 70 wive, BE 15 wt%,
PR3 15 wt% (JAH : KFE =7:3) &L, 1EIHZY D OW =~/ a OfFRET70g &
L7z. Fig.3-11Z, O/W =<)L a3 COFRBTEEZ RS, 1ZUOI, IR EFFO &L T 7
AH e —H—IZ A4, 1,000rpm T2 73EEEE L2 (R —DU 2 E—%, BLh1200, #HHEF
(KR). Wiz, U L EEORATAR % 1,000rpm THE LN DS, Fv / —FWELIIANT
WETF2—TRT (RURZLVT 47 Fa—T KT, MP-3, FUTEMLEHR (BF)) %
FWT 01 ml/s TR FLTWo7o., LIS, 7D OFFZMA T, 1,000 rpm T 2 5%
TV, R RORENTHAARB 21572, 708, R ROMWARIALEENT, TFb
#EFE 13,600 rpm T 3 3T 5 Z & TH372 (Ultra-Turrax T25 Digital, IKA (#8)). F
=M TR L OW =~y a U &UT, v/ —Jl=~Avar, KRElcRl
L7 OW =Ly a &L, RElTm~viyar ERiLT 5.

TR X OARHAGE O BRI F- B A KX LRI A 1T L — W — B AR 28
Sy A E RS 2 - CHIE L7z (SALD-2000J, (B%) EE#U/ERT) . Fig. 3-212, PR L
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Bhs X ORFACEE ORLEE /30 OREG 2~ RIEB T L7 P FLALEUR O - 2kz
TRIZ 12 £ 3 pm, ARFALFELO LRI 781232 03 um Tho7o. ks, FEERICEM &
LTIl STV D~ 33— RAORE AR T AR FRO 1~4 um OFFH O34 TH D 2. K
FERTIX, v~ I X —XkROW =~ /Ly a VHORSRIPRBABIE LT <5720, B
BIE DB TG ELZ VY, 2 OO FZERIIAAAALEL 2 -z, 7eds, TIHER T T
FLAERELD DSC HIE 21TV, TR FALRE & ARFALEE CRbdafb BT R & < &2 LZen
Tl EMER L. (ERLT-~ 32— XK O/W v /L 3 U TATEE RS L, aBMER%
1 2 H OB TR RN E LW 2 & 2R Lz BT, EBRICIIERE 1 AN~ 3 %

— ZKEO/W =~ )L g VA L.

322 TEEEHREHE (DSC)

~ I X— Ak O/W =<)L g B XU O kI X O iFZE)E DSC (Thermo
Plus 8240, (Bk) VA7) ZMWTEH~/z. 38 (20mg) (7 /L IS AZE A L THIE 21T
Sl RET 2 7T A%, 0°C 5> 5-40°C % T 2°C/min THH], —40°C T 10 43R FF%, 10°C
£ T 2°C/min THIEAEFT - 7=, fEd(LIRE IR A v v M, BRIEE XY —2 by 7EIC X
STRIE LTz, F£iz, -15°CTO, 2, 4, 6 FfIfRFF L 72 Rl Otz Zh o flE 1T - 72,

HIELX, —15°C 75 0°C % T 2°C/min THEAZIT - 7=, HIEIFEREN T3 [T 21T -7,

323 wIX—XHEO/W =<y a v OBTRFRER EEERR

~ 3R — Ak O/W == /v a3 » O ER-FERZE EMERBR I, RAFIREE-15°C, —20°C, -30°C
TITo72. —15°C, —20°C IXHEHRIFH, —30°C 1TM i+ 2BEOIRE2ME LIRE TH S
B ERFEIFEM S DOFEEBEBIZL UToTe. TI7AF v I/ ®-O~ A7 0Fa—7
(15mL) (21 gD~IFX—XEEO/W T~/ a & A, 20°C ITRE LTZBIKIET L
7wy 7 HiRME (CS-80CP, (KR) ¥ A =2 X)) OFIZANTZ. ZDk, THIRMZRAFRE
(—=15°C, —20°C, -30°C) £ THH L7, ZORFOMAFEILE L% 2°C/min TH 5. BIK
BTV 7wy 7 EIRAEOIRE D RIFREE S ZE LR 2R FF 0 il & B0 L7z, 7pds, R
Tod MRAF O B ) &0, IR TV 7 v v 7 THIEAE O EE DS R R (2B,
10 pfEbRFs Lcalbt L EZR Lz, 10 oM OREHE, ABHEE RAFREICEET 5 E TO
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REHCdo 2. —EWREH OMBIRAF 21T o 7oakBHE, 25°C OIEIRAME T | Bef#E L CARm A
Tolz. ZDtk, WMRFREIC K > THBE L7 EEZ IS 2 728, =050 E (2,000 rpm,
531, 20°C) (T, ERICOBELIZME S U U RO TERERL, RIRLZOERE
ZHE LTz, WHRERIC K o> TREEMR LI OEIE (LUT, RZEEIE : Destabilization
rate & PES) 1 FROXAE AW TR L.

Destabilization rate (%)

_amount of upper oil layer after freeze —thawing (g) < 100
h amount of oil phase before freezing

B, BABIOMERGFERO~IRXR—XFKO/W =< /Ly a VOIREAZIETHZ &
T, BHHBIOHHEGFTICEIT 5 ~3 13— XK O/W =< /Ly a U HOREEEVEJIE L
7o, BB OASTe~v A 70 F 2 —T OHFIZNREZET, TORIZ K MBAESZFHFAL T
7 4 rA— (MR2041-MU, (k) F/ —) ZHWTREIOREZJE L=, —15°C fR7FOR
BHZIE, 3 7 bR%E 1wt L7z, Zhud, SKOFERILIC LB 2 mmAE N+, K
DOt £ COFERFMICHIEN G LN T2 Th D, I U REimL -z &
KOG s E TOFERMICHIMEN A L. 2 K> T, WO HRRAARE T
HIWHFOK D LT D Z & &2 PHER CHEGR L7z,

3.24 XHEPHIE (XRD)

WHETEFICRBIT 5~ 3 32— Xk O/W =~ /L g »HOMIEDRER L 2 i~ 572,
XRD fIiEZAT > 7. BEHT X#EHTH /L (R (mm) :12.0 x20.0 x0.5) (ZAH, HIE
AT —Y BT, |IROOHERTFRE (-15°C, —20°C, -30°C) % T 2°C/min THHIL, %
DBFRRF 21T o 72, HERIFRS L OCMIER ML, ~3I3Rx—AHKOW =< /L g - Dn
R TE MERRIR D B 15 D NN EREIS ORE R A FBICIRE LTz, REM=~/Lri g v
D-20°C fRIFCOA, AREHIBIKRT VI 7 1 v 7 iR (CS-80CP, (k) A =27 R) T
RAFEL, WERICHIEA T —Y BIcBE W70, JIERNE, RBREOREEAL <720, H
EAT =IO M 2 F v S — ISR R A T ST
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3.2.5 {RCERIRSESIEE (PLM)
~ I R—XER O/W ==L a R OfER G O 2 Blg2 4 5 72, PLM 842 (BX-51,

FYV XA (BR)) ZAT- 72, SEOIRERIENL, BEMEEHmEINEAAR 7 — (LK-600PM,
Linkam Scientific Instruments Ltd., Tadworth, UK.) 35 X QARSI -~V F =A@ AR 7 —
¥ (Linkam model 10021, Linkam Scientific Instruments Ltd., Tadworth, UK.) % i\ /=, JEFE
v 7T MIERD S WBRFIRE (-15°C, -20°C, -30°C) % T 2°C/min THEIZITW,
—ERFHEIREE L7214, 2°C/min TIEAZ AT o7z, REHI 2 B DB AN—HF 2 (18X 18 mm
FO18mm ¢p) TERAZZGDZEM L. MANBAR T — I3 =% 0 £+, B/3—
WICHRER AT 25 2 & T, WA= T T AREOMBE LN, ek, AKERO PLM
B, KRGS TR TIERGS & 270 L TRERB L UWE R 2R~ 5. Zh3, Bl Skl
s DICREDVKFE L & K& S B 5720 DL, B O O flfig28) 75 DSC TA b7zl
HERS S O RSN & XS L T2z Th 5.

Oil phase 7 |' Water phase 3 j_
. [ I
Canola oil I Egg yolk, :
or I i I
Soyben oil i Vinegar i
____________ 1
I Egg yolk + Vinegar I
2min
THREE-ONE |* 01l Peristaltic pump (0.1ml/s)
MOTOR
1,000 rpm |

\ 4

[ Coarse emulsion ] =—> Polarized light microscopy

Ultra-Turrax
13,600 rpm, 3min

v

DSC, X-ray diffraction,

Fine emulsion — 1.
[ ] Freeze-thaw stability test

Fig. 3-1 Preparation method of mayonnaise-type O/W emulsion.
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(A) (B)

40 40
—&— (Canola —&— Canola
7| —O— Soybean | —O— Soybean
30 — 30+
S _
S
g 20— ! 20—
=]
U — —
£ ¢
2 10 10—
E .
g ] —
0 i S 0
TTTIT T T IO T T 1 11, T T T T T T T T

0.1 1 10 100 1000 0.1 1 10 100 1000

Particle size (um)

Fig. 3-2 Particle size distributions of canola and soybean emulsions. (A) Coarse emulsion, (B) Fine

emulsion.
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33 RER
331 <IX—XE O/W ==Ly g DREFRLE X URIEEE)

Fig. 3-3 12, 0°C 7»5H—40°C % T 2°C/min THH L7IZEOF ¥/ — Tz~ a B X
OCRKEMT~/LT 20 DSC A TRT. ¥v/ —J7l=~vriay, RElTv/Lya
V& HIT40°C ETORETFIZ 3 DOREME — 7 NH LT, 213 +3°C THLNTZV v
— 7 TCHEOREWEEAL — 713, KOfEEEZTR L TWD 2. KOfER LT & bk
HONTAMD 2 SOOI — 7 1T ORI EEZ R L TEY, ZbDOMIEOR O
TIE PLM BIEIC K-> CTHHER SN TV D (33.5 2R). KoL R E— 2713,
Xy /—Z7HT~/ 3 TiE-20.74£05°C, KEMT~v/LT 3 TlE-12.5+0.1°C THER
Eh, REMZ~vArya ok 2L — %y /) — T T Ly a rOfER b
YEANE—=ID b REDNoTL. KOREREEEIL, Fr /T vl g L TIE-349 +
14°C IZRERFEEAE— I PNH LR, ROz~ g U TlE-28 £2°C 27 r— R7R2
WA — I NH L. LLEORERMNG, —40°C £ TOHRABR Ty / —F =</l 3
YEBROKRGMT LY g I TOIETHGEET 5 L B2 605 - WIETOmEARD
OfEE b, JkOREA L, IR OIRFELR R OfE L. Fig. 3-4 12, —40°C 225 10°C £ T
2°C/min THIEA L 7= BRI AR OREL (¥ / — T B L OKEM) o<y a Rk
B (v /=T~y a ryBRIOKRGMT~v/LYay) @ DSCHifERT. =v/1v
a2 URBETIE, 0°CHHTIZ Yy ¥ =7 TRERWBE =T A b, ZhiE, KOS
ZHN5. FMEARORE L =~ Ly 3 VB CIIok ORliRREL 2 bR &, AlfiEREhC KX
IREWNEIA LN ol ¥ v/ —FMBIOF ¥ / —F =~ /Ly 3 1E-20°C 22 H-5°C
T TREREENE — 7 R BT, KEMTIE-334 £ 1.1°C, -16.7£03°C, 0.2+
0.2°C IT/NE B — 7 BAH LT, ¥ v / —Z ek L KEmAE ORI Y -7 D=
Z N E—DEWNE, —40°C £ TORSMILEDBENEZ KL, WAL — 7 IREDEVE, B

AR DIEWE L TWb EE 2 B b.
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I 2 mW (A)
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Fig. 3-3 DSC thermograms of (A) canola emulsion and (B) soybean emulsion during cooling at a rate

of 2°C/min. Insert presents magnified thermograms of (A) from —15 to —30°C.
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Fig. 3-4 DSC thermograms of (A) canola emulsion, (A") canola oil, (B) soybean emulsion, and (B’)

soybean oil during heating at a rate of 2°C/min.
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332 < I FR— A O/W =<)Ly a v DBTHR-FREE EME

Fig. 3-5 12, ~ 3% — Xk O/W =~ /L3 3 o OB BRI EMERBROMS R 27T, +
TO~ IR —ARR O/W ==Ly a B L OMmEIRAFREIZIBW T, Wi BER A
SRR (R OB XL ETh-o7-. v/ —F T~y a rBIlOKEHT~
Va g, =30°C PRAFE TIEPRAFE | REEI OO, —15°C fRAF TIZIRAF 4~6 BEF O H T RZ EL
EIGARMC LR LTRY, MHOREIC L2 RERDOENTALNR o7, LiL,
—20°C fRIFTlE, KEM=~/L > 3 AIRIT 30~42 FEfHE], ¥/ —F =~y a 3k
157 4~6 B ORI AL EILFE N EFH L TRY, KEHTZ~vLyaiddy / —Jiliz~
Na v B0 B REENEEICE N ST, Table3-1 12, FHBERFREICBIT 2%y /) —7
M~y g BIOKEMRTY /LY 3 v OREERRER CRZE(LEIEG N2 Hm L

TelEfH) A F LR ERT.

333 AFEEGETO~ IR — X O/W =<)Ly a v DIRERE
WHIRAET D~ 3 % — X8 O/W =~ /L a v DR EEVE T D 128, Rz et
AREBRIC BT BB OIRE &2 HE L7z, Fig.3-6 (2, WERIFET (-15°C, —20°C, -30°C ) O
¥y /=TTy aryBLOKERT~ LY 3 CORERREEZ T, WIoREL
—15°C, —20°C fRFfFClE, MRAAREIZERE S D ANSIRES ST B L7z, Fig3-6 IZiX
IRENTWVRND, ZORETFIEB30°CIRIFCTH AL, T b ORIMRIRE ERIE, KD
fmiblckab0eZ2 605 ). 20%, ¥¥ /—Zilm~</Lv g U TlE, HEEETIC
REE EHD A BT (Fig. 3-6 12, REN B Us 7o A REITTART) . ZAUXMAEORS &
BICEDbDEFELLND. Table 3-2 (1, SMERAAREEIZIS T 2 MRS Sk O &% HHRFH]
(FRE EARAHNDE TORR]) 2 F L DR ERT. MERIARENMRNE E 7
RFIIR < 22 0, WIEOMRE N RSEZ o7, —J7, REl=~/r v g SImERETIZ
BEIT ER Ldodz, ZHUE, REMTm~ Ly a gy / —Jlo~viva LT
AR DR S B D 72w, FIITREGERE RN L 2RI LTV D. S HICARFBROKE R
I%, DSC THLNzF¥ v/ —Tilim~/Ly a v & KRG~y a v OKRELRES Off b
fk=oZAE—mENEL LTV (Fig.3-3). 1-oC, ¥v/—Flz=~Lraro

MR OWREE BT, F v /) — T HOKELRR S O Eic LD b D e F 26N 5.
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Fig. 3-5 Destabilization rate in the emulsions during storage from 0 to 42 h. (A) —15°C, (B) —20°C,

and (C) —30°C of canola emulsions. (D) —15°C, (E) —20°C, and (F) —30°C of soybean emulsions.

Error bars are S.D. (n=4).
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Canola emulsion

0 13
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Fig. 3-6 Temperature change of canola and soybean emulsions during storage at (A) —15°C, (B) —20°C,

and (C) —30°C. Insert presents magnified curve at —15°C from 5 to 7 h. Arrows indicate the start point

of increasing temperature.
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Table 3-1 Destabilization periods of canola emulsion and soybean emulsion at —15°C, —20°C, and —30°C.

Destabilization periods (h)

Storage temperature

Canola Soybean
—15°C 4~6 4~6
-20°C 4~6 30~42
-30°C 0~1 0~1

Table 3-2 Induction time of canola emulsion crystallization at —15°C, —20°C, and —-30°C.

Storage temperature Induction time
—-15°C 5 h 42 min £ 6min
-20°C 4 h 4 min £+ Smin
-30°C 42 min £ 0.6min

Values are given as means + SD from triplicate measurements.
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3.34 GEHEEFEPIZBITA~IRX—XK OW =<)Ly g v OHfE
DiE T LT

~ IR —AkR OW T~ /b g & ORI E M3 2 R Ot b 22T 0D 52 %8 4 7
N5 7, XRDWEZEAT o7z, WERRAFRER] X~ 32— X8k O/W =~ /L a v ORLEL
RFfH] (Table 3-1) ZEHTRE L, WMEHRFPO~ IR — 2k OW =< /b a R OHAED
fE e 2T A IR~ 7=. Fig. 3-712, HFHERFREICK T ¥y /— Tz ~v /13
YERIOREMTE /LY g & XRD TRIFIICHIE L2k Rz d. 7 L—03iE, @
HARFAREE (-15°C, —20°C, —30°C ) I[ZEEL7ZEH (0 ) OF v/ —Z KB LW
KREMEARD X BREHTZ - 2R, BOFERT, ¥/ —F7Hz~vrya rBLOK
Gilm~ v a O X R ASY—E2RT. Fx /—FHmv v g VB LUK EH ™
~ v a T, TRTORERRARE, RERMIZIBW OKDOREmLERT 3 DO E
#fre'—2 (0.39nm, 0.37nm,0.35nm) 87 HAL72. Z OMOEHT B — 27 [ZHARR & kI &
L —27 LEZbND.

¥ v/ — 7 MHEYRIZ-20°C £-30°C T sub-o. HA KT 0.42nm & 0.37nm DEHTE— 7 23
BHONED, —15°C TREHIE—27 1ZA LR oTz. Fv /=TT~y a g, i
OB HRAFIRE T HIRAF 0 Ref 2 T, KOFERIIC L B [EHT E— 27122 T 042nm (2
EIHTE— 27 RAHhbitle. MER O sub-o B3 L OOKOFEEILOEHTE— 7 130T d
0.37 nm (Z[EHFE— 27 MBI 5725, F ¥/ — T HEILTIE sub-a B THEGILL TV 7z
W, T a BN THFX v/ — 7T sub-a B THRERELTWEEB R HND. F
72, DSC JIE DGR (Fig. 3-3) 726, ¥ / — 7=~ /LY a v OERlEK S 13-20.7£0.5°C
ThEmb 35 Z £ TN D728, sub-a BIOFEHIEF ¥ / — 7 MO & sk sy Bk &
BEABND. ¥ /=TT~ a L D-15°CRAFTIE, A7 0 FEEIT2IC sub-o L (0.42
nm) DOFHFWEHTFE—7 NH LA, ZOBEETE— 7 1307 2 Bl IZITIHE LTV,
EBIZ, BRAF 6 FEM%IL B MY (0.43nm, 041nm) & B & (0.52nm, 0.46nm) ZSHBLL,
B B DETIREE I IR 8 FFZRICHIM L T\ =, Fx / —F =~/ 3 »D-20°C &fF
T, WEHRAFHIC 0.42nm DEHTE— 27 AAHK L, 043 nm ([Z55 W EHT E— 7 23 HBL L 7.
ZhUZE, sub-o BNS B BUZEIBERRE LT, FRIMREFERIC B Aok o722
EEBEHRL TS, R(F 4 FF#ZI2IE, B A (0.52 nm, 0.46 nm) DOEIFTE—7 2AHELL,

57



B LD EHIREE L, (RAF 6 BEFIZIHIN L TV, F v/ —F T~ /L 3 > D-30°C {17
TlX, 042nm D sub-a BOEFFE— 27122, RAF 0.5 FEE#EIZIL B A (044 nm, 042
nm) & B A& (045nm) OEHTE—7 BNHEL L7, B BB LV B BoOfMIE, v/ —7
WO K E B2 DD, ZHUL, Fv / — 7 MOERUSES XRAT 0 R % CRE
(2 sub-o BTHEGHL L TWD 2D TH 5.

Xy /—TME~v Ly arEEEk KRGz~ a AXT X TOHRRAGFIRE TR
B (0 BF%) TiE sub-o B (0.42nm, 0.37nm) THEFIL LTV 7=, DSC HIEDOFER (Fig.
3-3) TIE, —12.5£0.1°C TREMOm@LAES 235 L L T2 72, sub-o RTHRES L L
TZbDIIREHDOE@ARDHEKEEZLOND. REMT /LT a »D-15°C fR7F T,
sub-o. D X AREPTE—2 (042 nm) (IORAF 2~6 BFfH], —20°C RAFTIE, PRAF 24~42 IF
FORIZIHA L TWhofe, 2B, [EHfE— 7 JREIT/ NS WS, B BB KO B A%
#9043nm & 045 nm ([ZH7ZREHTE—27 BB LZ. b OfRIE, KREhz<ry
a VORLZEMNE E LM KZMFEROZEBENEE TWDH ZEE2BHRL TS, —
Ji, REMT=~n s a rd-30°C (RAFTIE, RNEELRHORIC X #ROEHT/ 2 — 0l
ree— 7 BT A bR Do T,

XRD & CTlE, KE=~/1 v 3 »D-15°C fR1F & 20°C fRIFCTH LI B B LD B
R OET E— 7 BEIT/NS otz £ 2C, WHRETICRK IR mOZBEE R & T
DME D DERERT D128, DSCRIEZEITo 7. KEIMA-15°C £THAIL, 0, 2, 4, 6IFF
FIRAE L 722, SRS &2 DSC #4572, Kz~ g o Tida < REmo
Ha AT E R, RS ORE Y — 27 O—EKORFEY — 27 NERDT2DTH 5.
Fiz, Ty g RS ELROFENC DSC ORI K E AeE IR o T 2 L
5 (Fig.3-4), AREBRTIIRGHEZRELE L THW:.. KEHE-15°C TRELZSA, @
HURAERERI O BEIMNCHE - CREIFE S ORSEA LR 5 Z L n3bho7- (Fig.3-8). 372
B, KEIMA-15°C T 0 RFfRAE L7235E, —10°C o7 m— RR@EE — 27 3 1 D45
TNz L, WERERAERFHI R < 72 21206 - T, —10°C fHEDRE Y — 27 23/ S < 72
D, 0°CAHHIIZHTo @R e — 7 B L, BT 2= RE o Tho 7z, il
IRERSIEEMBANEL 2D 2 0D, BHRAFTIC KGRSO Z BN X 72
EBEZDND. REMFESEORMAO EFIZ-15°C TOHHERE LAy, —20°C P77 TIE R
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DOFELEN D RKEBENTWDT28, —15°CIRIF L R TEIEE R E L <IHl S Tns &
EZbND.

33.5 ABEBEEFIIBIT3vI X —XE OW =</ 3 > Ol
DiE LT REBIEE

Fig.3-912, ¥+ /—Flx=~/Li g %-15°C, —20°C, —30°C CTHHELA LIZEED PLM
B "7, —15°C IRAF T, RAF 0 RFIRIZIC S v / — Z i~ Lo o I AR 282
SRS TZN3, 20°C PRAFIS L T-30°C PrfF T, BEMEEHLEF RIS/ & 72 IR G 5 23 BT 4
ICBIZ SNz, b ORI, v/ — T MOESBERS R E B X HID . RIS
ORI LE, F v/ —F MORERIEAR A ITEITL T E, RERIIZT X TOmHNR
TAREEIZ B CHREF RIS AE S DMBIER STz, e L S HEETT L T B T13-15°C fRAF Tl
PrAF 6~8 [ffH, —20°C PrAF TILORATF 4~6 BF[H], —30°C PRAF TIELRAF 40~60 53 DH TH 5
N7z, ZHUT XRD JEDRE R & & —E L Tz

v/ — 7T~/ g TSN/ OTERBITM IR FREIC K > TR > T
7. Fhbb, —15°C RAF TSRS, —20°C £R17 CIXERGRIR DRSS, —30°C £R17 CILAN
INORDRDFEFRE TH -T2, S HIZ, —-15°C frfFde L U-20°C frfF TIRHAER 2306 — 3
LEEFEIE ST (Fig. 3-10). 3725, —15°C {17 CIIERIFRFREI ORGE I LR, SRR
A E ST HOTNE, SRR RNIEEZ R EEY 203 HME L TR RBE S
7o, F7z, 20°C PrAF TIRERER IR ORE S 2 HESRIT AR L Tu & 7227235 & iR Sl 2 28 E il -
Tz, 20°C PRAFTIE, —15°CIRMF &R Y, MR TR AR AR 23 S LTV Dk
TRBE SN, T70bb, fidh 2N R 2 2 E W - 725, RMRIZIED - THERE L Tz,
ZD7¥, —20°C LRAF CTILHE R im R MR E O F MmN b L= & 265 (Fig. 3-10 12
KHITRT). ZHETaar"Z—RHABEZHW OW =< /Ly g o CHER SO
A-NBEENTOER B, 3 x—XD L) REEORNEZETTLE LEZ O/W =<)L
Va T A BRI N BNIIARERDP YD T TH S, Fig.3-1112, foa—LcFx v
J =My g U, FERORRIC o TH— LTV Bk A~ 7. PLM # (Fig. 3-11,
TE) TiE, —15°C 72H-8°C DO TEMRFE A EAE L TOSERTFMBIESH, WtRLo
BAMBR G E (Fig.3-11, LB TiX, SRR FEL TW2E 07, lfEOG—05E
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TV Z PRI, KoT, ¥¥/—JMlim~/bi g %&-15°C, -20°C TIRIFLT-
S, WHRRAFHIZA LD MRS — 2B 2§ 2 & TRLENT 5 2 Lhbno
fz. —J5, =30°C fRAFCIE, MENICHfE D d kT 28k 3B S e hy, T OfEmIE
—15°C fR17F0-20°C P17 CRISE ST ftfh & LTI Ch o 7. D728, -30°C 77T

VR AERSE AL AN R 2 22 E R DR T 2 BT 5 Z LT TE R o7 (Fig. 3-9). LanL,
feanbIEE 2 O TN L TEZ > T2 0 TIER <, BV &S ME~L{EE LR 5
HIT LTz (Fig.3-12). 2O Z EiE, -30°C R TH MRS O E—BEZ > T D
TEETRBLTWDS. BLEORERNG, ¥/ —Z =~ Ly a X0 T OB ERRAFRE
THMBERROHIE—PEZI > TWNDHEBEILND.

REMT< v a T, WTHLOMBIRARE TS, PRIF 0 R0 & IfE S Hl2 ik -
7o ERE S 2MEIEE ST (Fig. 3-13) . RO LA & L TE K IREIE, W s @l
EHTLH/NVVIFUBEET 2. 20D, KEMT /LY a 2O TR &b
L L7 FTREMED 8 5. —15°C 173 L O-20°C fR17 TIE, MEHIR(FRF I ORGERIZ A, AR
FEmOPIENMET L TS BB SN, 2 OfRRIE, BERFRF ORI L,
0.42 nm DOEHTIREE MK T L T o 72 XRD #JIE OFER (Fig.3-7, KEJ—=~/L a3 (A,
B)) &—H LT\, FKIIZ, —15°C fRIFD 6 FEMZICITMIER xR Skl
=, —J7C, KEM#Z-15°C T 0~6 WRfil{RA(T L 72 B O R fiF28h 2 il & L 7= DSC Of5% (Fig.
3-8) TIE, MERRAFREH ORI, KREMFE OSB3 HEIT L Tz, Lok
ReFlwd b, PLM Bl XRD JIE CIXR A GmORRELEZIED Z LILTE2n
S72/, DSC OfEFR LY, KEM=~/LL g > O i OIS SNIE, AEIRRTERRO
FBIZE, RORERSZHICES LB NS, —J, 30°CIRAFTIE, Rz~
Vg v DR IR ENERRER ) B KO 7o AL EAVIRER] O I A di ot T RE S 2 b 9
HEETIIBIE I N2 o7, 2O L%, MIRORAESHEML, —xEILZ &
TARLEN LRy /=T~ i a 0, MIERMOBEMET L, ZIEENEE T
W REM =~ /Ly 3 »D-15°C 17 LTV-20°C (RAFOZEB) & 13805 Z L AR LT
5.
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Fig. 3-7 XRD patterns of canola and soybean emulsions and canola and soybean oils during storage

at (A) —15°C, (B) —20°C and (C) —30°C. Solid lines represent the emulsions, and gray lines represent

the bulk oils. Unit: nm.

61



Heat Flow («-Endo.) / mW

-15 -10 -5 0 5 10
Temperature (°C)

Fig. 3-8 DSC thermograms of soybean oil after storage at —15°C for 0 to 6 h during heating at a rate

of 2°C/min. Melting enthalpy in the dashed box increased with storage time.
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Fig. 3-9 Microscopic images of canola emulsion during storage at—15, —20, and —30°C. Scale bar is

100 pm. Upper images were taken using an optical microscope, and others were taken using a PLM.

63



Fig. 3-10 Magnified images of canola emulsion during storage at —15 and —20°C. Scale bar is 10 um.

Upper images were taken using an optical microscope, and lower images were taken using a PLM.
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Fig. 3-11 Melting of fat crystals in the canola emulsion during heating at (a) —15°C and (b) —8°C.
Scale bar is 50 um. Upper images were taken using an optical microscope, and lower images were

taken using a PLM.
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Fig. 3-12 Magnified images of canola emulsion during storage at —30°C. Scale bar is 50 um. Upper

images were taken using an optical microscope, and lower images were taken using a PLM.
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Fig. 3-13 Microscopic images of soybean emulsion during storage at—15, —20, and —30°C. Scale bar

is 10 um. Upper images were taken using an optical microscope, and others were taken using a PLM.
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3.4 BE

ARETIE, BARDHHRIFREICBIT 5~ 33— O/W =~ /b 3 » ORR-RRE E
PR L OARLEMER 2~ T OREER, MBI KEHE Hveo<bi g 2-20°C T
TRAF L7 A i b IR EM N B < Te o 723, T OMOBERAFIRER L0 v /
—ZMT Ly g T, TANTRAE 6 RIS AR ZEL Lc, EDHITEND, MW
2B B KLHIEDFESRLIZ O/W T~ L 5 v DREMICKRE S BT L Z L ARESN
TND 4. REOFERTIE, MHRFREICEELZEEZ TH LR 0 K TiE, Fx /
— I~y a v BIOKRGIMT~ /LY a ANILETH-oT-. LT, BiEhEfE AL 5
KB IOMIEORERLIT~ I X=X OW =~ /Ly 3 VERZEALSERN E b -
7o, WMEOHETIE, KEMIEDOR A EDIAFIZE > T OW v /L g VOREMWENRED
DEMESNTVDEN, RE-ELERBIBLATHRN D), $72b b, KOFESET
(AR OSSN = 2 EZEILT D, HDVIIAEENT D2 ERHESNTND. ARE
@ DSC OfESR (Fig. 3-3) Ti, MR O @RS 3G L L7212, kD3 fEmib LTz,
£ o T, K&V AT EE Lo mifamsy O MR RE A3, JK OfE b B i o fAiE 2 {7
LR B S

T, ¥ 3 32— XKk O/W =~ /L 3 & ORI Z ELEEIZOWTEL T 5. Fig.
3-14 12, Fv /=TT~y a rBRLOREMT /LY g ORERFTIZRT 5HE
DAL ZEE % £ L ORI 2R, % ¥/ — T~ a T, v/ — 7
Ty a Y DORZEERER & ¥ v — T M OARELS Ry OFE S O FFE R ATE— K
LCWeZ &b o7 (Tables3-1, 3-2). I 51T, XRDHIESL PLM Bl b b, v /
— 7MW~y g v ORLERH ORI IR OGS &SN T2 Z L B bno T
W5, EBIIDSCIZE-T, ¥ /=TT~y a2, @RS ORER LY HIK
AR D DFERNEL EENTND 2 E 2R LTS (Fig.3-3). LlEOZ L, Fv
J =TIy g VOREENOTEERIL, v/ — T HOKEARS OfERETH D
EEZLND. FTo, XRDPETIE, ¥+ / — 7 MOEBULSY OfE L sub-a BlER L
Tz, —15°C fRAFEB L T-20°C PRAFTIE, PRAFHIZ sub-a T BT/ S5 — 2 DFREE DN H
KLTWolz, ZhUE, WEHIRFETIC sub-a BOMIERE RS L 0 ZEREICES LT
WITLEZ NS, LL, v/ —FHo~y g BT, sub-a RO LD
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HBIIARELEEE LB DN, 2L, v/ —Fl=~/ i a3 D-20°C
TRAF CIIRAT 4 FFERIC B B oMNER S 2N HEL L7228, R e kB Tl E ©
bHol-. T, PLM BIEITIE, $hIRAE S 72 IXER SR RS S 23 i 2 22 X Ak 0 7203 5 Ak
ELTOWERTBBIER SN T D (Fig.3-10). —15°C 1735 £ U-20°C {17 CHIZL X vz il
JERE R OTEREIT R > TR, R EiERnTnd p e g BERL T\, fiik%
FERFELTHoTH, BARDLMMIEEAA L TV L1, MafEOEWNCELI DL
A2 HND . — AN, EMEVIE SRS < 20, BIERSEEIX LR S, 7720 b,
—20°C fRAFIZ-15°C RAF L 0 BRI E R & <, BIEMRZ <AL L. w2IT, -20°C {RIF
TIEE L LT ERERIR OGRS 72 V), —15°C fRTF TIFA D L DD 7o BRI R S B
TeeEZDND. £z, 20°CIRAFIEICHBE DS SN2, AT O i P O i L
F-15°CIRAF LD 20°C RIFTRESIE T T DL EBEZDLND. £DTD, 20°C LRIFOHKE
PRREE IR T L, BT oMM bc 2 E CERRE LT LB bND. —F,
—30°C IRAF T, bl A XD/INE NIz ob, bbb A3 T it 2 28 & A 2 Ak 138l T & Ze
ofz. LoL, MMz a B0 & 5 i a8 Lt Db LTz, IR o
WA —NEZ TV EBZBND. £72-30°C RFTIE, ¥ v/ — 7 MOMKELR RS DR
e ORI, SRR Ol b BIE S L7z, SRRy OFS&RIE, 82 OISz L
THELTEY, MifmEb D Rhoe 2 e D, EElsy O bixF v/ —F iz~
T a VOREEMTEEL T RNEEZHNLD.

—J7, REMT=/Ly g T, WEPRAFFISHE OR I, KRR Ok
mfblTE Z bR ol bEZEZ NS, Lo T, REMTZ~v /LY g ORZEMEITx v/
— M=~y a LR S LRSS KEMT~ LY g OGRS S I i
IZIh->TEY, Fv/ —FZl=~Lia L0 b aEITD o7 (Fig.3-13). KO
EIRS DRESRZIEIE, ¥ v 2 — T L FEERIC sub-a BUTH -7z, KEIMO EFlRA sy
OFtE, WERRTEREICBEEE (0 M) »HBlEankn, KElz< Ly s V3R
ETHolz. L, WERFTIC, XRD HIE TIE X #RET 2 — 2L (Fig.3-7),
PLM B CITEROHEMET (Fig.3-13) L7z Z LD, KEMOEBAK Y O I3m
HRFPICSEES Lot B2 DA, & 5IC, MR ORGEBICHE > KEMORS D
ZAb A& MIE L7z DSC OfER (Fig.3-8) 7 b, MBIRIFRFHIOBGEIZ VY, KREIHOR R
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MDERLTWDZ ERMERIN. 20 L%, KEMGSSEEEERIC SIS LZ 2
EERIFLTWD., REHT~ /Ly a CHIIERS OSBRI Z o7 & &, MIEOH &
BIIEM L7220 b 5T, RKEMT v/ g AIRZEN L. KEHMO @A
%43 OFE ST R E 2D > TIFE L TV 2 D, Tl L G f 0 2B 0
HE7ZLEXLND. ZVEBIC L > THE ORRDHT-REELTEIEIVK, MibkET
%2 L CERE AN A M AR ERY, oA — 2 EI L2 & TREEL LI & H#HER
ENnb. UbozZ Ens, KTz y g TG EERETICMIERSEOBINIE Z 5
RNHOO, WIBREROSFIEBIZ L > TREELT D EE 265 (Fig.3-14). —F T,
KEMT</L L g D-30°C IRIFIE, REERRFTH D 1 R ORI S I X OWE 5
BOWIMIA SR oT2. ZORRIE, KREMT <L g D-30°C fRFFTIX, MRS
DEILERE-CIIE DOfE B EOBIMN L 1T 872 5 HWR TALRE LI L a2 R LTS, (R
VRS 378 (LDL) 13D EFEMS TH Y, I OFEEE L O sy Th 5 30,
FLALOBS, LDL (X im T L72tk, ¥ o 7B CHEE MR EICRE L, O/W
TNy a v ERERSEDLINEBEZ LIDHM, 30°CIRIFTIE, & V37 B0 VIRER
OW =~/ a vy ORENMMER LieholzbBEx b5, WERmO Y X7 E EfEE
LToKRGFAXZ 7D 3 IRoeHEIE Z R 2 7o I BRI LRI L, ZOREK
OEEFESIXE BAK LD HIKV. LAvL, -30°C &V o 7o {RIR I &R 2 R L, #5461 T
W ORI EN SRS D Z ENEZ DD, ZORER, ¥ 87 BIL A O & R
THZENTET, FUoNTHEOI RN KDNT-EZ2 b5 2. £, Rz~
v a UR-30°C PRAF CARLZEL LT2 R & LT, MR RIS ImARRS fh D 2B S X 7= Al HE
PR 5. KREMAZ-40°C £ THAIL, £O% 2°C/min THILAIT > 72 DSC OfER TIE,
—-0.2+0.2°C (2@l v — 27 NA iz (Fig.3-4). —H T, —15°C TTHHIL, REFE1THOT
(RAF 0 EfH]) Z D% 2°C/min THARATT > 72 DSC OFEHRTIL, —0.2£0.2°C [ZxHid Sl
e — 213 B o o7z (Fig. 3-8). T HORERIE, —40°C £ THA, FiRE21T-725
BICSHEB DR E -2 L 2EKL TV 5.

~ IR AR O/W T~ )L g o OIRTIRFRZ EMRERORE R 6, 20°C IRIFIZENT,
RO~y a ALEWEHRRLZERE BT 5HZ Enbhotc (Fig 3-5). ZORER

X, ~3a3 32 —XKO/W =~/L 3 %&-25C CTHRAF L CLEMRER % 1T > 72 Magnusson ©
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DDFEFR 10 wt% DA 2 & de O/W =~ /L 3 > % -20°C Tf£4F L 7= Harada & DDfER &
—HLTWe, KEOFHRTIE, v/ —THT<L g D-20°CHRFOSE, —15°C &
17 £ 0 BIRALS R OfE LS R Z 57288, KEHT=~ /LY 3 v D-20°C RIFOHE,
—15°C fRAF & LN TR MG S DO BTN S Wiz 7o, LEMNBE &N 85
2 bbb, E£iz, B0°CIREOYEE, v/ —Jlz=~v Ly a L REMT< LY g LV O%
EMIIFE L ThoTz, iU, —30°C R CIXMFORIEIZ )b 67, KO v
NI BOEMETR EDORZEAERMBEEL TODAREERH 5.

Xy /=T~ a v KB~y a COMBEOR B EEITZS Yy / —T L K
HHOREMBHEAIIKEL TS LB OND. v/ —FZMICEEND FEIENREITA
VA VERTH DN, REMIZEEND FZEEVIRRITY / =V RTH D 9. A LA BROR
KUTY = VBOREA LY bEnicw, Fx /) — T~y g U TORMER S D3 i
pft L7z & E 2 Hivd. Miyagawa B 390%, KEIHOMKRELAR S ORLAIEF v/ —Z O
BEDHIENZ EEHE LTV A, Magnusson 5 D%, A LA UEEE S L GieiliE~ I r—
AR OW vy a VOREMZIRTIELZ 2HE LTS, —FHT, REMiIxv
=T MEV VI FUBERAT T ) VERE Vo e EREDOENEEA L EENLTND.
ZDOZEIE, DSCOFEREL—HL TV (Fig.3-3). £» T, KEMT=~/LT 3> TOH
B S AT S IR - 7o ARRE &4 1, SRS IEIIER SR DR 7E & B2 b s, PLEo
T Lnn, WEICE D IR OEN D~ 32— X8 O/W =~ /by a D ARLZEL
ICRESEETIEEZEZDND.

REOFERZ I, MIFOFRMILIZL D OW =~y a Y ORREREZIHIT 57291
BMET23MZUTICETS () MEORREL NI TR L. 72b5, [KRAD
Mg Z WD, &2 WIEMARARERIL L2V IR AR 2585 2 L. (2) IS s
LS ERNWZ &L T b, LA L O LTEEE O O BRI & O f it
FfEERETT 22 L. ) WK M OZIBIBE 2 M+ 25 2 &, AREBTIX, M5O
NERE ML T 5 2 & TREZE LTI EFB L7223, Arima & 22032 I L - T
ARG AR L, AEEALTZE IR TWD . Z2D72, N OME DR b i E 2B
T, HIERHROZIEBIIARLEL L ERIIBR L T0D L EAD. Lo T, MERAF
IR TR 2 3 2 FULAISE O 2 it 20 ER 5 5.
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Canola emulsion Canola emulsion Soybean emulsion

—15°C and -20°C -30°C —15°C and -20°C

Storage for 0 h Q. .‘
(Stable) .v 0'

of soybean oil

of canola oil

Crystallization of Crystallization of
high melting fraction high melting fraction

Storage for
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(Unstable)
Crystallization of Polymorphic transformation
low melting fraction of high melting fraction
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- sub-o. form

B form

Fig. 3-14 Schematic illustration of destabilization mechanisms of canola and soybean emulsions by

freeze-thawing.
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ARETIE, WHIZFy /—F e RGMEHWe~ 33—k O/W =~ /L 3 DOmK
FRRLE TEPEI 6 2 MIERE LD B EZH LN T2 2 LA B L CEREIT 2. £
DGR, WIEERMEICE DXy /=T~y a v RKEMT=~< /Ly g ORLELRE
MITENENRR DL Z ENHONE o1, Thbb, ¥/ —JHT~v /Ly a i, B
RAFRE IS K > THIEORERIZREIZ R 2 > TV, WTFNOBHEFRE L X v/ —F
HOARR R ORI Lo TG —NEZ Y, RZEkLz. —F, Rulim~1y
a 2 CIERZ IO @R A o AR S (29R > TRFERME L TR Y, —15°C fRfrds L U-20°C
RAF T, WTNLBMERROSHEBIZ L > TREELL T, LrL, KElxz~/r
g D-30°C RAFFTINERE S D E Yy B % AR & IT R 22 D% Okoftifk, # o8
JEOEMRE) ICL o TREZELTZEBZ b, Fv /=T~y g & KRGl
Ty 3y OREEHEREDE L, WAEOIRIMERNEEL TS LHfigsnd. L
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FA4E [EVBREERE DR AHALFIRN
WA DR RICE 2 D2

41 XTHIT

FAE PRI AR DT 7 AT ¢ — O &, CEME & o TR, TR RS S O 2 IR ER
BE), s OMMBE SR B R Y P —ZICRESEEIND . 20X ) 2aflio
REMELT, FEEROBIERE 2> ha—L3 52 L THIET 5 2 L3 T& 5. ik I,
G ORI A LA 28 e L THWA Z RS D (77— FhR) .
WEOHRTIE, 77 b— MIRITEE LIFE O FHEERL TV D HAITAE LD &
HEIN TS, Takiguchi & 20, JENiEEZ 785 L2 (77 L— M) -7 v a—b
R LSBT ERAEIT o7, ZORER, lBEE L n-7 Va3 — )V ORFEEDE LY, X
RERARE DR FHIN 2 DL WEAIT, n- T Va— L O ERE L. Ebi2, -7 La—
JUE R ORL & IR TAEIEILT 7 L — MEEE —E L T /e, Fujiwara b %, £/ 7 Vb
7 Utr—1 (MAG) O7 7 L— MEZHWT, MAG & n-7 /b2 — LOEENEEIT 5
Lals, 77 b= MEE p-7 b 3 — U OBLA & RS FREES — B L 2 & 2R LT,
FALANL, ARRS S OB 2 e £ 7213MBl T 2R 1 H 5 L EbTnD. ZoxhE
&, FUERIOTINGREE, mANEE, FLAEH & IR ORE OFEEIMEIRFET D 4. DR
ffbiE, LA ORT CAY BB ELHZ L, HEWVET VT L— MIRMA T
HZEiCEoTRESND. 2O &S FALAIRESRIE, WIER AL ORERE AR M & LT
B < 19 Sonwai H1E, p-NMR (7S AR ILIETE) 2 AWC, SR CEEKRD Y LEe X
VIR A T X, R BRI K o T a a2 oo BB T o i b & ek L
7208, |IE TR Vv e & Ve AT VT a o)y MOREEM b AR L 2 & &
RLTWD . Fredrick H 2%, DSC Z#HWT, b/ S—AMNBELNZE S, TV
tu—E, BT INAT Y v a— RS — AR b DR L e o T2 2 & T, N— A
DI Z AR L7z & iy LT B, Verstringe & 01, e~ A 7 v B — 2 X BRIEHTH
Ex2WT, =Ll (FCAIVITFUBREEND) OF A THEROBERRE /7L
F UMD T A ZHORANZH > TNWD Z & &R LTz,

LML, ZRDHOWZEET 7 L— MR &R OENZ B 50 LT Ru.
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KU T ) ea— (TAG) O THEENRT 7 L— bk BT 2854, #fk L7z
EANE TAG Fidh D 7 A Z OB L B TG0 S E B OND. T72oDL, T
TL— FIRIFITEI XX ARRETHEEZILND. TEX XU AR EIL, BRE
2 ftdn OELANSI > THIERIEB DB SN O MEHNTH SH. “ X F T v LET
X, BEEAS B RIGOD 700 BB a5 5 2 &N TE, HERT S A AR B2 &
DEL DRFHTICHISNTWLFIETHD. 77 b — MR LM, EOHFSE
IZE 2 TRENTNS LS FALAI & AR D FHEE AL T 5 Z &, FALAl & AR ORI
BFRE RIS 5 2 &, BVEMENE VD L, HMYABRHE TRAbSE A L. L
L, Fr7L— FMIERB L ORY— R L B HIEOfE AR E DBV REATE LT,
DTVLIVTT o7 b — MR EBRET 572D DIFFER RO BTN D,

Z ZCARFETIE, ENEREHR O E 72 2 HALAIDN AR OfE db b - AR RE) 2 KT 8 % i
NDHZE, ZLUT, BUBRER O 572 2 HALAIRE SIS 5 AR DR SR D€ D585 &
1TV, WIERE RO L ORI HOWTIHRL Z &2 AR E L, RETIE, Wi &
FULHIRS S DA 2 DT 272912, MR OREALAT S FAEAR & 2 T O F L 722
Zeftmnlb S, FULARE SIS 2 IR Oft sa b B 2 BAMEE TR LTz, £ 7z, FALHIRS
pn S K ONHAERE S D Z I & T A Tl ORI Z Bt~ A 7 v v — 2 X #REHHE (SR-
uXRD) TH~7z. MNA T, TRIIEEEHR DR 5 FHALHS IR ORE S B KT I
W, EEDEREE] X BEHTIE (SR-XRD) 2 AT~

42 ZERELB X OERGE

4.2.1 BB X UREFRRSE

AUEHZIE, AR S— A smE (PMF), FUEANC 3 FEEO Y v e 2 N X T
v (SE) (Yres b svI7—h (STP), Y AvbeZ s FURXTT7 L—b (STS), YIb
E4 2 hU_~x—h (STB)) ZM\/-. SE Offhfl - AlfRsE), X ORHE - ik
IZDOW T 2 B Fig. 24, Fig.2-5Z/RL7-@0D ThH.

DSC 7€ # £ O SR-XRD HIZE 1%, 5wt% SE Z ¥R L 7= PMF % i\ 7=, SE 3 L UV PMF
XA Z U a—jff (5mL) IZAf, &~y F7L— K ECRREI ST, 0%, BEFEEEZIT-
TEIRE Y —I12 Uz, 8 U 72 30RH M CfRE L, AN 2 BER Yy 71— b
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L CRME S, @, BRSNS 2RO EIT 1 wi% K Th 573, KEOERT
FFALAIZ SW%iRINL TH Y, BH IV bEWIRETH S, LA EIRE 2 DIX, DSC
HER SR-XRD HEIZEWT, SE DOffifnfbd L OEZEE 2t 2720 Thd. £-,
RSB 2R OFEHE, ¥ / — F T 20 wt% SE Z RN L 72 IR AR, SR-u-XRD (2

I, PMF (Z SE % 20 wt% i/l L72 iR B 2 AV, b b Eit & RO HFiETER L 7-.

422 TEEEHEHE (DSC)

DSC (2 &~ T, PMF 3 X85 wt% SE ¥R PMF O ikt & OBl zsdh 2 i~ 7=, 3Lk
(#9918 mg) (XTI /SUAZE A Lz, 3B Al ALl B (PMF Bk OV STP RN : 60°C,
STS @0 : 70°C, STB i/l : 100°C) T 10 ZypRFF L72t%, LLFORE Y v 77 A2k T
% DSC iz 1572 : =10°C £ T 2°C/min THAEIL 7214, 60°C £ T 2°C/min THE. HIEIL

HBEFT 3 [T T o 12

4.2.3 SRS E X BREHTRIE (SR-XRD)

SR-XRD T, fdhfbis L OMAZIEFEIZI51T D PMF 35 L OV 5 wi% SE I/l PMF O %
a7, BURHIRLRLL | (PMF HiKFs L OF STP ¥l PMF : 60°C, STS i/ : 70°C, STB
N 2 80°C) T 10 y[EIfREF L7cth, LUTORE T v 7T MIBT D X #EH 2 —r 215
7z 1 5°C £T2°C/min TWAIL, 10 3fIfREFF L72#, 40°C £ T 2°C/min THIE. 7od, i
BEGARIT DSC JIE DR R 2 FEICRE Lz, MIETIE, /MM X#RET (SAXD) 3 L UVAFA
X #REHT (WAXD) D737 — 7% 30 BRI VAL L, X#RORSIRIZ 20 B & L7z,

4.2.4 CFTAMBEEIE

SE #&eB 292 PMF Oftfa el L O%E S OB M AT~ 5720, 7 BMEisles (s
THEEMEEEZ (DIC), RGEEMEEZ: (PLM), SulelBlel) 217-72 (BXS51, 4V
VXA (BR)). BBHTIZ 20 wt% SE IRINF v/ — Z ha Hv e, SUBHEEE OFIEIT, B
BB~ LT M HEIINEA A 7 — 2 (Linkam model 10021, Linkam Scientific Instruments,
Ltd., Tadworth, UK.) @ ETITo72. BAMEEBIZICIS1T 2R UBHMER VA% Fig. 4-1 IR, 60

pum D A=Y= F 72 X—=HF A (A4 X : 18mmx 18 mm) |ZFlfiE S 72 20 wt% SE
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WINX v ) —Z Mz ERE, Hiioieh A=A T A (4 X : 18 mm x 18 mm) THAT.
FEHERE AL, E (PMF H{R3s KO STP Uil PMF : 60°C, STS ¥s/ill PMF : 70°C, STB ¥/
PMF : 100°C) C 10 43R L CRLAE X, 0.1°C/min THAIL7Z. MHEBEEZELS Lo
1, SE#ifhZ P THE TE HRE (10um ML L) ICRESHESEL DO THS.

D%, EHOAN=TFZABIONTHED I N—T T ADAX—HF—Z 4L, flfiE =t
72 30°CIZIRFH L7 PMF3 uL RN L7=. HrL WA AR—HF A2 (4 X : 15mm¢) TH
W -T2, UTFOIRE T 77 A2 5 PMF Offfhibis K OB RE 2 B2 L7z

30°C 76 5°C % T 2°C/min TEHHEI, 5°C T 10 A REUEEF L7-#%, 30°C £ T 2°C/min TH-A.

425 BURY~A 7 o —A XBREHHE (SR-u-XRD)

SR-p-XRD #I7E T, SE flidhds LU SE Ml Tftan bk L7z PMF figh 7 A Z @ ORELA 3
KO AP ~T. PEIE, 20 wt% STS i1 PMF, 20 wt% STB ¥/l PMF OFEHCIT- 7-.
lem x 1 cm D~ A 7 —7 (/LA FICEMRS 72508 1.5 ul 28, 100°C T 10 /R FF
#%, 80°C % T 5°C/min THHAIL, 30°C £T0.1°C/min THEIL7Z. ZRHOREE=> b
— VITBAREE B -~ L F = B HINEA A 7 — 2 (Linkam model 10021) £ TiT->72. 30°C
(ZEIEE L 72RRHE, WEEPTICRRE S N BRET I A AINEAZ 7 — 27 (30°C)  (Linkam LK-
600PM, Linkam Scientific Instruments, Ltd., Tadworth, UK.) ([ZEE SH7=. 4 72 E—AD
AFX vy =705 um IR TITVY, BREEERIT 1 BV & L7z, JIEIX 30°C & 10°C TiT- 7z,

Fig. 4-2 12, FNAREBICEIT S STS ftdh, STB fbdh, PMF o HUfESLOfENTEIE 2 2 1
FIURT. REOERER NS, STB WM PMF Ti, STB O —2 kv 773 20=091,
PMFa O —7 by 77320=120 ICHET 52 L300 > TS, Lo T, FHAREH
(2B B AT OFTELIR L, ThENOE—2 by 7 &2 E L, STB 1% 20=0.85-0.95,
PMF o i3 20=1.15-125 & L7=. —J5, STS#HM PMF TiE, STSHifaDOE—2 kv 773
20=1.09 (ZHBLL, PMFa BOEHTE— 7 (E LTV LB DND. £D72D, STB RN
PMF O L9 ICENENOE—T by T afb b LIffrdil & 325 &, BRI/ 2 —
VEENTIITEN BN N H 5. 2T, STSIRINPMF TiX STS 8 X UV PMF o Ho[H]
v —2 OF Z ZfHrda & L, STS 1% 20=0.95-1.05, PMF o %!(% 20 =1.30-1.40 & L 7=.

BB, T—XO7 1y ML 180 & LT,
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20 wt% sorbitan ester

- __.-—-'"""'_’-Fl
in canola oil
Spacer 1
(Thickness: 60pm) Cover glass

(18 mm x18 mm)

Cooling
0.1°C/min

|_4{ Molten PMF (3pul)

~ Cover glass (15 mma)

Cooling
2°C/min

ST
LR

S RO,
TRERY R
o R

RS
R

| SE + PMF crystals |

Fig. 4-1 Schematic image of preparation method for optical microscopy.
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STS

20 =0.95-1.05

STB
20 =0.85-0.95

N\

-

[ SR-p-XRD pattern ]

Azimuthal angle
- <\ extension

L o

260 extension

Analysis range
for azimuthal angle extension

20 =1.30-1.40

PMF (o)

PMF with STS (30°C)

PMF with STS (10°C)

20=1.15-1.25

PMF (o)

PMF with STB (10°C)

20 (deg.)

Fig. 4-2 Illustration of analysis range for azimuthal angle extension.
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43 R
4.3.1 HABDORERLE X UBRZEENI &3 5 FALF DIRINZH R

Fig. 4-3 12, 60°C 7>5-10°C £ T 2°C/min THAI L 72B% D PMF Bk X O SE i1 PMF
@ DSC & ~3". PMF (3-10°C £ TOWEIF, 2 >0 FHELE—7 (154+03°C, 8.6+
03°C: I _XTHrEy MH) & 1 2DO~AF—72E—2 (-50+02°C: ©¥°—7 kv 7fH)
ERLlz. ZThbove—271%, fbIREOESWIELS, @ilapsy, (KRS, IR
RS & RS, SE @8 PMF OARREE AR s d6 K OV AR AR 7y ORG Ah LR EE L PMF HA &
Lol U CiEW XA 7. Lo L, STP 1 PMF O alS sy OfE s LIRE 1T 30°C £

(RHIT/RT) IZH Y, PMF BR X D & @l s sk oy O sa IR 23 & 22> 7= STS #JI PMF
B L STB IRA1 PMF 3941 6 mi T 2 BEBEORGE s k2N & TRV, PMF B L (3572
% DSC HifZ R L CWe. (X UHIZ, STS IIITIX 39°C £, STB IRINTIX 55°C {3 T
FEAAEE Z 0 (REIT/RT), VT, STSIRANTIX 20°C f3T, STB HWANTIX 17°C T
aa b3 X 7. RE1D SR-XRD (Fig. 4-5) OFERTHEL KBRD03, HANTHE Z > 7=h5 b
X SE Dtk EEZ b D.

Fig. 44 12, —10°C 7»% 60°C & T 2°C/min CTH-ld L 72 FE D PMF H{&35 L O SE 1 PMF
® DSC #h#R % 773", PMF HRIL, 60°C £ TOFRIEHIZ 4 SOFhfiE e —27 (-3.7 + 0.2°C,
11.1 £0.3°C, 19.1 £04°C, 23.9+03°C: T _XTE—72 by 7fH) NHLIZ. STSHINE
JOYSTB i DSC #hffi%, PMF HLUA & K& 7ZeiE I A H 41T, PMF @ DSC HiffIZ 2
L72pdvo7z. UL, STPIRINC X~ T, PMF @ DSC HifRi3ZZ(t L7z, +72bb, PMF
KTHLNTZ 2 DOffEE—2 (11.1+0.3°C, 19.1£0.4°C) 28 1 DO KX Aefifipe—2 (17
+£0.3°C) 272> TV e, ZiUd, STP 23 PMF OfE SIS B L7072 LB 2 b
L. Fl2, WITNO SEWRIIPMF b, PMF &RlERS DA 7 > ME (Fig 4-4 ([CHE#R TR
) MMETF LTz, Z20h50E, SE DIEMIMEHEN L 512 LHETH 7. SERM
TIE, PMF SAlAEAY £ 0 b S HICEIRMICY r— K@i e — 27 Raroil. 37bb,
STP ¥#ANIZ 29-34°C, STS ¥RANIZ 31-44°C, STB ¥NE 34-60°C TH-7-. ZHHILSED

MRzl o —r LEZBND.
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Heat Flow (Exothermic —)/ mW
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-10 0 10 20 30 40 50 60
Temperature (°C)

Fig. 4-3 DSC thermograms of PMF and PMF mixed with 5 wt % SEs during cooling from 60 to —10°C
at 2°C/min: (a) PMF, (b) PMF with STP, (¢c) PMF with STS, and (d) PMF with STB. Arrows indicate

the first crystallization of PMF—SE blends.
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Fig. 4-4 DSC thermograms of PMF and PMF mixed with 5 wt % SEs during heating from —10 to 60°C
at 2°C/min: (a) PMF, (b) PMF with STP, (¢) PMF with STS, and (d) PMF with STB. Dotted lines

indicate the offset temperatures of the high-melting fraction of PMF in SE-PMF blends.
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43.2 HIEDREREBITHT B HALH OBEIMZI R

Fig. 4-5 12, AR L OERAEMSGIEBRRIC IS 1T % PMF BRF X O SE s PMF @ SR-XRD
DFER %A 783, PMF B (Fig. 4-5(a)) TlE, SAXD T 16°C (2 4.73nm DO [n[#T & — 27, WAXD
T 15°C 12 0420 nm O EIFT&°— 7 3 HEBL L7=. WAXD OEre’—2 735, PMF X a BT
fid b9 2 Lidbnro7z. PMF a BORSEEIREL, DSC HIE TAH b7z PMF &l
i OFE SR 154 £ 0.3°C (Fig. 4-3(a)) & —F L Cu /2. PMF HE%Z I HICHHEIT 5
&, SAXD DR E =271 473 nm 7> 5 4.68 nm ORI~ ERLIZTT7 R LTz =
L, RIRIZZ2 2 2 T ATHMRBBELS RololzlZ L& 2 bitd. PMF KX, 6°C T
7212 SAXD IZ 5.26 nm DEHT B — 7 2AHEL L7273, WAXD TlE SAXD (Zxtind D [ElHT &
— 7T BH BN Do T2 ZAUE Mykhaylyk & PDOfER & & —F L T 7= : Mykhaylyk 513,
13- 7L A NL2-F LA A NI Y Er—L (POP) Ak D 253 K ICAKSHEL &,
253 K O RASE L O WIHIHEFE T 5.20 nm O E BN A2 R oW EF (op phase) MBS
23, s phase DFHEFHESE DR E— 7 134 bR ol L il LTV 5. ko T, AET
FH BT 526 nm OEHFE—2713 o BOREE F#EZ AT 5HELEMTHL EEZXOND.

STP ¥/l PMF (Fig. 4-5(b)) 2B\ T, HHEIB LOEEMESBE TR Ik anE
FBix a M ThHo7z. LirL, SAXD OEHTE— 2% PMF KLV & &R CTHEL (32°C)
L, 5.03nm ® 7 A Z kS PMF KL 0 & o0& -o72. SAXD O —27 1%, W
H 10°C FUTIZ2MF T, 503 nm 225 4.63 nm (237 b LT o7z, STP HRDER TOlA|
PIE—21% 482 nm THDHZ &HvH, STP I PMF T, 32°C T STP 28 o ! Chkib(b
L, TOHOWEIT, PMF 2 o BITHMELIZEB X BLD. STS IR PMF T b [REED
SAXD F L TN WAXD % — > MG H iz (Fig. 4-5(c)). SAXD Tl 41°C T 5.55 nm D[l
E— 7 BNHBLL, HE120°C AT T 468nm > 7 L CWoiz. —J, WAXD Tl
37°C T 0417 nm ([ZEHFE—27 BAHBL L2, 20D OFERIL, PMF OfESLRTIC STS 2384
R L7=Z &, STSIHBELUPMF IE a B CHERILL72Z AR L TWD. F£72 PMF Hifk &
4%, SAXD TiX 6°C T 5.23 nm ORI E— 7 Bz HH Li=. STB I PMF (Fig. 4-
5(d)) 1%, SAXD Tl 58°C T 6.54nm, WAXD Tl 52°C T 0.416 nm D[aHT&°— 27 23 HEL L
7o ZAUE, STB A o BITHEL L2 Z L &R LTS, ANBRRIZIIT 5 STB Ul PMF
@ DSC HifROFER (Fig. 4-3(d) &HfFED L, 55°C THBNTZ DSC DFEE— 7 |% STB D
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Wbt EZ NS, SHICHAIT S L, SAXD T 18°C T 4.79 nm (Z[EIH & — 7 23 HIHL

L, THEFRKHZ, WAXD TiX 0416 nm @ o BOEP e — 7 SREENSHIIN L7- (GREE 1Y
NN UAR D 7= &I 2 sSRR O RFICRd) . SAXD Tl 8°C T 5.26 nm D[l &7— 27 23 HHL L,
ZHEFRFIZ, WAXD Tid 0414 nm (Z[E e — 27 OFRHE L2, K-> T, PMF HETR
5.26 nm DOEHT ' — 7 (HBUE D WAXD OEHT e — 27 O HBLIA OG22 b DD, 526
nm O[EHTE— 7 13 RALK B O BEEN 0.414 nm O o B2 HT 5 HERZEHORKRTH D
EHERREIND.

Fig. 4-6 |12, FIRiEBFEIZIS1T 5 PMF 38 L OV SE I PMF @ SR-XRD O % 7x9". PMF
HK (Fig. 4-6(a)) @ 5°C 75 40°C ~OFIRIBFETIX, SAXD @ 4.68 nm DAY — 27 73
19°C TR L, #7431 nm 2T —27 8B L72. 431 nm ORI E— 2 (X 33°C T
HR L7z, SAXD O — 27 OZFENIKHEL LT, WAXD TiE, 0.420 nm ORI E— 2 HHK
L, B B %R9 0437nm, 0.425nm, 0.393nm O —27 BNHB L. 2o B o
[Pt B — 27 1% 32°C THA L=, K- T, PMF BURKIZHEFIC o D B BAZEEE
T5Z ENbroT-. STP#SI PMF (Fig. 4-6(b)) @ SAXD T, HIEFIZ 4.65nm L0 %
KA =7 DFFERHA B (AREITRY). 20 SAXD O —7 OHBIIHIS LT,
WAXD CTix B oEHre—27 3B L Tz (0.437nm, 0.392nm, 0.383nm) Z &5,
SAXD D E—7 OJF X B BICHEkT 2D EHE 255, —JT, WAXD O E— 7 % 28°C
TR LTEY, STP IR PMF CTA U7 B RO ST PMF BARTA U7z B ROk X
D YR oTe. Ko T, STP OWRINIE PMF BARTA U7 B M & 1357 DR E 7213 7
HHEED B WA EF R ST B 2505, £ STP Sl PMF Tl PMF p' %!
DOREfR% B, SAXD Tl 4.88 nm, WAXD Ti% 0.419 nm ¢ STP H3KIZ K B EIFTE— 27 A4
b7z, W zIZ, DSC O@EHHR T & 72 29-34°C D 7 v — R7g@lfig v°— 7 (Fig. 4-4(b))
1L STP OFRIZE DD LB 2 LD, STS IRMNE L OVSTB N (Fig. 4-6(c),(d)) 128\
TH, 40°C TENLHLSTS B L USTB HRIC L AEH e —2 (STS : 5.26 nm, 0.419 nm ;
STB : 6.14nm, 0.417nm) RAF& 57, UL, SEfESIC LD EPE— 7 2R T, STS iR
¥ KO STB #E vy PMF BYRDBIfr S 2 — 2 LFHRELL Tz, Ko T, STS#H

B L ONSTB IRINTFIRIEFEIZI 1T 5 PMF OFEE 2T E LW 2 EivbhroT-.
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Fig. 4-5 SR-XRD patterns of PMF and PMF mixed with 5 wt % SEs during cooling from 60 to 5°C at

2°C/min and following isothermal crystallization at 5°C for 10 min: (a) PMF, (b) PMF with STP, (¢)

PMF with STS, and (d) PMF with STB. The white arrow indicates the crystallization of PMF in the

PMF-STB blend. Unit: nm.
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Fig. 4-6 SR-XRD patterns of PMF and PMF mixed with 5 wt % SEs during heating from 5 to 40°C at

2°C/min: (a) PMF, (b) PMF with STP, (¢) PMF with STS, and (d) PMF with STB. The white arrow

indicates a shoulder peak in the PMF—STP blend. Unit: nm.

89



4.3.3  FLALAIRE SR % whERS L D DHBIE

MENITRSHE D72 % SE fMIZ*I4 % PMF OFSRALEB OB Z I 5225 72012
BAPREEBIZ 21T > 7=, Fig. 4-7 ~ Fig. 4-9 12, 30°C 75 5°C % THHI S B 7-FE0 DIC #1534

(LB 3 IO amEizgitg (V) 7. DSCHRIEDRER (Fig.4-3(2) 7256, 5°C £
TOMHANEFRE TIE PMF O @ fla s L OMERLUR R Of i b Mg S b LB A B ND.

30°C OEAMEEBIZUS (Fig. 4-7(a), Fig. 4-8(a), Fig. 4-9(a)) TIE, EAE 20 pm FLEDERG
BEINnZ. b OBIEMBIL SE f5ihIC PMF ORI 72 EEZICHRE L7272, PMF
IR LTS, ZNOHDOEMIIT T SE DANLRD EHEESND. Fig 47 12,
STP #&falZ kI3 % PMF Offf b8 2 B4 Lo R AR PMFIZEIL VI FUa &
272, PMF OF Y 2% T/ il5lilk & STP OF T DIENIMOEHK IR C TH 5. LT, STP
X PMF OB DT 7 L— e LTI EEX 5. 5°C £ TOMHBRTIE, Kb
NEDIRER B2 HRE R LTS ERF2ABIE I (Fig 4-7(b)-(e) . £7=, #i
EARBIEHE TIE, STP DERE TH AL & FAaDESIEIT PMF #idfb#% b2 L
TEHF, 30°C THLE ST STP OEREFEOEM & [ L& T PMF 255afb L TWnWD Z &
ZRLTW5S. 9725, STPfEanDA E T - T PMF 25%5dk k. L Cu /=, STP iRI1 PMF
@ DSC (Fig.4-3(b)) 35X O SR-XRD (Fig. 4-5(b)) DfEFA>5, PMF O & s L OMK#LS
BATIENTND o BTHEEL TWD EB X bd. RIC, STS fimicktd 2 PMF Off
P 2 B L7 % Fig 4-8 IO, STSICEEND AT 7 U VEEIE PMF ICEICH
FNLNNVIFUBEY BIRFEN 2R TFHREVEETHD. Lo T, STS & PMF DAL
DT T L— R LT EB 2 6515, 10°C £ TOHENRFE T, STS fdklZxi3 % PMF
OFEmARERERIE, STP FEMOBEE LRI L Th 7= (Fig. 4-8(b)-(d). T 725, STS DEK
i CAH BTG & FAORSIERAUL PMF #id b 2L LT 53, STSfin DELAIC
> T PMF 23 b LTz, X T, 5°C TIIERGLZRHE 2> 5 ME WAE 23S BT 72 I B
LHREFNBIZR SN (Fig. 4-8(e)). Z DR WEEIMICOWTIE, BRTHELIHATS. —
77, STB #EfRIZ%9 % PMF Ofiti i b2 8E STP X° STS D & k& < B> Tz (Fig.
4-9). PMF 239 2 ER2fEEE L STB DA T HIEMRITHENKE S BigoTnd. 772
Hbh, STBIZEENDLSANVIBIEPMFICEICEEND SV I F UL HREN 6 15
RUMEETH L. £7°, WA 15°C 12T, STB M D& E N D PMF 2 dab 3 58k 1
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BB ST, LrL, PMF RIS B D & MW TR L TE Y, DIC #7513 STB
DERALE PMF fifa OBRRSHRRICEIZ Sz (Fig. 49). MM T, SUCRBIZEG» O IX
STB D ERfSh TR S0 & F AR % 51 SN2 PMF ff A BIE Sz, Zhg,
STB #&ifh DELIANZIR DT IZ PMF 23t L7 Z & 2R LT 5. Al 5°C TlE, STS 0%

& LAk, PMF fdh ORIE D O MR ORISR LT SERFVBIZE STz,

4.3.4  FHACAIRE S 0td 2 hAEHE f DRUAE DT DB

Fig. 4-10 (2, SE fEfblitan{lt L7z PMF @ 5°C10 23 {#F##%  (Fig. 4-10 (a), (g), (m)) B LW
AlfEEE  (Fig. 4-10 (b)-(f), (h)-(1), (n)«(r)) @ DIC #lE%% 73", 5°C T 10 fFF L7214,
STP-PMF #& &t D& 0 (I ZEHIREE @iz iz (Fig. 4-8 (e), Fig. 4-10 (a)) . = OHIRAES I
10°C % TO FREER TRl L T\ o 7223, — 05N 1T 25°C (130 CRilfig L7=. SR-XRD @
FEE (Fig.4-6(b)) TIE, HUEBFETPMFa M B BIAZIFHAS L T2 &b, 25°C
AT CRbE L 7= ST, 2R L7z PMF B’ BIOfSR7Z B2 b5, £7-, 10°C 725
30°C £ COHIEIERE TIE (Fig. 4-10 (b)-(f)), STP-PMF fifh DO K& SNRA IZ/NE L 725 T
W&, ZORE ZIEFIR 30°C OFRFETHIHO STP fida DR E S L7p o Tz, Zh,
PMF o Bl L% %2 535 (Fig. 4-6(b)). STS ZFALAKIE L THW=5E (Fig. 4-10 (g)-
(1), FE 10°C TERRFEIITIE & A CRlE L Tz, 20°C ([ZHIET A B81E, PMF fhdhiL R
7> D AR LTz, 30°C & THIRT 2RNCIE, o BUEkD B BOfE S PMF-STS i
DJE Y TEHE STz, ZHE PMF-STP i fi O BLESRE R & FHEL L TV /223, PMF-STS it it D
HTIL, PMF-STP D% L0 b, B MOKERENH LML -T2, ZiL, PMF-STP O%
TlX PMF OB IIH SN TN 2 2R/ L TW5. —5 T, STBAESRDJE Y ThE
fufb L7z PMF #fdti, STB & PMF ORERPHPE TH - 7= (Fig. 4-10 (m)). PMF-STB D%

I%, PMF-STS O% &7z fififzedh 2~ L7z (Fig. 4-10 (n)~(x)) .
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Fig. 4-7 Microscopy images of PMF crystallization on STP crystals during cooling from 30 to 5°C at
2°C/min: (a) 30°C, (b) 20°C, (c) 15°C, (d) 10°C, and (e) 5°C. The upper images were taken using a
differential interference contrast (DIC) microscope, and the lower images were taken using a polarized

light (PL) microscope with a sensitive tint plate. Scale bars are 20 um.
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Fig. 4-8 Microscopy images of PMF crystallization on STS crystals during cooling from 30 to 5°C at
2°C/min: (a) 30°C, (b) 20°C, (c) 15°C, (d) 10°C, and (e) 5°C. The upper images were taken using a
DIC microscope, and the lower images were taken using a PL microscope with a sensitive tint plate.

Scale bars are 20 um.
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Fig. 4-9 Microscopy images of PMF crystallization on STB crystals during cooling from 30 to 5°C at
2°C/min: (a) 30°C, (b) 20°C, (c) 15°C, (d) 10°C, and (e) 5°C. The upper images were taken using a
DIC microscope, and the lower images were taken using a PL microscope with a sensitive tint plate.

Scale bars are 20 um.
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STP

STS

STB

Fig. 4-10 DIC microscopy images of the melting behavior of PMF that was crystallized around SE
crystals during heating from 5 to 30°C at 2°C/min: (a, g, m) 5°C; (b, h, n) 10°C; (c, 1, 0) 15°C; (d, j,

p) 20°C; (e, k, q) 25°C; and (f, L, r) 30°C. Scale bars are 20 pm.
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435 HEHEH~A 7 v —o XBREFHIEIZ L 2/ LFRRB LT
THI R G S D PRAIAR E D AT

BEEIEIE N5, PMF & SE O 2 IEIMER LT 52546, T74b5 STP B LW
STS ZM\Wz354, SE fba DR 4 5] &Mk T PMF 2Sfbnibd 2Rkl sz, —
77, PMF & SE OF T HNENIMERE MR E KRR 556, STB fiidkORCM % 5] E k239712
PMF 3 f5daibd 2 & o0 BIZR & iz, SR-u-XRD Tl, bt OFAMEEBIE DR 4 iR
L& EBIT, FNAREIZED SE fidhOBLMII3 5 PMF it it ORCA OFLE 25~ 25 Z
&, SEBLUPMF OFEEZIEEA LT H I X E L TEREZITo 7.

SR-u-XRD T, 20 wt% SE ¥R PMF Z @iz 7> & 30°C £ T 0.1°C/min TR L7214, 30°C
B LON10°C THIE AT - 7=. Figs.4-11~14 |2 20 wt% STS ¥l PMF, Figs.4-15~19 {Z 20 wt%
STB %I PMF @ SR-pu-XRD DfER 27~ 7033, 20 wt% STP @il PMF & #IlE 21T > 72723,
AESCCTIFAERZ R LTV, ZHuE, STP BEL O PMF o BOEHTE— 7 (BRI,
B — 27 RNER->TEY, FMNAERAEZIT) ZENTERPSTZIZDTHS.

Fig. 4-11 |2, STS ¥ PMF Oifiidh & 30°C 38 LN 10°C T~ A 7 v & — ARE L7ZBROTH
WS L O~ A 7 7 ©— A RKNLE ORI X BRETEIGR A L7 b 0 &R,
A7 v E—hE B LSO BRI, 30°C T 45 um, 10°C TIEK 50um T&H - 7= (Fig.
4-11(A)) . 10°C THEGEY A AN DT IR E L 2o 72DIE, PMF MfEdfb Lo 72 %5
Zbinb. iz, MARIO X BREYTEE 207K (Fig. 4-11(B)) TlX, PMSEEZICRL
fo~A 7\ — AORSHERT & el L CRYT Y — U B DAE A B um B E T T s
EDPND. KO VTR TH Y, WIEREHT X BROAH F s U CERELIZE
TW5712D, METICOTNREEPBE LT BIZ B2 65, 30°C B LUN10°C TH
HAL7 SR-u-XRD DFEFIZOWT, fEROJEIE 8 27T (Figs. 4-12(A), 4-13(A)) #Hv E
TN T AN LR L 72 % O % Figs. 4-12(B), 4-13(B)Z, A T M LR
L7t D% Figs. 4-12(C), 4-13(C)I2/”7. 30°C TO/NMAMIO X FREHE# (Fig. 4-12(A))
TUX, FEIK E 721X FG FRR DR S Z — 37 B 7=, STS fiidh O BIFTEiFH (26 = 0.95-1.05)
BN AR 21T - 72X (Fig.4-12(B), MR THRT) 201X, T XTOHEHFT2 OO
— 7 BH B (BREITRT), ZATHEPERLTWDZ ERbnrole. 77206, /Mg
Mo X BEFTEBRIZIBNT, FOMRIZA DB/ RZ = TH T A ZmAELR LT
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HZENbolz. E5IT, Fig 4-12A)D@M LN ~~A 7 0 B — L% BET DA EDO A
ELIFIE & LT, Fig4-12(B)DRHIO B — I (LEXBEI L T\ 5. 3725, STS il
EDONBEIZRBWTHE CERAtEZ R T 2 L2 BIRL TS, —J7, PMF o BUfEE ORI
(20=1.30-1.40) |ZB\F DRSS (Fig.4-12(B), 7 L—#Tmd) MbIIE—2713H 5
T, PMF I3RS E L T RWnWZ Exboo 7o, AR (Fig. 4-12(C) T, T
TOMEPTT527nmm B LT 0416 nm DEHFFE— 27 NAhbiviz. Zilk, STSHifA a BT
fEmmfb L7 Z E 2R LTV A, 10°C TO/MID X AREHTEE (Fig. 4-13(A)) T, 30°C
TR SRV IR £ 721X RO AR OB S 2 — AT A, 2 OSMANZEW[EHT R ¥
— VU MNHBT. T, PMF S o BITHEEME L7 b D EE X BD. HALA R (Fig.
4-13(B)) 751, STS fEda D RIFTEIFAN H/F O 2 DOV — 7 ZRd /32 — 2N Z T,
PMF a W5 d ORI & STS fiffh & RERD N2 =G b7z, 77205, PMFa
BHEIZRBNT S, EOMEIZEW TSR CERMMEZ RS Z Enbhrolz. S BIT, [FHf
JEBAX A 51 (Fig. 4-13(C)), STS H12K 527 nm D[alHT & — 7 OJE AN E— 2 DJF 3 7
bz, UL, PMFa B ofEibic L5 H D &% 2 55, Fig. 4-14 12, 30°C 38 L0V 10°C
TvA 7 v —A%BH LIz X TOEFNIIR LT STS At L OVPMF fifdh OB 250 L
T2b D&Y, STS T L2 B BEHIRIZHM O T D ERE TH Y, 10°C (2T, PMF
32D STS DT A T E L [F L& TR L TWD ZENb5. LLEDORRMND,
STS #S PMF TIZ, STS o RUFEFDEIANIZIE > T PMF 28 o RUTHI ST 2 Z &R Eh
7.

Fig. 4-15 12, STB ¥/l PMF Offidh % 30°C 33 X OV 10°C T~ A 7 1 & — AR L7 BEO
WEEER R X O~ A 7 7 B — A BALE ORI X BRETE G A 172 O &R ~
A 7 v —LEBE LRSS OB, 30°C TIiHA 40 um, 10°C T 50um TH Y, 10°C
THTMTKEL 72572 (Fig. 4-15(A)) . 21X, PMF OfEibic ks b2 EE 2o 5.
30°C 3 L UV10°C THF H V72 SR-u-XRD D7 — Z 1T%f L, #itidh D JEIH 8 27T (Figs. 4-16(A),
4-17(A)) ZELD B CTHAATTIIIR L TR L7z D% Figs.4-16(B), 4-17(B)IZ, [EIHTF
JFENCR UCREBA L7= % D % Figs. 4-16(C), 4-17(CIRT. 30°C D/NAMRID X FREHT i

(Fig.4-16(A)) TiZ, WO &R & MR £ 72 1 XFELO PR OB~ & — U sBlgZ S e,
STB f&dn ORI A (20=0.85-0.95) % FL\C AR 24T~ 72X (Fig. 4-16(B)) Tl
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FTRTOREFT 2 DOE—I NBEINTZ. 77205, STB D 7 A Z#AELM LT
HZENbolz. EHIT, Fig 4-16(A)D ()b~~~ A 7 0 B — L E BT DAL ED A
JEEIRIE LT, Fig.4-16B)DKHIO B — 7 (LENBEI L T\ 5. §72bh, STBfbfkiL
EDNEIZRBWTHFE CERPEZ R Z L2 BIRL T 5. —77, PMF o UG ORI
(20=1.15-1.25) \ZBF DIEHTNHIXE— 7 13A LT, PMF IR L Tz &R
binoto. oI, Bz ER L7-X (Fig.4-16(C) 751X, X TOMEHTT 6.28nm 33
FT0414nm OEHTE—27 RNH b7z, 2L, STBASMmA o MOk LIzZ %2R L
TW5. 10°C O/l X BEHTEE (Fig. 4-17(A) TIE, WO s 30°C THlER
SNTEHTRE—ATINZ T, EOIMUNTE 72 72 [El 33 2 — B3 HBL L 72, ZHUE, PMF 23
o WTHEMbLZbDLEZ BN D. STS Ik PMF (28U Tix, PMF o Bk As I3 —RRIZ
WEH S Z — & LTHELL TV e A3, STB I PMF (238 Tk, PMF o B ASITIRIE D
b oA/ — L LTHBLLZ, E£72, STB ¥ PMF TiX, PMF o B ETY >
7 EICAR Yy MROEW 2 =Bl s iz REITTRT). ARy MROREY 2 —
1%, FEERY A ARKRE N LICHKT D, STB FEfO BT A% (20 = 0.85-0.95) BL O
PMF o BUEShoEdra#i (20 = 1.15-1.25) &I N AREZ1T - 721X (Fig. 4-17(B))
TlE, STB #dhiE 30°C OGE L FEE, T X TOEFTTREMAD T A ZHEELR LT DT
BBZ STz, —5T, PMF o BGEFOBEIPTHEIPE) 5575 bz ¥ — 03, STB ik & [F
O —27 2R3 HOI2MA T, STB ffmDOE—27 LIZRRAEICE—7 2Rt HONn
bole (L —ORRAICRT) . [ErA %R L7 (Fig.4-17(C)) T, 30°C THIZ
X472 STB H3KD 628nm & o BlZ7RT 0418 nm DEIPTE— 2 (2N 2T, 4.75nm (ZHi7-
WZEHTE— 7 BB bivlz. ZiuL, PMFo BHEROETE—2 LB 2 Hivb. Fig4-18 12,

STB ¥/l PMF % 10°C THIE L7259 6, STB #ift D7 A 7 OBLAIZ % LT PMF o B
DELA L W WE T Z — I B2 b 02 md . FAAREEIT > 72X 513, STB#
Ba D7 A ZHEIOBLA & 1272 5 A & T PMF fSga3EE A LT\ 5§ O (Fig. 4-18(B) (a)) , PMF
FEEEDSELE LTV ARV B O (Fig. 4-18(B) (b)), PMF fldh 2N — T DRV E — 27 2R %
@ (Fig.4-18(B) (b),(c)) NBIEZ &=, 7=, T bR % — Dl ERE TIE, W
T STB fEduIZHKT 2 6.28 nm, PMF o BUfSEEICHIRT 2 475 nm, o M Z7770.418

nm AfEE LTV e, Fig 4-19 12, 30°C 3 LN 10°C T A 7 v B — L& RE L=< To
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EFTIx LT STB #ifahds LU PMF Mg ORI AR L7 b D &R d. ZhbDORERMND,
STB #ti L H L2 & BRI O TV S EREE Td ¥, PMF 1 STB ik D 7 A 7 i ORELIA) &
FUME TR T 2008557, STB fifmdD 7 A ZHORLR & I13HER 5 M & Thkdh
LT Hb0BH5Z Enbhotz. %72, STB o BOFEEICK LT PMF 28 o B CHEsL
LTHY, STSIRIPMF O%E LR, T o MTHRELT D Z ENbhoTz.
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Fig. 4-11 PMF with 20 wt% STS crystallized at 30°C and 10°C for SR-pu-XRD measurement. (A)

ooom@©®@@

@@@d@@@@@

Microscopic image of scanning area. Black spots correspond to the exposure position of microbeam.

(B) Scanning SR-u-SAXD patterns.

100



(Unit: nm)
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Fig. 4-12 PMF with 20 wt% STS crystallized at 30°C for SR-u-XRD measurement. (A) Scanning SR-
u-SAXD patterns: enlarged positions were analyzed. (B) Azimuthal angle extension patterns of STS
crystals (Black lines) and PMF a crystals (Gray lines). The orientation of lamellar planes of STS

crystals is indicated by black arrows. (C) 20 extension of SR-pu-XRD patterns.
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Fig. 4-13 PMF with 20 wt% STS crystallized at 10°C for SR-u-XRD measurement. (A) Scanning SR-
u-SAXD patterns: enlarged positions were analyzed. (B) Azimuthal angle extension patterns of STS
crystals (Black lines) and PMF a crystals (Gray lines). The orientation of lamellar planes of STS

crystals is indicated by black arrows. (C) 260 extension of SR-pu-XRD patterns.
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Fig. 4-14 PMF with 20 wt% STS crystallized at 30°C and 10°C for SR-u-XRD measurement. The

lamellar plane orientations are indicated with black lines (STS crystals) and white lines (PMF crystals).
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Fig. 4-15 PMF with 20 wt% STB crystallized at 30°C and 10°C for SR-u-XRD measurement. (A)
Microscopic image of scanning area. Black spots are the exposure position of microbeam. (B)

Scanning SR-u-SAXD patterns.
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Fig. 4-16 PMF with 20 wt% STB crystallized at 30°C for SR-u-XRD measurement. (A) Scanning SR-

u-SAXD patterns: enlarged positions were analyzed. (B) Azimuthal angle extension patterns of STB

crystals (Black lines) and PMF a crystals (Gray lines). The orientation of lamellar planes of STB

crystals is indicated by black arrows. (C) 20 extension of SR-pu-XRD patterns.
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Fig. 4-17 PMF with 20 wt% STB crystallized at 10°C for SR-u-XRD measurement. (A) Scanning SR-
u-SAXD patterns: enlarged positions were analyzed. (B) Azimuthal angle extension patterns of STB
crystals (Black lines) and PMF a crystals (Gray lines). The orientation of lamellar planes of STB

crystals is indicated by black arrows. (C) 20 extension of SR-pu-XRD patterns.
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Fig. 4-18 PMF with 20 wt% STB crystallized at 10°C for SR-u-XRD measurement. (A) Scanning SR-
pn-SAXD patterns: enlarged positions show that PMF crystals did not orient along the STB crystals.
(B) Azimuthal angle extension patterns of STB crystals (Black lines) and PMF a crystals (Gray lines).
The orientation of lamellar planes of STB crystals are indicated by black arrows. (C) 26 extension of

SR-u-XRD patterns.
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Fig. 4-19 PMF with 20 wt% STB crystallized at 30°C and 10°C for SR-pu-XRD measurement. The

lamellar plane orientations are indicated with black lines (STB crystals) and white lines (PMF crystals).
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4.4 BE

REETUE, HRIAERSHIR D 572 2 FALHI N AR OF5 A2 8h Gi s LIREE, F5 A RE - il
fEmmZIE) ICRETRELFTDLZ L2 BNE L. 22T, AMAIEZRIM L 2 iED v
7 WKHE%, DSC B LN SR-XRD IZ Lo Tl & & big, BAMEIEILES L O SR-u-XRD %
FAWT, 1D OFAARE SR 2 R Oftdb R BRI K ORFTERT OfE L2 E 2 i~ 5
Z & T, FUEANZ X DI DOREsa b X OB~ DI Z I 6 M2+ 2 & 2
Tz

DSC # KT SR-XRD Tid, W41 SE W L T & @Eflm sy O st 2t LT
D, SEMNSIZ o BITHIEE L7212 PMF 28 o B CREAMIE L7 2 L 2GR L7, PMF 5

ST DFERBIREEIC DWW T, STP #9Nds KO STS MINCIXIRET D Z L3 TE 22

Sfo. ZhUE, LFOBEENFETFTLNDS @ (1) DSC TiE, 7 r— Rt —27 2Rr LT
BV, SE & PMF Oftib e — 27 BRI TE 72/no>722 &, (i) SR-XRD TlE, SE & PMFa
BT A @Y (STP : 4.82nm ; STS : 5.34nm ; PMF o %Y : 4.68nm), [Al#/ 85—
N—EER D720, BT — 7 OHBURERHEGR TEX o722 &, (i) WHEIERIC
SE & PMF ORI FHEEITNTN D o BTH Y XKBINTE22h o722 L. STP WO DSC
TUE, @RS OB — 7 BENRAHIN L, 7 a— RZRFEE— 7 28Tz, SR-
XRD OfER (Fig.4-5(b)) &5 L, DSC TAHAOLNT-T v— Rkt e —2 1%, STP &
PMF O bR EGICIE Z o722 Lo kDb B2 b, STSIHM (Fig 4-3(c)) T
b AR OfE b E— 27137 v — R Th o723, 20°C L ThHT I EE RN L
Tz, ZOREDOHEMNL, PMF @l s Ofiffbic i sbnEE2 6N, — 5T,
STB ¥/ (Fig. 4-3(d)) T, STB OftfbIic LA /hE L T a— R — 7 BnA DL,
Z D%, PMF OffbIZ LD v ¥ — 77— 7 BA bz, STP RIS STS ikIC 7 1 —
R7pftE b ©— 27 2R LT D1, FAEH &R om0 8Bl L TR Y, IR DI DRI
fid b L2 AR Lo T, A SWVism R E THiE 2R b L7zl i2 e Ex 6. STB
BINTY v — 7t e — 27 BSHBLL7-D1E, PMF Oftfb kI 7l HIEE 23 LB 7
ZLHERLTWD. LLEORERD G, STP #Es KO STS IR PMF &l a7y O it
BEZRETDHZ EIXTEX o727, SE & PMF OEIEEEENELIT 28554, JiTkdb
ft L7z SEIZ & - T PMF Sl il sy Ofafbid KV RE SN D Z L HER SN D.
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BRIMEEEIZETIE, SE & PMF OF T 2 IRNIMESHE N4 5 & &, SE fibOfdm & F U
[ & T PMF 23k 35 2 L Bbhotz. —J T, SE & PMF OF T 5 IEMEHE S K &
{H7en L%, STB OHGEDOREIZ PMF 23d 5 5 M E Wik L7z, £72, SR-
U-XRD (2B T, BAMEIEILEE & FERORE R G L2, & 512, SR-u-XRD OFEEMNM D,
SE 8 XL O'PMF OfEFEZITNTNG o BITHDH Z Endbinolz. TV E TIOH s
PrMTHOITND TAG ITDO TN TH D B, AR THTZFUALHA & IR O K S S AT 13
T TRV, FUALAIRSR & s R O 7 A Z MBEOJEHIMER ORI - 2 el
THEGOEE, XXy LRETHZ EBRH LN E o7 (Fig. 4-20). AEBIE, i
Ng & HALANDOF T DRI E D EET 25612, FALAIRE S TAG 8= B & F 2 v /LK
422 L2010 THE LTI TH D, Verstringe ©H 'O, SR-p-XRD % W TE /71
SF UL NR=LMDT A T HEROBLR A0S, AFEER T, SR-p-XRD (20N T BAMEEE]
LI Lo Th, FACARE S OB K 2 MER S OB Z R~ 2 &N TE . b, K
FROFERIL, £/ 77V Er—L 0 b RERBAKEL LOHAITHD Y L EH
VRN AT L ThH T, WIEOEBROT 7L — ek V52 L &R L.

NEWIiRSH R D F72 % SE 59 % PMF Offi b DiE T, PMF ORZIERBERE O1E T &
LEFZEZbND. AACK EWMIEORT HENREENELT 256, 37205, I
STP 35 L O° STS # /=454, STP B L UNSTS & PMF o T A 7 k@t L ORI 1
HEAFERIT 5728, PMF 2 11X STP B3 LN STS A D F > 7 (LEICH D iIAE D 2 &3 T
D EHEESND. Lo T, STP I8 LU STS fifi i DBLIF Z 51 & kU YT PMF 23 a3 5,
ThbbIEXX Uy VETSEE2 NS5 (Fig 4-21(a). —F, FULAIEHIEOHF T
LI E SR E < B2 D56, T700 5, JUEANZ STB 2 W /244, PMF 43113 STB
FEEROF I AEICIRVIAEN 2N EB 2 B D (Fig. 4-21(b)). £ > T, PMF |% STB ffidh
R THOLWP L HMZMN TR LIZEEZXBNS. LrL, STB#MPMF IZEWTH
PMF O AL AMEHE S 7= D1%, PMF ORI IE STB fi i O F 1 CARE—EEIERR L7272
rEeEFEZBND.

BMBTEIEC VT, STS BLWNSTB & W2, WE] 5°C THIEW O IROFS 2381
22X 7- (Figs. 4-8(e), 4-9(e)) . Fig. 4-2212, STB fith b O IRAE B R T DR 7281
22 7= DIC 143 L O PLM # % ~4. 72% Fig. 4-22 I, Fig.4-9 L [7 CBAMSEHENTH 5.
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DIC % (Fig.4-22 : LBt THIZE I 2 ONPIRFE SR OMEIX, PLM & (Fig.4-22 1 TB) T
IIARRICBIE SN R o 72 Z & 0D, DIC BUERITIMARHE S O IE 2 Bl T 2 A7 T
ETHDEVZD. DICEDD, HH 6°C 76 5°C DMICHIE WSS AMIZEKE L, 5°C
PREFHIC RS R T DREF B STz, MR WS ORGSR {EZE)T SR-XRD THH il
72526 nm & 0414 nm OEHE— 27 OHBB I NEERO 2 A4 I 7L —H L TWeZ &h
5 (Fig. 4-5(d)), MEWHEIT o MO THEEEZ AT O ALERELZEMTHD LE
bivd. —J T, FULANZ STP # W 81E, ONFIRESE S 526 nm OEHTE— 27 $ 4.5
n7g/n-7- (Fig. 4-5(b), Fig.4-7). Ziuk, PMFa & STP ORNEREHENEL L TV 5
eiZeEZBND. STP X STS X STB £ ¥ & PMF o BONEMEMEH DR STV 2D,
STP 73 & PMF OB A RET 5 L HER SN D, STP A kAL L THW 54, PMF
Ot EAMERE STz 2 & TRBIMER M LIz &2 b5, Ko T, STP TIED
PIRFER D E Lo Te & E X D,

STP & STS 75 @ PMF O il RARNUTLE D B 72202 > 72 b DD, SR-XRD & DIC #lEZE D
FEFIL, STP OIRMIZFRA D PMF o T35 B WA~DOZER & Il L T e 2 & &20R
L7z, ZHUHOEWE, STP (X STS £V & PMF o M & MEEOFEBIENFWZ ENEZ B
%. SE ORIETHEEIXHIZ o M TH D28, MEAMRTEL S PMF #idh & SE bk OF|
K HEEIXR L CHDH. —H T, PMF a BLOT A FHE (4.68 nm) X STS O 7 A 7 &

(534nm) XV % STP (4.82nm) 23TV, ZDZ L3, STP 28 PMFa e B Al~DZ

B2 I L7272 e &2 o b,
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(a)

PMF (a) STP STS STB
o
g "
= 1 : g Z
(b)
PMF (a) SE

<
.

Fig. 4-20 Schematic illustration of (a) lamellar structures and (b) subcell packing of PMF o form and

SEs.

+ Sorbitan ester |-|L| Triacylglycerol

@ Kink

Epitaxial growth _
Terrace ‘

A

crystal

b
®) Kink
Heterogeneous nucleation |
v
° Terrace ‘

STB crystal X

Fig. 4-21 Schematic illustrations of nucleation mechanisms of PMF crystals at the surface of SE. (a)

Similarity in chain lengths of fatty acid moieties between PMF and SE (STP and STS) (b) Dissimilarity
in chain length of fatty acid moieties between PMF and SE (STB).
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Fig. 4-22 Crystal growth of elongated crystals on STB crystals: (a) 6°C; (b) 5°C, 0 min; (c) 5°C, 2
min; and (d) 5°C, 4 min. The upper images were taken using a DIC microscope, and the lower images

were taken using a PLM. Scale bars are 20 pm.
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45 &

ARIETIL, BMEREHIR 0 B 7e 2 LKA TG O fk S 568 (RS IR, A SR8 - Fdm,
FEmZE) CRIFTRELPRDL L2 HNE Lz, ZO/R, WId SE & PMF O
AR DRSS EARHES D 2 E b o 7=, ZHUE, PMF OFERLOEIIC SE 23 s L
izt B bND. FZ, PMF ICEICEENDENER & R IRk 2 A9 %5 STP, &
TAXIRFED 2 Lo R WIEIEE 249 5 STS Z W35G, PMF @lm s Off e b
U <Rt S 7z, F7z, BEMBTBILE T STP #%fhd8 K OF STS #dh OB IR - C PMF 234
mfb T R ABE SNz, T78bb, SEfEICH LTPMF AT EX U v LR 2 2
EPRENTZ. LA, PMF REICHET DRI L U b RED 6 JRFnRWVIEREZ A5
% STB %M\ =354, STB f&dhDZEE T PMF 23 d 5 5 J7 10 % A1\ Tt b b3~ 2 81723
BNz, Tbb, NY—BIERIC LD REEABIE S L. £72, STP IO A PMF
BRSO o NG B BAD LIRS 2 Bl L Tz, 2, STP & PMF o BUoof#

EWOFLNED PMF O LB OMENZELIZL B 5N 5.
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#5E NENEREER DR 5 FALAIS
Mg DGR ST RIE T R

51 IC®IZ

Faal—rov—HVY, 77 v hAT Ly REWo o fEREmIER RN, &2 9
Z CHIEDOFEMZIE AT 20BN H 5. ZhUx, WIBOF ST, BE, KiE
BERET L2000 TH 5. MIEOREME L, BULE, & AW ORI, BE RO O 5,
PR RCAAAN O LI K-> THHHT 5 Z &3 T&E 5 1. "M REY R ARELES
EafimibsEs L, MEOT 7 AF v —L W o TeMENELT 57210 TR V. REES
TINDBESTE~DEIEBNEZ Y, Faalb— D77y FTA—L7 7 v AT
Ly REOHKEROBH L VWolz, BEOMEDKT b5 &7,

FUEFNIE, IR OREIERCORE MR, MdERE, B2 a2 ST 5%)
Rind2 . ZbDRRZ BITS CTRIHSE L7201, @R A 22N 5
T ENMELE D WIEOR SIS D HALAIOIRIIZNRIZ, HALFIOMEE o), NENE
DR 312, JRIEED FAFI AR BIKAFET D, S HIT, bR RA OB
TLIS) - IR HNRE D6 R DRSS b ENC B 52 5.

HALAN DR DRE R EIC G- 2 DB HONT, T E TEEZ L DM ThNTE 2.
Sonwai b 8N, VLB X BN A T VEE D= AT AL ECRENIBE O FEEIC R D 5 T,
a3 Sy VR AT NS —DORER ST LW LTS, —JC, Shimamura
5 9%, KU Z VRV VENiBE= ATV (PGFE) 13/3—AAF7 7V D B Bofkikbs
T2 LR TS, ZhuE, PGFE 3 FINO/ VI F Ul A LA VDRI ES
%. Shimamura 5%, S—AATT7 VO a BED G B RO T D/ v F o 7 H NS
®<, PGFE &/X— LT 7V v B BOMEEHNBN O EHELE LTS, LL,
W EDOHFIE TITFALHIOREFLZ LN IR DR Z I G2 2B RICHOWTHITHE S L
THELHT, FACAID MO Z I KT T ROV TRV R EARIZITE > TWH2R .
ZhiE, FAEANTEE, AR LT 1 wt% LR THEISA TR Y, DSC X XRD #flE T
HALHN B & OFEALCRE D> 7 NV BT 5 Z ERE L WG TH 5 6710121519,

HAE DR EIE, 7o 7L — FIRIC Lo TRIESND Z LIFFE 4 BT HR~. £z,
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B4 BEOMERSHAA L IMIEOE T 2B R S — B FE 3T 2551, LA
fEanOE M Z S RN THENEME L2 Z &bz, Tk ToRENL, 771
— b & LTl < fUABANT, BR720 TR <, FRE DRI TG 2@ IREIC B S B 5 L B 2
LBNTWE D, Fo 7 L— MIROHREICOWTIRHRZIBEDOIIETIE, T FL—h e
LRENIEE L n-7 v a— )L OREFEDRFEDFLT 5 & &, 77 L— ORI S L
GlEMNT n-7 a3 — AR T 5 Z RS Tng 20 £/ 7 s U kr—L
En-TNa—LOFZTHRBROFEEBHF LN TS 2D, Linl, KEKOBME & ILALH]
ZRWIZRT, IR & ALK ORI TAEEICE R LTI AT 12 BliXE & A L.
Verstringe & (%, €/ 7SV I F U ENX—AMEHNTT 7 L— FIRICOW T TE
D, B/ 7NV T ER—LAHDT A TEHO BN LN, — T TE 7V TF b
ER— LRSS ORISE FHEEDO —BIIA N ol L HME L TWD. T72bb, £/ /9L
I F UL sub-a B EIE o MTH o7, S— AT B B ThoT. L,
FALH & WMAR ORGSR ZIZICE B LIoieid b 7e <, IRIAEREHE 0 R7e 2 AALAl R X OFLb
HIDZIEH, IR DRESEZ T AT T RBIT OV CRBEAI R BB T AL TV 7220,

RIETIL, IBIEHE DR 2 Vv 2 VIR A7 v (SE) 38— A H R (PMF)
DFERZ T RIE T OWT, LA MIEORERZIEICE B L GRN. 37428 b,
PMF B’ BIAFE AT 5 5 FIZB W T, o Bo SE A FET 25612, PMF R ED%
TR b T 203 &R ~7. REOFEERTIX, PMF % 22°C THEMEMELEE5Z & T,
PMF & B’ Wikt 2457, £72, PMF OfEda LORIIC SE Zfksafk &8, 72 SE Offigh%
BHEMTE 5 X912, WRED SE W L7 PMF 2kl L7z, SE 3 XU PMF Off
mfbds L OMEZ I OB, B E] XAREPTHIE (SR-XRD), SE #&dh#s L U PMF
b ORI TSR (DIC) & VT~ 7z,

5.2 EBRWEEHR X OERGTE
521 FEHB L ORBFAR G E

AEHZE, JhARIZ PMF, FALANC 3FEHO SE (Y veZ o h Y 2Ll 7— R (STP), YL
X RURATT L— b (STS), YLEH Y RU_~x—] (STB)) #MHV /-, SE Ok

b - mlfEZE B L OER - MiEMMEIZ OV Tl 2 % Fig. 24, Fig.2-5 IR L7Z@EY TH 5.
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BN, 5 Wt%SE 2RI L7~ PMF # /-, SEBXOPMF IZAZ U =2—j (5mL) 2
A, By N L— N BTl SIS, 20k, IBEREEZIT > TREREY—IC Lz, R
U 7= BHIm R CRRE L, R ZFER Y 7L — b ECRliE S E 7.

5.2.2  HEHERESE X BREITHIZE (SR-XRD)
SR-XRD HI7E TlE, ik 2@ Ll (PMF BLRFS X OVSTP ¥shl : 60°C, STS #40 : 70°C,
STB 10 : 80°C) T 10 /3 MIfRFF L7214, LT OIRE T v 7T KB 5 XMRET 2 —

157~ 1 22°C F T 2°C/min THH], 22°C T 3 WEEEE L7-#, 40°C £ T 2°C/min TH-&.

523 WA THBEMSEEE (DIC)

DIC B2 TlL, &y FFL— b ECMsEziE Gul) % 2 o "—HF7 % (F
[l : 18 mmx 18 mm, _Lffi: 15mm¢) THEZ, @ALLE (PMF B{K : 60°C, STP ¥l PMF :
70°C, STS ¥AN PMF : 80°C, STB ¥/ PMF : 100°C) ~C 10 sy ffREE L 721%, LLFOIRE Y
07T MBI DAERIBRROBE 21T 5 72 22°C £ T 2°C/min THH], 22°C T 3 FEFREE
L7z#%, 40°C ¥ T 2°C/min TH-R. FUBHEE OHIENE, BAMEEEE N~ F = Xn Jngk
27— (Linkam model 10021, Linkam Scientific Instruments, Ltd., Tadworth, UK.) % A T

1T-7-.

53 R
53.1 JAED B BfE&RILICx B HALA OTMB R

ITUDIZ, THHEBRICT PMF @RS B RO ZiEf b3 2 IR 3 J OMREFRFH) 4 ik
E LT, ZOREE, PMF % 22°C C 3 FFHIRFFI 2 M PMF 23k 6 B A Chdbik 7
5 & E R LT-. Fig.5-1 12, PMF Bk % 22°C C 3 RRfEfRFE L, £ D% 40°C % T 2°C/min
THAR L72FED SR-XRD DOif FeA 73 . 7233, PMF HUA % 60°C 725 22°C IZWMEAEIT DRI,
EIPTE— 2713 HBL L e oz (F—Z 3R LTV PMF H{R% 22°C CEIRREET,
SAXD TiE 1 R§fi] 40 /3% 12 4.35nm DA — 27, WAXD Tl 2 R§fi] 40 /3% (2 0.437 nm,
0.422nm, 0.393nm @ B WoOREHFE— 7 NHBL L7 (Fig. 5-1 (a)). £ D%, SAXD ? 4.35

nm D —7L428nm {27 F L7z, ZHU, fEdfEHIiZ PMF O 103 LD EIZ /Ny %o
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U2 BB R 5. 435~428nm DOEIHTE—7 1%, PMFo WO KM (4.68 nm

(Fig. 4-5(a))) ELlIREL A>T Z LD, PMF B Ailskolre—7 &2 bR
%. XoT, PMF Hiffk% 22°C THIRMRF LA, BROp BICRid kT2 2 & 2
L7, FIREEE I (Fig. 5-1 (b)), PMFpR Bl kol — 7 rEid K& <B4 5 2
L72<, SAXD Tl 38°C, WAXD TlE 35°C THIH E'— 27 2Nk L7-.

Fig. 5-2 12, 60°C 25 22°C OHELAFEIZIIT S SE W PMF @ SR-XRD D A7~
WHEIR, W OFRE S SAXD 3 LN WAXD (Z[EHT E— 2 A HEBL L 72, SAXD TIE STP i
N 33°C {2 5.16 nm, STS #ANiE 41°C |2 5.55nm, STB #lNiE 58°C IZ 6.62 nm, WAXD T
X o BAERT 0415 nm F720F 0416 nm (ZEHTE— 27 BNHBLLU7Z. BHIVETIZHE,
SAXD DT — 7 (ZILMAMICT 7 b Uiz, Ziug, ENCL Y 7 2 ZRAEL o T-T-
WIELEZLND. BrEERTEE SN SAXD B LN WAXD DR —27 1%, PMF B’
BO R (4.35~4.28nm) & REERRLH720, SEHSROBHTE—277128E 265N 5.
L72>L, PMF o B o KimfERIE STP 38 L O STS O EmifilfE & < (STP : 4.82 nm, STS:
534nm, PMFo ® : 4.68nm), EIEFHEELFELCTHLH720, PMFa BOREE— 7 38
o TWHAREME G H 5.

Fig. 5-3 12, 22°C C 3 WfElfREF L72FED SE W PMF @ SR-XRD DR A 7~9. STP i
B0 PMF Cif, ZRAFFHICEITE— 7 #IXT e A EZEET, 480nm H 5 4.75nm (2D
FTCEHTE—2 B 7 h LT Th o7 (Fig. 5-3(a)). £72, SAXD Dlal#i &' — 7 5
VEOREF 1 BB 40 /0 F THEIC A L TnE, Z20%, 1ZE—EL-7 (Fig 5-4 (a)).
PMF HRTIX, 3 KFEERFFOMIC PMF B AL L7203 59, STP STl
PMF B’ BID[EIPT B — 7 1 TR S e o 7o, —J5, 3 FERIREFFICI1T D STS ¥R PMF
fEen b ZEENE, STP RN & 1XF 722> Tz (Fig. 5-3 (b)). 1 HF[H] 45 %05, SAXD
D 528 nm DEHTE— 27 N7 m— RIZR2 0 b, JAARNZETTE—27 OFRHEL L (A%
FIC/Rd). F£72, WAXD Tix B %759 0.386 nm O — 27 BNHBLL 7. PMF p’ &
1% SAXD (2 4.28 nm DT — 27 BHEBLT 579 (Fig. 5-1 (a)), SAXD O 7 1 — K7zRET
v — 7% PMF B’ BlofEMb & B2 B d. SAXD Olal & — 7 i 1% 22°C 1 Bl E TD
IS EF- L7228, 1 BRI 30 2080 HIaldr v — 7 58 238 L T 7= (Fig. 5-4 (b)) . £7-,
SAXD D[EHf & — 7 SENRADT 54 A I 7 L SAXD O —27 BNTm— RiZihd ¥
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AU TN LTV, SR-XRD D/8% — )35 STS & PMFa BLD X[ Z o) 5 Z &1
TERPSTEN, ZHOHORERIE, STS IINTIIMAENT £ 72 ITERMAKFFHIC PMF 2 o A
TREmIE L2 2R L TCWA. e Z v, STSIRMTIE, PMFIZIZUHIZ o BT
fisib L, Tk, B MAZHEHE Uiz L2 SN 5. —J7C, STB IR PMF Ok
Bhi% PMF BERo2E) L HERL L Tz (Fig. 5-3(c) . T2 h, 22°C OZEMEFT, SAXD
TIX 435nm OFFTE—27, WAXD TiX 0437nm, 0.422nm, 0.392nm @ B’ B[R e°—
7 SHBLL, PMF @i o B MA~oftifb 3 i@ & n7-. Lo L, STBIRINTIL PMF p’
AlE L OB SRS PMF BR X D 80 o7 (SAXD : 50 43, WAXD : 1 FFf#] 15 43).
PLEDOFERD S, STS Il PMF TIEMmEI £ 7215 IRARFFHIC PMF 28 o B CREEET 5
Z &, STB N PMF Tid PMF B’ B OfEEIMEE SN D Z LB NIRRT,

Fig. 5-5 12, 22°C 715 40°C O F-EEFRICI T 5 SE IR PMF @ SR-XRD D L 47R7.
STP s/l PMF (Fig. 5-5 (a)) @ WAXD Ti¥, o BOEHTE— 7 (@ EHER L3R5, [T
v — 7 SRR LT o7z, SAXD TiX, 4.75 nm 75 5.10 nm (Z[A47 & — 7 (7@ 23 /M
Az 7 b LTWolz, ZHUE, FHRICHENT A T DRy X 0 FifEL 7o e 2 LIk R T
HEEZBILD. STSHINIPMFE (Fig. 5-5(b)) T%, SAXD @ 5.24 nm D[R — 27 2371/
ARV INANZ 7 B L TWS AR T MBIEE S L7z, £72, SAXD @ 5.24 nm OJRAMNZ HHL
L7e7v— R —7 OJg1E32°C TH< 720, WAXD TiE, PMFB % x93 0.386 nm O
B — 7 73 29°C TiHAK L7z, SAXD TIL STS HI2RD 544 nm O E'— 7% 40°C THiER I
7-. STB ¥&N PMF (Fig. 5-5 (c)) T, PMF B’ B sIL STS VRN TEIZL S 7= PMF B’
MOFS I b@Erolz. 77205, PMFR BHkO B B — 2 (% SAXD T 35°C, WAXD
T32°C THo7z. iR 40°C TiE, STB H¥K D SAXD '—7 (6.24 nm) 3 LT WAXD t

—7 (0414nm) NAHABHINT-.
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Fig. 5-1 SR-XRD patterns of PMF during (a) isothermal crystallization at 22 °C for 3 h (SR-XRD

profiles were taken every 5 min) and following (b) heating from 22 to 40 °C at 2 °C / min. Unit: nm.
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Fig. 5-2 SR-XRD patterns of PMF mixed with 5 wt % SEs during cooling from 60 to 22 °C at 2 °C/

min. (a) PMF with STP, (b) PMF with STS, and (c) PMF with STB. Unit: nm.
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Fig. 5-3 SR-XRD patterns of PMF mixed with 5 wt % SEs during isothermal crystallization at 22 °C

for 3 h. (a) PMF with STP, (b) PMF with STS, and (c) PMF with STB. SR-XRD profiles were taken

every 5 min. Unit: nm.
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Fig. 5-4 Time variations of SR-XRD SAXD intensity of PMF mixed with 5 wt % SEs during

isothermal crystallization at 22 °C for 3 h. (a) PMF with STP and (b) PMF with STS. Unit: nm.
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Fig. 5-5 SR-XRD patterns of PMF mixed with 5 wt% SEs during heating from 22 to 40°C at 2°C/min.

(a) PMF with STP, (b) PMF with STS and (c) PMF with STB. Unit: nm.
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53.2 MO R BEE

Fig. 5-6 |2, PMF H{ADHiihbd X ORlEZEE) 2 DIC TSR L7fi R 27”3, PMF Offi
Bl 22°C fREF 1 FERZICHBL L (Fig. 5-6 (a)), SR-XRD |(Z81F % PMF fisfbo % A I >
77XV b RENo7. T, DIC BRI AEARET2RENGW O LEZLND.
22°C 2 BRI, %< OFRREE R SRS PMF OGN BIZZ S 7z (Fig. 5-6 (b)) . 22°C 3 B
M#, PMF f5dbiE 70-90 um FRJEIZAE L7z, 22°C 3 WEfE#  PMF OfE L IZRE I & 4+
MTER STV, T7205, WIS RERIRFERAZ CBICREE S ToliEZ A L Tz
DIZx L, AMANER E e bIREE 2 MANC [A 22 > TN CW D EE Th o 72, £, NHlo
PMF i Ol AU FAMA O ORI L 0 b <, AMAUDTRS S ORLAIE 30°C, PIRI O o
AT 40°C TH 7= (Fig. 5-6 (d)-(). T DD PMF O fHTERECRLS O\ N X PMF #&
fn DR OE WA KB LTV 5 EE 2 Hivd. PMF b O8N IX SR-XRD & DIC #]
ERTHRIp S TWER, WHIESMUIO PMF fidaid e HICp MTHLEZ2OND. ZiUL,
WIE L OSMAID PMF fERORED X A I v 7 LB BOMBO X A4 I v 7N —E LT
el ThD. LoT, WHEIMUORE S IRRAS R 6 L OVE SRS O PMF B RYHS
ThorEZLND.

Figs. 5-7 ~ 5-9 12, SE ¥l PMF Ol L ORlf#26Eh 2 DIC TRIZ L= R 2R~
F9722°C £ TOHHF, HENIZ/DSfEmAHEL Lz, 3725, STP #INiX 30°C (Fig.
5-7(a)), STS ¥INIL 40°C (Fig.5-7(e)), STB ¥sINIL 60°C (Fig.5-7(1)) TodH->7=. SR-XRD
DGR D, ZHUHIXSE DFfEFHIZEEZEZ IS, 22°C L TOHANZ EY, STP HIEB LW
STS I TEIEE ST AT IR 2 IR & < AR LTV 72 (Fig. 5-7 (b)-(d), (D-(h). —77,
STB W CRIZE S AL7- i 1T 30°C LARRIERR Le o7 (Fig. 5-7()-(1) . SR-XRD DR
2B, STP ifsNES X OV STS I CIL PMF o B & #fdi b L T2 ATREME S & % 23 (Fig. 5-2),
DIC 472513, STP #fdhd KOV STS #tidh & PMF o BLOFEERED KB Z DiF 5 Z LT
7pDrofo. 22°C T 1 KEREMREFR, STP WSINTIE, /NEREMoBIIM L7223, #iamthA
RIZREBREACITA LN o7 (Fig. 5-8(b)). & BT 22°C THREFZHIT TH, fEaho%k
BILOY A R2BbTH B2 - 7= (Fig. 5-8(b)-(d)) . Z 4Li% 22°C C 3 BRREREE L 7-BR
SAXD D[R &' — 7 58 DA b Z TSR & —F LT\ e (Fig. 54 (). —7F, STS N
TIE, 22°C T2 FFfEIPRFF L724&2IZ, STS #idb DR O OB IROR A B L7z (Fig. 5-8
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(O, BREITRT). SBICRFERIT D E, OBIREREPRE L T ERFIRBIZ SN

(Fig. 5-8 (g), (h)) . SR-XRD DFERN G, ZALHDOfEMIZPMER M EEX Hivd (Fig 5-3
(b)). STB IINICHENTH, 22°C PREFHPICHE S R T 2 3B S 72y, STB #l
PMF TBLIZE S M- fEgh DIZREIL STS IO E L 8-> Tz, 47725, STB #INTI,
22°CPRFF 1 RF[E 21T STB i dil D FR 11 > B ERIREE il 23 R 2 Rk 238152 41 (Fig. 5-8 ()
PRFFRFRICPE > TE BIZHE LT o 72 (Fig. 5-8 (k), (1)) . 2405 OGS 1% PMF pr %Y
ThoHEBEZHND (Fig. 5-3(c)).

Fig. 5-9 1T, 22°C SRRFFZ DORfh & FIR T 28k F% DIC TBIZE LR E T, FiE
35°C £ TOMIZ, STP I PMF Offigh ¥ A Xdtrx1Z/hS <> T 72 (Fig. 5-9 (a)-
(d)). STS ¥shl PMF THIZ S 7= O IR Al 1T HE 28~35°C O Ctfig L7- (Fig. 5-9 (f)-
(h). T o DOFERIE, STP #INIS L O STS IRINTIL PMF Hifk &1 X572 ), PMF #dk i3
B &MU DI & R 7 2 & 2R LTV 5. STB RN PMF THIZE X 7= PMF Ol &
SMAl DRSS 2 BEFS O RfEEN 2R Lz, $7eb b, SMIlIE 28°C, PIMAIE 35°C TRliE L 72

(Fig. 5-9 (i)~(1)) . STB ¥ CTHIZZ S 7= PMF B’ Bl sIL PMF BA L 0 Ko 72, 2
UL, STB WS LD AMR T2 Bx b 5. Lo T, STB BSIITHIZE S iL7- PMF O
fhmnPRE & EiFEEEN L PMF BRI L T\0Wb & 52 % (Fig. 5-6).

PMF B' B D ZREIL SE OF5ALIERE & R&E < g > T, — 5T, PMF o A &
STS fEDIIEDXBNE DT H Z E N TEAehofz. AT, STSHIE STB IRINCTHIE
SN 7= PMF B’ BUESROEIE L e > Tz, 37005, STSIRIMTIXO L INEE S (Fig. 5-
8 (f)-(h)), STB W TIIERIREEM (Fig. 5-8 (k),(1) T ->7=. SR-XRD OFEHE T, STBR
Iz FB1F 5 PMF B Ao A e — 271320437 nm, 0422nm, 0.392nm T o723, STS W
Tl 0.386 nm (2D AEIFTE— 27 3B L T /= (Fig. 5-3 (b),(c)). & 512, DIC BiZ Tl
PMF B' BUfESh Ofl N B2p 5 = L or& iz (Fig. 59 (e)-(h), ()-(1). BLEDZ &b,
STS #SINE L O STB IRINCHIZR &= PMF B’ Bli%, LN EZ2 DR L OB 545
EfEIEN DD B MThHELEXBND.
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Fig. 5-6 DIC microscopic images of PMF during isothermal crystallization at 22°C for (a) 1 h(b) 2 h

and (¢) 3 h, and following heating to (d) 30°C (e) 35°C and (f) 40°C at 2°C/min. Scale bar is 50 pm.
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+STP TS +STB

Fig. 5-7 DIC microscopic images of PMF mixed with 5 wt% SEs during cooling to 22°C at 2°C/min.
(a, k) 30°C, (b) 27°C, (c) 25°C, (d, h, 1) 22°C, (e) 40°C, (f) 30°C, (g) 25°C, (i) 60°C, and (j) 50°C. (a—

d) PMF with STP, (e—h) PMF with STS, and (i—1) PMF with STB. Scale bar is 20 pm.

129



Fig. 5-8 DIC microscopic images of PMF mixed with 5 wt% SEs during isothermal crystallization at
22°C for (a, e,1) 0 h, (b,j) 1 h, (¢, ) 2 h, (d, h, 1) 3 h, (g) 2.5 h, and (k) 1.5 h. (a—d) PMF with STP, (e—

h) PMF with STS, and (i—1) PMF with STB. Scale bar is 20 pm.
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Fig. 5-9 DIC microscopic images of PMF mixed with SEs during heating from 22 to 35°C at 2°C/min.
(a, e,1) 22°C, (b, 1, j) 28°C, (c, g, k) 32°C, (d, h, 1) 35°C. (a—d) PMF with STP, (e-h) PMF with STS,

and (i—1) PMF with STB. Scale bar is 20 um.
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54 BE

SR-XRD DfERMNE, PMF BARNFENEN S B A THEMIET 554 ThH->TH, PMF I
FICEENDIENEE L SE DA T DRI OHENERIT 254 (STS), MAEIP E7213% R
PAFFHIZ PMF 28 o B CHRESAE L7 (Fig. 5-2 (b), Fig. 5-3 (b)). Z D Z LiX, STS Wil
PMF o B OfGERILEEE LT L 5 25, ZHUE, PMF O LATIZEEERK L7z STS Ak
Blfs - (o ) 28 PMFo Bl EDOT 7 L— b LTIV -2 Lickb &2 6N
%. STP X STS £V & PMFIZEIZE TN DEMEOEHR TV, STS L[FEEL, STP b
PMF % o BICRiMMbLIE2@E o0 LB 615, LaL, SR-XRD ¥ KT DIC #1142
DFERD G, PMF o Blffidh & STP #fdb DR A221F % Z L 1T TE 2)r > 72 (Fig. 5-7 (a)-(d),
Fig. 5-8 (a)-(d), Fig. 5-9 (a)-(d)). —J7, STB ¥shli% PMF o RO b 229, PMF p’
O FERAL OFFE R 2 S87- (Fig. 5-3 (¢)). PMF a B OfEsa b2 el L - 7=
I%, STB & PMF OF T HIRNIBEDEHENPRE SRR 5ol B2 65, LD L
5, FALH L HNEOH T D IENEE DEHE & Bk FHEE) & b IEET 256, AANC Lo
THIEDREMZIEAHE TE L EEZOND.

STP IRMNZEB W TIE, 22°C 3 BRIEREFFIZH 1T D PMF B’ B~ LA I STz

(Fig. 5-2 (a)). STS#MIZHWTIE, PMF a Bne B BlA~OEBEHBITEE T b0
D, FEHS O PMF B BIOKERLITIEl STz (Fig. 5-2(b)) . 2, flfi# L7z PMF
HIZEEITIAATE STP 731X STS 43773 PMF 53 D7 7 A X —JER A E Lic/odiZ L&
ZbH Y. F2 SEWRINT & - T PMF OfidbMeti S5 &, SE #II PMF Hroditfid
FAEEIE T4 %, STPR° STS DK 51T, SEfEEhAS PMF o BiEghDT 7 L— k& LTl
Wi, PMF B BORERILATIZ PMF a BIOfESEMEE SN D E B2 b D. ZDfRE
R, AlfE L7 PMF FOBEAFIE MK T L, PMF B BoOfERLEZMEI L= B2 6N5.

KRIEBROFERZMEE 2, 22°C 23T 5 PMF BB D =R /L ¥ —[EEE|Z SE #f it O
B2 5% 8% 552 U= (Fig. 5-10). 22°C ZERERFF N IZE1T 5 PMF BUKTIE, ¥—EAIC
£ % PMF B' BIOBIZAR D =3 L ¥ —[EhE L, PMF a BLOZEKRO =R /L ¥ —[EEEL D ¢
V>, SE ZIRINL7284A, SE IX PMF a it B BIOBERO = r VX —[EEEE & b I2
Y ERD. SE fEdEIE PMF o BSERICx LT 7 L — k& LTlE, SE fdh Omlkg 7
G K OHR O & 78 PMF a B i OB D = 0L X —[BREDD I HE$ 5. — 75,
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SE ZUSIN L7=556, PMF B’ B OfESLIZ AR — IR L - TiEdE &4, SE #shit PMF
B RO D T2 DS\ % 52 5. WTho SEfE b, AE—IBIC X > T PMF p’
TS S DORETE R 0D = % )L X — [ 2 ) &% (Fig. 5-10 : Contribution from the surface of SE
crystals). —J5C, PMF o BIOEEKOD T 3L X —[EEEIZ 55 SE fEfh O%hH 1% SE DA
RORSIKFT 5. SE & PMF OF 3 2ENIROSEEET 556, PMF a RO
RO TR —FERER K E D35, 7038, SE DRI FHEIET < T o HTh b7

0, Bk &S D OO = 3L —REEDANT, SE O OR S & F Rk
\2%7 59 % (Fig. 5-10 : Contribution from subcell packing). &~ T, 77 L — FhHIZI SE
DEEDRIDRELFLETLLEE X615 (Fig. 5-10 : Contribution from chain length
structure) . SE DR DR 28 PMF O EOR S LHET 256, AP L S PMF
B Bk b L W b, T 7 L— MHIRIC L D PMF o BUERIC X 0 BHRAICE< £ 52 6
. LaL, SE & PMF O#EORINKE L B 2854, SEfMMORKE TRY—F
RBEL D EBZ IS, ZOREE, STP I PMF 3 X O STS i1 PMF T PMF a0 23
gl L, STB ¥ PMF © PMF B’ B b LB b b.

55 ¥&®

AEETIX, SR-XRD BLUDIC BIZEIZL-TC, o RO kG2 AT 2IEIEBREE O
72 % SE 7% PMF B’ B DO#ERAIZ AT T REIC DWW TRz, PMF Hi{K% 22°C CTHIRIR
Ff L7254, PMF (@i 6 B BCEdb L7, SUEAIZ PMF OF T 2 B HE 234
9% STS Z AWV =8ra, 22°C ETOHAITH 5V 22°C frFFHIZ PMF 28 o BUCliidh
fbL7z. —J, FULANT PMF OF T DIEMIEHE & K& < 2725 STB & V72454, PMF
o BIRESEET, PMF R BIoOfE S baRtE L=, $£7-, DICHLZIZL>TH PMFR 1l

OfEb RS 2 2 LN TE . LLEORERN S, PMF OfERZEOHBUL, PMF & SE
DRENEHE OFERIE I L > TIRESIND Z ERboo T, REICKBIT A58, Wi L 3
LR DA 2 HENIE D#EE OFRIE R L OHAA O mZ I K - THIE OGS ZIE % i
BT HZENTELEVWIHREZEXT.
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Fig. 5-10 Conceptual image of nucleation barrier reduction by structural factors for PMF a and '

forms during isothermal crystallization at 22°C. Black bars: nucleation barrier for PMF o form. White

bars: nucleation barrier for PMF B’ form.
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Ho6E fFh

AHFZETHE, REOMERMLOET L E LTy ax—X &M, MiEkkHic L 5~ 3%
— ADANLZEAEBEZ A ONNCT D2 &, S HICHIEDOR BRI O Tk & L THALA %2
M, IENIRREH R D 570 2 HALRIDN MR ORI RIZ TR OV TN, 77 L — |
RN K DMNEORERAEEZ I ST HZ L2 HME L TEREIT- T2

553 HETIE, WA TICBT S2HIEOMRLA~ IR =B O/W =< /L a DR
EALIZRIE TR LA, v I3 X —XERO/W =< /vy a SEHFEIC v 2 — T e KE
A AV, —15°C, —20°C, -30°C OWHRIFR LSRN TERE T 72, 3 HTHD
NIEARERZLUTICE LD D,

() ¥ IR — Rk O/W == /L = v OWR-RRZ ENEY, Ko~y a »D-20°C &
fFClRb BT, —JT, —15°C £ L V-30°C RAFITIHEDOE N X DL EMEDEN
(X787 o T Fiz, WEHRIFRE DRV -30°C fR17F Tt b ZEMEMEL 2o 72

(2) Fx /=TT~ arD-15°C {17, -20°C RAFTIE, HIEORFMRERIZE T
MyA—EE, FLELL TV £, B30°CHRIFDF ¥ /) —F iz~ a2 T
13, T 2 AGHE L7228 BIIE 2SS L T B MBI S 41, —30°C {R1F T b ISR
MOESS B — N E TWD Z &R ST,

(3) KEM=~ /Ly a v TR I - TERL L2 IR SRS W+ (-15°C,
-20°C) IZEBHET 5 Z L CAREEN L. —FH T, KEl=~v/1y 3 0-30°C £
TET HARAT R O MG OfG bl & 1 X Bk 72 < REE(L LTz,

P EOFERNS, HWIEOMRKRILICE D OW =~ by a VOREENRIE, ¥/ —Til=
<y 3 XM O RS RO £ 2B Oy E—, KEM=< /vy a L ximiE R
DMIEFRE RO S L - THELH T b olz. Lo T, MiEfmbIcE D oW =
<y a CORLEEEMHIT 5 72011E, OWIEOMERBELZIENS TRV &, OMiFR
HICE R b SRV &, QMR MOZ B LG T2 Z ENBETHDL EE
AbND.

%4 FECIE, JEREEOR 2D Ve H VR ATV (SE) A3/ — L HIE G

(PMF) & b8 1c T4 228 L O SE fhdh 2% % PMF fsbfb D% O #12 217
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VY, AR SR EIZ % 2 LRI OB RIZ OV CHR 7=, SE IX PMF (Z%f L C 5 wt% ¥R
ML, DSCIZ X Bftdnft - MfRZENAIE, B aE X BEHTHIEIC X 2/ M2 RO
TEITo7. IHIZ, SERSMmAIER L, SE#ifhn>H PMF AT 24k 1 O B S8 22
BIO~A 7 v —2L X BEHREIC X 2580 RrEToRm B X LB OFEZ{T-
o, BAETHONIHREZUTICELDD.

(1) NEWIEHR D725 SE (Y ve & MY 7L I7—h (STP), YAEZ L MY ATT
L— bk (STS), Y/vEZ b Y_agk—h (STB)) 1EW 4 h PMF Ol LB AATR L
 EHSH. ZhIE, PMF X0 b5 SE 2k k95 2 & T, SE #fh7)s PMF # i
kDR & 7poieiedic B 2 HLs. PMF ORI LIEtEZNSX STP>STS>STB DA
i<, PMFIZEIZEENDMENEE (VI F ) & SEDHT SIEMEROSHE 2VHE
Ll 21% EREa UIRE R @ 2 E b o T, F 7, b LR Tl SE & PMF 1
EHiIT a BofEEThH T,

(2) PMF ICEIZEENDNENER & IR —BEIITELLT 5 STP £7213 STS 2 s
A, STPifiidt £ 7213 STS ik OBELH Z 51 kT PMF 23f5fafb L7z (e X F v L
). —J7, PMF ICEICEENLMENME E HEARE RS STB 2 V-84,
STB gl DELANT 6 LT T v & L 72 J510) T PMF 23fanik L7z (RE—AL) .

UL EDFERNG, PMF & SE OF T 2 IENIEH#HE OELIME & 13BR72 <, PMF LV ik
T SE ftidt{b 9% Z & T PMF OffafbMEE S5 2 L, —5 T, PMF & SEDHT S
NENIMESH R DFAIMEIZ & - T PMF DR ERRAN 2D Z R LN L 257z,

%5 ETIE, IBVREHE DR/ D SE @ o BlfELA PMF B RO LIC RIT T 2%
FH7=. SEIZPMF IZxF LT 5 wt% ¥RINL, PMF B’ HAfEEa T 254 TdHh D 22°C 1hFr
RIS T D Aan b2 8 & U R o3& X ARIEHTRNE J J O R BAMERIC X - TR~
7o, BSETHRONEREZUTICELD .

(1) PMF ([ZEICEHENDENEE ESBHENR U THD STP & HU =54, PMF HKTIIp

BICRELT DR T THoTH, @D O PMF B BLOFERLITE Z &b o7z,

(2) PMF [ZEICE END NN & RIS 5 STS 2 W /2354, PMF HKTIEp
TR LT D5 FTH-ThH, PMF & o B CHEsL S, BlE2 5O PMFR T
fen bz fn L7z,
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(3) PMF (I EIZE £ HNENIME L HR IR E < 2D STB 2 W35S, PMF L o T
FEinfbEd, PMF HA LV & PMF B’ BRI bR RS Z 7.

LU EDRERN S, PMF & SE DA T LNENNE DS E LT 256, PMF (X o T Tild
69 %735, PMF & SE DA DENIMOER N RE < B2 556, PMF L B A CThidb b
D2 ENbinotz. SE o BITHEMET 2729, STS # W34 TlX, STS # &A% PMF
fEgalbD 7T 71— kL7 b, STSHEED LI 2 5l Mk T PMF Ak L7 LB b
5. —J T, STB # HW=846 TlL, PMF1E B BICHRESE L7 2 &5, STB f5dhI% PMF
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