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E1E #R

BROEFIBRLHBH 2 EOIAVF RIS LA A, HiiE, B, ELnES %
BEBR L EEENE, AMEZ LD ETHERERIIKFL TS, L2 L, LAER
T oORELRAYKD S, —2FEREOFRE, ) —DRHIFREIZGR HEE
Thb, HEARLERANELBETLIHELLT, KBEZAVF-DHLR)FE
EURETHIMYER*FAT LI EPFEZOND,

MY ERLFIAT 27201213, ZOMWOLEREFEVI L, FIFED 27 L4
BT INTVDLIENLETE L, 2OX&G2E/-THTE LT, DEOERTH L HE
(7 FE) BHFoN S, HEEE, £RSHE, BUEREY: ) OREENS  (F
B 1ha75667.3 b)), BELLTHBTL2OICELEYTHS (R, 1998), 7
FYNTIE, 1975 E»SHEYEYERE LTHAET S5 2 L2 BRI, BZEFTHIE
PO TNI—VOEELZTZoTHBY, [AERTIVI—VEE] LHRERTVS

(Carvalho, 1999; Jolly, 2001) .

HEERETRICBN TR, BEPOTELLTSOUHEZEIRT L I EPLET
HY, WELEDL T TICEA ZLENMTHLN TV 5, Figure 112, #ERLIITOHE
PESLE T2 RT, $TEFBETHE (Cane sugar factory) (28T, HF (Sugarcane)
ZYIWT - FE#E (Cutting - Milling) L TE7-H#E T (Sugarcane juice) %, AIRKIFEE

(Defecation) Tig# L7-f%, L#EAIK (Clarified juice) % &% (Evaporation) 7%,
A% (Boiling), 7% (Centrifugalling) L TE#HE (Raw sugar) PEEINL, R
FHETHIZB W TEE S N ERE L, BEETYH (Sugar refinery) [ZEiiE3 N5,
BEETH T, $9EEEEREOTMY © RERIE (Affination) (2L o THRELT
M (Affined sugar) %155, X ERE (Melting) LTHE—") #— (Raw liquor)
AL, EERECRETEL»SZBRKEWE, 201§, ZOMOTHY & KERE

(Carbonation) ThE L TWw5, Z0#, KERY % — (Carbonation liquor) Z &R
E, BRE, A+ oRESHRE R EOMAEDLETHE (Decolorization) LT7 7 A
> 1) % — (Fine liquor) %FAB L, FifE, 5% L THEESE (Refined sugar) PEES N
5 (#&#5, 1970).

ERO L) BITOREETRIIBVTE, ROZOOMENS S, —D2Id, HFETRE
MICEUABERTDHS, BROBED L VITHELHEE LTHYONS 1+ > 2
FeOBEL, BIECTHE Y — P FEH SN TS0, BEERS T VA ) BBESEL 5,
FNHDOBRBOMBIIES TIIR, HROLREOMEE, HLVIEIERZREOS T
EZET A4 LIRS T bR T d (BES, 1975 RIES, 1977 RE S, 1978
Cartier et al,, 1997; MacDonald et al., 1997; Moreira et al, 1997), % 9 —2DOMEIZ,
BETIRICBWCEIEY & L T4 L 5 EEE (Final molasses) DEBIKE V2T,
ZOFBAMEIERNZ ETH D, BEEL, ZHlEERERLLTHNLRTVADN,



REEBOBRBRIIERYE THAIAT /AT REILEATVL 20, BEFERIIOL
BAHEOT, MINOREIREETH 5, FNit, BEREROMGaL BN, HMEDTH
WA IZENRALN TS (EH D, 1989; Miyata et al., 1998)

HEE» S AE SN BRI, KEE, 79 =8, LR, 9%, &L L UHbhaE
REMIHb, CNOHLOMEIX, 166-191CEENH Y, HEROHMAEOR S
(189-191CT) A |mI B\, LW E 7T = 2 EORE S (3 BHEIEDOFI) 2 £ 1775TC
£ 181.6CTH ), BHEITHEHRIN - DHERMOBTHRIIIEZN D S (1BH, 1960),
MEORL LMY, ETEHORML L THEATNE, BHRoE RSLBEBELRLY)
NWELZLURELND L, T72, WEIERE LA SN DAL, EEROERER
BIAI L LT (Cooper, 2002), &5\ E—EOTHEHG, FIZITKI YL ¥ L OFERE
LTLHWSNT WA (Wilson et al, 1996), L722%-> T, WELERUSO B THE
AT 5BICh, EOEVDPEGOBIIKRELEBELRIEITIENEZONDL, mED
BELZHELAFIATELZ L7570, BEORLIFEREZFHTH I EPLET
H5o

RO BMIE, HELHEYERLE L TRABRICFIAT 572012, LR X ) 2HE
ARETHILTHD, F2ETIE, 14 BRI DS, BEROF L HEaH &
L T Octadecylsilyl-silicagel (ODS) (2&H L, ODS OERFEEH L L TOFEREL A
FURBBRE L B L2, F3ETIE, HENTHICHFET A K) 72/ — V2 EITRE
REETRAER 2, F) 72/ - VIEBETREIIBIIA2BEECOREMETH S,
BETHROMBERETRY) 72/ —VENNTSZ I LICL), 2OBROTRICBVWTHE
WOBEBEMALZENTELLHFINS, EIBTHEELH L VEHETETES
N7zA 20— Z2FEROMAE, RO ZaERRERRELEZo Tz, £2T, %
4B LECETIE, A/ - AEROBESRL 2 BHYRHTHIILLHME L7,
E4BTE, ROV I aBBIVREA O - AORELHET S L LB, TE
EEBESN (LT DSCHH) 217%h o7z, E612, BEKIIREDORA 7 10— X %5
LD o B R S MEOB WA 2 U — AEZOBYEIZOVWTIR. £ 5
BTIE, BAREASOERY, dr0VE—l7 V-V EKOBEBEHREFTA IO~
AREGREREL, HRILEBIIRFETAIYPELRABUIN A7 0 - AFHKOBYMEL OB
BRIZOWTHINz, £ 6ETIE, EMTI 7 REICLY, BYHORLZDL A 70—
EREOEEEEDEVIIOVTHEN, UEDZ L2 BFBIIBVTHRANIIEE L,
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Figure 1. Process of cane sugar production




FoE HAKEHORE

EB1E ®E

B TARICB 2RO, Bk, EERBIUTFRVBVWON TS, &

R EROBBEFERIIZED CO:ARAFIIMB &N TR, Z{DEA%
PWEEL, T2, BHERPBERIZLZFHETIIHEREOKN 80-90%DFE L 0l TE %
Wiz, BITOII L AL ORBERETIBIIBWT A 4 o ZWB g L 2R ER (27
EHEH) SRTwvb (Bento, 1998), A 4 » IR, (EERRPERIZL HHEICHET
RTCRBEIEL, BEPSHETERIETS L 20, KEHR\EN, mEOKEL
FAEEEEEASEONL L VWAFIELE LTS (Bento, 1997, 1998), L, L, 14>~
BRI, BRMEOEEENETLLEL CENMPERTL, MELELZITT 2> TLHE
ELGAERPETELVEVIRENH L (FNH A&, 1985), $72, 1 &
TOLRNRZEBY, 4+ BB E IS, EERPT T Y —FFHVLN TV 505,
FOBIZEL AIEEHRSL 7V ) BROMEIIZES Tld 7\ Bento (1997, 1998) (3,
A+ L ABBIE OB L BAEEICOVWTOREEZHE L T\ %, $72, MacDonald 5
(1997) &, TERTA 4 v XHEBIBOBAERBREEZ RS T I L2 HMIZ, HE
BEBOEFILERAT VD, E512, FEDS (1978) 13, 14 MO BERK ©
AT A0 RT8EZFIRT 2L 2RATHE, TROHDOMMIZD, A F > 2cifts
PO BAERBEMBEOMELY RET 5720, £ OMEFMESN TS (BES, 1975
BRIE S, 1977 ; Cartier et al, 1997 ; Moreira et al,, 1997), L2 L7435, EEEALIERY
FIIRHATETVLRVOPRKTH S,

FIT, AF EBIRID S, BROFLVEE - EEA L LT, —HREIZER
FIZBWTYWE DS EE - BEECEMEE L THWSNR T2 ODS IZEH L7z, ODS %
Hnih T LCERYMAET AL, BEOBE VA7 T— Xi: ODS ([ZIE S Il
L, BHEOKVERIL ODS ICE SN THRPHE - FEENDLEEZONL, #@F,
ODS IZE SN EOBEHIZIE, A¥ /L2y /= LHFIHEN TS, ODS
WX - FELABEREZERE LTR) 72010, BiREke - Fi%L72%o ODS
DEEIZLY ) —VEFHETILENH L, =¥/ —)I% ODS OFEHE L THERY
W, BERE,PLTY /- VEERLTENAT LI LA TE, HEAOBERIZR
BICEEELEZ DEBATBETICEREHE - BiFTEHLEEROND,

FARE I EEENEINTEY, RERHO 7Ty 7 2R T AERMEDO—D2L
LTaHSNTWAB (Miki ef al,, 1975; Roberts et al, 1976; Kishihara et al, 1981), %
nZmz, SHERA - RO RILEHETLIREGCERNTHL 2 EFHESINT
W3 (BES, 1997 Kishihara et al, 2000) . ZHEESBEEINL EA T T — ZEHD
BURZENEAN S ZENEZONL0, ZHEEOKRERIE, BROBEBEFNIRZANL—



DORBEL B,

RETIE, 7, ODS ZHEROKE - HEH & LTHEA LD, ODS OBAEH L
LTHEETAIY ) — ViBEERET L 72, 20, ODS & A + ¥ 2t ig |12 & 2 F LA
BB L ORBESHOME - BEHRLLBRE L. 20K, BROKEH L LTO
el L OMAkE, ZEEOKRFRYIEEL L/, 512, ODS &1 4 ¥ 5l
FRIZ & BB SN ERFEAE DA 7 0 — A& 2 BT A B0 B B L 72,

E2H ME

2-1. HtEHE

AL LT, 20— Bk, FEMETRME), FEE (A -2 TV TE,
HEEAEERS»OTEV:) BLUHE (EERASHE) 2RV

2-2. A

Fieagle LT, LTOEEEOL DEHV,

@ ODS (Preparative C18 125A, 150-270 mesh, Waters tH%)

@ ODS#— 1+ »Y (Sep-Pak, Vac3bcc (10g), Ciscartridges, Waters fH&)

® 78— F 4} IRA-400 GRIEEN 7 =4 > 35, CI, 28-35 mesh, F L4
/A&, LT IRA-400 &5 5)

@ Dowex 1X8 (GEIEEMT =4 g, Cl, 200-400 mesh, Dow Chemical
8 LT Dowex F &9 5, F=fine)

® Dowex 1X8 (GEIEHEMET =% v ZZ##ths, CIF, 50-100 mesh, Dow Chemical
#8 LT Dowex C &35, C=coarse)

®3MW Ak

3-1.0DS DHEICHWA LY /7 — VKBEOMBEE DS

Brix 40°DJEFHEAR 120 ml % 045 ;m DA Y TL v 7 4 VY —IZEB L7, Eil
TODS #—h1) v JIiRAL, BRLEESH/2H, 100 ml DREHKTODS #—+
Ny VEREE L, BEOREL TS ODS #— b)) v JIlH4A RBEOLY / — )V
KEH % 100 ml ¥ L CTHEBEEZED ., HHEO 420 nm BT 2HRELECHEL, H
ORISR =ML 72,



3-2. 1 A&Husitig & ODS Ok Dk

vA—F =T %7y MPEOHT L (19 mm ¢X 70 mm) (2 ODS & A F Ikt
AWNAIZFEHEL, 7T LAZIEKIZED 50CIZHRo 72, FEREGRWR (Brix 20°) % 1
ml/min OFET 600 ml i L7zo 7T L5 DML ED T 420 nm (2B 1T HRLE
Z#%E L, ICUMSA fffi (ICUMSA, 1994) IJBE L7z, €%, 3 ml/min T 90 ml
OIEBIK AR L 72, 1 ml/min T60 ml DEARZH L7, BERI L LT, ODS D
BIE50% Ty /) —VRKERE, 1+ v REBIEOEE 13 10% NaCl KER & AV 72.10%
NaCl /KB Iz —MZICEBETIHICBVW T+ VREHIEOBEICHRLN TV 2 HER
THY, WBE L TZOEEMNE AV, &%IC3 ml/min T 90 ml DRFHEKZHL T
BT LREE LT, ZOWES ODS, IRA-400, Dowex F 3 £ U Dowex C * T #
NENBEITOHYELIT R o720 REFITROKXTEHE L,

Bz (%) ={(Ci—Co)/C1}X100
ST, Clidr s AmAGORMEEL, Coldn 7 AMEBROEIMEET,
3-3. ODS & DowexF O fatrES & UTTAEDO LB

YA—F =Y %7y MFEDH T L(19mm ¢X 250 mm) il ODS & Dowex F % 5l 4
T L, BeRERIRRkERLTH T LEELY 50 CTlliRo7. BEEIEDL L OHhhE
2 FEBEIKIZIEH L T Brix 40°1258% L, ADVANTEC No.131 g T8 L7, FRE L /2
$EiE % 2 ml/min T 600 ml i L7z # D% 7ml/min T 210 ml DRFRAKEZTL TH T 4
%L, 3.5 ml/min T 210 ml DBAAIZ L7z BERE LT, ODSIZX50% T
¥ ) — VKA & HVy, Dowex F 1213 10%NaCl % V272, £ %12 6 ml/min T 210 ml
OERKERLTHI L2 EkE LT, Tho—EOBREL, FREFNOBRBFNIOVT
25 [ O DE L7,

3-4. ZREDOER

BES (1976) OFELX Az, FERICERELZSY /- (95% L5/ —VIZ 1B ED
ONIEBEF INZ 720 2FMLTEL 2B (BELy / —VANGEHEWE) 3EICTV
I—R, 7K =R, I b—ADOBRENLIEEETHLLELLNT VA (&
JE &, 1976; Kishihara et al, 1983) OT, Bty /- VARBEEYWELTHIEL, Th
EREEE A LT,

P 2 %00 BE (21,000x g, 30 min) L7:f%, EEZEIXL T Brix 50°1Z5RE L,



TN S EROBMET Y /) —LZMATHHICRE L, 1 REKE L%, 720 nm 258
TOBRNELZRE L (REMEEZ A £72), BROEGICELDIRNELMHIET D720
2, BEEEREZRELSEELZERZ EBO 720 nm (2B 3WEELRE L (BIEHE
EBLTD), BBET X ) — NV TEULLEEEIX (A-B) b, RERIZIRA 7 o—RE
Iz H> LTz Dextran T2000 (Pharmacia Biotech #8) Z RV TER L7,

3-5. A7 n— AR DEIIR

PBEROEEP R 7 0 — ZADERFIZRIETHELTADL 0T, FEIC L 5 5L
TiY, EEROEICEIRIIEHNRE DD TEY TIERY, Fhig, Fur/Jhicko
TR BB S TV 2 EREFEO BEERERE (Figure 2-1) (Kishihara et
al, 1994) %R\ iz,

Electro-
magnetic
valve A/D
’ | converter
| I I
| Balance
Thermocouple
Vacuum
Electro- pump
3:3%2 etic Condenser —
.‘ | Pressure
Syrup regulator
Drain

Figure 2-1. Schematic diagram of automatic crystallization system



3-5-1. ERZHFBOKREFEEOHEA

BifEE 3, BAEMERICEEOR Y 0 — ADEEREMA T, Bz HET ChlE
HESBE RS RND, HEOREED L VITKEMR O OEKRE T HE STV EE
Thhb, FED, BEMEI/NEVEERITXFTICREL 2V, FIBRAMENIKE
TEDEH R (BF) PEL, BEKOBRENF T O, I/-RUERIZEITL
THERORKESIZESDENEL L, Lz25oC, BIERILESBANELEIEIIRD S
ENBEETHDL, FEFIGEERBEMELROOINE, HEENOA T -2k
EEHALENDD, TOAZO—ABEIBHOBEPOHEET LI ENTE S,
FREP IS ENOBERITHEL TBY), —EEHNTIBTL2EEOBAIIERL T
WEEBIURMIICIE - TERLSZ (BELEEZEIY), LoT, BEOREL £
0ICOBECHBENFAVTHEL, BEOBELHET S, L2L, BREEND
EEERELZTHOT, EEFY—ELROLENH L, £2T, HETFEHAOEZE
BEAEERY 7LEERHBFICL o THREIC—EICRS, BELHET T IR0
HBE,SHEREELHETLELDIZ, FORBELHIETLIILICZE - CGBRIESL
BWIEIRED, ERFDOA 70— A0%ERLT 57012, BRENOERT OFMYR
L, FiEOETIE-sTHEMT 5, LA ->T, A2 0—A08MNEL—EILR
DL, THYOBELFICLI2HELRLERTILEF®HL, €I T, FfE
DEFTIZE D o THEREZELTAILE TR T LIIL o TEREL TH 5,

AR ICERRELSTORESNTEEL VEL 25 EEEPMR 5N 5, £ DIE,
MA SN/ L 2EEERTHPAENFTRIBEENS I TIHHOENLPELL 20,
BEEENTEMEICE S ETEEZMAFRT S L, ERAIBEICIMZSNEBENAND
Be FIT, HIEEELRERELOEINSVERIZIE, BERIEIMEOERFLH <
BEAECTA LI Lz, RERELENREOREZL, BUAVHE CHEHOM
B 70T LI o THHICRETE 5, HaEOMEUZ 70CISHRE L-EXRIER
K RERRETAZLILL o TiTe o T 5,

3-5-2. #RILDLHBRE

RigER OBAFIEE L 1.0-1.2 O, L2 1.2 ICEWVIBETIT 29 S EAEF LW (Il
|, 1966), BEME 1.2 LETEAREERIZLY, BREVETLIENYDY, 72
LOUTTIHEREWERTAIR”NYD S, 22T, —BRBLZTHOBRIZOVTHELN
Twh, ZBRHEICBT2Hm L MBEROME (LR, 1966) ZFIH L, EZERK 688
mmHg [CBWTHRELZITE ) 2 &2 L7, fERIIROATRDOLN S,



TEJEE %26
MR (Purity) = ———— =
¥ (Purity) = o W&
FEREE MR RETR T v 7 A L (ATAGO &) 12X 5T, 200 mm BEEZ A THlE
L72 Brix 3L 7 - 7Y v 7 252 HWCHE L7 BROKEIICE BBt
784y, 1962) DfEZEFIH L7z ERbICH VRO S FE % Table 2-1 12787,
Table 2-1 |27k L 7-fEE D SAIFRE 2 E L7z, ZTERE% Table 2-2 IZ7R Y,

Table 2-1. Purity of sugar solution for crystallization

_ Angle of rotation ) Purity
Sugar solution rix (°)

(°) (%)

Raw sugar solution 22.5 5.9 96.9
Raw sugar solution

) 58.5 14.6 98.3

decolorized with ODS

Raw sugar solution

43.5 11.1 97.5

decolorized with DowexF

Table 2-2. Programed temperature while boiling

Start temprature  End temperature
Sample

(©) ()
Raw sugar solution 51.0 52.3
Raw sugar solution

50.8 52.0

decolorized with ODS

Raw sugar solution

50.8 52.0

decolorized with DowexF




3-5-3. X7 10— ANt

KEEETIC 400 g OBEZAFER 2 AN T, WHARIMERAE £ TmELL, & 100 g
RIMARREZ B L7z, BERT MR A8, EERVBEITTLI)IOZH /DI
Hﬁéﬁmy*@%ﬂlEYE*ﬁ@?mf;%—ﬁﬂg CRERENOEROBE LR UIZ Lz, iR

i3, Tﬁﬂﬁ@7 T afER Rz, BEERERS GREHER B &) 12X > T 688 mmHg

ZEXRE- T, AfELZITR o7, BERE D7 T L 12> ZABHIMICK > T
CHE MR 2A S, A7 11— ADRKEILE ED 72, B IIHERIL Brix56° 1233 L
tﬁ&%mwtymwﬂzm X EREOHEANTHEAINEELY BT TwE 225 (K&
MO 30 5EIE105TL1202CTT 2, Z0HKIFT 1055 TL120.1CT D), 2 KrFHRTHE

%ﬁ&otozﬁﬁwmﬁwﬁ,ﬁ”$/7%tbfﬁm$®%%ﬁwTE%#tE
TERN 2Lz ZOBL, BEPERLTLIEIBIWYSS7-0, BXEREDR
EAEEENOBBEOBRE LR UEEICLA Y LAZATZzELTER
(SYK-3800-15A, ILIFFEFIZEIERTE) T, #4000 rpm T107H7TELT, A7
O — ZfEE A B L 72,

A HRERUEE
4-1.0DS DEEIZHAV ALY J — VKB OBRE ORE

ODS # RO EHIE LTHBTAED, ODS DEAIILE LAY/ — VIBE LR
L2, 0DS H— by VIEREERERL CRBELRES Y, R BEOLY /
—VAKBRTRELAH SE, ZOBEHBHE 420 nm 1281 55K % 8% L 72 (Figure
2:2)s ITH ) —VIBEN 50%F T3 420 nm (2 BT AWEE ML 72, 60%L. O
¥ ) —VKBRTREYBH IS L, BHEFIEESEL, $72, 50% L5/ —
VKB E AW EOBHERIZ, AED99%TY /) —LxMibl, (EKBFEL,
DI LML, 60%BLLEDTY ) —VKBRTERFELEL EELBEOBRHEPOILEKI,
BBEOLY ) — VKBBRICANELRWE THD I Wb ol 50%IY /) — VIKER
TEELHEHEE%BO ODS 71— M) v Iz, 9% L5/ — V& L-BOBEHIEIC
FIEBEE L h ol (F—FRET), 2O END, 50%LY J —VKBHBRTD, B
BEDOLY ) — VKBTRICARBELRWERBER SN TR EEZLRL D EDZ END,
ODS DHAIZIZ 50% L% / — VKBREHWAZ LIZHRE L7
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0.8

0.6

0.4

Absorbance at 420 nm

0.2

0.0
0 10 20 30 40 50 60

Concentration of ethanol (%)

Figure 2-2. Regeneration of the ODS with ethanol of different
concentrations

The ODS cartridge stained with the coloring matters of raw sugar solution
was regenerated with aqueous ethanol of different concentrations. The
absorbance at 420 nm of the waste effluent from the regeneration was

measured.

4-2. 1 4 3B & ODS OBiERES) D&

ODS F/R=FENA+ L WHELFREBELA A 722 TRERERHE L
72 EOFEROBAEEL Figure 2-3 I3 Y, ODS IZ X ABiEaRIE, MO=TEEHD 1 F
YRR IR TR o 720 4 F 2 BN O T3, DowexF "—FBLERIE <,
DowexC & TRA-400 DRI, I12IZF U TH - 72.DowexC (50-100 mesh) & DowexF

(200-400 mesh) PHETLHLET S L, KEFED/NE > DowexF OFEFDS A
ol TOTEND, FEINNIVIZEBIEOREREIKES 25720, LHE0E
FAWETERERPE L 2L LEZ 515, ODS {& DowexF L D HESKEVDIZ
L b 59, ODS DFDREENE D > 72, IRA-400 & DowexC 1%, —fRIZIEENE
THTERORBR E LTLSERENRTWE A+ U RBBIETH 505, £ 56I1THAN
ODS OAFEVRHERLZRLAZZ LMD, ODS IEHEOKBIZEMNTHLLEEZLLHN
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100

-0-0DS
—-@- DowexF
80 | —&— DowexC

-O0-TRA-400
N \_H\H—O\O
40_ M

20

Decolorization rate (%)

0 2 4 6 8

Time of decolorization

Figure 2-3. Comparison of the ODS with the anion-exchange resins
for decolorization

The raw sugar solution (Brix 20°) of 600 ml was decolorized
through the column (19 mm ¢X 70 mm) packed with the ODS or
the anion-exchange resins and each adsorbent was subsequently
regenerated. A set of the decolorization and the regeneration was

repeatedly performed 8 times.

4-3. ODS & DowexF OifattiEd L UTHAMED LBk

ODS &4 A VB MIEO KBS L T AICIITEHLZTR CHEDOD DEH W
2EWET LwnEkE2, DowexF (200-400 mesh) % ODS (150-270 mesh) & O JLE:
WCHAWTHEEESE, AL T/, ODS & DowexF # AW TEEFEZRZE DB
L 25 [t L7 & &% Figure 2-4 12T, #VELRABO 1EAB L 2@ABIC
BT Al EEIL, DowexF OFH0DS L ) dbEro724%, 4 BBLREIE, ODS O47
Eroli, ODS THWTERVELREBLEZITE2 > T, HiEH{LIIP %<, 15 BIH
DB # I AR 10%HEICRI N DD Lo, FREER L HET 2356,
ODS D775 DowexF & 1) R RENIBET 52 LAbhr o7z,
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100

s 8o}
8
g 60 =
=
.9
=
N 40r
S -0-0DS
S a0}
v -8 DowexF
/A

0 | | 1 1

0 5 10 15 20

Time of decolorization

Figure 2-4. Durability of the ODS and DowexF for

decolorization of the raw sugar solution

The raw sugar solution (Brix 40°) of 600 ml was decolorized
through the column (19 mm ¢X 250 mm) packed with the ODS
or DowexF and each adsorbent was subsequently regenerated.

A set of the decolorization and the regeneration was repeatedly

performed 25 times.

ODS k& DowexF Z BV THFERREZ®EL 25 BHBLL EOFEER Figure
25 2R T, TRIEATRE YR LA LEIZIE, ODS B & Uf DowexF (2 & 2RI
13IZFE LT, 8 75% % #FE L 72 DowexF T L 725813 HEFEIMELAIIT o720

(23t L, ODS TAHE L 7354 3 oM aRZ#RFL T,
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100
>
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o 60}
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o]
.E 40 |
o —— DowexF
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Figure 2-5. Durability of the ODS and DowexF for decolorization
of the affined sugar solution

The affined sugar solution (Brix 40°) of 600 ml was decolorized
through the column (19 mm ¢X 250 mm) packed with the ODS or
DowexF and each adsorbent was subsequently regenerated. A set of
the decolorization and the regeneration was repeatedly performed

25 times.

—i%12, BEETIHCBTARPMOBHRITETHLEBERIEIL T, EEEFOR
F D 60-70%H e FE SN 5 (Baikow, 1982) o L 72 FEE L SEEO M EIE T % &,
FERED®HIE 3860 TU TH Y, #EFEOEMIZ 1400 IU THh o7z, ODS ZFEH & L
THEALZBICE, FEEERBLIUERBERO L 2l LD, e
5% ThY, FHEZEVIIR S N Do 7245, DowexF ZHEHI & U THER L2BIZIE,
BEHEER A RE L 2RoRBEL DS, ERERETHE L ROREROL I ED» >
72o LEDZ NS, ODS IEAMOBERER A L TOREMEILEL TWDH I EN
bholz,

ODS (31 4 sty (DowexF) 1ZHN, Figure 2-4 (7R L7z & 912, FERBEET

14



BT ABICIEHANES L UOHAENE VL2 b o7z, —75, Figure 2°5 1R
L7z& )i, EEReHEsT I3, HEetkigiad LRy, ARSI L
bhorz, LIzAoT, ODS 3RO EHIE L THATETH S,

4-4. ZHEDOEER

FUEHE AT, BAMEE ODS THifa L7-fEis & UIEHHHE L DowexF TR L 7245
SR EEE FE L (Figure 26), SWRFOLZBEOEHET, FEMEER
T3 0.18 mg/ml, EFHEL ODS THLfE L 7-FEE Tid 0.095 mg/ml, FEFHEZ DowexF
THE L7 #H T2 0.18 mg/ml & 7% o7, ZOfRKERN S, DowexF 12 & 5 & CRERY
DEWEEEBETH I LI TER VA, ODS 12X 2 HETHRETOHNEFTOLERE
BFETEDL I LD DbhoT,

Raw sugar solution

Raw sugar solution
decolorized with DowexF

Raw sugar solution
decolorized with ODS

'l

0 0.05 0.1 0.15 0.2
Polysaccharides (mg/ml)

Figure 2-6. Polysaccharides contained in the raw sugar solution of

Brix 50° before and after decolorization

15



4-5. A7 00— R §ERKOBILEO B
HEhEREEBE > AT, BEFAR, BEREANET ODS THhE LB L R

HHEAM % DowexF THLE LR, SL, A7 00— XA xRS E-BOEINEY
Table 2-3 |27

Table 2-3. Recovery of sucrose crystal

Sample Recovery 2 (%)
Raw sugar solution 44.8+0.25
Raw sugar solution
47.0+£0.38
decolorized with ODS
Raw sugar solution
45.4%0.21

decolorized with DowexF

agverage+SE n=10

Table 2-3 2*5b75 X 912, ODS TH& L 7-FEEFEER D 5 OREINEL, DowexF
THE L 2BEREER, S ORNEL ) D EEIIED» 72, ODS THET S &, SHEE
MREPESBETE L2012, BRENEPo/2LEZLND, 2O L L), ODS & H
WTHERZ BE L 7BOBN RS EMIT LN,

Kous 5 (1999) I, =%/ — VKBHIZE A X7 32— 2ADFEELIZOWTIHRE L T
B, KERDTOHRBICHRTHEEROIEINE VIO ENEFRN L&,
EUREDS EA S Z LI L 2REBEORIZHEE LTETTW5,0DS OBAIZHWS
NBHLY ) —LEFEZLTCERL, BHALTAZ20—-A0KRILEIT2) 2 LATSE
g, SOBEYOLLVWEBTREYEETCEATEENRD H 5, ODS (&1 + v Rt
CHAFFEIIBMTHLIE, 27 ) —VE2EETL-OOBRRPLETH S Z LA
BELTETONED, ThOOMELRRETENT, BETRIIBIT HEEROKAI
1 F B E R DY IZODS 2 FHT AL EZLND,
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EHE /NE

ODS 131 o > St P 12 e, BEMEAT # BT 2 BICIIRarkied L O AES
Ehol, —F, EEAELHETAEICE, Rtz LKV, MARIIENw S
Lhbholz, E5612, BHERRFOLEELHETHRETELIEFbho/ ¥
7z, BEMEAREZ ODS THELEE,»O A7 o —AFREEINT S L, 14 XH
BHECHE LR, 5EIT 2 & & X0 3 EIREFEV I LA h ol £RUSA,
ODS # Al L UCHERLABEITIE, BEIZS0% LY / — VKEREFERT A2 LA
TEL720, BERRILOEZIZI VY /) —VERPRTAIEIZLD, 25/ - %
BAETAIEDTE, BERBEEZ LR TAHILENTELNERVFHL, TRHEDZ
L, ODS ZHEROBEIZHVWAZLIIAMTHALEEZ LN S,
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E3¥ FRAHRBREE
F1H WS

F1ETHEN/AZEB0, BTOHBEEERETRILE, BRORBIFERIN TS A
F U RBERIE O BARRONESKETHLZ L2, BIENL LTELIREEIER
LTwa O BMEFRGE V- 2 ErH 5, SO OMER, 65 bEETIE
WBWTHERAEGT LI LICERLTWA, Lo T, EETROMBERIZBY
T, BROEBEBOBERE 2 AMEXHRETES, ECHLVWEETREZEET LI LI
FoT, TNOOMELZRANICHETE LWREENH S,

HEZlx, 75K/ 4 F (Paton et al, 1985; Smith et al, 1985), 7 = / — L E& (Paton,
1992), 7 = / — VECHE(E (Palla, 1982) BL U7 = =)V 71/,%/ 4 F (Nakasone et al.,
1996) % EDEREEHK LR 72/ —AHFEEN TS, EF, HEPHEROKRY 72/
— VAHIERLIER, MEIERLZ COBRZEMEELZRT L) T EPFEHHRESINT
V2% (Bravo, 1998), FATORME TR TIE, R 7=/ — VIEL - EEEEIT729,
EHEROBRAYME L LTRBINTVINDATH S, HETHROMPER TR 72
J—VEEAL BEETARENICKRE - BRTZIENTENT, ZOROEETEFOE
BRI SN THEL L UREEOMERFICOLNA L LI, EIRLZRKT) 72/
—VEAEMIFATE 2WRETH 5,

£ F VRBBARIEER) 72 ) =V EBRETIRNDIVNE L, A4 U ZBBETHREL
7EEEHRICL Y 72— Ve TR TS (Paton et al, 1983; Bento, 1998), 5 2
ZECTHV7: ODS IZEBEOEMHTHLNDT, ODS 2O A T IR 72/ — V%
SUEREREE, BEOBVWA 70— A dRESNTIEHL, BEOEVE) 7 2
J—NVIREEIND L TEDL, E2ETHENZEBY, ODS ZHEHEROBEFICFIAL
P, FOBEAEIE, T8/ —AAFETE S0, BERENSLTS / — & EIR
THILILED, BREDLLTHIENTEIBEEZLNS,

REOHMIZ, HEIPOSOIEEEY CHLIMEYAET A1, REIEZEZRIT
TEREZPEE LW L, REV CHIRBEOERLIZ 5 Z L 2 EHR WS, L
WEETELRET L Thb, ZORDZG, BETROMMER, T4bb,
WOEBTICARZ AROEBET, ODSIZLVR) 7=/ -V a2khE BT L%
HKas, HEOERTTH 2 HEHFOMSE, R, BOE, ARERBIUCTERE
IR OREB;IEa TS FTHD (LR, 1966), L72A>T, ODS 2D 727 7 4
R AT ARSI, P T LDET IO, HETOMLESLETH S,
FRALEEIE, BROFBEEIZENTHA I EPHREEN TV % (Kishihara et al, 1989,
1993), % = C, ODS IZMt 4 A EiOHETOME L LT, TTRLTEEITR o 724,
RALEB 24T 9 2 &1 Lz, HEEd L &EO58E, RINEA LKL ODS 2L )ik
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BT ABONEIRERE L, ODS LMEL-BEZLBAHSELIEHERET L2012
MSX-1 (P FEHROE) 72/ —VEBEETEHEOHE, ZHERBKASHEH»S
#5) 2HWIz, FOB, E) 7/ —LORTh, HIEL 2BRREWEELTT
TEFMLENTWAET IR A FEIZER L7z, 79K/ 4 FENEE, 270 nm &
340 nm ICRIEAZ RS D T,340 nm (2B AMEEZHEL L L7828 L FARIC
ODS I L AESFIZL VBONTBEHAIVER) 72/ —VERERE LTS 2012,
ODS DEA (K 7/ —VOBEH)IZIE, A5 7=V TIR>ELTY 7 —VEFERL
BBl BEL-HUETRECTEONAETDIFAINE, K72/ —VEZHETS
&kéﬁ,xﬁm—z% CESPOA 7O —A&EREENL, Gffitmaz@lEL T
FLORETREZIML 2.

ot A

R4 EBLERE (ultrafilter units by stirring force UHP150K, ADVANTEC ##!) %
Fiv, RYNEEREIZE, SESFE 10 HFOE (YM100, Millipore #4) % M7z, 3
EoHET L, WEEOY YR (R F160, 2000 EIZHRI) OE#ETZ, Wk
HLTBWbOEHAWE, )72/ - LVORERELT, ODS #—h) v
(Sep-Pak, Vac35cc (10 g), Cis cartridges, Waters {t8) %\ 7z, HEHHOXR
J7 /= NVOEELTMSX1 (P hYFEHROFE) 72/ -V ERBEETEDH
k), SHEEERASHH, S HS) %72, Folin-Ciocalteu ¥, B L UFZFDOMORE
3, THIATAHEDLVEBEFEREFRR ST ROEFAE LA

B3 A
3-1. K72/ —VOEERE

1) 7z ) — VgL, RKIZTT Folin-Ciocalteu 3 % Fi\ 272 Singleton 5 (1965)
OFEZEVEE L, HF 1 ml EHEEK60 ml % 100 ml DA AT 5 A TIZANR,
Folin-Ciocalteu % 5 ml Nz B {RBE L7z, 30 #1, Na:COsiBE (20% K&
% 15ml Mz 7z, BEL, 87HKER, &F4EEKT1I00ml IZERL, 2 KHEKE
%, 765 nm BT AW EEZME L. MERIZ, RETERLEFEEDEL L THNT
1"5)552 Lf:o
3-2. LBV RER ORE

ODS /1 — b v YV CRER LR OB E RET 5720, MSX-1 D 0.1%KEH ©
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L, 0456 umD ATV YT 4 NF—IZ@L7F, ODS #— M) v JIZH&E 0.7
mmmnfﬁMMmWﬂJQODSﬁ—FU77#%@%&@%75779y3b77~
T20ml ¥ E L, 340 nm (ZBIT A EELEE L 72,

3-3. BHEHORE

HETLEZZEBY, HETHICESEEHALE) 72/ —APFENTVLDT,
A2 554y ZERICEN R 0= ER) 72— VENENIIGHES S Z L IERE
WThbH, FNE, BEMEMEEEZRAVWAZI LU, K 72— V2T HEIC
E RIS 5, HHVIE, @W%@&‘ﬁ*%ﬁ&ot@cu,$U7l/~w@
HEOBEVIINVTELZDEHELCRRTEL LA EF LV, £2°C, ODS I2HE
LcE) 72 —VEBEOEVICE WV AKE ZEEICTET 2 -0 ORE &R
H4 575, 0.1% MSX-1 A 1000 ml % ODS #— b v VIZ@WEL T, MSX-1 %
ODS IIBE X W71, BLAORENLY ) — VAR TMSX1 2% S8, 340 nm O
RSB O i A & VERL L 720

34 IXFINVOEE

HLBEL-EETRTRONAESFTOIATVEENED L HIZELL TS
DEFRL 2O, FEEEST I ARG HSIERE (SHIMADZU ICPS—100011)
AT, UYL, AN T LBIPTT R I LEER LI, Ny 27TV
En7zoll, MERROBEERFORA 70— ARELHRE L 72,

3-5. A7 a— RO RN

EBREHEOBIREREEE (Figure 2-1) 2B\, FRERIEL 53CTHHET 3 KM
Thwv, HIL{BELAEETRECHBONIBRTOR 7 u—22ERILL, — &L
ML 720 72, #ERILICEDVEONRENDS, EHICAZu—AERILEE, =
g, SHEELE, B2 —FRE, “EREBIU=FRL, —BRE, “HKkES
SU=ZFREOEMA ICUMSA i (ICUMSA, 1994) (ZX Dl L7z,

3-6. BEAOHIE
BULENZELZ R LT A0, A7 00— AR TBMEIED LA/ TS TE

CHEREL, 100-200 mesh 18RRI L7z, A2 O — ZEREFEMEICED, TOICHEEL
BB TRICEMEREL, WSREE 1-:2C/min TRIBESELRSOEELEIE L2 H

20



BRI CESEERESCHEL, BRATTEL-EHEEERICE S &
EAEE L CEBRICh - BEESRS S L,

A BRBIUEE

4-1. WEEBOHRE

HETFOE) 72/ —ViBEIX, $01%THotz, 2T, ODS #1—F1) v VI
0.1% MSX-1 K& % 045 ym®D X Y7L »7 40V —%@L7ERE 5000ml it L
7oL EOFHIE &R AROBRZ T (Figure 3-1), HEEILHE RO 340 nm (2381
BESEE (Co) ZMAMD 340 nm (2B T A E (C) TH-/ELZRL, H#E
H& % R¥, Figure 3-1 *5, 0.1%MSX-1 /K& % 1000 ml, 2000 ml, 3000 ml & &£
X 4000 ml 7 L 72BF, Co/CiDfEIZZFN#10.1, 0.3, 0.66 BLU 091 THDHZ &F
botz, Col CtOEN 0.1 DERIZIE, 75 LIZHALERFTOT7 7K/ 4 FEOR
90%A ODS IZEE L TWA I &R b, 3613, ZOROBEBERNEFEBIZ/NES D272,
KR TIE, BEPIZEINE 7R/ A4 FE2TELRRETECENT S EEDHIZ, Bif
DEVCERAEBAZ ENBNTHSH720, ODS 71— Y v VI 255 HE % 1000 ml
2T EICHRE L,

0.9 -

0.8
0.7 ~
0.6 /

0.5

y /
0.3

0.2 ,/

0.1

C,/C, ratio

0 1000 2000 3000 4000 5000

Elution Volume (ml)

Figure 3-1. Loading test of 0.1% MSX-1 solution on ODS cartridge
Co : OD340nm of outlet solution from the cartridge
C1 : OD340nm of inlet solution to the cartridge
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4-2. B ORE

ODS #— 1) v V2, 0.1%MSX-1 K& Z 1000 ml L THEY 7 2/ =V ZHRES
T, BAOBEDLY ) —VKEBRIZEYR) 72/ - VEBHEE, BEOE
LD KRELCZODOHE) 72/ — VBT A L DTEDEREMH LTI, Figure
32IRLAE DI, FT20%Ly ) — VKERICL VBEHREE, Z2ORIZE0% L5 /
—VKBRICE DAEE ST EICLY, BRFOR) 72/ - Ve RELZDIZGT
LIENTELDOTIOEREHICHEE L, 2B, 50% L7/ — VAKERIZL DK
T )= VEEHSEHEIZ, 9% Ty ) — L% ODS #— b v VLTS, Bl
T ARG DED 272D T, 50%T 5 / — VKEREHKT I LT ODS OFAEZIT LA S
EHIT L 72,

3
2.5
-
S
o 2
o]
.g —0O—20%Ethanol
*;3 —8— 50%Ethanol
[«D]
Q
g
Q
&)

0 50 100 150 200 250 300 350

Elution volume (ml)

Figure 3-2. Elution profile of MSX-1 from ODS cartridge

22



4-3. A7 0—RER) 7/ —NVO5THE

41.B L4 2. TERONIERZI LI FHLOEETELRIRT L ICRE L
HHETE 17000 g T 15 SEELSREL, ELSHERO LERE CI L& C
¥ SESFE 10 FORNESEZ AV CRMNEEL, T0E8RY U L&TT72,
UJ (1000 ml) # ODS #— F J v VI (8.3 ml/min) L, Z Ol = FEE 4 (SF),
DTV THEEK 120 ml %58 (8.3 ml/min) L7zBOFMMHEE HAKES (SWF) &L
720 RIZ, 20% L% J — LKA 170 ml 12 & ) ODS (27 L7285 % i (3 ml/min)
SeBHEEEEY 72—V 1HES (PIF) & L, 25w T50% L%/ — VKB 170
ml (2& V) ODS IZME%& L723%Y OS2 EH (3 mi/min) SEROBEHEZF) 7
J— )V 2HES (P2F) L L7z, 2O, FEHI/K 120 ml @i (8.3 ml/min) LT ODS
H— R )T EEELZ, FOT7E—F ¥ — b % Figure 3-3 |77,
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Sugarcane Juice
(1,200 mD)

Centrifuging at 17,000 X g for 15 min

<>

Ultrafiltering through YM100 membrane

v v
< Permeate (UJ) (1,000m) > < Retentate >

Passing through ODS cartridge
Washing with water

Y
< Eluate (SF) + Washing (SWF) > < Residue -3

Eluting with 20% ethanol

Crystallizing with test pan

ey > mmem D>

Eluting with 50% ethanol

¥

< Eluate (P2F ) > Washing with water to regenerate cartridge

; !

< Regenerated ODS cartridge > < Ethanol waste >

Figure 3-3. Diagram of clarification of sugarcane juice
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4-4. ODS O A

BEREBET 2L EdIIE) 72/ - VERRT S Z L2 HAEYZ ODS Zi YR LME
B Rer &9 a2 fiR5 720, Figure 3-3 D—EDRIEZ B VR L 50 BAT% Wy, UJ &
SF Offfiz ICUMSA & (ICUMSA, 1994) ([ZX D EEMEL T, BEaXEROH
H% Figure 3-4 12T, BERIIE 2 E 3-2. L AMKIZEIE L7, 50 HO# DK LEER
i, BT 90% R #ERE L, SF O &M 400IU THo 70T, T HET
BEELITHRY 72/ — VEEILT 2 BHIIC ODS %# 0B LEATETH L I AR

eIz,

100
90
80
70
60
50
40
30
20
10

Decolorization rate (%)

Dt L X |

0 10 20 30 40 50

Repetition No. of decolorization

Figure 3-4. Durability of ODS for decolorization of UdJ

The bunch of procedures presented in Figure 3-3 was carried out

50 times. The color value of UJ and SF was measured by the
method of ICUMSA.
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4-5. FLWRE TR CALNIES O

Figure 3-3IZ R LIe—EOTETHE SN S, Ud, SF L SWF ZE¥/-KK, PIFE
L O P2F DEE#% Figure 3-5 iZ;~7, Figure 3-5 7°5, ODS I L AE®EICL Y, UJ
FOBROKEDBERY M, PIFBXUP2FOFIZBITLTWNAZ N5,

Uud SF+SWF P1F P2F

Figure 3-5. Photograph of obtained fraction from procedures shown in Figure 3-3

Table 3-1{Z, UJ B LU SF HFORER S Brix) U720 DIXTINVBELZRLE,
IORERNG, ODSICLAEHICL Y, SXTVIFIZLALEBOLENWT EBbhoTz,

Table 3-1. Mineral contents before and after ODS treatment

K Ca Mg
Before ODS treatment (g / 100 g solid) 1.6 0.19 0.11
After ODS treatment (g / 100 g solid) 1.3 0.17 0.10
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UJ, SF, SWF, PIF BLU'P2FHOE) 72/ — L& (RETEHEY mg) &, £
NFN 341, 172,23,97 8L 1V23mg TH Y UJHD /8 L EDOKY) 72/ — )% PIF
LP2F & LT TELZ &b hor: (Table 3-2), HEHTAEFOTHESNLE
BERIZEFNLEY) 72 /=i, HERLEEE AT 5 Z LG &SN Tw b (Nakasone
etal,1996; RS, 2000), L7225> T, HILVWEBETRETHEOLNLINLOFR) Tz
J = VESHICOTMBILEEL AT AERERGPEEINTREEZ LN,

Table 3-2. Total polyphenols and the recovery

Volume Concentration Total polyphenol Polyphenol
Fraction
(m)) (%) (mg) recovery 2 (%)

ud 1002 0.034 341 100

SF 1010 0.017 172 50
SWF 122 0.019 23 7

P1F 170 0.057 97 28

P2F 167 0.014 23 7

a Polyphenol recovery (%) was calculated based on the Ud fraction.
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4-6. ILVWRETETEONIERSB L URE

EBEHBEOZBFEBZHV/ A 70— 20 R LIZE VEON#ERD L URE
OfflizflE L#ER L EE% Table 3-3 & Figure 3-6,7 I7R T BONT—FHE

(A-sugar), — &M (B-sugar) BXU=FEHE (C-sugar) OEAfid, £NLZNh 48, 99
BLU342 TU TaH Y, BITOMBB L FRFE T TERE S N7 FFEREO & 3860 TU
WCHARTEL, —HFIEZE (A-molasses), _FIRE (B-molasses) B L UVP=FIRE

(C-molasses) D& b, BATOBEFHE LIS TR ONT-BREERICHRTEFIE, 272,
Figure 3-6,7 IR L7 RB L REOEENL L, BoNHGLIREDFEI/NS
WIZEAbhb, Lo T, AR THEL -8R TIE, BTORETIEIZBNT,
RS EERTAIEILINVEL TV AMELRFERIE L WIATREEIELONS, T4
bhH, KFETESN—FEIEMHEIECS, BITORBEBETHICBTITR-T
WBAF UIIRBHIRIC X AHBE TR A TEA2MRENH D, HRLLT, /140K
BB G O BRI ONBEREIBEARNI I BRETELMEEED S, E5I12, KETRHE
SNZFREOECINENP /20T, BITORBTRETEESNLBEEOERD
KREVEDIZEL TV A EBREOELOMELFRETEI LRELH 5,

Table 3-3. Color values of the sugars and molasses

Color Value Color Value
18)) (Tu)
A-sugar 48 A-molasses 726
B-sugar 99 B-molasses 1510
C-sugar 342 C-molasses 3053
Granulated sugar <10 Final molasses 2 >100000
Raw sugar 3860

a Final molasses made in Okinawa
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Figure 3-6. Photograph of obtained sugar
A: Granulated sugar,
B: Raw sugar (made in Australia),

C:A-sugar, D:B-sugar, E:C-sugar

Figure 3-7. Photograph of obtained molasses

A: Final molasses (made in Okinawa)

B: A-molasses, C:B-molasses, D: C-molasses
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47 FLVRETRTEO A —FEORMA

HLOEETRETHEONI A7 - ARRORELFMT 2 EED—DL L THEE

BELZ. FFLOBETETEON —FR, TROV 7 228 X VUEBEOMAE
BIE LR R, #RFN169TC, 175CTB LU 188CTH o /2o MEDERVFEEHE DR
3, MEOBHVI I afELNIE, HLVAETRETEONA L —FEORAT—F
Aoz, BE, EHEOBEIMETHLIEIEEL Lo TEOBMAITEDE, THYH
RATAHLBMERTEREI T/, TNOOREREIHBATELV, 2O L) L@AIDOMH
EIZDWTE, F4ERTREITZMZ 5,

EoH E

RETHEL-HHEEETIE, BETREOMYPERRICBVT, KL ODS TEE
FTAHIEIZEY, BV 72/ —AhBEREZ o TWABBRRILEZIZ A ENTE S,
FO70, BEREEVSHEL 2> TwA A+ Y XBBIRICL 2RETEZHRTE LT
WD DD, 7, ArU—ADRERMFOH 2 LBECHIL RN LS, BITORE
TRETELNIEEE IS, afoBVGEEELRIEYNE L TR LD TELOT,
BEEEOFASBMIIATELLEZOND, 8512, ODS OER K 72/ —
VEBRIXCE, BUXLHE) 72/ —VERIEYE LTHRATE 2T D 5, Th
12Nz, ODS OFAEL FNIEHIRY) 72/ —AOEPIIZZY /= VERWSDT,
FOLY )= NERFZICEVENLCERATAE, BROLZVEETREZHELETS
AUEEMERH B, LD LI, HEIPOSOIEAEY CHAINELEET L, RE
CEREE RIZTTREOHEEINP R, MEOBVEIENLEETHI LA TELT
BEEOH 2 FHRHERHEELRET LI LTI,
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E148 FRIIS-Z2BHIUEHEI 7 O0-IFEROHME
E1% #S

EIETHELFHEEECHEONI ~FBOMMIE, TRO T T = 2R
S LEL, BREOBEN—FEB o7, FLIETHIRNALLEBY, HHEICBERS
NIBERBOBTOMEIIENH L I EPREIN TS0, BROREE, #E
REITNTWATFAYOE, THhbbHEDENZIT TR, MEOEVIZLEESIN
TwhEEZOLNS, FRHEMIZICLREOWELEETH7:0123, BAOELRD
FHRERETLIEDPULETH D,

A2 G TRICER SN TV A A7 00— ARERZOBMEOMEIL, Table 41 (IRT L1
TEICE OV RELEL 5T b, EbFEHl (4385, 1998) & Technology for sugar
refinery workers (Lyle, 1957) 121X 160C & ) KV @S AFE SN TH Y, Shah 5
(1936) IZ7 N I—ADoBR/EE L TELAZ O - AFEROBEN 188CTHL I L%
TOTVA RIS (S5, 1949) 1213 2 7 / —)bHh 5 OO AL 169-170T,
Iy ) — VKRB S OFERZOMSEE 184-185C L DREEFH B, Y aH—NY FT
7 (jEOS, 1964) & Principles of Sugar Technology (Hirshmiiller, 1953) (21, 1E
LVRiEid 189-191CTH 5 L DERENS DD, TO L HIZA T T — A& OB S DOITHK
ECHEMEIL 160- 191 COILERIZ R ATV 5,

20— 2EBOBESELLBERIZOWVT, W OPDIEIHRE SN TV 574,
KAT B ERODZODRBNDH 5L,

—DOBORBIL, BRI ATNATHIPEEL TDE LD THL, &
# HROBEIMRTHLEILEEL Lo TEORMEILEDE, THPMPRATS L@
ERRT2REIL, BEAOEIENS, LLA2S, BH (1960) 13, A7 00— A&
IS TV A A L s L OB E RN, i E LTKY % 5.8-69 ppm U
HiEGORME (180-183T) &, MHMOIEEIZ ST EBRE(, L DMBLFERD
A (174.8C) 0B oV HIERELD, A 70— ZAFEROBBEOMEEIZ, BED
T L ARMERTCTREHETELVWIEZ/IBL TS, 8511, AV —RITH
BB THEMT 20T, BEOBELEIET S 2 L IIERICHETH L L,
BAEOHENECABERIZOWTIE, A7 0~ AQOBGBIZL &L B850 (FI2
L) PREE TV, BENICAHE LTHEET 2D HEOERIENA 70— 2D
BOREHETL72OICHEANE 2 LHEEIL, d LHLEOTHMYIZ LD RIS
SEVZATHRFHIESNNTEOBENELNS LRI TWbH,

LIA—DDORMRI, WMEBOKIVPEELTVWELEVIBDTHLE, KELIZAZ7T—
ZFESIIE, BRALPICHEIRYATINE ZEPHRE SN TV 5 (Grimsey et al,
1994; Powers, 1958), Powers (1958) (%, #&MPUCE D AF N/ A 7 0 — A#
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EOBSIZET A CEBEDCIES DEDFERTH S LHEH L T b, 72, Roos O
(1991, 1993) &, A/ 0 - ADOFEELREY % BReHBET TMEA L THERILSE724E
EOBENRLZ>TVBEIEDS, MEOKSFEEL TWAH EHRL TW5,

J:%E@‘o@ﬁﬁ@i ELELAHERICEEEoTEY, RECHEORLLIHEATT

WCHBETAEZEIRE SN TRV AHETEOREAVSHLPIZEI N TV RO,
%E(wm)%m«fwélvh,Z7D—xuﬁﬁﬁ®ﬁé??w%ET%D,ﬁﬁ
FHETRBSBEE->TWE 20, BOMELHEIE TS I ErRETHL 2 EHFERAT
HrLEZOLND,

LA L %A%, Vanhal 5 (1999) i, DSC 2L WEAERX 70— (Merck Ht#) %=
MELS BRI, FiBEE % 20C/min & ) BVaFE T 200C $ TIMEARICEW L TR &
BT, BASBRADP LG VT o T A, RiB#EE % 30C/min X V) #\V#E T 200C
FOMEAKZICEG LTELBR T, BOBRELALRI o TRV EZHEL
72o L7250 T, BMRARILIL L, EEVEBTLIL1E, LT LIRERIES
AHEETELVIENHS 2 RID, A7 U—AKROBMATHERT AR, FiEE
BOEVIZEABGHBEOEVIIOVWTEICEERTALEND S,

FEOHMI, FiREERGHEE % ERICHETEETH S DSC ZHWT, A7 10—
ARES OB L RIS, 270 - ABREOBEOHENEL TV HERZZENAT
BIEThHbH, AV —AFEROMEOHENEL TWI2EHAE LTELLNLIERE
FIET 5L, RONEENFEZEZONS,

O KohPEBEEZG52TWD
AP REFET 25 &I LT3
TENT 7 ADPFETLHIEPEEL TN
HEOHED L OURIAEGHROBRESFEL TV
$ﬂ%#x7u—zwﬂﬁﬁ%%ﬁ#%*tﬁ“@bfw

® FHEEEDEV EEBTRWE, EREF) "B L w5
FIT, INLOERDH L, LOERNPKRELE @waé@#%m«ét 2, %
T, HEDT 7 = afEB L UREOR 70— 20O ERES L U DSC o274\, &
I AT N TV AR KD L OBBRERAN, /2, BwTHEALERY,
FEDOROCEH OB S S ¢, FEFICBESNDEOBMENRN L) T AR
XN TS (B, 1960) 728, RED R 70— A FFEAKICER L 7-BHE ORI
HTAYO— AEREPRUL, BONEROBYMEL MR,

@(DC)@
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Table 4-1. Melting points of sucrose crystal quoted from references

Source Melting point (°C) Reference
: 173.4+ 1.44 (crystal from ethanol)
Kamoda M. 2 ' 174.240.77 (single crystal) § Kamoda, 1960
174.8+1.25 (pure sugar crystal) ‘
Tansuikabutu gairon 1 169-170 (crystal from methanol) i
_ E , Miyake et al., 1949
(Outline of carbohydrate) 1 184-185 (crystal from ethanol etc.) ;
' 160-190
Sugar handbook : ) ) _ Hamaguti et al, 1964
} 189-191 (right melting point)
Seikagaku-jiten 5 _
) ) 1160~ Imahori et al., 1998
(Dic. of biochemistry) !
Shah S.V,, et al. ! 188 (crystal from alcohol) Shah et al., 1936
| 185-186
Principles of sugar tech. : ) Hirschmiiller, 1953
| 160-180 (old literature)
Tech. for sugar ref. workers 160 Lyle, 1957
| 185-187 5
Dic. of organic compounds ! i Cadogan et al., 1996

| (crystal from water or ethanol)

.......................................................................................................................

National research council
of USA, 1926

'
______________________________________ B R T T L T e Rt

Merck index 160-186 Budavari, 1996

Intern. Critical tables 186

aValues are mean+SD for triplicate measurements.
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wmoH MH

HATHREN TS Y7 =28 (4 HOTEEEREREA -7 —) &, SE (¥
1, B8E, $E, +—A 507, TAVH, Za—Y=FYF, 7I7IN) THEE
NTWARENL YT = a2 FRESEHRASH LV RV, MEOA 71— 21T,

FH T4 TR YA BREAE, G T s, Merck #3! extra pure %
1%@ Lf:o

H3FH FHE
3-1. RELTMYEORE
HWRHOKGTERBII VT 4 v ¥ v —ET, BILHELS 7 —F (Horwitz, 1960)
T, BRIZEEIRS & aifild ICUMSA # (ICUMSA, 1994) THIEL 72 £NEND
HIE, FELREEGRESHITKEL 72,
3-2. BEOHEIE

Yo afE (A7 O— AR 2EHECED, BOCEBELLEEFPICEHRERZR
L, iBGEE% 1-2C/min THIRS VLRV OMEZEIE L 72, MAERE I _ESEiER
BEEtCHIEL, e TlE L BHE RE IS s, BRIMEL TERICE
STBEETmEE L7,
3-3. BT

3-3-1. DSC 5347

IREERBESHTEL Pyris 1 (Perkin Elmer, Ct., USA) % AV, # 4 mg ORHE
ATNVIZOLRBRIKELTYZ) T EBE2T7AVIZTLERICANR, 2 Y
N—ZHWTEER LK) L, E8FEF A% 20 cm3min THR L2547 R 272,

3-3-2. TG-DTA #7

E£HETRERF TG-DTA (RIGAKU/Thermo plus TG 8120) % v 7z, Fig#
FE1Z 10C/min THIEHMS 250C T T L, EF VAT THIEL 72,
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3-4. HHEDOAR

FEEZ s 0— A (Merck #HH) 2 AFRKICER L CRANMERZAKL, BB
(Figure 2-1) 2T, FERIHEOBVEELRETL-OIEER T MR T
BEOK EBBETOHEIIL VERRERESE, AL 2CTHRVER TR S Y
Pro FOMK, BOREL, EBRLTAZO—-AKEREEEZ, ZOLHIZLTHRLNIE
A KB TIIBWT “Purecrystal” LRI L 12T 5, FIfERMALERHZLIZLD,
¥ % 72 KI1ED Pure crystal # A8 L 72,

3-5. FARA 7 0 — A DR

H#@ 2y 0 — 2 (Merck fH8) ZHREEIZAN, WMEHTHEAL, #HRVTEEIEH
LEAEBIIEAS L THRORA 70— A2 1B7,

3-6. EROHBE

REEES & U DSC ORI ORIMLE & L TORKZEOHTAEED, HIE B X Uik
BIIEZAEBEFNL0, 3-4.THRE L/ 100-200 mesh O Pure crystal &, X/
T ORIV (SHNEMTE, E£5) (2X ) 308, 14, 358X 107 EHmkL,
3-2.BIUS331IIRLAFET, BAREBIUDSCHoziTRo7%0

3-7. #&E D5

&S ORIEN DSC TG RIZG X 5B ERANS 20, 34 THRRL/ 10 mesh L
@ Pure crystal %8 { A/ 7FLETH#E L TERBI L, 10-16 mesh, 16-32 mesh, 32-35
mesh, 35-42 mesh, 42-48 mesh, 48-100 mesh 3 & UF 100-200 mesh D E 7% 15372,

Pure crystal ZREfE L7235 & 1213, #ERIERET 5720, 200 mesh & ) /NS L HE T %
B K NTEB DN E‘lﬁ’(&oﬁ_o ZF 2T, 34N L7HEGORME, HEICLY
HROFEEL THSEME (15-30 5H) FREZEESE, EOKEL, ZRLRE,
EF A2 X 1 200-235 mesh, 235-330 mesh 3 & 17330-390 mesh @ Pure crystal %1372,

BoONZFREFNOEHFIZDONT, 3-3-1IIR L72HET DSC o2 77% 72,

3-8. MNBAMEFDEE)

TRGEMERSINIEERE CHNEBMILE, ) AV, Biafhr TIIREEREE
% 1-2C/min (232 E L TINBUERIEE D28 4 BEMSREBIEE L 72,
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3-9. &THBEOYUE

2y T — A5ESF MBI L - OBRY o #s5 #E © HPLC 12X W #~7- H
3 L-600 HY Y AT LIZF H T A T A Y Cosmosil SNHz"MS (4.6 mm ¢X 150 mm)
%9 L, WHIET Shodex RI-72 i g%, HIZ D-2500 7 — ¥ MLEREE = L) 1F1) THEH
L7, BEENAHIZIZ 84% 7 £ F = M) L Z AV, &l 1 mUmin, BRTHH L7

3-10. BEOKE

BETA%E (RIGAKU/HUM- 1) f§&® DSC (RIGAKU / ThermoPlus DSC8230)
R, ABE TV I 27 ARBICTEL, HREE 0% (EXFTAT) LHMEE 75%
2BV CHIRAERE 2C/min THITEAT% 72,

4 KR
4-1. HRPOZEAMYE L RS OBR

AYO—AEEGHIZEIN TV A MY LA L OBBRERL 20, I Ty
BT afEERENOA Y u—AOKGE, BIUER, ERIZEERSES L URME,
FEHEICE DRELZBA % Table 4-2 13T, THO T 7 2B L UHEDA I 1
— 1L, HEDPRL > Tz, BMEENEL —FICT 5720, BAEEERICIE A/ 73
ShCEE BERE L 721%, 100-200 mesh | ZE 5 L7z, HAOHEREREST A, B,
CHBIUDHOY I o fEORAIX, FNFN 170C, 175TC, 188CTH L 1F192TT
Y, BR2L2TOENHD 572, A2 RETRELNT VDS T = 2 EHONFMYEL,
HAOHERBEEAT AHO YT Z 2 PO EIZHRTE L, TR pA
180CULETH o7 REDA 70— ADRED A—H—IZLDFERKICTDENDH 272,
Pure crystal &, 2 7 17— 2 (Merck #t#) FOFMYE = BT 5 &, Pure crystal
DHIA IV ol REA 7T — A (Merck #3) OREIZ 182CTTH o7
D1Z3t L, Pure crystal (100-200 mesh) OBAIE 166 CTH o7z, A7 T — Afhdhll
EINTVLETHYED LV I3EROBRMEBE & OBRE Figure 4-1 1277, HH
BeOMOEEKESN THEELMBFRKIZ0.707TH 1, HHE 13 DEEOFEKIES%
THELHBREL 0514 THS CKIES, 1988), Lo T, RRDKTEED S
WiREMEMAOMICEELEBIEZROLNT, —F, BRICEINLIETHEED L
BERCEERTELBEOBIE, AERHBESROLN,
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Table 4-2. Amounts of impurities in the granulated sugars from various refineries,

the reagent sucrose crystal and “Pure crystal”

Reducing sugar  Conductivity Color Melting
Sample Water (%) .
(%) ash (%) value IU)  point (°C)
A refinery 0.019 0.005 0.0003 2.3 170
B refinery 0.029 0.014 0.0008 4.2 175
C refinery 0.046 0.022 0.0066 9.4 188
D refinery 0.077 0.035 0.0170 20.4 192
Thailand NAb 0.013 0.0150 78 184
Korea NA 0.012 0.0080 8.1 180
China NA 0.048 0.0110 48 187
Australia NA 0.020 0.0090 10.7 188
America NA 0.020 0.0050 33.4 190
New Zealand NA 0.010 0.0100 26.5 192
Brazil NA 0.044 0.0110 494 189
Reagent
) 0.012 0.003 0.0024 4.5 179
(Nacalai tesque)
Reagent
0.046 0.004 0.0015 3.9 173
(Wako)
Reagent
0.016 0.001 0.0024 24 182
(Merck)
Pure crystal 2 0.015 0.001 0.0004 5.2 166

a Pure crystal = sucrose crystal prepared in aqueous solution of reagent sucrose.

b NA= not analyzed

Water content was determined by Karl Fisher method, reducing sugar was

determined by Ofner method (Horwitz, 1960), conductivity ash and color value were

determined by ICUMSA method ICUMSA, 1994).
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Figure 4-1. Relationship between the melting point of crystal and amount

of water (A), reducing sugar (B), conductivity ash (C) or color value of the

crystal (D)
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4-2. WiRZ T = 23D DSC 7347

HARTHE SN TWA ADMHOY T = 2L 2/ 7HSTE B L2, 100-200
mesh (ZEF R L 7245 5122 T 10C/min T DSC 5 247 7% - 72455 % Figure 4-2 (IR
To BHOT T = A EORMMBIIBUTLIWEE -7 OB LHIIIREICELRo T
720 ATLE BHOZ S o fEORBRMBIZB T, 2 00WBMY — I BB SN/, —
H, Ctté DHORBABMBIZBNTIE, 1 2OWEE 7 ZIIPEHEE N, e E
THRLNTWVE Y I 2L REN A 10— 2D DSC HH b1 072725, HRTHIR S
NTWVAB TS (At Bit) OWBEFRTE L7z 150 CHIZOREE — 7 DS
ENBLDEFEEL Dol (T—¥RET),

3
o
L=
-~
$
< A refinery
[
z
g B refinery
-~
S
3
=
=

C refinery

.
D refinery L

120 130 140 150 160 170 180 190

Temperature (C)

Figure 4-2. DSC endothermic curves of commercial granulated sugar made in

Japan
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4-3. Pure crystal (100-200 mesh) @ DSC 5#738 & UF TG-DTA 747

3-4. C#%L L 72, Pure crystal (100-200 mesh) (22T, Fim#E 10C/min T DSC
GH EAT e o 72k F % Figure 4-3 12787, HED7/29H1Z, 100-200 mesh (275 L 725K
A0~ A (Merck ft ) ORAMBHLTT, REX 70— (Merck HHH) DOWFZL
M T, 190CHIZICS$HV—FROFE Y — 7 PEHE SN0 L, Pure crystal

(100-200 mesh) OWREHMHIZHBVTiE 163THH, 160CHES L U 172THITIZR
BV — 7 PERE SN, FiBEEY 40C/ min, 100C/min 28k L T DSC 5T 247 7%
3 &, Pure crystal (100-200 mesh) OWE Y — 27 OMIAMEITRKE CELL72A, B
BY— 7138 o %o (Figure 4-4),

Pure crystal (100-200 mesh) ® TG-DTA 54T DFEE % Figure 4-5 {2779, 150-180C
fHEICBE SRS 3 ROWE Y — 7 WP ICEEEITED, - 720 200-230CHHTIZE
BANLWEY — 7 BERFICIIEENKRE (EEL.

172°C
153°C 160°c,/

B
@]
[rw]
-
3
<
9
g
)
<]
3 b
[@]
ao]
=]
=

a

120 130 140 150 160 170 180 190
Temperature (C)

Figure 4-3. DSC endothermic curves of the reagent sucrose (a) and
“Pure crystal” which was prepared in aqueous solution of reagent
sucrose (b)

The grain sizes of each crystal are 100-200 mesh.
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100 C/min

40C/min .

Endothermic heat flow

10C/min

120 140 160 180 200
Temperature ()

Figure 4-4. DSC endothermic curve of “Pure crystal” (100-200 mesh)

at different heating rates

TG curve
| 5
vje}
3 =y
=)
U o~
L =
g ®
Q
:E —~
3 DTA curve §
a b
3 M " M N ) " " " " ) " N g _2
100 150 200 250 300

Temperature ()

Figure 4-5. TG-DTA thermogram of “Pure crystal” (100-200 mesh)
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4-4. B ERE O

Pure crystal (100-200 mesh) & %W IIHAED R 7 0 — R (Merck #H#) & FiREE
40C/min T 170C % TH 5\ 3 195T T THELE, 500C/min TEE L TR DD
VT HPLC 547 %47 7% o 7245 R % Figure 4-6 (27”3, Pure crystal (100-200 mesh)
MBI L2 H3, 7V a— A0 -2 PBEIN . —F, RED A 7 10— X (Merck
B BB L2 HIE, Sva— 20— 2 idEBESNW ko7,

S
11»1§
1a Sucrose
(a)

=

=2 /4 Fructose

- 4 Glucose

SHAV === Sucrose

(b)

Figure 4-6. HPLC chromatograms for solution of sucrose obtained by
cooling it just after heating reagent sucrose crystal (Merck, 100-200
mesh) at a heating rate of 40°C/min until 195C (a) and sucrose
obtained by cooling it just after heating “Pure crystal” (100-200 mesh)
at a heating rate of 40°C/min until 170°C (b)
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4-5. BAHIE S & U DSC FHTHI O & ORLERFOEE

Pure crystal (100-200 mesh) Z3REjI V2L D 30%:, 14, 348 LU 10 5EH
B L7214, BIB#EEE 10C/min TDSC oM B & UR S HIE L7242 % Figure 4-7 127”7,
BB ECT 513 SEEBA (150CHHE) oY — 27 3RESN 2R, Bk
i (170CHHE) OWFAY — 7 1E S SICHIRANIZY 7 F L7z, 10 S#E&ICIE, 190T
R8I 1 ROIREY — 7 PEB SN/, BSIIREABMEITE L TEIEL, By
HAERPEVIIERB ko7,

100-200 mesh m
2 mp.=166°C

Grinding 30 sec
mp.=168C
Grinding 1 min
mp.=172°C

Endothermic heat flow

Grinding 3 min
mp.=179°C

Grinding 10 min mp.=188C

120 130 140 150 160 170 180 190
Temperature (C)
Figure 4-7. Effect of grinding on endothermic curve and melting

point of “Pure crystal”

a mp.=melting point



4-6. EGDORE;BIEICGZLIER

3-TICTELHEIZE D ESNIREDRL S Pure crystal DM, 10 mesh Ll LD
AR, B L TEBAERICOWT, FiE#EE 10C/min T DSC o 17T
7o 7248 % Figure 4-8 |2RY, HED0, Bt 365D A TH72 100-200 mesh
O Pure crystal (Figure 4-8 71 Uncrushed 100-200 mesh) DOWRZAMM LR o
DRBEDPNE L R BIZ LN o TR — 7 B 2K L 3KRBBESINL L ) Ik o7
Pure crystal (10 mesh B\ b) % 8 { ## L TERBI L T137 Pure crystal (100-200 mesh)
ORI & B TR O A T8 72 Pure crystal (100-200 mesh) Oz ZhifF i3,
(FIZE IR 2R L7z, #5938 O A TH72 200 mesh LLF @ Pure crystal (2
DWW THEEE 10C/min T DSC H# %47 7% - 7245 R % Figure 4-9 {ZI7R9, 100-200
mesh @ Pure crystal OUELHEIH O B D/2DIIRT . 200 mesh LT ORIETIZ,
100-200 mesh OEIZEREENS L9 %2 3 KORBAY — 7 FBE ST, 150THHLL
173 CHHEIC 2 KOPEAY — 7 PEE SN,

44



Endothermic heat flow

R

16-32 mesh

%’M&WYW%M R
SR

35-42 mesh \&
I S N

W%%“\\N«\“Wv‘«m\a& -

48-100 mesh

120 130 140 150 160 170 180 190

Temperature (C)

Figure 4-8. Effect of size of sucrose crystal on endothermic curve
“Pure crystal” (larger than 10 mesh size) was crushed roughly
by agata mortar and pestle, and the crushed crystals were
fractionated to various mesh sizes.

a “Pure crystal” (100-200 mesh size) obtained only by sieving.
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Endothermic heat flow

100-200 mesh

& RN
o 5y
N%‘%mwa\mw*@
%

Py

TS

iy,

&

—
SRR

235-330 mesh

N e s .
s R AR

1 1 1 1

130 140 150 160 170 180 190

Temperature (C)

Figure 4-9. Endothermic curves of sucrose crystal which was

smaller than 200 mesh size

Pure crystal (100-200 mesh size) was shown as a reference
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4-7. MMBSEREF O ZE)

Pure crystal (10 mesh Bl _b) OINEE B O 2 8) % BEHSEEIE L 7245 R © Figure 4-10
2R T . 140CHHE TER L ERONTICRE;E LBO TZOREOEIX 160T E Tl
BERIZED o TEAIIHEML 72, 160-162°CHT THERIZAIEL, MEa&P BT 72
BRI TICBRE T AMIND o7z, SIS L, FRE LHTII/NE
(B, HAICENEA LT 1T0CHHETHE L 72,

Before heating Appearance of cracks Increase of cracks

at around 140C

Breaking of crystal Break-down of crystal Residues of solid
at around 160-162C

Figure 4-10. Progress of melting of “Pure crystal” during heating

4-8. TENT 7 ADRBEB L OHE

Pure crystal (100-200 mesh) (22T, 10C/min DHIREE T 85CTH 5 165TE
T2k (Figure 4-11 0 B) L, 2T 500C/min T 155T4 5 85C £ Tauw L7212,
85CT 3 4 RIEHE L, D12 10C/min OFREE T 85T H 5 210C T THNE (Figure
4-11 %D C) L7z, B D728, Pure crystal (100-200 mesh) O Zi# (Figure 4-11
RO A) LSRR Y O— ZOREAME (Figure 411 7O D) dHETRT, fARA 7 B
— ZAOREMBIIBVTIE, 150CHHEI/NS RREY — 7 PBRE SN2, RELR
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BME— 7 IBEINT, 135CHEPLIRE LR L &I oD RAMBIERE S
N7z, Pure crystal (100-200 mesh) % 155CE TMEAL-2RBF L2302 BAERL
72BRI21E, 150-160CHHED K E LREY — 7 ZBRBE SN, L7200 e RBMBIE
?;%é h—f:o

2
ég D
-
(4]
Q
<
9
g o
Q
=
-~
2 B J
=
=
A

120 130 140 150 160 170 180 190

Temperature (C)

Figure 4-11. DSC endothermic curve obtained by re-heating of
sucrose crystal, which was cooled rapidly after heated until
155C
A: “Pure crystal” (100-200 mesh)
B: “Pure crystal” was heated at the heating rate of 10C/min
until the first endothermic peak was just appeared.
C: After cooling rapidly, the crystal was re-heated at the
heating rate of 10°C/min.
D: Endothermic curve of sucrose candy. The candy was
prepared by heating until the reagent sucrose is melted and

by cooling subsequently.
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4-9. BEOEE

3-10.12R L7z, BENEEENMN & DSC 2 AWVT, HIHEE 0% & HxHERE 75% O
%{C, Pure crystal (100-200 mesh) ® DSC 547 % 47 % o 724 % % Figure 4-12 |I7/R
¥ DSC HAEEORENEL > T IZTHE UREAMBASBRE S N,

Endothermic heat flow

= Relative humidity 0%

mas Relative humidity 75%

130 140 150 160 170

Temperature (*C)

Figure 4-12. Effect of relative humidity on endothermic curve
of “Pure crystal”

The analysis was performed at the heating rate of 2C/min.
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58 EE

HIROZ S Z 2 ERRENOZA 70— 2%, WTFNRLMENFOIZL 2 b LTS
HRE RG> Tw7z (Table 42), HROMBEFREFIZEINLRTED 2\ ILHE
Ea@ﬁﬁﬁ&@laﬁmlﬁﬁﬁ*ﬁﬁali%&)%1172‘7)’0 7z (Figure 4-1A,D), Figure 4-1B,C &

, ERICEINIBRTHES L VBRI CEEIRSE LA L OBICIZAEE BN
b%ﬂto%%WﬁﬁiﬂéT%%ﬁgwﬁtﬂﬁim(&%@m~%5®T,:h%
DIFIE, TEH (1960) dIBWL TWVBE LI, THMICL > THERISNIEBED
BhAEFET CIXEHBATE vy,

DSC ¥ 2 47% ) BORREE X, FTIHRIIRE 2¥EEF L5, A7 U—-AILD
WT DSC 5 %477 > TV A XHEIZBWT, Roos 5 (1991) (I 5C/min, te Booy 5

(1992) B L ¥ Gloria 5 (2001) i 10C/min, Eggleston % (1996b) ¥ 15CT/min
DRIBEETHWN 2T > Twb, KFFEIZBVTE, $3HEEE 10C/min T DSC
S EAT R o7,

ARTHESNTVWAMEOE VY I — a5 (HERBBREEST AL BHER) O
BMEBICBWTREAY — 7 22 KBE I (Figure4-2), 20 L) 2HKRIE, 4T
FEINTBELT, BREVHETH S, 72, Pure crystal FOTHYE L HAER Y
00— 2 (Merck #8) HORHMYE % BT % &, Pure crystal D PP L 0A, £D
EIZNE o7 (Table 4-2), FHIZD 20 5T, Pure erystal DR ZAMFHIZB VT 3
KORBMY — 7 WEEIN, AFEOA7T— A (Merck *i%c) O M & XD &
K & { &7 o Tz (Figure 4-3) o Figure 4-5 (278 L 72 & 9 I, Pure crystal @ TG-DTA
SHIZBVT, 200230 CHHETH LR E — 2713, EEELZMH> TWZDT, 7
I AMMEICHET R —~ 2 ThHbH, —F, 150-180CHEIZEHESN L 3 ROWE
Y— 27 BEHIZIE, EEEPEL72OT, BAKRTAOEEIREI > T2V IL
AEH S 2k 7 572, 77, Figure 4-10 (27K L 72 Pure crystal O MZERIFE OEE 7> 5
HENICERTAREVELIBIVHFEELTVDE I Elbhol, INLDZ EMD,
Figure 4-3 {27k L7z, Pure crystal (100-200 mesh) ® DSC B##i#HIZE VT, 153TC
43, 160CHHIES & T 172CTHHEICEB SNREE — 713, HEVEED S TE~D
HERBICE> TELARALY - THHEEILN D,

=Ty 8D, Vanhal 5 (1999) i, HEX 70— (Merck #£#) % DSC
(2 &0, BRI 30C/min LLEOEE T 200C F TMEA L 2ERICESG L TRLONE
MY TCEASBBIILALRI > TV EnWIExHE L, 2OZEPDH, A7T—2R
DEFRIE, BRICES SNABMIEET S LRI Tv5, Vanhal 5 (1999)
ODWENSEZ 2L, FiBHEE 40C/min & 100C/min TH&E % &L L 2kIZIE, 2
IZIZEALRERIOTIEMTAIEITTHE, LHAL%EHAS, Pure crystal (100-200
mesh) % FiE#E 40C/min & 100C/min T DSC 547 %477% 9 &, Figure 4-4 {TRL
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By, BEY—ORBUEBRISRANCY 7 F LA, REAE - PHFEE 6%
Mo72s $72, Figure 46 [Z/RL72& 51, Pure crystal (100-200 mesh) % H-im#EE
40C/min T 170C £ ThN#kk, &% L7720 OI22WT HPLC Gk 7% o 72/R, 7
NI—ADE— 7 PEEENLI LS, BGBIRI oTwL I EPHLN LR o7,
—F, REOR IO — R % FiEHEE 40C/min T 195C F THEE, 2H L2 DT,
Vanhal &5 (1999) OMEDBY, BGRIIIT LA LRI > Tl d o7z, BH (1960)
BHEL-L I, A7 0—ABROBRITVOTIRTHEELFE-TRIY, ZO7EF
W (FICELEE) ARAE T, BRENICIRDATIN TV ERENATHELHET S
CLIZKDRENEL b EZD LS, REA T - (Merck 1) (213, T4 ES
BATRAET2EEIENS TN VA LIRS, REX 70— (Merck ##) & Pure
crystal FOEFRZEEIRSE L, Table 4-2 1277 L72 & 81 0.0024% & 0.0004% TH -
720 TOEIIHIET AMEOEBIEOTEIAEDS, Figure 4-3 IIR L7z L) 2 RE 8P
DEFBIEZRILTVE EIZEZIILVN, BEORMIA, BHETOHFEET L L,
MRS 5 &) TR T & vy, BB, A 70— XOBTEORICE,
FNIA—AETNY bF=AHRBELAHIETTH S, Figure 46 12BWT, 7bd—
ADY—IPKREL, TVZ b—=ADE—ZI3FEEITNE ol TVT P =R TN
T — 2T, B BRICARET, TICE 5% 552 ATT A (Richards, 1986,
1988; Vanhal et al, 1999) OT, LI ehr o7 EZ G b,

Fikd & 912, Pure crystal (100-200 mesh) % MEL L7zBICA U 2 B ORELY —
s (BB 10C/min T 150°CHHE, FiEEE 40C/min Tl 160CHHE) &, B9
BAESTHRBL TCWARARIETHL I EPFHLNE R 572, L2 >T, Pure
crystal OB EIIFEFEEZREL L TORTBEBBARALTEZLH LR TER
V. Pure crystal % 100-200 mesh DK & SIZHFFI L 7246 & 122 T, FiREE 10T /min
T DSC 3 %47 7 218, 58 % 3 RO K — 7 (153 T, 160CHiE s L UN172T
f5E) BEEINZOT, LEO, DSCHITOFREREL, FICHIOLWRD, X
T 10C/min (I2H— L 72

—fEIZTENL T 7 AREE GEREIRE) OBREOMBII—EORE, EHDD LITE
IH5RWT, FOBLIERMTHSL (BED, 1998), Figure 4-11 IT/RL72 L) 1S,
TELT 7 ATHAHEKRAZ O —AOREHEMFIZB VT, 135CTHEDPLRIZLD LR
B — 7 BSBE XN, FRIZHAT Pure crystal (100-200 mesh) OWRZEY — 7 (3
K & H 572, Pure crystal (100-200 mesh) @ DSC WEM# THEE S NS 150CHED
WY — 7 MIRBRICAE L7202 BB L2 &0, 150CHEICKE 2REY -
SREBEINT, L ERBAE - PBESN, IhH50TZ L, —FE 150T
FONMART A EIE T, BRO—FETEL T 7 AL L2 EZLND  FNOR,
Pure crystal (100-200 mesh) @ DSC 5 #TiIZBWTEHE SN AR - 1F, TENV
77 ADBRICHET LAWY -7 T WEEZLNS,
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WY, BETBRTLE, BEEHEIR LS (BES, 1992), i’tfii_iﬁ’}ﬁﬁ“ﬁ
7 Z><‘: BEITECBISND 20, A 70 —-AEREHRTL L, BAIIES
LEZLNE, L LEAS, Figure 4-7T IR L7z & 912, Pure crystal #5584 5 <‘:,
iR L ELT A3 OKEMA (150CHHE) ORBE -7 IZBEINELLRY, Bl
i (170CHHE) OWBYE — 7 X2 SICHRMENICY 7 P L7z, 72, 100-200 mesh DK
X 20 Pure crystal D@ £I3 166°CTH o 7275, 10 7HHHORMEIL 188CT L 2 o7z,
DF 0, BT AT T2RCHIBANBEL koIl Lilh b, BREAEROTMAYEIIE
fbLTwhwize, Z0R%IE, Pure crystal IZEU) AT N TV 2 BMEDOTHY DX
EBTIIHBETE 2, %”G%i%iléGLi K DOEETH D, EEeH» iy
BE, BEBAKEL GALDOIL, REBEISELRHEEZONL, ETHENLLB
h, Powers (1958) & Roos (1991 1993) 13, X7 u—ZAFERPOKRGTPRBETE
B XL ERTHDEHMEL TS, LALENS, BH (1960) &kIf (1983) XA
IO — 2GR OKGELMA L OMICHEZEMIRBEE 2o L Z2HREL T
5, F72, Figure 4-1A [I/RL72 X912, A7 U —ARKROBMB LKTEEL OMIZE
HELHBIERO NG o7, E512, Figure 412 127K L72 X 912, DSC 5D
HIHBEEZ K E BT, WEAMBOTAIELL 2oz, FMEREEI ’ﬁ%
‘f%ﬂKﬁ‘ﬂiﬁ%’ﬁ IR ELGEEBYRIZERVWI LR ENZ, Lo T, By

S DILREATE L o 72D IR BRI L L 3FER SNV, BLED X
’) \Z, Pure crystal %*’nﬁ’#'ﬁ‘%ﬁﬁfé@%ﬁ%ﬁﬁl OB EOZELE, T L KeTid
HET X 22\, Figure 4-9 (2R L 72 & 912, B T8RO A T1572 200 mesh LT O
Pure crystal (28T, DSC 4 T%W?&E_7i)‘ 150CHHT & 170 CHEIZ 8%
Mtz 2O EHS, Figure 4-7 127K L 72, 100-200 mesh @ Pure crystal 45 L
TR AR BT A3 DSCHMTIC BT 2B Y — 72 mmAlz > 7 F L 1
R o 7B, BICHENWNSCRo72720 Jf_\_of’ﬁgifli&bn_(‘:fﬁﬂﬁﬁ)ﬁ‘
L otz, L72AS5 T, 100-200 mesh & ) /NS LRAFEIZ LD T THEEHHT S L,
FEINEL BT TEL, BROBIENETHEEZ LN S,

Ein &A1z, A 70— AEROBERIESR DSC I LT, &T#Mr Chiy
e, BENKELEET A0, BMEORBKEZTIBIIIHHAERELZEL, HiET
T HUEND DL, TOBIZIE, BImENELRL T80, TED7ZTHERID
X, POBHRORBEY ST WERENE T L\, Figure 48 IZ/RL72 & )12, Pure
crystal (10 mesh DA_b) %88 { BERE L CERGI L 7o/ OREIVNE K R BIZ LA - T,
WY — 713 2 K00 SARBEEISNS X )2k o7, Pure crystal (10 mesh LLE) %
BE#: L CT187: Pure crystal (100-200 mesh) &, 853712 B D & TH 72 Pure crystal

(100-200 mesh) OWLELHIM % BT 5 &, BEALY — 7 PEE SN R HRER, ]
W L T#87: Pure crystal (100-200 mesh) DHF AR RLERTH 545, WH OB B
ZFOMOBLHTIXELLTB Y, 1ZIZE USERPE LN, L7225 T, Figure 42
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R L7z, WO 7T = 25D DSC 7t 2 477% ) B3, & 2 8 Rt L T 100-200
mesh |2H— L7275, BEFEOBEEIZIIZ o728 EZ N5, %8B, 10 mesh Ll ED
FESTHEREL, 100-200 mesh £ ) d/NERFEREBR LD L LA, WDV ERET S
72, BAEOPHETH 72, UEDOZ LS, #EBORIES 100-200 mesh (ZfFE—F
hE, BMENEROEENDI L, REORELHBEEDECOEZELER LLEN
(HADT, MEOERLZABERELTEZOLNAMOERIZOWTHRETHHEICIE,
100-200 mesh |ZfE—F 5 L BWZ EAFHL P E ko 72,

RENHS THER/AZEBY, A7 0 - AEROBMADOHEN E L TV HEAB L LT,
RKROANDODER, OKGHEELEZ TV, QFHMH» AT 25 ZEILTWD,
QT ENT 7 ADHETHIENEEL TS, OFEORED L OB LBEHBORRE
DBEELTVD, OTHDEA O - AORGREMET 2 EAEBL TS, OF
SEEOEY ERETFRE, BREF) PEBEL VD, PEIbNE, ThITH
RTELZENS, INHRO0ERON, @OER, T4bL, MAHERORKRED
WEBIUHLERHOBRENIKELERTHAZEPHLNE otz AV H— A
OO OV THRE SN TV AR ITH TIRASHTICM L - O ENHEL ENT
WV L H S0 (te Booy et al, 1992; Kumaresan et al., 1996; Vanhal et al,
1999; Gloria et al, 2001;), A 70— ADRADOLHELBES TS5 DTV HERDO—
DU, BAREROKEOHIREEDECDIELONS, L Leds, Figure 4-2 &
Figure 4-3 |27k L72 & 912, #EFEOHKEE 100-200 mesh (2H—LTdH, DSC 71ril
BT AWREBMBOHB NS — R ELSELRDIA 7O —-AFKREPFEL, JOBMAR
WRERE O Y — OB, S TET A7 0 - ABEORMBEOHENEL T
VARERELTEZONDIR2OEROMN, O~@®, 231, KGOEE, T#PIZL
HEERET, 7TELVT 7 AOHFEB L URONE LAILERRORE TIIHAT L Z
FI3TERV, ZOZENL, QEOOER, Tabb, FMPAF RS 0 —XOBTEE
AMET LI EEEL TS, HHVIE, FEEEOEVHIEEL TS LEWH) D
DU FEEDREZ SND, & 25D, Figure 4-7TIRL72E B, Pure crystal i
AR THANEL holze ZOMEOEE, BRENIIHFET 2TMMOFETIIHR
BITE v, EE, ERODHL SO (hFM) ZALF—I12X), #RF0RER
BARIDZEPHELHMESNTBY, AN/ A IANHREPEINR TS (FHES,
1992), A7 0 —ALFEL_HEETHHT7 b=, HliZEoT a7 7 b= L 3
S5 FN—ZMEBETAH /X IANVEBEZRITIENHFESIN TS (Otsuka et al,
1991), SOZ e, AZU—ALHIILY, BEEEMOSrORB LRk
DIz IR E CEL LTS 5, 2F D, Pure crystal (213, FIRHERE 40T
/min THIZLL TOBSR E-> THBT 2BENTAFELTB Y, Bk & 5%
HRASHDHGZEERIZL Y, ZOBEPPIBENL D, b LA BRELEEEETD
72, BEMBHIRE CELLTREDH D,
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E6H /NE

AETIE, HRPTHBEEINT WA Z T =250 DSC 5T 2174 o 7248, BARTH
RENTOAEFCHEOE VY I = 20 DSC FHIIB VT, BEY — 7725 2 KE
BEND VG2 fEPRFRETAILEERR L, 8510, REOA O — 2 EHEHKIC
BRR LG, SRR L, FEFITHEOB VR (Pure crystal) @ DSC IREAMARIC
BT, SEOREBY — 7y PBEINDLZ L2 ER L7, 72, Pure crystal ks
e, BRREEAELTACONTRANEL 22 I EFHEL N L o7z, ZOREH
5, A0 —AERZOMEOLHAEBEIIKE LEFHL2BHOI LO—D2L LT, B
HEER OBRBE OBV EZ DN, RIZ, HRORBLEER L L (Pt E
W 57201213, #E SR OF £ % 100-200 mesh [ 2FE—FT A2 L BWIZ E 2L NIT L7,
Pure crystal L HKEND 2 7 0 — 2 (Merck #8) Ophss LU DSC 5HiZ BT HREL
MO Y — U HFKRELELR -T2, ZoOBWEOHEIR, BEPICHFETS
THMB L OKGTOEER, TELVT 7 ADHET A ETEHEATEY, FHRHEED
EWIIHET LI EFARBEENT,
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ErE BREPCAETIVERSI RO -IBEOBENECEAIXE

B1E WS

EA4ECTRLZEII HHEOZ S 2 BOFIZEHMEORE( R DDOPHFREL
DSC S ic BT AMEAMBOTI KEL BHR o T, VI =2 (A7 10— ZFER)
A HLBEEORAR BIZIE, METEEIRESLT Yy IVO My EXTRE) HERY
HEE, BMEOHENUROEIIKRELEELEZHLEELLNL, LED2T, 77
ZaEOMELERICHBETE A HELREL, B Ho7r 7 22 EEZRRETEL
ZENEFE Ly

WEOERHOBEY - - HETRICIE, R o— LSRR (E(LhE, 77
¥, EEAF Y, TI/E, BEBRBIUERELREORA GBIV EEL TS, T
72, FORESLE TARPIZOBA L AMPIPEE I NS 20, BDEERIEIMETD 5054
Mg EFNntws (IUHR, 1966; Wyse, 1971; Clarke, 1993) TEMIZ S 7 Z a2 4
T AR, BT E Y EROFEREINE) 72010, FHE{LERT O
DEERLENKRELELRLEEZOND, &I (1983) IHEELHOES - HeTiEr
R LR, BETRZEALALZ L CHESPEEROBEPER ol L 2 HE
LTWwb, ZOKFOHREHNS, HEEERTOTMPOMEAEILL 722 LI2LD,
FELEN/ 2T a2 BEORB VB L-EERZLN D,

—F, EA4BOBSTHEBY, KDAOBEHEFCTREL2A 70— AFERFOR
HLBRLZoTVBIENRESNTEY, FlZE, 27/ —AHhS5OERKOBRI
169-170CT, =%/ —VKEEL L OMZBOMEIE 184-185TTH 5 L DRI H 5
(Shah et al, 1936; =55, 1949),

RETIE, SRR ETLIWENRBEEINL A7 0 - AFEZOBMEIIGERH%
HE@N, BETHETLZ a%am AR TR o7z, ETRAERRER L LR
TiEGRL, HEROBRIOERTREL, ZORYEERI, RIZ, HEEHIHE
T%%Eﬁﬁﬂén%%mwﬂ%ﬁ (52 AR B, Ay (BERIES 5 VIIHERER)
RRMU7BERPTRA 20— A& AR, DSC OB L UBAHEZ1TR2 ) 2 &2
LAz, S5, BREETAETIBOBKLLCAMliT VIV (XF /=), =
&)=, 1-70,8/ =), 22708 —)b) LREOREEEZA, BEEDPOH
20— AERODSC HMBLUOBMERELIT% ) T Li2& 0, MELEE LR
BIXNDEROBRINE L OBBRERAN, FA4ETHR2E B Y, DSCHTE L UH A
BRI, BROKEBIL UHREENKE(EEL, ROoTELEZERHI LY
BT R BT A 7291213 100-200 mesh 12— NITRV:, KBTI, RELHE
HORE% T T 100-200 mesh IZH—L, DSCHHB L UBERIEETR 272,
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®E28 M
2-1. HEEBE

Ay 00— AESFUAOEE LT, REA 70— (Merck ##, extra pure) &J&
B — 2 o) TE, HAEABERES P STBEW ) 2 AWz BRFEDOKSZ 0.22%,
BICHEL 0.36%, Bifiid 2502 10U, ER(EEEKDTIE 0.26%TH -7,

2-2. FERLOWBBE

BHTABBELTAY )=V (FH 54T A 7HE, 5k, 99.8%L L), =¥/ —
VOERT VI VEERBERT S/ — b, 9% L), 170 =N (FATAT
2y HE D 99.5% L), 2- 70— (FATA T AR, R, 99.5%LL
B 2BW, SNSOEMEKE FEADEIETRELT, A LOBOBE L L7z,
B, /K& LTIE, Millipore Elix 3 (2 & DHEE L 728K ZHEH L 72,

R ERIMEO KRS E BATVEY, ABTHE, SALOBEREALREL
HWTZFOT FHERATHHEIC 100% LB L7z Tz, RABHEOBREIFEN TE
L7

®E3M HE
3-1. BRHEOES

JEFHHE & FESLKIZ AR L C Brix40°l2F8% L, ADVANTEC No.131 {&# TR [8:8 L
728, MR L7z 4 =% =Yy MEEOH T4 (19 mm ¢X 250 mm) (TiEHR,
Bk, BA A+ 223 (Dowex 1X8, C1), B A 4 o Z&ifatitfig (7 > 23— F 1 + IRC-50,
Na*F) %P4 CFEE L, RAEL/FEEFEEE Y 2 mUmin TH 9BV it L7z, HERE
Hixhr 7 LimEE 50CIZIR-> 72,

3-2. B4 LEE2EUCEEPTOR 70— AFERKOFAR

L THRHELZEREAERL L NERROBREERE, e oE2zH_EA 70—
NDEE 2L T0.01-1% M L7288 FIFE R D 5 Figure 2-1 IR L7-BEfMETHY
T, HREOERLEHELOMOBEBEOHRICL VESELBESERIL, fER
52CT 1 BRffT 2\, BREPKES S, 20H%, KELZA 70— A& 2 &E 08
L, &M=+, 100-200 mesh (Z6H%I L 72,
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3-3. M4 DOBHPTO/RORE

—f\HTNIT=N (AF =), TF¥ =), 1-7ar$/ =), 2-70/87—)) &K
EORGEEREHACT, 60CU LB 2R RARLTH AR TSI A 2IZEL,
O—% ) —INFEL—F —(CTREHEEL LSS FEAICZERITTF TN I LIZLY
BREHEER L L7z, SEEMFELE, 20T F—BREEERLRET), A 70— AfE&%
BE Xz, Z0%, EOEEL, BZEREE, 100-200 mesh (ZfF5I L 720

3-4. pEElE

EBA4EDI2LERLEHTITR 272,

3-5. BT

E 42D 33 LRLEETITR 72, DSC 5#H B & U TG-DTA FH OHIBERE T,
TT10C/min T - 72,

B4t BRBIUEE

4-1. B OBHEE L A7 u— AERKOBEYEORBR

FABEATP CRE LR L, FREARL SEOBEGHI THEE L ZROFBERT T
B 7o dE R OB % Figure 5-1 1278 BUEHEE TP TS L 7045 & O UL BRI
(Figure 5-1 D e) T, 190CHHTIZHV 1 ROWEY — 7 HEE S N7z, FAHE
B AR A 4 VBB CiEE LB OBRP CRE L -E & oMM (Figure 51
B d) 12BWTIE, 150-180CHEIC 7 T — FARRE Y — 7 FEES N, FEEERE
B A o o ZSHBR I T L - B OB CHRE L /2R OREME (Figure 5-1 H10 ¢)
CBWTIE, 180-190CHHEIC 70— FRRB Y — 7 PEEI N, —F, FEREEHR
FEERB L OBRTESE L -EOBET TRE L 2EKORSMBE (Figure 5-1 O
aBLUb)I2BVTIE, 192CHHEIC 1 ROREHY — 7 PRE SN UEDZ Ehb,
EEBEICTTA S TN TVATRMY ORI, BETBEOIEFVEELTEY, KED
BERITHEET LI L VBERPORMYOMEAEIL 22 Eild > T, BHED
B bfERTRBINEEZONS, FlT (4 KBl CER L G618t
BRELENLZZEDS, ARINIBEROBYRIIFEBLFATVHORMF &
OYETHAH I EHRBENT, BEETIHIIBNT, BROEEIIA T ¥ ZhE,
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BB OEERR EOMAGOETITRbN TS, F4ETRLIZEBD, TR
752 aEOREIIREL R o TS, ZORERIE, SREETSICL D FEEDN
RhoTh), HELOBOEEFIIHEETIAMYOBECENRELLZOLEERD
N5,

2
=]
[ree]
g
< (a)
E
2 (b)
g
3 (c)

(d) j—'—'/-/\
e) U

120 130 140 150 160 170 180 190

Temperature (C)

Figure 5-1. DSC endothemic curves of the crystals prepared in raw
sugar solution clarified with active carbon (a), bone char (),
cation-exchange resin (c), anion-exchange resin (d).

DSC endothermic curve of the crystal prepared in raw sugar solution

(e).

4-2. BHEHBONF I L DOEE
NaCl, KCl, MgCle 8 X U¥ CaCle % iR L 7 HEF TR L2 A 7 0 — A& O DSC

W B4 & Bl % Figure 5-2 12T, HEXD 72012, BEKICHEA 70— 22 EHL
7 HETE R CIEL L 7o 8, (Pure crystal) OWRZELHIAE & BA D Figure 52 A IXff€ TR
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T NaCl & KCl %L 7z TR L2 2 7 0 — A& OREM#EE, Rt o
NaCl & U KCl DBENE { % 513 EKiEME (150-160CHiE) OWREAY — 7 HVh s
(e, BEME (175CHE) OR|BmE— 7 I3IREL R, BRENZY 7 P L7 (Figure
5-2A,B)o —7, MgCla B XU CaCle % iR L 72 P THRE L 72 A 7 10— AKEHEOR
AT, EIRE (175CHHE) ICRBY — 7 BB S T, KIRE (145-170CHHE)
IZOREEY — 2 AEE & L7z (Figure 52 C, D), Figure 5-3 (IR L7z, MgCle &
R 70— ANERIH LT 1%EM L 78R 5B L 7258 O TG-DTA 5t DFER
M5, 180C L VBRETHEINMHAY -7 IEEX(L2 - TEDT, 7T AL
fLICHET AR — 7 ThHH I LR bholz, Lzh > T, Figure52C,D FDRH]
TRLZEELVBRICHEINRBRY -2, 757 2AMULIHRTEHDTH S,
NaCl #R#EZX 70— Z2DEE 23 LT 1%RML72HER2> SR L 7oH& OB S
180CTELE{, MgCL 2 REX 70— 2ADEEIINF LT 1%HRML7-HER»SHHEL
7 EEROMEIL 147CT, BLE, o7 NaCl BLX U KCl 2 EOEEH THRE LA
70— AFERORSEIL, EN b Pure crystal L V&%), LA2dHEREFO NaCl B &
UKClEENEL 25138 B L ko2 —H, MgCle B L U CaCle & & U HEM H THHE
L7z A7 00— ARESEOMEIX, 1 d Pure crystal £ 9 KA o7z,

DEDZE XY, NatB LU KPR RIERPICHELETH L, ARINZATIT-A
EROBAIE 2D, Mg B L U Caz W RLFERPICHFET 5 LR IN AT T
—ARBEOMEIIER B EEZON D,
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Endothermic heat flow

Endothermic heat flow

A

1% “mp. = 180°C
0.5% mp,=174°y
0.1% mp.=175°C4_A

Pure crystal mp.=166°C

120 130 140 150 160 170 180 190

Temperature (°C)

0.01% l
mp.=162°C

120 130 140 150 160 170 180 190
Tempereture (°C)

Endothermic heat flow

Endothemic heat flow

B

1% mp.=178C
0.5% mp.=176C
0.05% mp.=174C
M

120 130 140 150 160 170 180 190

Temperature (°C)

120 130 140 150 160 170 180 190
Tempereture (°C)

Figure 5-2. DSC endothermic curves of the crystals prepared in sucrose
solution supplemented with NaCl (A), KCI(B), MgCl; (C), CaCl, (D).

a mp.= melting point

b The endothermic peaks at a high temperature beyond arrows are due to

caramerization of sucrose
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Figure 5-3. TG-DTA thermogram of the crystal prepared in sucrose
solution supplemented with 1% MgCls.

4-3. BRFPDOT =F v O¥E

4-212BVT, HRERIIEINLAFT o OBEICLD, AREEN/IZAI7D—-X
ERSOREAKE (R > TWZOT, 7=4» (HCOs, HPOs, SO2) DEEIZD
WTHEEE S 5 72012 K2COs, KsPO4 B & (N KeSOs 2 I L /MR TR 7 1 — A5 &
FEL L, DSC W &47% o7z (Figure 5-4), Bis % HlE L7-#EH b Figure 5-4 HIIR
T KeCOs BL U KsPOs # A 70— AEEIIF LT O01%EUHEEPTRHELLA ST
— Z4EE D DSC I BV T, #ERILHERF O KHEE X, Figure 5-2 TRL7ZZKCl %
1% FEMU-BERH L) ENDIZL 22 5T, 190CHITIC 1 RO REHY — 778
BEsh, BEIZFNFN187TCTE 180CTH o7z, KeCOs BL UV KsPOs T A7 T — R
BRI LTOI%EUERO pHIZ, £H53 94 Tho7z, KeCOs DEREBEERL,
pKai=6.37, pKa:=10.25 TH 1), KsPOs ODBEREEEL, pKai=2.12, pKa=7.21,
pKas=12.32 TH 5 (FES, 1991) OT, KCOs % ELHERH TIE, FIZHCOsHHF
L, KsPOs 2 &THERTTIX, £ HPORLDBHFHETHEEZOLNL, LA > T,
HCOs 3 & U HPO2 A& AL IZHEAT 2 &, AMENDL A7 0 — ZFEGORAN
Bl hbEEZOLND, B, KCOs % A7 0 —AEEIIXTL T 0.01%5500 L 724
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THBL A7 T — AEEKDODSCHITIZE VT 190CTHHLIC 1 ROFEVIRE Y — 7 °
HE AN, AL 184CTH »72728, HCOs1d HPO2 IZHART, L VBEZED LW
BALEEZ HNS, —F, KeSOs ZETHERFH OB/ A Y 10— AfE&HED DSC 77
FrizBuvCid, (KIEE (150-160CHE) 1227202 MEA Y — F BEE SN, S027)°
FOEABIEREHEOOMIAHTH S,

0.01% KzSO4 & mp:1680C

0.1% KzSO4 mp.=173°C

0.01% K;PO, mp.=175C

Endothermic heat flow

0.1% K;PO, mp.=180C

0.01% KzCO3 mp.=184°C

0.1% K,CO; mp.=187°C J k

L ! |

120 130 140 150 160 170 180 190

Temperature (C)

Figure 5-4. DSC endothermic curves of the crystals
prepared in sucrose solution supplemented with K2COs,
KsPOy, or KaSOs.

a mp. = melting point
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LLEO#ERD S, H&LOBOREREHIC HCOs® HPOZNHET UL, BAOKH
A7 0= AREBHEBEND S EATREE NIz, LA LEAD, KaCOs 55U KsPOs
FAs0—ABEISF LT OI%RMLERO pH 3 EH 54 9.4 TH o7z MEAILHE
WO pH 7, ARENL A/ 0— AEROMEIFEBEFLTRE I L EI LN,
FIT, #EALERO pH ORBE AL 012, BlFOFY & LT KOH % 0.1%
RINL 72860 (pH10.5) FCHBIL72 X 7 0 — A58 & KoCOs % 0.1% M L 72f%, &
BEZL ) pH % 6.0 ICHELAERH THAR LAY 0—AFEHKIZOWT, DSCHHTE
7% o7: (Figure 5-5)o KOH % 0.1% 730N L 7-#i (pH10.5) TR LA 71—
A& D DSC A BT, o KR, Figure 52 TR L7 KCl % 1%
MU L) B EOOIZL 22 b 5T, 190CHITICHVIREAY — 7 BB SR,
MAb 180CL BN o7, SO ENS, HETO OHTHAEZRKOLAREE ST
BIENERZLND, —F, KeCOs % 0.1%RMN L 727%, IEERIZL Y pH & 6.0 ISRHEL
FRER TR L 2R 7 0 — AFEHO DSCHIZB N TH, 190CHHEI SV IRE Y —
yBESN, ML 183CEED o7, MALERD pH 27 6.0 THLHIZd b5
FRENEDP 0722 D5, HEERTFICHEET S5 HCOsHHFEL THHLEERI LN
oo LEAST, A2 U—AREOBAOMENEL TV HEAE, HRLENRO pH
DHATEHBTS LA TET, MBMBEHEIND A+ OBBALENPELT
WL EZZLNS
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0.1% KOH ® mp.=180°C \.

Endothermic heat flow

0.1% K,CO;, " pH6.0 mp.=183°C k

120 130 140 150 160 170 180 190

Temperature (C)

Figure 5-5. DSC endothermic curves of the crystals prepared
in sucrose solution supplemented with KOH or K2COs.

a mp. = melting point

b This pH was adjusted to 6.0 by adding HCI

4-4, BHPOEBRBROEE

T OEBERIC OV TIIRE RGN H 1, FAERE, BE, LR EICFR,
Helg, SLEE, 7V O—VEE, o vBE, STUEE, vOUEE, VY IRR, Ta=v MR
BXUOanyBgeEPBRE SR, EEEINTVS (FED, 1984), 5 OFEEN
BRSBTS L X, ARSKIEROBINEIISZ 2 W B RET L0, 7Y
- VEE, BEEEB X UELEBEOF MU Y LIEE FNFIEIML 7R TR L RS
DWW, DSC S %477% 72 (Figure 5°6), BEFET M) D A B LU MY V4%
FMU 7R CHEL L 722 7 0 — 2RO DSC A2 BV Tk, ZRENOHERT O
Na+i#F£ 12 Figure 5-2 T/R L7, NaCl & 1%L 7BEF L 0 ENIZI 22D LT,
190CHHEIC 1 RO VBB — 7 PHEINL, TOZL L), A7 00— ADRAI
KREG B2 52 26BBEPTETAIEPHALIP LT,
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0.1% sodium glycolate ® mp.=179°C

3
=]
& —
-
©
[}
=
.2
é 0.1% sodium acetate mp.=180°C
= L.
St
o]
s
b=t
=
0.1% sodium lactate mp.=183°C L

120 130 140 150 160 170 180 190

Temperature (‘C)

Figure 5-6. DSC endothermic curves of the crystals prepared in
sucrose solution supplemented with sodium glycolate, sodium
acetate, or sodium lactate.

a mp. = melting point

4175 443 TRLTEZ LI, FRILOBITHERPIZFET 5 MY OEEe
ENBELLLE, KELBYBORLIA 7O - AEEVFAE SN, Eggleston 5
(1996a) & Richards (1986, 1988) %, /KiE#HIZ Mgt $ 7213 Ca*SHFRET S &,
KEBRPTHOAY O —AGFORSHELE L REL, ZOMREIZ Mgz D H 5 <,
T/, REEF MUY LAREEEEF b Y ADKBEFIIHFET AL, KEBFTHOAI D
— ABFOBRTBIPHESNL I EEFRE L TD, /2, T UEOKEERT T
2 70— AFFREETHTEIRI DIV, ThHOWmER, AFRIZBNT, Mg
F 7243 CaHEAET HHER T CTHE L RO ANMEL, HCOs REERRT M) 7 A%
BETAEEP TR LESHSHVIE KOH MLz 7V h ) HEOBERF THREL
IREROBENBVEVIBRETFENEV, Tbb, HEMIZIYATN Mg
F 7213 Caxd’, BREBR T AA 70— AGFORGHERET S 2 LI2L ) RAPK
(el ERBMICIY AT N HCOy, BelEF M) 7 4B XU OH A, HEcERT 5
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2y D= AGFORFREEZEEL, BEFE Ro/eERDLIENTES, LMLE
A5, NatF7:13 KT 2KBHRFICEETAE A2, KBEBOR 70— A5F DS
RAMEE SN B LHE (Eggleston et al, 1996a) SN TW5DT, NatF72id KT
TETAERPCHABL A7 0 - ZERZOMAIIR 2D EERONH, KIFREILE
W, NatF 723 K PEET AP TR LA 7 0 — A& O F13 Pure crystal
DREINIE P o720 TOIENL, ERFMPOKERFTDORA I 0 — DGR
33 BEEER A, BAFDIFE RN AFNZBIH@C L v ) 2 LT TR,
BEOELAFHBETEL, LA T, NatF A KA 70— A& ICHD AT
FEICE, KBTFTOA S O — ADRSRITET HAEER & 3R LD A =X 4
PECT VB TEEMD D 575, A7 T —AHFERILT 5 BIHERFICHFES 5 FEO A
F U, Ay O—AEGOTEER MO »rOBEY B2, #HEEEDORL LREITRAE
AN, BENRL TV AIREEDEZLLON S,

4-5. —fli7 VT — )V EKOREEH P TRARL R OBRME

BEKICREDOA /O —AZER LIRSS, FRABT7 I AINTEETHRA IS
HLAHOMBL2/ESE, BEESEAICLAAEECRELFERIIONTO DSC
W #ii# % Figure 57 127" F AR T 5 22N THEREEL 2L RHE L & DK
BRRTAI, BB X DIAE LR R OWREH L K5 &, 150-160CHHEDREL Y
— ORIV LELLY, £FMICRZLIEIRALETH), MEOBIBITIFLT
Hotze SO END, FAMT I A ANTOHRORELE L AL TORROREE
LoOBEDE: (BE, B, BHME, RiPEEL L) 3, ARINLIA 70—
SOBMSIZKE 27 g%%sz&wt%x%nao
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Figure 5-7. Endothermic curves of the crystals prepared in
aqueous solution of reagent sucrose by the two methods

A: Prepared by the boiling method

B: Prepared in rotated flask by cooling

2 mp. = melting point

AF I —=NEKBEIULY )=V EKOBAEEF CHRE L 7R OR S & B MR
% Figure 5-8 3 & UF Figure 5-9 127" T A ¥/ — )V EKDREGEEF THRHE L HHD
B, AY ) —VBEN 60%UT T, BEFEL RS IIONTHEAIELRY, 60%
Ay )= VKBRPCTRAML EROBS (1600) PRIES, FRDEDOXY /-
BETIE, A7/ —VEBEFEL AIZONTRAIIE D, 100% A5/ —VHETH
B EROBEIIRDE V176 C L ko7 MAMMBDL, ZOMBEOEIZHLLTE
D, 60% A%/ — LAKBRS TR 7245 TE, KEE (150CHIE) OREY — 2797
K&, 100% A% 2 — VR THELGERTIE, KEM (150CHHE) OREE -1
ZIZBE SN Y, BEA (180CTHHE) OWEAY — 7 HBPRE 2o T8 /=)
YKORSHEEFCHE L EROMED, 25/ - VEKDOREEBEPTOSRGLHE
MAOELETL, 40% Ly / —VKEGRT THEL-FERORBEN 160CERLE R
D, 100% Ly / —VHTRELEROBES1TTCHHE TR OB, REMBRD 2D
B AEOT(LIZHE LTz, F72, Figure 5-10 IR T &8, 1-7228/ — L eKB X
O 2708/ — VEKDBEBEDCTHE L /EROBS L REAMEL, FEOBREY
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¥t

2B EIZE ) RELEIL,

100% *mp.=176°C
90% mp.=168°C
80% mp.=169°C
70% mp,=162°(J\/\_

60% mp.=160°C

Endothermic heat flow

30% mp.=163C

20% mp.=166°C

10% mp.=165C

120 130 140 150 160 170 180 190
Temperature (C)

Figure 5-8. DSC endothermic curves and melting points of the
crystals prepared in various concentrations of aqueous
methanol

Percentages in the graph are concentration of methanol.

2 mp.= melting point
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100% “*mp.=177C

90% mp.=175C

80% mp.=169°C

70% mp.=168C

60% mp.=165T

Endothermic heat flow

50% mp.=162C
40% mp.=160C

30% mp.=165°C/\/\‘\\__—
20% mp.=166°C M

10% mp.=164C

120 130 140 150 160 170 180 190

Temperature (C)

Figure 5-9. DSC endothermic curves and melting points of the
crystals prepared in various concentrations of aqueous ethanol
Percentages in the graph are concentration of ethanol.

2 mp. = melting point
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100% 2-propanol “mp.=181°C \

40% 2-propanol
mp.=162C

20% 2-propanol
mp.=166C

100% 1-propancl mp.=180°C ‘4/
20% 1-propanol
mp.=165C

Endothermic heat flow

120 130 140 150 160 170 180 190

Temperature ('C)

Figure 5-10. DSC endothermic curves and melting points of the crystals
prepared in various concentrations of aqueous 1- or 2-propanol

a mp. = melting point

BEOBELRLTURO DI HFEENH L, FIT, A5/ —LVEKDREE
eIy ) — N EKOREGEE,SHABINAA 2 T - AFRIIOVT, FNLHOKE
MOBEREOHLFER L AUINFEROBAL ORRLANI EROLFERILE
WOMBERLBE, BEICL-TELY, I, #HRIGEBEMAERLERI THAL 2N
SHEL 72720, HRLEEI—ETIERV, 22T, EENTEHS, ThHDT
VA= VKBRS OREL72A 7 O — AERKORE L 20CIZBT 57V I3 — VKER
DOWHFER L OMR% Figure 5-11 1R T, 7272 L, HFERITBRE 10%(w/w) {2 T3
HOXWE (BAR{LES, 1993) 2 MiEL THE/ZMETH S, Figure 5-11 £ 9, HHFE
AT 50-60 FHIED A ¥/ — VKBTI (70-50%(viv) (ZHY) HBHVIELY J — VKGR
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(55-40%(v/v) I2HH4) HOREL A7 - AEROBEAPBMELZ Lo Twb, £
72, 100%EED 1l7 VI =)V (1-70s8) —)b, 2-70/8/) =, A% /) —=VBLV
%7 —L) oI APORTML A 70— ABREOBE L BEEOIFEROMKRE
F7- (Table5-1), 72751, HFEFRIZ 25CIz BT 2ET, 0k (HFRLFS, 1993)
S VBIH L7, Table 51 £ 0, WFEBROPS VEEPOSRELAZA I T AFEHIETLE
FOBMBERBEL GoTwAI Edbhb, U2 end, —fli7La—LEKDRE
BEPTHEHE L BRSO S S L USRI, 7»:~»@E@ o7, BHROK
FERODEIIHIEL TET 2 I EWRBENT, 2O EMhE, @ARENIZAIT
— AFEROBENERLBERED, A0 — ARERMNITHEIIRD A ihfwéﬁﬁ(*
BFHANIEITNI—NGTF) OFBTHLLITEZIZ OV, 1R, A7 0—-A0F
ﬁ%m%¢%%~,X7U—Xﬁ%®n/$x—ya/%ﬂﬁmﬁﬁ<@ﬁﬂ®ﬁ%)
PBEL-TWAEZDIL, ARINIEREOBEEIIREL, BEOELLIBEEVRAEIN
7oA REMEATRIR E 72,

180
L o O Aqueous methanol
- ] ® : Aqueous ethanol

< 170 |
o
3= [ o .O o
o ° 0
g i g &
e o)
) ce o
= 160 | o %

150 L L L L L L

20 30 40 50 60 70 80 90

Relative dielectric constant

Figure 5-11. Relationship between relative dielecrtic constant of
aqueous methanol or ethanol and melting point of sucrose crystals

prepared in the aqueous alcohols
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Table 5-1. Relationship between melting point of sucrose crystals prepared in water

or monohydric alcohols and relative dielectric constant of their solvents.

Melting point of

Solvent Relative dielectric constant 2
sucrose crystal (C)

Purified water 167 78.30

Methanol 176 32.63

Ethanol 177 24.55

1-Propanol 180 20.33

2-Propanol 181 19.92

a Relative dielectric constants were quoted from a literature.

HoH ANE

RETIE, KBERIZEZRMLEEFH L IE—M7 VI -V EKORBREEHEFT
A O—AKESERBETLILICED, BREOBYEEIRECEMLL, 20CLLEL O/
HOMBAFELDZ EEFBLMNI LA, #ERIFERIC KCl 3L U NaCl 2307 5 &,
BEOBVESSTE SN, MgCl B XU CaCl: #HMT % L BEOKVEEISTHE S
Ni=o F72, REH Y A, LEEF MY YL, BEEES M) U A RERCERISEMT N
i, BEOBVERPREIN, 512, ERELERD pH X744 ) HEThHNITH
HOBWRERSRBIWLLEZ DN, —lT7 VIV EKOREHTRZEZRE
BEPTREEZAETLILICLD, MAZBEOA 70— AFEVRAEINT,

% 4% T3, Purecrystal L H{END A 70— (Merck ft3) OEYIEDHEEDEH
WZOWTHRN, EREEDEVEEEL TVWALIEIRBINT, REIZBWT, 4
IR E R R UER IR L 2L ISR SN 2R OBYEPIRE S RE 1205, £
DOFERDFERBEOE L B0, RPN AT NIAHPDA 71— ADES
BARES A ENEELTVI2OPITRHATH S, FHEPICEY AT NITHY S
RO EZ AEBIIOWTHERTAZOIE, BHERICPVRAINAFA LD
B, T2+ 0B ERICHEL, BELTHYELOEEFS LN RARLLENDH
Bo =7 NIV EKDEBEAEEF CHREL HROMIT, TV VOEHIZL
5%, BEOHFERDECIIHE L TELT 2 I EATRBENTTO, HENIIHE
WCERDATHTO AR kBB WET LV I— VST OFETHL LIIFEZI2 L,

72



BEMOKESAR I N LFEEOBEICKBL, BMEORLRLHE&IARS TR
BEZ LNz,

BEORLELAVO—AREEFERE LT, FEhETH EEMOERSERRIA
LLT, A0E—HoTENL BIZIERI YLy ORERE LTHANE, HEad
BICKEGEEBRRIZTIENEZONL 2D, BAXERMICHIEL, BB CL
BEOAZ O — AERAFAUTELIENET L, KEOHERD L, HEDEZHMH
LT ORI EERMT 55, HE5VIEEYLRELO—M 7V T — )V EKROREER
HCRSEARUT ALY, AU AKROMELHIEH T LI EAPTETH S Z
ENbhroTlz,
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Eeod BMAORLDIXI7O— XGRDMERN
w1H WS

% 4 & CTiR<72 L 912, Purecrystal LREDA 7 T —X (Merck #H5) OBYHED
B, BRFICHEETAIAMMB L VKGTOEER, TEVI 7T APFRETSHILT
BHBETE Lol 77, BE5ETHENAL I, A7 0—REROBYE IR
BRI EETAWEICEELZIITRESERL, K- T - VRGHEEST THRE
L7 B osEE, KETLI—VOREHEEZSZEICEYRECELL, &
NEDI END, HEEEDENA, BEOHELFIESEI LTV AREEITRIES
n7z,

A 70— AFERIZOWT, B XBEFD 2 ISR ETEELIC L D EESET S
THY, HERATEME PLICBTAILPAREEN TS (Brown et al, 1973;
Hanson ef al., 1973; Kumaresan et al,1997), &£ 2575, BEORR DR 7 10— AfEd
REF L LT BEEOREM R LB AT o TV AHEIXEY,

A2 0= AFFOFOBOVARE (2R A—-Tay) R5THE, 7FADOKERE
HGYEEDBECEBH O NIT 57201213, FFOLFEEDECICHBLEELRL, &
BREREL NVOBERFBONIEHFIHRELRACTENT LI EPENTH S, IR
Bk, STFORHEBIIESSHRETHY), ZORITHNAGHRERLT VT
SiENEITND (BES, 1992), 77y oHETIE, 5FHEB LT FADOKERES
2B 2 R LIRSS H®R T 535 FATEIZ 200 em1 % 5 600 cm™ D EHEHFEBIZHN
2 (RIS, 1992 ; (&5, 1988), I OEEHBEBOMRITIZIE, FRITHETHEA S
N DM BEORE DKV 20, FAATHEICHRT TV FREOFVEFTH L. T 72,
A 70— A ZREENB DT, FASTEETEIKRGFITET 5720, A70—-2
BHOR 70— ZA5FEB L UFFHOKEESIETHEREBL I LINETH S,
—%, ST USKETIIKSFHEANRY MICEZD2EBP 2D, R0 — A
BOBERIFICELTWL EEZOND, T/ REORTHIFIC, BT v oK
EiE, BOEESERE (~1,m) THRABOSFHEE, &R, BERICEYT 55125 T
&%,

RENDEHWIE, MEORLLIEROEEIIENEDINEIPERARDLILTH D,
22T, BHORL ZSREORKS (B 4ETHES N/ Pure crystal, %5 ETHESL
N7z, KeCOs % 0.1% 7N L7l CHRE L 7858, KCl & 1%3mL 728 TH
B AR LTHCT, EES XHEBERTELEHT v v oREIC L 0
EHEEIEVDYH LN E ) TR,
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w2 Me

% 3&THE SN, Purecrystal (100-200 mesh TOREMS 166°C) &, F4ETHEDS
N7z, KeCOs % 0.1% ML 7R THRE L 72458 (KETIZLLT Crystal 1 LIT-5,
100-200 mesh TORIA 187C) BLUKCl % 1% MU 7R P CRE L oM (K
B TIZLLT Crystal 2 I3, 100-200 mesh TOR@E 178°C) & A7z,

®E3W HBE

3-1. B X MsEmAT

HaE X WETEE (Rigaku RAXIS-RAPID) % w72, X#EIZE, CuK o ( A=
1.54178 A) R\ 7z, SIE, FELAHF L ¥y —IKEL 72,

3-2. BT~ ek

T2 Ay PLVOBEIEIZIE, BT~ v A5 4 Kaiser Optical Systems #H# 0
Holo Probe 532 %, FHEYCIZIZH S 6 mW, FiEHEE 532 nm @ Nd'YAG L —#— Dt
¥ % F\>72, Holo Probe 532 1%, HAMELXBIET A EETH D, THEEIE5em1 TH
5. PAMSEIZ OLYMPUS BX60 % HVy, 1000l » X2 @R L7z, A7 bV
200 cm'! 25 2400 em! E TRIE L 726

3-3. RET < villE

Figure 6-1 {2, AR T Lo 72RET < VHIEORBE 2K L /2R % 7R3,
10 mesh DL LRI L, BAFREI-TREE:2ZFA 272V —F— KL L T,
B ER UREEEZ2H > TV AEELEZ T2 EX L THRETAHIEZIT R o720 L —
F—ORAEEFERZOAEEEZ AT LT, FHRPOR 70— A5 FOEMERIERE
ELANLVTELNLD, BMEOREOLICOERTF— V4 EBE, #5% 15°70
R X728 EDARY MVEEEILDZRVE - ZRTHBE T E (Noda, 1993)
WZE VB L7z, %8, Figure 6-1 1R L7z B, A70— AR, ROULVEHE
TRLTEWZLELZEPOLRA2EBERARTHY, LORVHZREAEISHTICE
b e L7,
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Incident light Scattered light

Sucrose crystal <:>

Rotating stage

Figure 6-1. Schematic diagram of polarized Raman scattering measurement

Bafli KRBIUER

4-1. BRES X Sl G

MAOKREL BRD REEOMSE (Pure crystal & Crystal 1) O FERB L O/
% Table 6-1 (Znd (RTEZEIITESR), ELLO/BOZEREDL P21 TH-o 1,
BFERIZOTHREVERONER, ZOZEPEEDOLTPRBEVICEEL TS
DPEALMTT HITIE, FMRBITBLETHD, LrLARND, B X REdn
PFreid, AREFOEBELEZIIIBNTEHZ LI TERVOT, X7 u—AfEReE
YD R0 —AFHB LG FHOKBREAHEXOBNEZHL MNITH0IXRET
HBEEZLND,
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Table 6-1. Lattice parameters and space group of the two sucrose crystals

Pure crystal Crystal 12
Lattice parameters a=7.761(1) A a=7.725(2) A
b=8.668(1) A b=8.690(2) A
¢=10.809(1) A c=10.831(3) A
3=103.200(5)° 3=102.753(7)°
V=708.0(2) A3 V=709.2(3) A3
Space group P2; P2

a Sucrose crystal prepared in aqueous solution supplemented with K2CO3

4-2. BT < VORI & A R O

41, DHEER X BHEERTOBED 13, BEORL 2 R 70— AR OHEEIE
WAB DL EI DAL T D ENTEL Dol FIT, FFOMEHEEDEN
CHELBEE T L, SACEREL OV OEESEONAERT < AREILY,
WEREEOMEN D B0 E D MR,

Pure crystal ¥ Crystal 1%, ZNEN R/ 7S THEST TN L THRZHERIZOW
T, 97 AT PV EBIELERERET S LIZIZRLLTH o2 (Figure 6-2), =
DEht, HEABBELTWAR I O—AGFOI R A—Y 3 Y ZEZRLTHE
CERBEME ot DD, HEBEECENL 7 KeCOs iE, 221 AFRET
BLTWBRAIO—ABFOIyFA—Ta r#ELEE53E0KRE LEEELLE
TEELZER NI Loz,
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Figure 6-2. Raman spectram in powder of sucrose crystal

- Sucrose crystal prepared in aqueous solution
supplemented with 0.1% K,CO,. (Crystal 1)

- Sucrose crystal prepared in aqueous solution of reagent
sucrose. (Pure crystal)

Pure crystal & Crystal 1 @ 100-200 mesh OFEGE OB R Z BT 5 & 21°CH DRbA
DHEENELDZDIE, BRFPORI o —RH5FORy X ZREOENVCERALTWD
AIREMER DD, £Z T, NyF U7 ORBFREBEFLEZRE /S (10 mesh P L) 2o
WTRIE T <V BIE 1T/ o 72, Figure 6-3 12, 0°, 30°, 60°% X Tr 90°72i)#E & % E
BRIV ED, TRNENOAEIIBITSET v AT MV ERT, T BELOWBET
EEDOHMTRIND (BIFD, 1992) 728, Sl 1 A0 —27 B4 T 851em !t DO
— 7 BENFCIZRD L5 L THB LT, Pure crystal & Crystal 1icB4+ 255~
ART PVIZRITHE—7 OBREELORTICHBERZEVRRD bhihofz,
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Figure 6-3. Change of Raman spectram of sucrose crystal at rotating angle (0, 30,
60 and 90 degrees)
A: Sucrose crystal prepared in aqueous solution supplemented with 0.1%
K>COs. (Crystal 1)
B: Sucrose crystal prepared in aqueous solution of reagent sucrose.

(Pure crystal)

Crystal l DT < AT FADE—7 OF T, gz EE ISR kX RIMEL(L
ZRLIEE—7 5A (743 cm, 926 cm'l, 944 cml, 1211 cm?, 1325 cm™1) {ZOW T,
v— 7 RELZREAEICR LT 2y b Lz (Figure 6-4), Figure 6-4 iZ 7R L7 & 91T,
ETOE—7 2 180° L RICKHFRRBEL{ERL, FC—IRAEOBMEELER LT,
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Degree
Figure 6-4. Change in Raman scattering intensities while rotating sucrose
crystal for each 15 degree
The crystal was prepared in aqueous solution supplemented with 0.1% K.COs.

(Crystal 1)
— 743 cm! —926cm! —944 cm?! 1211 cm!? =—1325cm’!

Figure 6-4 {Z/R L7238 EELORT, REOBKEB/NERLZAEOENE, HHFT
BBREENESISVOEMNEEBLZ L > TWEINERBLTWS, £ C, Pure crystal &
Crystal 1 DT <= AT MAOBREELITENEH D0 E 5 hER BT D20, —#K
{EZ®cHBm EE AW (Figure 6-5), BlERAEIZ L > CTRIUMERLET 354
1258 < Bl 5 Synchronous &, R L TE/L LRWEAIZT < B D Asynchronous iZ
DWTR LTz, Crystal 1 @7 <2 AT MUVEILOBREELOMHEE] (Figure 6-5A) T
%, RO EZE - LT Synchronous Titx#, Asynchronous Ti¥, KXzl
TWe, ZOZ LT, HRTHDID, RAET v EROEEGAEICNTIH T X
7 MNVOBEERD, 2FL L T2FALTHY, BREFORI a—A3TORER
EOHMBEBIEVHGEN. L EZR LTS, —F, Pure crystal D7~ A7 hL

(ftdh) & Crystall D7 <> A7 ML (Kidh) OMEZE(LOEE (Figure 6-5B) T
X, IO DFRER 2 E LT Synchronous ITIFIERFRE 2 D BEVRIZ- X ) & R 2RV,
Asynchronous T & MR AFRMED 72 <, Pure crystal ® 5~ A7 bt

80



Crystal 1 DT < > A7 b VOBEEALOE N %5 KB L Tz, FZ, KEFELS
M9 2k UIIEE # 4 200600 el DERICKE RENHH Z L5, Pure crystal

L Crystal 1 2B A A T —AGTHB B VIEHTTFHOKEGERRICENDHDHZ
ENRIEE NIz,
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Figure 6-5. Generalized two-dimensional correlation Raman spectroscopy
(a): Raman spectrum of crystal prepared in aqueous solution supplemented
with 0.1% K2COs. (Crystal 1)
(b): Raman spectrum of crystal prepared in aqueous solution of reagent sucrose.
(Pure crystal)
A: Synchronous (left) and asynchronous (right) spectra between (a) and (a).

B: Synchronous (left) and asynchronous (right) spectra between (a) and (b).
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Crystal 1 & Crystal 2 (22T b BARIC—# L ZRIEABESHEIC L D HREEDE
V%2 #~7: (Figure 6-6), Asynchronous Tl&, #&O DR %8l & LT 200-600 cm™! D
EEICFOT I E C, KEHEARARICENHL ZEPTBEINTZ, L2 LRDD,
Figure 6-5B |27k L7z, Crystal 1 & Pure crystal ® Asynchronous |25 & 5= A
Y7 PV OBEENDBADNES T EPRDIDE, ZDOZ LML, Crystal 1 & Pure
crystal & OFEEEEDEVDFAS, Crystal 1 & Crystal 2 &£ ORFERHEEDENLD D
KENCENTREENT B 24T - 2= BEOKL RO S, Crystal 1 PO E <,
Pure crystal " b KV, EABEDBVOKRE S EFEDECORE SHHIL T
APEPEELIITHILIELIBFAPLETH b,

DEDXHIZ, 57 Ay FVOBELRLE: —#kftZRITTHE T IEEIC L ) BT
HILZEY, BYMORLDL A 0 ZERKOEENREL > TEY, ZOECIKE
HEERICH B T LATRE I NIz, KRFEHAFRIIECDHNE, BAIIRE(EDD
3B AV O —AEROBEOMHED, A7 O0—A5FHdHDVIETTFHAOKESEGHK
ROBOIZHRL TV LIRSS 5.
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Figure 6-6. Generalized two-dimensional correlation Raman spectroscopy
(a): Raman spectrum of crystal prepared in aqueous solution supplemented

with 0.1% K;COs. (Crystal 1)

(b): Raman spectrum of crystal prepared in aqueous solution supplemented
with 1% KCl. (Crystal 2)

BoM /ME

HE@ XBRIZIVFTT5 L, BWHEEIRL > TOWTHEBBIIFA L TH Y, EaE
BIZRERBWIIRO DR o7, LMLARNL, BEEZEEREIEEOT < X
N7 MUVCELT, =L ZRTHBESHEEZRAWDZ LT, B R2Z A7 n—
AFEROBEIZBVRHDZEPALNERY, ZOBE VIR n—23FRH BV
FFADKBREERRNICH D Z LRI, ARBEFERCEVRHIIE, BRIX
RESEDY 5D, Lo T, BRDFETHRH LR 0 —REROKREEHER
KEWEHY, ZORVPHMAE IUCRBAHROMELZSIEEZ LTWATESELD 5,

84



#rE

BT, HELHYERSE L TRARICHETA:012, RELFITT, FRY
EREBEEORIE Y, A0 —AROBERTOZ 20T - II2WTHEEZITE -
7o THEHEBIEEORETIE, BTOEBETRTEL TV IMELZHRTLLLD
CEEOEVBIEY B L 2EMNE LTS, COBKRT, BL328ETHREIN
HEOBASRELLIEARBLAZ LR Eo0TICLT, IRIIMEORLHFEK
ORBIZEEL, HL BRI CTHRE LA 0 -GG IZOoOWTHYH RN,
BEORLZBLA 70— AEEOEEBN 21T 5 072 L EO 2 & 2 BENIIHEZ T2V,
ROBBEE/DLZENTE,

FEROH L WAL LTODSIZEB L7z, ODS 13, 14 »23ffig I TR
AHETARENEL, SHEY I VMRNIIBETELIEPHLN LR, £
12z T, ODS 28 50% L%/ —NMIZEVBEETED I EER L, BERED,HEY
WCED Y )= VERRNTAEIEICLY), ZF /- VEBRRATAIENTE, BER
WAV HELTAIENTE S, ODS 31 F ik~ lTthdr L, ¥/ —
NOEZIZADBAILETHLZEDHEE LTETFONEN, TS OME L FRT
A, BETRICBIZ2BEOREBICHEATETH L LEZ LN,

BETREOMPERKIZBWT, BiliE ODS THETHZ LIZLD, R 72 /-0
REUNT B 2 EBTE, K) T2/ —AVHBERELZo TWAEBRRLEMRAZLDT
XL VBB TRZEL 2, HET2 &R 008%, RyLEaL72&8% T ODS 124X
DIEBT A LT, BEOECERER) 72/ — Ve FRFRENT A I LA TEL,
BONTEEDS, BEOBNAZ D —AEREOEINT LI LN TEZ, TORETRE
T, BIEMELT, KUV 72/ —VERMOBVEEELZBLIZLNTESL, LED
912, HEISOITEAEY THIMMELEET L, BREOHLE LI, MEDCS
WEIEY R AET L EAMRLFTHEEREREERLRET LA LD TE,

FRoFHEBEECE SN —FE, RO I BB I UVERBORSIE, 1
FNRRoT W, 372, A7 —AREROBEOEIL, XHMICLYKRECERLZ> T
3o CORMEOMHELRBETS720, DSCEAVTHERD /I = 2B L W EMERER
e L7455 (Pure crystal) OB Z FEMICTN/, HREPTHEEN T2
75 = afED DSC O EIT R o 72ER, BATHREN TV IHEDOB VT 7 = 2D
DSCHHFIZBWT, R — 7 B2 RBEEINL VI o EPFRET A E2RA L
%512, Pure crystal ® DSC BZHMMIZB VT, 3ROREAE -/ PEEINDLI L%
%R 1L7s —7%, Pure crystal ZHfrd 5 &, HHRHERTHIIONTREIES
hBIERBH L, COBESEMS, AZU— A EROMEOTEEHEEICKE RIENT
HHBHO—DL LT, BAAENONHREDEVHTELLONT, ZOHEZEHIIF
LHE L, #E0KE% 100-200 mesh IZH—3 5 2L T, AREORZLAI O —
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2FEZED DSC FH#ERZ B TE LI L EZHL 2T L7z, Pure crystal ERAED A/ 1
— A (Merck #%) Ot LU DSC F5ATIC BT 2RBEMBOHIL/ Y — P HREL
Bho T, ZosiolElR, &P IHFET A2 THYE L UKTOZER,
TELVT 7 ADVFET LI ETRERATET, FHREEDEVICHRT 2 I EPRKES
nzz,
MEDRLDLAIOD— AFERZEFE LT, £, EEMOBERESCRKRIEA & LT,
HOLCIITEHGOERE LTCHYNE, BROBIIKELZEBERIZTIENERZS
Nb0, BaZEEL, BMCELAREORA /0 — ARG ERAETEL 2 LAWESL
Lwi, 22T, BALEHTTCRAZO—ABRELREL, BEPIIHETLIWEI R
ENBHEGOBYEIEZ 2B LR KERIZEZ RN ETT S 5\ Id—1
TNI—= )V EKDBEBREFTAI O - AfRFER/ERETLHILILD, HRHOBDIEIR
KELELRL, 20CULELOBEOHENELDEZEFHLNE o7, KCl BLT
NaCl %&SLBERRISRMT 5 &, BEOBVERIABIN, MgCl: B L U CaCle
REGIERFISAMT 2 LS ORVGERSRE I N, $72, KoCOs, FLERF MY
v LB EOEEREF M) v A RERERPICENT 2 L, BEOBVEERARE I,
—HTN =N EROBERFELEZ CREBEEPTHETRART LI EILD, KA
RBEDA Y O — AFERPRBINTZ, LA o> T, BEOEZFERLAOMERIER
BT 5D, HAVEBEULRBELO—MET7 IV a2— LV EKDBREGEEP THEETRET
HIEIZED, A7 0 —-AFEROBALHIET L EPTERTH S,

kD& 512, Pure crystal LRED A7 10— X (Merck 3 #) OBYEDHED,
HEFCHEETATEMB L UKGOLER, TEVT 7 ADFET 5T ETIEIFHAET
Ehhotz, Fhz, A2 U—ABEOBYESHRERET CEFETIVEIIREEX
iz 72, —MlT7AI— NV EROBEBEFTHRE L ERKOBDIEIX, KT a
—VOREWAEEZHZLICEINER L, ChoDZ ehd, FHRIEEDECIEY
HOMEFFISEI L TR MREESRBE N, 22T, BYEOERLLIA 70 —-X
EROREERIT 51T e o7 BRERXBICI VBN T AL, BMHEIRL > TV THZE
BMBEFALTHY, EEEEICKREREVIIEDON Loz L2 LAAS, RXEHE
¥ EESEZBEOTT L ARY MUVICELT, —EZRITCAHB S REI L VT T 5
LItk BMBORL LA/ O —AERKOBEIIRLEoTEY), 20BN, A7
O— A5 FHd5VIEFFHOKEREMRRIH S Z EATRKB I NI, KEFHEHRUZ
BEVAEHNUE, BEIRKELLEDY ) B, Lo T, A7 10— RO S OHED,
A 0= AGFEBLOFFHROKEREEHRRXOBCICHK L TV TREIEZ LN
726

CNEFTHNRTELEIIC, BEDELR LAY T —ABREPEET 5 EHIHENIC
MEICHDATIN TV ABEBESLAHMYOADEETH L EIFEZIZ Vv, A7 T—A%
FHERTIBIC, BRFOA IO —=AGFDA VR A— a rRGTORBEOERE
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(BEAORE) 25, B L TV L2 AP OBERNEE R EEOFERIIL > T
L, ABINIEROEEICRBL, BMEORLIESE/FE SN REELI TR S 1
726

LHOBEE LTI, BPHOKRE EL LA 70— AR OEREEDE 5
RN, FOESEEDEVD, BMEOHENEL TWIBEENLZERTH L0 L9 »
EHOPIZTAIENETONS, ROFEL LT, BMEOELRDL A7 1T — AfHd
A EXAICEREL, AR, EESIIMAT, TR0 E L TEERIICFIBL, &
BOHL-LEEYBREL T IENEENL,
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I8

Atomic coordinates and Bigo/Beq of Pure crystal

0.2134(7)
0.1309(6)
0.1422(8)

-0.2043(8)
-0.2482(6)

0.1073(6)

-0.1222(6)

0.2963(6)
0.5906(6)
0.4599(7)
0.1847(6)
0.3145(9)
0.2034(9)
0.056(1)

-0.065(1)
-0.1361(9)

0.0141(9)

-0.0442(9)

0.1316(8)
0.2853(8)
0.4456(9)
0.3712(8)
0.4522(9)
0.3620(9)
0.4084(9)
0.2775(9)

-0.011(D)

0.000(1)

-0.2050(9)
-0.0357(9)
-0.1232(9)

y
0.3015(7)
0.4461(5)
0.0309(7)
0.0979(7)
0.4105(6)
0.5000(5)
0.6100(6)
0.5276(6)
0.7488(7)
0.6085(7)
0.7511(6)
0.2769(8)
0.2951(8)
0.1751(9)
0.2096(8)
0.3714(8)
0.4875(7)
0.7161(8)
0.6526(7)
0.6563(7)
0.6796(8)
0.7851(8)
0.7641(8)
0.1755(8)
0.3497(8)
0.2874(8)
0.1764(9)
0.2019(8)
0.3749(8)
0.5853(7)
0.7319(8)
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zZ

-0.0831(4)

0.1223(4)
0.1509(6)
0.1912(5)
0.2708(4)
0.3282(4)
0.4696(4)
0.5736(4)
0.5215(4)
0.1737(5)
0.2884(4)
0.0427(6)
0.1409(6)
0.1252(6)
0.2134(6)
0.1888(6)
0.1994(5)
0.3965(6)
0.3756(6)
0.4942(6)
0.4350(6)
0.3245(6)
0.2108(7)
0.0485(6)
0.0603(6)
0.2238(6)
0.0398(6)
0.2990(6)
0.1040(6)
0.1722(5)
0.3164(6)

Beq
3.0(1)
1.86(9)
3.8(1)
3.2(1)
2.5(1)
1.79(9)
2.4(1)
2.3(1
2.5(1)
2.9(1)
2.01(9)
2.4(1)
2.1(1)
2.4(1)
2.3(1)
1.9(1)
1.7(1)
2.2(1)
1.7(1)
1.7(D)
1.9(D)
1.9(1)
2.5(2)
3.0(2)
3.0(2)
2.6(2)
3.0(2)
2.8(2)
2.2(2)
2.1(1)
2.7(2)



H(9) -0.0230(9) 0.8115(8) 0.4406(6) 2.7(2)

H(10) 0.2727(8) 0.7457(7) 0.5422(6) 2.0(2)
HQ11D 0.4805(9) 0.5840(8) 0.4052(6) 2.3(2)
H(12) 0.3866(8) 0.8892(8) 0.3524(6) 2.2(2)
H(13) 0.5691(9) 0.8043(8) 0.2314(7) 3.1(2)
H(14) 0.3832(9) 0.8201(8) 0.1413(7) 3.1(2)

Beq = 8/3 n2(Uq1(aa®2 + Ugabb*)2 + Usgslecc®)2 + 2U72(aa*bb*)cos y + 2U13(aa*cc*)cos B +
2U93(bb*cc*)cos o)

Anisotropic Displacement Parameters of Pure crystal

Atom Un Ug2 Uss Uiz Uis Usgs

o(1) 0.045(3) 0.044(3) 0.028(2) -0.008(3) 0.018(2) -0.005(2)
0(2) 0.024(2) 0.025(2) 0.023(2) -0.001(2) 0.009(2) 0.000(2)
0o(3) 0.060(4) 0.022(3) 0.070(4) 0.010(3) 0.027(3) 0.007(3)
0(4) 0.054(3) 0.030(3) 0.044(3) -0.016(3) 0.024(3) -0.010(2)
0o(5) 0.029(2) 0.040(3) 0.030(2) 0.003(2) 0.013(2) -0.003(2)
0(6) 0.026(2) 0.019(2) 0.023(2) 0.001(2) 0.006(2) 0.000(2)
o(7) 0.023(2) 0.038(3) 0.034(2) 0.004(2) 0.016(2) 0.000(2)
0(8) 0.031(3) 0.031(3) 0.023(2) 0.003(2) 0.004(2) 0.006(2)
0(9) 0.027(3) 0.041(3) 0.028(2) -0.000(2) 0.006(2) -0.005(2)
0(10) 0.036(3) 0.039(3) 0.039(3) 0.004(2) 0.017(2) -0.008(2)
o(11) 0.022(2) 0.029(2) 0.026(2) -0.002(2) 0.006(2) 0.006(2)
c(1 0.031(4) 0.026(4) 0.037(4) 0.001(3) - 0.010(3) -0.005(3)
c(2) 0.031(4) 0.028(3) 0.022(3) 0.002(3) 0.009(3) -0.002(3)
c(3) 0.042(4) 0.025(3) 0.026(3) -0.002(3) 0.012(3) -0.005(3)
C(4) 0.034(4) 0.031(4) 0.025(3) -0.008(3) 0.010(3) -0.007(3)
C(5) 0.023(3) 0.027(4) 0.019(3) -0.001(3) -0.000(2) -0.003(3)
c(6) 0.028(3) 0.016(3) 0.022(3) -0.001(2) 0.009(2) -0.004(2)
c(n 0.020(3) 0.030(4) 0.035(3) 0.001(3) 0.009(3) 0.000(3)
C(8) 0.025(3) 0.015(3) 0.027(3) 0.001(3) 0.011(3) -0.003(2)
C(9) 0.017(3) 0.021(3) 0.024(3) -0.000(3) 0.002(2) -0.004(2)
Cc(10$) 0.025(3) 0.024(3) 0.024(3) -0.005(3) 0.007(2) -0.005(3)
c(1y 0.020(3) 0.022(3) 0.027(3) -0.001(3) 0.002(2) -0.001(3)
c(12) 0.032(4) 0.031(4) 0.034(3) -0.003(3) 0.015(3) 0.005(3)
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The general temperature factor expressionZexp('21t2(a*2U11h2 + b*2U22k2 + c*2U3312 +
2a*b*Uqghk + 2a*c*Uq3hl + 2b*c*Uggkl))

Atomic coordinates and Bigo/Beq of the crystal prepared in aqueous solution
supplemented with 0.1% K2COs

atom X v Z Beq
oD 0.2130(6) 0.3031(6) -0.0824(4) 3.32(9)
0(2) 0.1314(5) 0.4475(5) 0.1222(4) 2.33(8)
0@3) 0.1416(7) 0.0308(6) 0.1507(5) 4.1(1)
o4 -0.2023(6) 0.0990(6) 0.1918(4) 3.4(D
0o(5) -0.2489(5) 0.4113(5) 0.2697(4) 2.81(8)
0o(6) 0.1091(5) 0.5000(4) 0.3288(3) 2.02(7)
o7 -0.1215(5) 0.6104(5) 0.4692(4) 2.94(8)
0o(8) 0.2957(5) 0.5288(5) 0.5735(3) 2.49(8)
0(9) 0.5909(5) 0.7484(5) 0.5219(3) 2.74(8)
0(10) 0.4602(6) 0.6090(6) 0.1733(4) 3.28(9)
o(11) 0.1841(4) 0.7536(5) 0.2878(3) 2.31(7)
c(v 0.3136(7) 0.2765(7) 0.0437(5) 2.8(1)
C(2) 0.2037(7) 0.2950(7) 0.1406(5) 2.5(1)
C(3) 0.0571(7) 0.1768(7) 0.1258(5) 2.5(1)
C(4) -0.0635(7) 0.2107(7 0.2138(5) 2.4(1)
C(5) -0.1361(7) 0.3714(7 0.1871(5) 2.3(1)
c(6) 0.0148(7) 0.4893(6) 0.1991(5) 2.1(1)
C(7) -0.0425(7) 0.7172(7 0.3966(5) 2.4(1)
c(8) 0.1298(7) 0.6546(6) 0.3762(5) 2.0(1)
C(9) 0.2864(6) 0.6566(6) 0.4932(5) 2.1(D
c(10) 0.4460(6) 0.6809(7) 0.4353(5) 2.1(1)
c1y 0.3723(7) 0.7861(6) 0.3238(5) 2.1(1)
c(12) 0.4533(8) 0.7640(7) 0.2123(5) 2.8(1)
H(D 0.3594(7) 0.1747(7) 0.0487(5) 3.4(1)
H(2) 0.4090(7) 0.3479(7) 0.0615(5) 3.4(D
H(3) 0.2779(7) 0.2870(7) 0.2229(5) 3.0(1)
H(4) -0.0100(7) 0.1787(7 0.0410(5) 3.0(1)
H(5) 0.0013(7) 0.2040(7) 0.2990(5) 3.0(1)
H(6) -0.2043(7) 0.3743(7) 0.1026(5) 2.8(1)
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H(7) -0.0350(7) 0.5870(6) 0.1726(5) 2.6(1)

H(8) -0.1211(7) 0.7335(7) 0.3168(5) 2.9(1)
H(9) -0.0214(7) 0.8121(7) 0.4408(5) 2.9(1)
H(10) 0.2740(6) 0.7457(6) 0.5413(5) 2.6(1)
H(11) 0.4814(6) 0.5857(7) 0.4056(5) 2.6(1)
H(12) 0.3884(7) 0.8900(6) 0.3510(5) 2.5(1)
H(13) 0.5711(8) 0.8029(7) 0.2332(5) 3.4(2)
H(14) 0.3857(8) 0.8210(7) 0.1434(5) 3.4(2)

Begq = 8/3 72(U11(aa®)? + Ugabb*)2Z + Uzglec¥)2 + 2U12(aa*bb*)cos ¥ + 2U13(aa*cc*)cos B +
2U23(bb*cc*)cos o)

Anisotropic Displacement Parameters of the crystal prepared in aqueous solution
supplemented with 0.1% K2COs

atom Un Uge Uss Uiz Uis Uzs
o(1) 0.052(2) 0.045(3) 0.033(2) -0.009(2) 0.017(2) -0.004(2)
0(2) 0.035(2) 0.027(2) 0.030(2) -0.002(2) 0.015(2) 0.000(2)
0(3) 0.061(3) 0.029(2) 0.071(3) 0.011(2) 0.029(2) 0.006(2)
0(4) 0.055(3) 0.035(2) 0.046(2) -0.018(2) 0.023(2) -0.009(2)
0(5) 0.031(2) 0.039(2) 0.039(2) -0.004(2) 0.013(2) -0.003(2)
0(6) 0.030(2) 0.021(2) 0.025(2) 0.002(1) 0.004(1) 0.001(1)
o(7) 0.031(2) 0.044(2) 0.041(2) -0.002(2) 0.017(2) 0.001(2)
0(8) 0.033(2) 0.035(2) 0.029(2) 0.003(2) 0.011(1) 0.008(2)
0(9) 0.029(2) 0.042(2) 0.031(2) -0.003(2) 0.001(1) -0.004(2)
010 0.042(2) 0.047(3) 0.039(2) 0.001(2) 0.015(2) -0.010(2)
o1y 0.027(2) 0.031(2) 0.030(2) 0.000(2) 0.005(1) 0.010(2)
c() 0.033(3) 0.033(3) 0.042(3) -0.000(2) 0.009(2) -0.007(2)
C(2) 0.035(3) 0.030(3) 0.030(3) 0.007(2) 0.005(2) 0.001(2)
Cc(3) 0.037(3) 0.029(3) 0.030(3) 0.002(2) 0.014(2) -0.000(2)
Cc@ 0.038(3) 0.028(3) 0.028(3) 0.000(2) 0.010(2) -0.002(2)
C(5) 0.032(3) 0.029(3) 0.030(3) -0.005(2) 0.013(2) -0.001(2)
C(6) 0.029(2) 0.031(3) 0.022(2) -0.004(2) 0.008(2) -0.001(2)
C(7) 0.029(2) 0.026(3) 0.037(3) 0.001(2) 0.012(2) 0.001(2)
C(8) 0.028(3) 0.021(3) 0.028(2) -0.001(2) 0.007(2) -0.000(2)
C(9) 0.024(2) 0.029(3) 0.029(3) 0.002(2) 0.011(2) -0.003(2)
C(10) 0.019(2) 0.033(3) 0.030(3) -0.002(2) 0.006(2) -0.003(2)
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c(1D 0.025(2) 0.020(3) 0.035(3) -0.002(2) 0.008(2) -0.001(2)
c12) 0.035(3) 0.037(4) 0.035(3) -0.005(2) 0.013(2) 0.000(2)

The general temperature factor expression3exp('21t2(a*2U11h2 + b*2U22k2 + c"2U33l2 +
2a*b*U12hk + 2a*c*U13hl + 2b*c*Uggkl)
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Structure of molecule of sucrose
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