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2. 19393 CHNS/O analyzer 3U PE 2400 Series 2 HiA 1atU3HN Perkin Elemer Uszing
AMigeIITm
3. 19594 Polarimeter JUADP 220 #a 1ag1THNBellingham L Stanley lssinsgt
2INYY
4. 19394 X-ray Diffractometer 34 RAD-2R #an [aguT¥M Siemens Uszimeaaay
5. LﬂéﬂQAtomic Absorption Spectrophotomer ';:u AA-274 Wan 1ABU5 YN Varian Tectron
UszMea D MAIRY
6. Lﬂ?'ﬂxﬂ UV-visible Spectrophotomer i: U spectronic genesy 5 wan [AgUTEM Milton Roy
Uszmaanigamsm
7. 1ﬂ§"ﬂﬂ 'H-NMR Spectometer ;:u INM-A500 #aa 1as1TEN Jeol ﬂszmﬁ{f;ﬁu
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9. (A$99 Magnetic stirrer §u RCT #WAA 1AouTHn Kika Labortechnik Usgineeasiiuil
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11. 19594 Lyophilize 34 FOC-1 #nTaguTEM Martin chirst 15zimemoassiuil
12. Dialysis bag 3% Spectra Pore R1 MW cut-off 3500 Dalton #iin 1au156% Fisher
Chemical UI3WABINgY
13. Autobalance ;:u AD-4 Wan In8U 55N Perkin Elemer Usgimea ‘H%’g AUTM

14. Oswarld viscometer size C U5 MABINGY
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2.1.2 a13Rd
1. Dimethylformamide, DMF (C,H;NO), AR grade, 99.8% v/v, Carlo Erba, Italy
2. Pyridine (C,H,N), Fluka, Switzerland

3. Hydrochloric acid (HCL), Analytical grade, 35.4%w/v, BHD, England



38

4. Sodium hydroxide (NaQH), conunerial grade, 98%, Thasco, Australia
5.Chitosan from Marine Crab Shells, Sigma Aldrich, Germanny
6.Triphenylchioromethane (C,;H,;Cl), Fluka, Switzerland

7. 4-(Dimethylamino)pyridine, DMAP, (C,H;(N,), Fluka, Switzerland
8.Phthalic anhydride (C,;H,0,), Fluka, Switzerland

9, Sulfur trioxide pyridine complex (C,;H,NO,S), Fluka, Switzerland

10. Hydrazine monohydrate (N,H,O), Fluka, Switzerland

11. Ethylene glycol (C,H,0,), Carlo Erba, Italy

12. Chlorosulfonic acid (CI1SO,H), 97%w/v, BDH, England

13. Glacial acetic acid (CH,COOH), Reagent grade, 99.8%w/v, Merck, Germanny
14. Sodium carbonate (Na,CO,), Reagent pure grade, Carlo Erba, Italy

15. Sodium borohydride (NaBH,), A.R grade, Fluka, Switzerland

16. Barium chloride (BaCl,), A.R grade, BDH, England

17. Sodium acetate (CH,COONa 31,0), AR grade, BDH, England

18. Sodium chloride (NaCl), A.R grade, ASP Finechem, Australia

19. Phenol red M.W. 357 Dalton, Fluka, Switzerland

20. Blue Dextran M.W. 1000 kiloDalton, Fluka, Switzerland

21. Ninhydrin (C;H,O)), A.R grade, BDH, England

22. Phenylalanine (C;H, NO,), Fluka, Switzerland

23. Polyethyleneglycol (M.W. 16000-24000) Fiuka, Switzerland

24. Sepharose, LC-6B, M.W. cut-off 10-1000 kiloDalton, diameter 1.6 cm
25. Dextran sulfate, M.W. 8, 40 and 500 kiloDalton, Sigma Aldrich, Germanny
26. Polyvinyl alcohol (M. W. 15000), Fluka, Switzerland

27. Glycine (C,HNO,), Fluka, Switzerland

28. 1,9-Dimethylmethylene Blue (C, H,,N,SCI), Sigma Aldrich, Germanny
29. Silver Capsules foil, Ultra-Clean Pressed 8X35 mm D 203

30. Titrisol, Sodium Standard solution 1000 mgNa/l, E.Merck, Germany

31. Chitin from Marine Crab Shells, Sigma Aldrich, Germany
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110 50 Taddas mnhndy 10 faddns audremieinuiminaasanandiduiy
2. nadunasazaenauninesSaadudy 1 Tuamd wazemsavawlndou
uadan 1 Tua1s USuas 10 findfes asesmumausuyia 0.45 luasou
3. hmsazmemasgd 181 Redunedunl Gre Taslamas il lunmsnaaes
dafi 8asn1sIna 0.6 adansdernd ganqdi 30°C MMsnsI9TARIeIAT DY refractive index
ﬂz"lcfﬁﬂimT‘mmauﬁwaamwd1mmﬁ'm€mﬁﬂumqa
dwmiufiedidlalamumidyd Talasrusinnszasagdun wazasudniu
wieuTaodairedielnlaay YSinm 4 fadndy waziimsnaaeusufivafumsnasgu
1Lﬁ'aﬁnmhuﬂ'1ﬁy“|wﬁ'ﬂiumﬂamﬂimmimminff"l"lﬁ’ wanTIMAaes (@gUi 2.3 uaz 2.4) uas

($115199 2.3)
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= - o : o’ Al da o =

a5z 3asansimszivibhminTuanavedla laenulaedsnamesioduTasun Tnns
¥ ]

nazrmiin Tuanamas (M) vestaiag 1a lawungiBnis iaanunilauesas

azau@neg

CRELELERN M, M, M,
la Taaumidied 5.1%X10° 5.0%10’ 5.1%10°
Farlna laTaau _ 3.2X10° a

#in 1 _ 6.8x10" ~
fim 2 - 3.6X10" -
fin 3 - 2.0%10° -

laTasuainnszasagdun

Faming 1o Ty N 3.9%10° _
fin 1 N 7.1X10° _
a2 _ 3.5%10" -
#in 3 _ 2.0%10° -

laTamuainns sy 2.3%x10" 2.3%X10° 4.0%10°

Faian 19 1agu _ 2.5%10" _
A 1 _ 5.5%10" _
A 2 _ 2.3X10" -
#n 3 > 1.2X10° -

el oo Y] =
nanena M, M, taz M, vedlalaanulasTsnameidietulasuninns

M, vosFaiiaa ln TaaauTasdnis Sannunilavesaisazaruidons
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2.7.2 msmnuinaluagavestaing lnlasunnlalas v diveg™
I's o o o o
1. 111 sepharose avlufiamesuuin 500 Hadans Wuasazaedomaiivives-

o

1l (phosphate buffer saline, PBS) # pH 7.2 Tuviaudanu aziilugulusni Raamgd
60°C ifhuram 2 42 Tue e ldEufigaugiios

211557 sepharose adlupeduilvuin 1.6X120 wuAlues g9 100 (yuRmas
Tagfpeim sepharose 1040 1 asluaedul mﬂ&u”l%’mEJEJ'N%?ﬁmuanmmﬂaﬁmﬁﬂuszﬂm
iiesin 1y sepharose Lnada 147

3. thumsazaeveamlativirean larid pH 7.2 adlunednd Taeldiisnnms
Imaniiiy 20 Saddasdedalue

4. M09 calibrate Vo (void volumn) 1% Vi (total volumn of the packed bed) ﬁ’Jﬂ
A1TU1AT§1U blue dextran UAE phenol red Tﬂﬂﬁlﬁﬂﬁﬁmﬂiyu blue dextran 1% phenol red
U3mas 10 ulnsdasuas 3.5 Wlnsdes awddy avlunasananssviiadn s1nfurliy
YSinasdremsazaredeamlaididesslaiit pH 7.2 wlimassandiu 2 Haddas
udadrmsnaspunauasiunediniiozyeteiue) dromsazmeorommaivivoss’lay
1A 1HRY fraction Az 2 iaddns 91NN fraction #1815 mmsgandunasiinawenady
594 WY IHINAT §1MTY blue dextran LT 565 W1 IHILAT FI1M5 phenol red AIWEIRY A3
WaeAnT W32 fraction number AUAIA1IQANALLAT HamINAaB (ggU7 2.5)

5. INSHNAISATMBAIIVINTYIU dextran sulfate ﬁﬁ*ﬁf)ﬁﬁﬂhtaqa g8 flanadu
Taedaa13as§Iu dextran sulfate US11m 200 fadniy aslufininesvine 25 Haddns M
msazaedomratinmesanladdSunas 10 Tadfas auliasinasgiuasas aatumag
Tunedutiuazyedrsamsasnedeadadnmloss tad Wnafy fraction az 2 fiadans
vuwoz fraction 711ATURWEASOIRY Famdale reagent TaoTilamsozaroudas fraction
1133105 100 1l 1ns8as @Y Famdale reagent 1153105 100 TuTnsaas udahmsavaisi el
v a

Faa1nsganaunasinueIniu 540 w1 1Nas MIMINADATLHIN fraction number 1A

] ¥
AIYANEULAY B4 dextran sulfate NITIMHATuEAA 40 waz 500 Hlamarusimsnaans

L] 5
s p

IFUALIAUAITUIRTEIM dextran silfate NN IvEa 8 Alamaau Kamsnaaein
weras Hugahidendu gz 2.6)

6. 1sourIsazaenled nFaiiaalalasiulaedeFamiaalalaginain
TaTasumdsd Ysum 200 dadnfuasludinnesving 25 faddns wuasavaedoanis

b
Siosan el Usias 10 dadans auldensasgtasasniniumaslunedund  wazi
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MINAADUTUIRGITUAVAITUINTFIU dextran sulfate HaNT1TNABB (AU 2.7) drudawian
laTaaus1nnsyasafuinasasiuiniu  imsnaasasu@sifivdardiaalaTaauen

Ia Tnwumgird nanisnaane (931fl 2.8 L1az 2.9)

1.2
1
phenol red
08
Q
(3]
5 06 A
]
[
Q
(7]
L
o 04 -
blue dextran
0.2 -
O —espamarssses QiR AN B REERENEEEE 3SR RERIEEERNE N R FEREENOONONANANNANNNINANAGAY (AN RAANA LA
C - o - & b = 2 5 8 2 b 3 5 g

fraction number (2 ml )

zﬂ‘ﬁ 2.5 13519 calibrate sepharose AaeesnIng §74 blue dextran U8g phenol red

0.5

0.45
- 500 kD
04 -
' 40 kD
035 -
SkD
03 -

absorbance

0.25

02 LB —_

fraction number (1 mi)

i

gﬂﬁ 2.6 N3 calibrate sepharose ATy 13974 dextran sulfate ﬁﬁﬁ1ﬂﬁﬂin1ﬁﬁa 8,40

LA%500 A laaanu
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0.365
0.345
0.325 ‘
13
3 i
2 1
g 0.305 - .
= v :
3 : :
=] ! '
=1 ' \ -
0.285 - - : o H fia 3
wal oo WA 2 7
. :
[]
0.265 : '
. \
' ’
L 4
0'245. T]l]‘llllll|l||‘||||]|I‘l!|i|illillliiii|.|||||IIt‘II|||Il||ll|l|~i||‘|l|Il]—illill]fl
- e o N g ] ) 3 & 3 = 2 2

fraction number (2 ml )

517 2.7 pslusavaTuanadamdinn laTaavein lalasuwdisd

0.26 -

0.25

0.24 4

0.23 4

absorbance

0.22 4

0.21 -

0-2 TTIiTi

fraction number (2 ml )

317 2.8 asmusnuua Tuanadadng T Taanuannszasayun

85 -
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0.3

Ky=0.15 K,=0.50

0.25 —~

0.2

0.15 -
WA | a2
0.1 -

0.05

- e am e mn o A= W a wm o mm m wmwm  w

L]
3
1
1
t
)
1
t
1 WA 3
1
i
i
]
t

0 { I T T 1

0 10 20 30 40 50 60 70 80 90

fraction number (2 ml)

3U% 2.9 nswuenvna Tuanadawinag Ia Tagsuninas1udniu

vaglit 27 awsoudsdaniaalalasmonlalasmmdsd eomfiu 3 s
ﬂmﬁymﬁ'ﬂimaf;am?;ﬂ Taggne K, (distribution coefficient)

VINTUMS K, = V.- V/ V-V,
ng1l 2.7 fim 1 988l v, = 84 TadAas unzangalfi 2.5 v,= 66 faddns v = 182 Taddns
UNUAT K, = 84-66 /182-66 = 0.15
nngl 2.7 fin 2 923 v, = 124 fafidns uazaIngill 2.6 v, - 66 Toddas v, = 182 adaas
UAUAT K, = 124-66 /182-66 = 0.50
9nf1 K, 31 lins1u v, veadaming Ta Taanuninumaadug ainaums K,=v.- v/ V-V,

v ¥ ] Il
v, filddoansaionl51nasved fraction (2 fiaddns) sulufia 1 annsefzifiuiivass

42 (az #in 2 fufivasa 62

v

1 o ] ar W w @ o =] .
daudndndanlvn laTaenueinnszaasun uazaswIndUAIAISIAL fraction

[ ==Y v w o 4 = & o a1 g e
mruRgInusaming 1a lasain la laanuwisivd Taofa 1 fufivase 42 uaz fin 2 HUf

YRR 62 A1UA 19
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2.7.3 mAamsnizinhndnluagavesfalinalalaaiuainlalasrumdived
Talaausinnszassyn uazas1wdndy ladlfimatiamsiaanuniaves
azanu@asiy
¥ 1 o Y ) o =3 '

1. FadnteFaion Ia Taauan la lagwwidivd Usuia 0.4 n5u asluiinmnes
yua 100 Haaans wudsazawlwmeunaslsaduduy 0.1 Tuars USuies 80 Hadans
P A - a o = 9 9/
audroasssnIundiansusahas lalaanuazaronua alazaoulinissaznaude

3
ASEAINATBY whatman 1103 42 DimiumaIsazaealluviadalSuiasuuie 100 Hadans
a Py = '8 - Y. Y
J5uilSuns dreasazate Imdeuane lsadiudu 0.1 Tua1s sudSiassamiiu 100 Hadans
1 ¥ 3 e
warasazae o
2. wssuasazatedarhan e Tneuldianududu 01, 02 uaz 03 gd
Teothilamsazaronndeo 1 Sws 6.2, 125 uaz 18.7 Haaams @ wdwy adluvia
¥
TadlSumsuwia 25 Sadans s1uau 3 U inTudiudsnasdremisazme lsfeunan lsa
Wud 0.1 Tuand audSunessandlu 25 Tadaas wemsazate1didhdu
= '3 =, V-
3. Tamsazans Isdounas lsadudu o1 Tuard USunas 15 Jafdas aslu
2 24 = O @ 31
Qswarld viscometer mvﬁﬂgiummmmuqu@mmn 25+0.1°C mnuu@ﬂmﬁa:mﬂ"lwwm
Tiotiviioszdu A (g3l 2.10) uazreeqUdesmsnzateld Inaawiilomsazmiefieszdy
A Wsuduna lumiredunfvumsazaiw I nasuniszau B Jangaiuna
4. vmstalamsazaedamiea s lasuidanududy 0.1, 02, 03 uay
1 ¥ o
0.4 gfdl dSures 15 fadans MUy a9y Oswarld viscometer mwag“lumaﬁmmvau
= o 3 [ 1 =} ar =} o
gl 2530.1°C pntumIMsIsuReIuesazate Tndsuaas 154
1 = =1 9t o -3 ] A
5. nmatluninwniiude 3 waz 4 mwsethhddunasnaianukiia
ﬁuﬁﬁa (intrinsic viscosity, [T]]) iﬂﬂm‘i‘waﬂﬁﬂi‘lﬂizﬁ'ﬁﬁﬂﬁﬂ'ﬂuﬁﬁﬂﬁﬂ (reduce viscosity)
) a o o . . . ar 4 o :’ s
HAZEIANUHITABUBITUY (inherent viscosity) AUANMANYY Feamnsadiurmmivivmiin
Tuafamae nansnanes (U7 2.11, 2.12, 2.13 uag 2.14) 1az(@19199 2.4, 2.5, 2.6 Lag 2.7)
° u/ - I's uy @ ar
dmfumsinnzinnihmin lumgavesdarling ln Tamunanszasajun
[ s
nazdaidinnla Tagunnasuindu MinsneasuruRnafumsiansvuniminluena

mdsvssdannala laenuainlalaeumdivd nanmsnanes@Ilf 2.15, 2.16, 2.17, 2.18,

2.19,2.20,2.21 unag 2.22) uay (mswﬁ 2.8,2.9,2.10,2.11,2.12, 2.13, 2.14 uaag 2.15)
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TagdsmsiaanuuiiaveIasaza1sder

AT3TUIR VDY Oswarld viscometer N5zau A Tilfaszdy B

concentration flow time N Mo Niet Niw
(g/dl) (s) (g/dl) (g/d)
0 38.20 _ - _ -
0.10 40.46 1.047 0.047 0.475 0.464
0.20 42.55 1.097 0.097 0.485 0.463
0.30 44.54 1.149 0.149 0.496 0.463
0.40 46.61 1.202 0.202 0.507 0.462
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0.9 4
0.8 4

0.7 4

0.6 - [T]] =0.46 N e

05 I T T
0.4 4

0.3 4 'nm

0.2 4

ninh and nred (dllg)

0.1 -

1 T 1 T T 1

0 0.05 0.1 0.15 0.2 0.25 0.3 0.35 0.4 0.45

concentration (g/d!)

- 2 A e oA o w 3 9 a
JUM 2.11 anHaNuniaan uazanuniindudsusiiuanududuvesdamiaala lagunn

o lnaunigivd

msfuamnmiinin Tuanamaee vesdairiag laTaanuenla laauwidled

[Tl] = (T]!ed)c=0 = (n inh)c=0 =0.46 dUg
nngUf 2.11 f [N] =046 dvg

VINANNI MIE S
K =175%X10"
a=0.98
[n]=0.46dvg
HNYAT

0.46 = 1.75X10°M_"**
451 = logM,
M, = 3.2X10"
ff’Juﬂ’l‘iﬁ11.1‘3‘&!1111:?"111‘l:fﬂ'hlmﬁ]ﬁm%‘EJ‘UE]ﬁ“ffﬂLﬂmﬂhlﬂiﬂﬁ]ﬂumﬂﬂixﬂﬂﬁéu1

Q. u': o 1 = as [ = d
Lazasussy suasusumefusalan Ta laamen le Taswaivs
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~ o ] v @ - 4
A157197 2.5 manmsfiuIamsANNHiiauuua1evesgang la Tawuon la laanuwiaisd

fin 1Taedmsiannuviiaueamsazaisdena

concentration flow time N,a M. Nt Nus
(g/dD) (s) (g/d1) (g/dD)
0 38.86 . N _ _
0.10 42.57 1.096 0.096 0.967 0.923
0.20 46.44 1.197 0.197 0.986 0.900
0.30 50.44 1.301 0.301 1.005 0.878
0.40 54.41 1.404 0.404 1.011 0.849
2
18 5
16 -
14
g 124 {M] =095 e
E TR S : . *
5 0.8 W SERRARAEAEE B
%-g 06 L4
S oad
0.2
0 ¥ — T T T T ; 7
0 0.05 0.1 0.15 0.2 0.25 0.3 0.35 0.4 0.45

concentration (g/dl)

51/ 2.12 aslaramidaaa nazarumiiadudiruitvanududuvesdarinn laTamuon

o Tamruwidsd a1
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o ° ' 1 o - ¢
$117194% 2.6 Nﬁﬂ’l‘iﬂ’I‘L!'Jiu‘H’Iﬂ1ﬂ’nilﬂﬁﬂlm‘uﬁN”]‘llﬂﬁ“]fﬁlﬂl@]ﬂ"lﬂTﬁclf'luil"lﬂ‘lﬂTﬂ“]f'luW'im‘lfﬂ

fin 2Taedsmadaanuniavesasazarud ey

concentration flow time N N, N..s N
(g/dl) (s) (g/dl) (g/dl)
0 38.84 ~ ~ _ _
0.10 40.01 1.051 0.051 0.513 0.500
0.20 42.87 1.105 0.105 0.525 0.499
0.30 44.94 1.159 0.159 0.530 0.492
0.40 47.14 1.216 0.216 0.540 0.489

1
09 -
08 -
0.7 -
;g’ 06 - [T]] =0.51 MNeea
:g 05 oo " A TR :
g 0.4 | n
© 63 fah
& 0.2 -
0.1 4
° ' ' 7 T T T T
0 0.05 01 015 02 025 03 0.35 0.4 0.45

concentration (g/dl)

P A A mou & o ¥ W w
U7 2.13 asvlanuniinaa uazanuviaguisuifvanududuvestaring a Tagwan

TaTasunaivd fin 2
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AT 2.7 wamssrunamamnuniianr uasqvestarian la Tagusnla Taeuwdvd

#in 31aedTms dannuntiaueaaIsaza 180919

concentration flow time Nees M. Nees N
(g/dl) {s) (g/dD) (g/db
0 38.81 _ _ B Y
0.10 39.85 1.027 0.027 0.273 0.270
0.20 40.92 1.055 0.055 0.275 0.268
0.30 42.00 1.083 0.083 0.278 0.267
0.40 43.12 1.112 0.112 0.280 0.266

0.5
0.45 ]
0.4 4
0.35
o 0l Ml=027 Nu
E@ 0.25 !T MR R - EEEEe— %
g 0.2 4 LI
Eﬁ 0.15 4
= 0.1 1
0.05 4
0 ! i T J T T T T
0 0.05 0.1 0,15 0.2 0.25 0.3 0.35 0.4 0.45

concentration (g/dl)

a1 A A o oo o @ [ Y
1UN2.14 nsanumilans naganuniladudmuniuanududuvesdaniing la lagnan

Ta Tasuwigivd fin 3
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a1319% 2.8 manmisdruramaanumiauuus s vestarnn a lagHannszasaul

Taa33msSanuninueaEIsaza1eiie919

concentration flow time N M., N N
(g/dl) (s) (g/dl) (g/dl)
0 38.84 _ X ~ B
0.10 41.00 1.056 0.056 0.563 0.548
0.20 43.26 1.115 0.115 0.575 0.544
0.30 45.61 1.176 0.176 0.587 0.541
0.40 48.00 1.238 0.238 0.596 0.535

1
09 -
0.8 1
0.7 -
_ [n]=0ss : Mees
D 06 N
E ‘__ _____ ——ﬁ ____________ — & v
¥ 05 L REEERETTEY ... "
el
° 0% 1 T]inh
=
© 034
S oz2-
0.4
0 1 T T T T
) 0.05 01 015 02 025 03 035 04 0.45

concentration (g/dl)

= =] A A = o ar [T ar
5% 2.15 pnlanuniaas wazauwiladudsuisuanududuvesdarling la lnaunn

ASZABIYU
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A1519% 2.9 wamsiamsnNuriauuuigvessaieg lalaeueanszasain

= A v =) 21
Wa 1TﬂU’J‘ﬁﬂTi'Jﬂﬂ')'lﬂJﬂ‘Llﬂ"l]@ﬂﬁ'liﬁ&’ﬁw!%ﬂﬂ"N

concentration flow time M. 1., N\ea Nt
(g/dl) (s) (grdl) (grdl)
0 38.06 _ N _ _
0.10 41.93 1.102 0.102 1.028 0.979
0.20 46.19 1.216 0.216 1.080 0.977
0.30 50.56 1.340 0.340 1.133 0.975
0.40 55.53 1.464 0.464 1.160 0.853
2
1.8
16 -
14 Mo
T 24 [M]=09 R .
NS + Y
3 T IE TEMRENG W oo x
g 08 1 Niws
“’% 05
e 04
0.2 -
0 T L T T T T T T
0 0.05 0.1 0.15 0.2 025 03 0.35 0.4 0.45

concentration (g/dl)

=1 & - o o Wy o
Elh’l 2.16 ﬂﬁ?ﬂﬂjjuﬁuﬂaﬂ l!ﬁzﬂ‘]‘uﬂuﬂﬂuaﬁu'ﬂﬂ’ﬂﬂ‘]'}ulﬂlumuﬂﬂﬂ“ﬂalwlﬂﬂqﬂiﬂ“ﬂ‘]uﬂ'lﬂ

N3zABIL UL iR |
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M358 210 kansAnnUmAANUnilanua g vestana laTasuennsgasyfun

= ach @ =] 2
WA ZTﬂEJ'J‘ﬁﬂ'Ii'Jﬂﬂ'J'm'}'THﬂ‘U’E]\i’d']Eﬁxﬁ'lﬂﬁ]’e]i’n\'i

concentration (g/dl)

concentration flow time N. M. Mo N
(g/dl) (s) (g/dl) (g/dl)
0 38.70 _ N _ A/
0.10 40.62 1.050 0.050 0.501 0.489
0.20 42.64 1.102 0.102 0.513 0.489
0.30 44.75 1.157 0.157 0.526 0.488
0.40 46.86 1.213 0.213 0.532 0.483

1
0.8 4
:‘g **71 n]=0s0 Nl
3 + -t
S e R R,
o M
& 0.2 4
0 ' . ! f T 1 T T
] 0.05 0.1 0.15 0.2 025 0.3 0.35 0.4 0.45

P A A o ¢ o ¥ oy a
107 2.17 namlanuniiaar uazanuniladudsuifua nududuvesdamling la Taauon

AITABAYUT WA 2
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a15147 2.11 wamsmudammanurianuumsvsssaing 1a Tasnusinnszasayfun

#n 3laeIsmsTannuviiaveemsaza e oang

concentration flow time N n o M e Niw
(g/dl) (s) (g/d) (g/dl)
0 38.06 _ N _ JiS

0.10 30.11 1.027 0.027 0.278 0.274
0.20 40.17 1.056 0.056 0.280 0.072
0.30 41.25 1.084 0.084 0.282 0271
0.40 42.34 1.113 0.113 0.283 0.269

06

05
- 0.4
2
T =0.28 L

> o [n]

e K - i t
o
5 0.2 4 ninh
£ .

0.1

0 T | T T T T T T
v 0.05 0.1 0.15 0.2 0.25 03 0.35 04 045

concentration (g/dl)

a - M oo o ar ¥ v @
E‘L“VI 2.18 ﬂi']‘l/‘lﬂ’)"mﬂuﬂﬁﬂ uazmmwuﬂauaﬁuwnvmmmwuwwmﬂma"lﬂTwmma

nIzABLYU1 7in 3
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A1519% 2.12 HaMsfUIMMaIANNTIauuUaNvesdaiaa la lagnunnaswiniu

TasismIdaanuvilaa1sve sazalonon

concentration flow tilﬁe n.. TLP Noea Na
(g/dl) (s) (g/dD) (grdl)
0 38.06 _ N _ /
0.10 39.45 1.036 0.036 0.368 0.361
0.20 40.87 1.074 0.074 0.373 0.360
0.30 42.35 1.114 0.114 0.380 0.359
0.40 43.89 1.154 0.154 0.386 0.359
0.8
0.6
o
T -
\% 0.4 [1‘]] - 036 T‘]n.'(l
o T M - R | TR —— N - — f!
2
(U‘: ninh
g-‘é 0.2 -
0 ' — : :
0 0.05 .1 0.15 02 025 0.3 035 04 0.45

concentration (g/dl)

~ & . ) A a2 da Yy ¥ o
71171 2.19 nswlanumilaas tazarimiasudsuitvanudsduvesdaming la Tasunn

ASILINIY
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A1519% 2.13 Mamsaamaanurianuaeuesdarian la lnanuanasiuindu

= oaed al 2 =
W 1TﬂEl’l‘ﬁﬂ’lﬁ'Jﬂﬂ'ﬂiﬂ’iuﬂ‘l]ﬂ\iﬁ'l‘iﬁzﬁwmE]ﬁ]'l\‘l

concentration flow time Nea N, N Nus
(g/dl) (s) (g/dl) (g/dl)
0 38.86 _ N - s
0.10 41.85 1.077 0.077 0.778 0.749
0.20 4492 1.157 0.157 0.788 0.731
0.30 48.05 1.238 0.238 0.796 0.714
0.40 51.24 1.322 0.322 0.805 0.698
1.2
1 [N] =077 Neea
%, 0.8 o e a— ; ....... ;
¥ 0.6 -
& Tliul\
2 04 -
& 0.2 4
0 T I T 1
0 0.1 0.2 0.3 0.4 05

concentration (g/df)

511 2.20 namiaumilaas uazaruniladudisuiduanududuvesdarlianlaTagunn

AIUINIU AR 1
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715199 2.14 HAMIMUIMMIAINUHHRAL DA IIFann Ta Tausinas09nTu

#in 2Tlaedsmsdaanunilavs smsazaimiania

conceniration flow time N, T]sp N, MNi
(g/dl) {(s) (g/dl) (g/d1)
0 38.86 _ > _ /
0.10 40.15 1.033 0.033 0.333 0.328
0.20 41.47 1.067 0.067 0.338 0.327
0.30 42.83 1.103 0.103 0.344 0.327
0.40 44,23 1.139 0.139 0.349 0.327
0.7
0.6
0.5
Is)
% 0.4 1 [T]] = 0'33 T]n:d
-
= osY A R R  EEREErS [
g M
m‘é 0.2 inh
=
0.1 4
0 ] T L 1 L |
0 005 01 045 02 025 03 035 04 045

concentration (g/dl)

g = o o o
71/t 2.21 aslanuniiaaa uazanumiladudisuituarududuvesdacing laTasunn

ASIUINIU HA 2
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A13199 2.15 #amsamsanuniiauuuangvessarion la Tasunnasusnsu

#a 31aeiTmsdaeNnuvilavesrisazmedenns

concentraiion flow time N TLP Niea L
(g/dD) (s) (grdl) (g/d1)
0 38.86 _ N _ A
0.10 39.67 1.021 0.021 0.210 0.208
0.20 40.50 1.042 0.042 0.212 0.208
0.30 41.34 1.064 0.064 0.214 0.207
0.40 42.18 1.086 0.086 0.215 0.207

0.5
0.4
;@ 0.3
T 3
5 [M] =02
_sg. 0.2 T ¥ e T3
[ oy
(4]
= 0.1 -
O 1 T )] 1
0 " 0.1 0.2 0.3 0.4 0.5

concentration {g/dl)

o A A o om ¢ o Y o
3Uh 222 aslanumilaan uazanuwmiiadudsunsuanududuvesdaminn la Tagnuain

ATTUTNIU A 3
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= QA =1 ar
2.8 msanyaudanunivedlalasiu uazFalinalnlaau

2.8.1 mamimmsnyus e

Fedretelaleaumdind 0125 nu ldadludininesvun 5o faddas
Ay mIarmeninos Aty 2%viv UT1as 20 Taffas audomSeaninulman
aaeanawu lalavmazagnua masluvandadlSinas vuia 25 fa3aas wasdiudings
Memsazaensaezdiadudy 2 %y suasulfines udahldSadmsmyusziona
HromteaTnarifines Agangd 28°C Tavldwaealdasdretreen 21 Sudiuas
NBN1INABDY (ﬂmiwﬁ 2.16) dmiudnedielalaguninnszasnumanuiniy
Mmsnaaeuruifedn v la Tasrmmamsisd drudessdaminnla Tassiinisnaneusy
1ReINU umﬂ?iauéhﬁmzammﬂmsazawaﬂssﬁ\a:%ﬁﬂuﬂuﬁy1ﬂé’uxawu HAN1INADDY

(gn13149 2.16)

131991 2.16 HaVBINIIHIMIMIHYUS UM Tudrediela Tnauuazaamiing la Tagy

A13720879 o [o”,

la Tasnmndised -0.15 -14.3
laTaguainnszaessyfun -0.20 -19.0
taTaanunnasusadu -0.24 -22.8
FawlaalaTaw1uon la Taanuwidised -0.08 -7.6
Fainaln Tnsusinnszaoarful -0.10 -9.5
Faina 1 Tnaueinaswiniu -0.11 -10.5

Auama [0, minaums (00", = oL@INMsNAneY cXI
M7l 2.16 §erala Tnsumwidiog Sif1 0L = -0.1 ¢ = 0.005 g/em’ 1=2.1 dm’
LN (CARA — 0.15/0.005X2.1
[O)*, =-14.3
daudredielalasuninnszaeafun MnanuinTunsdaing inTaaus o

1 | @ \ = o
w1 [0, wuiRenfiudiogiala Tasuwidive
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2.8.2 MSMIMIMVNMIMNTAH 120 TN (Degree of deacetylation,DDA)
Taedsiulansu*®
r ¥ '

153870819 Ia Taanumwiaisd 0.01-0.05 a5y @athminfiudusn) ldasluwiaia

USumsvunn 50 dadaas amivAuTisaramensaesdaaduiu 2%vv USinas 40 Tad8as
[y & o od Y o 9/ 3
audlassanuuimanaaeananu lalasuazatevua f1nzasulinissaznoudie
ASZATMATDY whatman 1003 42 uazlurlSumsdisa1sasalonsaosERAUTY  2%viv
auasulsueg
L7 (] a8/ =3 Y 1

2. Unlamsazaiedledia @nve 1) USwas 2 Nadass laasluvasanaany
=Y = ar d = a oo =y ~ =
wumsazmeusmanddiies 4 Tuard USwas 1 dadaes uaziBumisazaieiiuleasuy

=y = e £y ] 1 as o T

a9 2%wiv Us1nas 2 Tadaes YachvasaldininwaimsazaisIfuaudu 1 luddylusrs
Y a 1::1 o y Y a Y
dnaeailural 20 W inuilhiungurgiivies

3. e usaudy 50%viv adlurasanaassouilSuassanailu 25 iafans
wazsieisazats ITaaimsqanduuay aqueiesgiididamlaTns T Inlines
A A = @ o 9 - )
Annueadn 570 w1l euduuvasn laslsasazaionsaozdamdudu 2%y
unumIasaIedieey taziinianansuTaiu Annamlnuvyeszii Tudass Ty
A29813 la Taanu Taahsufunsunas g

giwnmasgiulasiliag15aza180a5§1u phenylalanine ANUTu 1IN
TuTasiou 10, 20, 40, 60 uaz 20 Jaansudadas Usuas 2 ladaans awddy laasluvaea

= o ar o =9 o o a, =
naned @vasaraedmnidives 4 Tua1y USinas 1 faddes uazivasazane
duleaSududu 2%wrv USuias 2 fafans tedmasalRiusiumdrmsazaneldnauiu
o Y ' ¥ a = o daya A P o
ilddulueraivdeadunar 20 Wi ontuR IviiuNguugies uagiinmsnanss

] = o 8 o 4:;.
UHRIINLUD 3 NanN1Inaned (@JE‘!J‘VI 2.23)uag (#1399 2.17182 2.18)



absorbance

0.9 5

0.8 4

0.7 o

0.6

0.3 1

0.4 4

0.3 4

2 o

0.1

70

y = 0.0089x + 0.0007

R’ = 0.0997

0

EH]

40

0

concentration (mg/l)

20

31141 2.23 A5 1WA phenylalanine NHUTwa lulasnuegluge 10-80 indinfudedns

A1319% 2.17 wamsnin1edresmsfdan guegialudedidialaamTasdsiu leasu

st | aded | ahmii Ansgn | %N@AY | %total N* | %DDA
(P§%) | PAMMEY | (-NH,) (-NH,N
1nlaanu 1 0.0129 0.605 5.94 7.62 78.0
WIfiwd 2 0.0139 0.655
TaTaaunin 1 0.0103 0.462 5.62 7.52 76.0
nIzaBeLn 2 0.0103 0.456
lnlazusin 1 0.0128 0.612 6.05 7.42 80.0
AS LTS 2 0.0137 0.658

*(911 CHNS/O analyzer)
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a1319% 2.18 lFsuisunavsimamisiessveanyuedia lude1e 1n Tamu Tagis

ninhydrin U potentiometric titration

% DDA % DDA
A13A90719 ninhydrin method potentiometric titration method
laTaaumdiyd 78.0 88.0
TaTaanunnaszass)u 76.0 79.0
InTasuainnswinsy 80.0 80.0

=i

S E=Y : =9 =4 1 = d' - Qs 1 4
nena . aeasnlSoumioulunsm %dDA TavdalAinszvivusonuranil

2.8.3, MIMADIAVBIHLTAUNA (Degree of sulfation, DS) Tae sHulanIu®
& t ar =Y o o o
1. Hegreg1agtasiaa lalaaiwainlalasiunisivd JSuim 0.10 Ay
E7 [ Ed £ ] :
Gavuniuduey) ldatluviadadSasuuia 25 daaans NATUE@EMNNEN USuas
20 fadnas aueasanausaies lalasiuazmevun aazeaulinsosmsnouday
ATZAIYNT DY whatman 1184 42 uazilSudSasdminausunsulsuias
2, Unlamrazarediionie @1nde 1) Ysuas 2 Naaaas taaslurasanansudy
o @ o o - o Ay a = a ¥ ¢
msazaronemantyides 4 Juad 1USwias 1 Taddas uaz@uasazareniulsaswdiudu
¥
2%wiv USuas 2 fiadaes dehvaselduduwnmsazaeliwaudu 11y luesh
) o ~ 3 4:? yd o a9l
waailunal 20 1N ntuniguRigu gives
3. Minnvansuu@edny (Wade 2.8.2 Aude 3 uay 4) iNewSuamyesiiTu

aas 1

] = - = "W Yo o _ as [l ooy, 5 9
daumnded li1dilgnier swnmsmatssmvesmsidangyuediaveslalasuils

8
ar g/

1 = a a ¢ o o« o
NIwpImveted lunirua naznndeyamsinnennlesivud asueu lalasnu
Tulasiwu wazdarles mwnsofvzdrammessweinydamaludedadanling
lalar s daudredndamiag laTamunnnszassfuuazasuindu vhasmaasusy

weafumsneasstamlion lnTarivainla Taauwdiye q31l% 2.23) naz@13199 2.19)
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(sa)
uongs | (HO-) CHN) (*HN-) BRTHGL | (1tLu)
Jo 28ap | BNOS- BN'OS- | *SIE0 % | %N W01 % N % BBELULL | URALL | ubLu BLBELYELL

;_.mqawc.r@aq?ﬂc\\muwrm@ﬁ.wuFwa’pdc\mowxv@?rtv@rﬁwrccx 61'c w._.vr.wrs




73

2.8.4, M3figariiendnyal
1. sursusaadalnsalai
ar 1 d‘ = = o ar
vagisareoiiluledny lalasiu woluoanseses aamiaalalnaiu
A = P 1 w = of o
wiadadinanadueansgen nureluInsveznnaaudn ITnunmFouTus ludnouudtaly
or t 1 1 4 o 4 . {1 o 4 3 [
Sasrdu 1 de 10 laadlueSeeiivd (die) Nasfuilugganme snvuidamsnanly
.::1 ~ o* g A a P [ ar [ n\:’.J = [
inSeariun lnsldiaToada (press) innududszana 10 dudon1seiia funat 2-3 wdl ude
aseaszilunkunauug uaz Tusela udmimsiesevdlaniedudsusamla Insdnes

Tugaanfiu 400-4000 cm’ eiaaduRld (3UN 2.24, 225, 2.26, 2.27 ung 2.28) uas

a

(M137199 2.20,2.21,2.22,2.231ag 2.24)

A15199 2.20 Msuana IR spectrum volaau 1alawiu nazdammala Tasiuein InTasu

Wialsd
A15720819 A7 (em”) nyiladsu (maduy™*
a@duwaivd 3200-3500 O-H tia¢ N-H stretching
2890,2910 C-H stretching
1660,1640 C=0 stretching (amide)
1550 N-H bending (amide)
1425 CH, bending
1381 C-H bending
hlﬂiﬂ“ﬂ‘l-m'liﬁ‘]j&? 1565 N-H bending (amine)
Fadina la lnau 1240 $=0 stretching (sulfate)
%’lﬂ1ﬂTﬂ“h"lﬂW’lﬂ?‘h’g 800 S-O stretching (sulfate)
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a1319% 2.21 asutlana IR spectrum vod ndulalaenu nasdarienla lamuainnszaes

un
A15870819 AW (em™) wyjTharsu (Madi)™®
ladusinnszassrfn 3200-3500 O-HuagN-H stretching
2891,2940 C-H stretching
1650,1625 C=0 stretching (amide)
1550 N-H bending (amide)
1420 CH, bending
1375 C-H bending
]lﬂT{élGIf'IHMﬂﬂizﬂmlJu} 1570 N-H bending (amine)
Falna la lngu 1240 S=0 stretching (sulfate)
VINNTEABIYUT 800 $-O stretching (sulfate)
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A15199 2.22 Msutlana IR spectrum ¥4 ladu IaTnou uazdandaala Taguanasiu

]
o as

AU
ARV A28 (em™) wyiladidu (msduy™®
Iafua1ans TRy 3200-3500 O-HungN-H stretching
2890,2920 C-H stretching
1655,1625 C=0 stretching (amide)
1560 N-H bending (amide)
1420 CH, bending
1380 C-H bending
aTnenuainasuindy 1590 N-H bending (amine)
Faina laTaau 1240 $=0 stretching (sulfate)
91ARs SR 800 S-O stretching (sulfate)
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A1514 2.23 M3uana IR-spectrum Yaaweh 1rilaupanaseauazdaiinaned 1ila

EGICECE]

AIAIVEN

A9 (cm™)

| o o @
wyilandu (psaw)”

wod lailaeanssed 3400 O-H stretching (alcohol)
2940, 2900 C-H stretching
1445 O-H, C-H bending
1430 CH, bending
Fauinanod 131n 1240 $=0 stretching (sulfate)
LeDNBIDR 785 S-O stretching (sulfate)
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L3 sS4 o ar = = [y
@139 2.24 msudann IR-spectrum Yoewainiaundelan uazFainanedeiaunas lna

A1TA20814

a8 (em™)

wyiandu (msdw)”

wodlasaunaylaa 3400 O-H stretching (alcohol)
2900 C-H stretching
1445 0-H, C-H bending
1370 CH, bending
Fainanetiebaundsian 1120 $=0 stretching (sulfate)
590 S-0 stretching (sulfate)




83

= - < d s I3 =
2. i3edinsEnsg msueu lelaseu lulnstou daves/eendion
(CHNS/O Analyzer)
. ¥
F9T1311A35 U L-Cystine 51w 1.5-2.0 fadndy (@atimiin
4 1 1 o o =3 [
fndnow) ldaslunszadesd 1dRuunszawdesdlfidudowdng ldaslunumnay
3 A o 9 & 1 o (] P - [
HAIUAIIEHAIYIATEY CHNS/O analyzer drumisiresnsiiiinladu lalawu uazdaminn

laTaauimsneneusuifenfuaisannsgiu samsnaaes (aa1319i 2.25)
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3. maamnzdndTnalsdeslusededadian lalaau™
3.1 FasretudaniinglaTaau 0.01 nfu (ﬂm‘iymﬂ’ﬂﬁmiuau) madlu
finpedvuia 100 adans
32 @mnbhndudines 20 Faddes nindudunsalaTasaasindudy
37%w/iv 1301035 5 liadans aumsazats Wi

1 L
3.3 1ildbesfigamgd 80°C vumlifh Wuna 15w Aalddu
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ganduureamiazate Imfonuasgiuluganududu 2.5, 5 uay 10 Jafnfudedas

AWHFY HaMInAneY (31N 2.29) Uaz(ga1a1an 2.26)

04 q
.35 -

03 4

0.2 4

absorbance

©.15

y =0.0369x + 0.002

0.1 1

R’ =0.9997

G.05

concentration (mg/l)

3 220 anmsganfuumsvesmisazmenas g s usmnududu 25, 5

HaY10 Yaansumeans
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-~ - o =Y =4 a [ o
A1519% 2.26 W'ﬁﬂ']‘i'llﬂ'i'lz‘r‘lﬂ‘lﬂili'lﬂli"]ﬂﬂf_m cluﬂ')'ﬂﬂ'lﬂ"ﬁm‘l"llﬂﬂ‘lﬂiﬂ“ﬁ'lu

15629819 aseh ¥t fAN139A %Na il
(N51) AAULEAS
Famlinn la gy i 0.0103 0.185 1133
210 la Taeuwidiad 2 0.0102 0.168
Farlna la Tnanu 1 0.0109 0.179 11.26
INNITABIY U 2 0.0110 0.196
Fawma'la Taau 1 0.0107 0.149 9.66
1PATIS AT 2 0.0110 0.170

2 u d
4.80HIN SR NVUVDITIT IO NG (X-ray Diffraction Spectrometry)“'ﬂ'

@ ar [} o g = a P o
FamIaresnndy ladu lalasu vazdamiae la Taguiude U
ar 1 A = fed 1w 2 3 &8 e o t d‘l = o Sl
0.50 n3u ldaslwnsesiniinosuiiugaanma mnmiudsdamsdieonaluaisaniun laols
inseadanaNuAulIzim 10 Auaeas 19l Hunat 2-3 il ndemssavzduudunaiuia
Alidudiguinnaie 2 udues v 0.2 udwas udiinisimazvdlemies
X-ray diffractometer A1MA136nd 35 Alaliaauazldnszua’lddh 30 Saduenudy

HaNIsNAAB (3R 2.30,2.31 uag 2.32) AE@IIEN 2.27)
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A15147 2.27 #AMINATIEY X-ray diffraction spectrometry 1 20 Tudedialalasnu uae
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5. miveudumn uazlsneuiundasuunmitns ool lnsala
("C-NMR Spectroscopy #az H-NMR Spectroscopy )
fustildfguilassadisvesa Tnsm oyiuiveslnlaeu uazuen
fuvsveanyFamalumely lalasu (@3UT 2.33, 2.34,2.35,2.36, 2.37, 2.38 Az 2.39)

uag (@A13199 2.28, 2.29, 2.30 LAz 2.31)
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d‘ 1 ar = o
A1319% 2.29 msutlana 'H-NMR spectrum vestaiaa la laguainla Tnanumdve

a3e8819 Yoygy1ai (O) (ppm) mstlana”
Fahan Ia lng1u 4.92 1H, broad doublet, H-1
nnlalnanuwidisd 4.56 1H, broad triplet, H-38
4.25 2H, multiplet, H-4,H-5
3.97 2H, broad doublet, H-68
3.69 1H, broad triplet, H-6
3.45 1H, broad triplet, H-28
3.15 1H, broad tripiet, -2
2.05 3H, singlet, CH,
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a131971 2.30 M3utana "H-NMR spectrum vasdama lalaanuainnszasayud

17979819

W‘Ellu UM (8) (ppm1)

msudana’’™”

Famima lalaguainnszasafn

4.98
4.60
4.35-4.23
4.01
3.92
3.41
3.18
2.05

1H, broad doublet, H-1
1H, broad triplet, H-38
2H, multiplet, H-4, H-5
2H, broad doublet, H-68
1H, broad triplet, H-6
1H, broad triplet, H-25
1H, broad triplet, H-2

3H, singlet, CH,
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A1519% 2.31 Msuana 'H-NMR spectrum vasFavian la laanusinasuiniu

ATADE

Yey sy 10 ) (ppm)

4749

Msulanad7

Farloa la laguanasiuiniu

4.95
4.59
4.37-4.22
4.00
3.38

2.05

1H, broad doublet, H-1
1H, broad triplet, H-38
2H, multiplet, H-4, H-5
2H, broad doublet, H-65S
1H, broad triplet, H-28
3H, singlet, CH,
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L7 d ar = d 2 9 o T q; o
2.9 msauangridarna lalawiuein lalasunsivauuudamanlusumda s e

1272 (Regioselective)”‘sz

Vv
Tuns ﬂﬂamusﬂumiﬁamﬂzﬁ 2-Deoxy-2-sulfoamino-3-Q-sulfo-( I—)4)-B—D-

glucopyranan (6) (93 1% 2.40)

OH OH
R O R o}'
NHAC NHR
(6)

R=H, -SO,Na

3 Uf 2.40Tns9a 19084 2-Deoxy-2-sulfoamino-3-O-sulfo-(1—>4)- B-D—glucopyranan (6)
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2.9.1 MIFunTIEH 2-Deoxy-2—phthalimido-(l~'>4)-B-D-glucopyranan (2)
1.1%’1§n§ﬂﬂ1ﬂﬂ‘lﬂmﬁaﬂa{u11uﬁﬁﬂ31ﬁa1ﬂ1§1 @wnawidade 2.3.1)
151n360 iadans adluvindunay 3 Aowna 250 Taaans siims laenieeen lagrmuie
TuTasauashslamiadesilug dszma 10 nf udreanasatifieAimilefadm
araney
2. inln Tnamonded fiflearvesmsmianyuadiia 88.0% S 17w 5.0 nfu

£
(.03 Twa) mmiwdunimanueu la'las 46.0 a5y 0.317ua)

= L) at = & A 2 g del
3. wuebaundalaadinas 0.34 nddas (0.061ua) lagidandhamy
-~
il

130°C nazauaasananoldussermelulasiou Wunar s 42w ldveunamia

¥
GORLED!

24

Vv ]
aueveurardiiman ldunseariudvuie enseslalawiu

] 14
A o

wedanit liagmweenll drufinsesiuazvsaadliiinneduing 1 das Alihuiuazih
udsegilTunas 300 dadans a¢ldnrnoudimasey

5.n584AzNoUA0AT10YS1UT IAo]lFnTzaINATEY whatman 1uBT 40
Frunznoudioioruea 2-3 s nathiniazaeu 14T soxhlet extraction AnBIBEUED
Huna 2 $2Tus e warmanuen lelafiniennn (A1 IR spectrum g 2.41)

6. sunzeuigaund 60°C Wunm 6 $9Tus 1dN desiccator 1oge

4 3
anudu 18e13(2) 3.87 03N 46.0%yield) M lTingeridie IR spectroscopy, X-ray

b

diffraction spectrometry, CHNS/O analyser U0 '"H-NMR spectroscopy (W’ﬂﬂ'lﬁ‘ﬂﬂﬁﬂdﬂj‘ﬂ‘l’l
2.41,2.42,2.43) Hag (15199 2.32, 2.33, 2.34 Uag 2.35 a1Wa1AY)
2.9.2 MIFUATIZH 2-Deoxy-2-phthalimido-6-O-(triphenylmethyl)-(1—>4)-[3-D-

glucopyranan (3)

(]
[}

y
I~ = ey o =t as o
L1Fidufacgaiiauiits waimheeTounuiade 23.2) dinns 80
fnasas asluvindunan 3 Ao VW9 250 Taaaas inslaeimeeen Tasdiuma Ty Insou
o et =1 g/ o &V 3 & o o 8
astufsau Uszuna 10 w19 udrenwasatiny AmileAwedvimzaie
2. 1@y 4-lawNaosd TuAsAY 15.0 nFy (0.12 Tua) Aunasaan
¥
3.9IANUANATT (2) 5.0 AFH (0.018118) AUAABAIANAUETS (2) aalY LAY
= - ar = ar u’:{ - [o]
wunae Is lnswdiaimu 50.0 iy (0.18Tua) lagivdnsngungil 90°C uasaunaoanm

meldussematuTasou el 24 42109
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=\

4 ismsazareliifuiiganaites masasawadtufininesving 1 das
DUy s yea Usias 300 faddas dazneudim nsewzneudionsiymuesTay
1#n1520HN599 whatman 19340 d1eAzAeUE 0B 1MRA 2-3 ATe eufigaimail 60°C ifunm
6 $1Tua Tdlu desiccator 1ﬁaﬂﬂmm‘§u a3 (3) 6.94 A3 (73.5% vield) 9 nvianial
3NT1EHAIY IR spectroscopy, X-ray diffraction spectrometry, CHNS/O analyser !10¥ '"H-NMR
spectroscopy (Naﬂﬁmaea@gﬂﬁ 241, 2.42, 2.44) WAz (M519F 232 , 2.33, 2.34 Az 2.36
ANAIAL)
2.9.3 MITAUAS 151“; 2-Amino-2-Deoxy-6-O-(triphenyl methyl)-(l—)4)—B—D-
glucopyranan (4)

Lianleas@uTululamse Usuins 27 Haddas asluviadunay
3 a0 YSnas 250 Saaaasnniturmuims iy Taswuawuivesdaiasme

21818715 (3) 4.70 A5N(0.01TuA) uduRninduil3inas 53 faaaes lag

=Y

Wdnd fgamgil 100°C uazaunasanan meldussnmalulasnoy dunm 12§57

U
14

fuesazaeldBufigungitos snsuingu so fiaddas uasTanudeuriteszmerh
281

39dide 12 B0 2 ada nsewnzneudensIeyes Tasldnszaunses
whatman 109340 &nmgneudisemiuea 2-3 A vzldnsneudnng oussneuflgungd
60°C 1uam 6 ¥2Tua naz1dlu desiceator Lﬁa@,ﬂmm?i‘?u 1aa1s 4) 3.35 051 (73.0% yield)
mmfuﬁﬂﬂfims 2@y IR spectroscopy, X-ray diffraction spectrometry, CHNS/O analyser
ung 'H-NMR spectroscopy (HAN1INARDA @;ﬂ‘ﬁ 2.41, 2.42, 2.44) uay (ﬂ'li'N'?; 232, 2.33,
2.34 1@z 2.37 AWAIA) |

2.9.4 MSTUNT 131‘% 2-Deoxy-2-sulfoamino-3-sulfo-6-O-{triphenyl methyl)-(1—>4)-
B-D-glucopyranan (5

1.“l‘j’s'ﬁuﬁﬂm@ﬂﬁ?ﬁuﬁﬂs1ﬁmmj’1 @nauiade 2.3.2) 5unas 80 linddns
avluwadunay 3 ae vna 250 dadassiinislaeimaeenlaviuiielulasmuasly
F3au Uszana 10 1H udeavasarhms Bmilefvesdnhazae

2. BUS @) 2.0 n§1 (0.004TuA) AUAABALIIIIUMIT( 4) azany anthudy
FaoT aseon wa-Rsau (sulfur trioxide pyridine complex) 7.0 A3Y (0.04 Tua) Aude 1w

FIIHTUDEZEY
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o 2 - o
3. dngngamgli 80°C meoldussomaluTasou Junm 2 Falue

o 9

¥
=L d = ~s =y
fsmsazmeldiduiigamgines maisazatwasluniaginisuunn 500 finddas uduAN

s ea U3ias 300 Taddns 12 ldnzaewiuduniciannzney

4. Sudanmsazmeilane Mazaeud Iuuinhngy U3uas 5o unanns
ﬁ]m13?14ihfnﬁazaw‘lﬂu*ﬁ“lutinim%q”!ﬁqmﬂnja;ﬂu*ﬁm 0-5°C

5. @umsazawlmfonlamIonladidudu 1 Tums sumsazamdudie
(pH tszaar 89 naaeudenszAY pH) 1hansazaien 181 lauedsadronsudune
2 $u nazthmsazateldrsmienn veldnrnoudan 024 afu (9.88% yield) vintiin'lal
JAszvaE IR spectroscopy, CHNS/O analyser Hay 'H-NMR spectroscopy {NON1TNAREGY
a1t 2.41,2.45) 1y (M 2.32 wa 2.38 AWATRY)
| 2.9.5 MITUATIEH Z-Deoxy-z—sulfoamino-3-su]fo-(1—-)4)-B-D- glucopyranan (6)

Ldes (5) 0.2 aiu (0.0003 Tua)ldasluviadunanvuia 50 fadans

=y

3 = = = = s o A
nmiudumsazaensaozdandudy c0%vy UTinas 20 fadfas TaoSdndfaamgd

u

]
=

o o ke ¥ o a g
90°C Wuim 1 52 Tas Measazmeldiduiqungiifes mansazmsasluvaagdnsroving

A ao L ) = o ey 9 Yy = ny 9
250 Nﬂﬂﬁﬂillﬁ’)!ﬂm@‘ﬁ'mﬂ’ﬂﬂilﬂﬂ‘i150 vannag i]zulﬂﬁﬁﬂ'ﬂuQu‘ﬂ"‘lﬂ']ﬂﬂ'ﬁﬂﬂﬂ:ﬁﬂﬂu

v ]
¥ a g as

2. SudumIsazawn lang Meznaui BuuAmihnay Usuas 50 Siasans

°c

mﬂﬂ”Juﬁwmﬁazaw"lﬂu‘ﬁ“luﬁim‘iyum‘ﬁa‘lﬁ@mﬁqﬁag:“lu‘ﬁaa 0-5

3. wumsarmelydenTanSonlsddudu 1 Tward sumsazaedudig
(pH Uszans 8-9 namoudasnszaty pi) whasazarsi gl lauedsadeindudiunm
2 $u tashasazae liiateon 12 18ezneusun 0.05 nd (41.67% yield) -~
Wl imsievidae IR spectroscopy, CHNS/O analyser uUay '"H-NMR spectroscopy

(WansnAaed g3UR 241, 2.46) ung (M51990 232 1ag 2.39 AWEIRY)
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(2)

3)

(4)

T U Wb [ R Yy il
f=7) 1A Lt N frsd E> ]

n T -
L) ] =) e H fos) = e = ] [ [ = [ 1

ﬁ""'
zL
i
#

gih‘f’i 2.41 IR-spectrum mmﬂgﬁuﬁﬂlﬂ‘lﬁmu (2), 3), (4), (5) uag (6) (KBr)
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A15199 2.32 HAMITUATIZH IR spectrum maawﬁuﬁ"’lﬂiwm (2), (3), (4), (5) uaw (6)

#13879819 A (em) | wyHesud (aaudyee
2-Deoxy-z-phthalimido—(1—)4)—B—D- 3200-3500 O-HugazN-H stretching
glucopyranan (2) 3050 =C-H stretching (aromatic)
2860, 2930 C-H stretching
1770,1710 C=Q stretching (imide)
1440,1495 C=C stretching (aromatic)
1390 C-H bending
720 =C-H bending out of plane
_ {aromatic)
2-Deoxy-2-phthalimido-6-(triphenylmethyl)- 1440 CH, bending
(1—)4)-B-D-glucopyranan 3) 750,720, 690 | =C-H bending out of plane
(aromatic)
2-Amino-2-deoxy-6-O-(triphenylmethyl)- 1650 N-H bending {amide)
(1—)4)-B-D-glucopyranan 4) 1600 N-H bending (amine)
1420 CH, bending
1380 C-H bending
700 =C-H bending out of plane
{arormatic)
2-Deoxy-2-sulfoamino-3-sulfo-6- 1640 N-H bending (amide)
(triphenylmethyl)- (1—>4)-]-D- 1450,1499 C=C stretching (aromatic)
glucopyranan (5) 1380 C-H bending
1240 S=0 stretching(sulfate)
800 S-0 stretching(sulfate)
700 =C-H bending out of plane
(aromaﬁc)
2-Deoxy—2-sulfoamino—3~su1fo-(1-—-)4)-[3- 1240 S=0 stretching(sulfate)
D-glucopyranan {6} 800 S-0 stretching(sulfate)
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Counts

JUR 242 Xoray diffractogram §1 20 vas0RUT lalaau (), (3) uag @)

A1519H 2,33 HAaMSUATEH Xeray diffractogram $1 20 vasayus lnTaanu (), 3) uas (@)

=1 W a
lﬂiﬂﬂlﬁﬂuﬂﬂqﬂiﬁcﬁquw‘lm‘ﬁﬂ (0

15720819 11, d-spacing 20
) 100 - 6.57 13.46
(3) 100 4.49 19.73
) 100 6.70 13.20

I, is AnudvpIdwaNnAnsE N
I 9 AN UUBISIAIRAUBDAMN

LY
d-spacing A9 SLULHNVDIFURAN
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15197 2.35 msutlana "H-NMR speotrum yosayius lnlagu (2)

CRELRLERE Foyaae (O) (ppm) mauana
2 7.76-7.66 2H, doublet, Ph
7.40-7.31 2H, doublet, Ph
5.16 1H, broad doublet, H-1
4.75 1H, broad doublet, H-3
4.14 1H, broad doublet, H-5
3,78-3.10 4H, multiplet, H-2, H-4, H-6, H-6

a1aadt 2.36 msndann "H-NMR spectrum ¥830YRus In Taanu (3)

GAFLPLERN Yaganst (O) (ppm) nsulana
(3) 7.78-6.99 19H, mulitiphet,Ph
492 1H, broad doublet, H-1
4.77 1H, broad doublet, H-3
3.75 1H, broad doublet, H-5
3.48-2.88 4-H, multiplet, H-2, H-4, H-6, H-6

a131991 2.37 msulana 'H-NMR spectrum UD0YRUT 1A 101U (4)

156208719 Ty s (O) (ppm) mstlana
4) 7.76-7.21 15H, multiplet, Ph
4.70 2H, broad singlet, H-1, H-3
4.06-3.06 4H, multiplet, H-2, H-4, H-6, H-6

v
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a13197 2.38 pIsiana "H-NMR spectrum 48303us 19 Tas1u (5)

713679814 Yoy (O) (ppm) msulama
(5) 7.36-7.10 15H, multiplet, Ph
485 1H, broad doublet, H-1
4.63 1H, broad triplet, H-38
4.36 2H, broad multiplet, H-4, H-5
3.72 2H, broad doublet, H-6
3.15 1H, broad triplet, H-2S

#15197 2.39 Asutana 'H-NMR spectrum v838yWus 1alazu (6)

GRELRLIAN deyaa (O) (ppm) nsuana
(6) 4.98 1H, broad doublet, H-1
4.68 L H, broad triplet, H-3S
4.40-4.28 2H, broad multiplet, H-4, H-5
3.90 2H, broad doublet, H-6
3.08 1H, broad triplet, H-2S




