unfl 2

NITNARKRD

- .
n1scAssvsng (elemental analysis)

ﬂLﬂ?ﬁ:ﬁSﬂ@ C, Hy N, uRz S TRuRass axflowos as. Tatfiun 8. TAsT
(William D. Crow) wvinnmfdn tafimn Anundounedaf’ oodimsifu (Department of

Chemistry Australian National University)
naswigeuadh wWas (melting point)
19 n¥osflo " Fisher - Johns Melting Point Apparatus "
s L 5P WoUISWIN AL Unas
10 nfosflo " UNICAM 8P 200 G Grating Infrared Spectrophotometer "
ﬂqtﬂﬁu;uunnuaq slunnd atdawsn

1ATUAIINS 3fl0an P15, AaLBun B, TAsa (William D. Crow) uminnATYn

]

) -
LAY NN Ao 000a e T LALLR:. KAARTATYENLRT AN TNUIA1AR TN Inu 1 FuNfea

ans Laanyd

a1sdsinoUTsAln uR: woavh -f- 0:J TR Tus IungIAAUI1AUATNUSYN TN -
LA (Sigma Chemical Co.) agWugbaaaﬂ7U7=nauuaaﬂiaé&qnu?ﬂhuaan?nJ;nﬂﬂmﬁ
(Aldrich Chemical Co.) @Anqiaad@wmsu TLC ‘ld "Kieselgel G(Type 60)" ua=

FmsunoduinsuniansaMly  "Kieselgel 60, 70-230 mesh" ainufvh 8.1 05m

(E. Merck Co.)
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(1) nis&siAsnevdisysznou 5 - LULSARLT s Rt (5-benzylidenerhodanine)

srRnu 13.3 g. (0,1 mol, vaaéqsﬂs:nauismqﬂuaqﬂunsmxnaLﬂééétﬂﬁﬁ(giacial
acetic acid) flsousmau iOO cm? iy 28,6 g0 (0.3 mol.). easdnsUsznouidifiun
0:@ srAlusnAa1nda (anhydrous sodium acetate) guauns=ffadisazarulauasifn 10.61
g: (0.1 mol,) uaqﬁwsﬂs:nOULuuﬁﬁaﬁiaé'(benzaldehyde) ﬁﬂnéﬁéﬂsazaquuuufwawg
Win 45 wafl AR laflgomgavias Lﬂuamnmﬁﬂiéﬁqwumaq%uﬁw#ﬁuqu SOé'qu. g1 Gula’
Jssuam 1 A nsosuazatssnounand magy ﬁ AEITAAY s avm 19,42 g. (87.9 %)
ﬁﬁuﬁmnuﬁnﬁﬁﬁauﬁqﬁﬂasawuLuﬂﬂwuaaaziﬁbaniuLﬁuﬁtwﬁaqamﬁhaawaautwad 205 - 207°

. Q
(aansruuw 208 - 2090)(’5)

(2)  nsdaipsizvdnsussnau 5 3 (001N - ARy undafiu) Tsmﬁﬂu
(5 -~ (0 - chlorobenzylidgne)rhodanine)

;ﬂu 12.5 g. {0.15 mal.,) gaaéqus:nandLﬂuuazﬂtnn#U§ﬁAQﬁana41uéﬁ7
a:aﬁuuoqéqsU::nauiﬁﬂqﬂudwuqu 6.66Vg.} 0,05 ﬁﬁlﬂ Tw 100 cmf vaansﬂiﬁh;ﬂuaazﬂ
fnflsou  guaunssMsdnsazatuflduanifa 7 g. (0,05 Moly wasdnsusznouoals -

AROTs LusNai s (o - chlorobenzaldehyde) AN SARAEIAY 58 £R 1 UUVUSTWAT T (reflux)
wu 90 wnfl ﬁ#ﬁhiiﬁ@mwgﬁﬁbq Lﬂuannhgﬁiﬁéqﬂuﬁqdnuqu 500 qm? Lﬁuifﬁuﬁiﬁu

1 fu  nsosnznouSivlosfiuneanuiananznoussud many 4 Afsamansa  aslamenou
win 11,30 g.v(eg.ll % | WReInAE snkAndn O AugiAs v@ glirmiuoaaz lanSn iU du

6
Rivdo1aamaanival 188 - 1890 (aanstuw 181 - 1920)(9 )

(370 ArsddlBsasmAnsUsznad (50 - (wasal- (PRaTS LUNDARL) Tsanfu -
(s - (p - chlorobenzylidene)fhodanine)

azfalu 6,66 é; (0.05 moly wodrsdsznauismifluua: 12.5 "g. (0.15 mol)
vaqaﬁ7Us:nauiﬂxnuxa:ﬂumnﬁUswﬁaﬁnﬂwa41un7m€ﬁﬁ%ﬂﬁﬁi=@ﬂnd%uau 75 Emg:ihauéqs
asaula B 7,03 g. (O.CS moly woiAsUsznouwisa - AROTy LUWafTlas

(p - chlorobenzaldehyde) FANAUAN FRERAUNVUSWANSAL 1 du. Heflalaflgomgivas
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3 : & .~ -~ -~ -~ -~ W
FafaAT 1AW g L Junsouazananznoulaniy -

anuAnstoam laasTuf s auan 500 em
dndumany o afsawmansaaslaanswmindafu 10,24 g.  (80.13%) wrwnanuSniustrin

. v . o
YReanuiumiIuaa s laudngdi g infosgavaonivan 224 - 226 (’aNs1u21U

2270)(97)*

(4)  pIsAILASIEMATsUsEnou. B 4 (wsa -- Lamnand (uuwdAfM) Tseflu

(5 -(p - methoxybenzylidene ) rhodanine)

VAN sUs 2 nouTYL Muso = Larfus 1Aannaa aw 12.5 g.- (0.15 mol) "3%u
awsazaﬂuaa4Aﬁ?Us=qauismqﬂudwu7u 6,66 él {0.05 mol) 1w 100 cm? YOANTALNA
VOuros@hinfiguauson  guialiUawnsevfan sasanulansa « B 6.8 g. (0.05 moly woq
ans TENOUWIST - Lunond L usn @l les (p_- methoxybenzaldehyde) asly aunduans
a¥aquhuﬁ§ﬂﬁnﬂhﬂu 45 ynft Lﬂmaénm%ﬁawuﬂaqﬂuﬁﬂdwuqu 500 cm?; uﬁélﬁuﬁﬁi; 1
Au  nsosuazansmznouflafawedn 7,407 . (58.72 %) waslwnsnuSniutarinasany

LENNIUDA a:iﬁhﬂngﬂ;ﬁuﬁéhaﬂnaautwad 25G=enes 0 (87an¥au91w 251 - 2520)(98)

] -
Y

(5) NIsAILATI=MAITUSENaY 5 = (LM - Tuiss vWWwdaf) Tseanflu (5 -

(m - nitrobenzylidene)-rhodanine)

Rratpatsdsznoulsaifua oy 6,66 g. (0.05 Wol)  a1lunshy naiduao=2anfls ou
. 3 |
Fmaw 75 cm) 1P 12,5 fgan (0,15 malilwoqdnsdsznovidi fouosdsanflsnAannda
guanns=ydnsazaneld Mlen 6075 g+ (0,05 molJeosdnsdsnou Lsmmn - Tuiss tuu-
wﬁaﬂWaé'(g - nitrobenzaldehyde) &3l & uazenAdudnsazaipuulsdnduny 1 du. fa

[V o B - -~ 3 -~ -
1 Buflgoenginios L nkAafuamh et awsinas Tudas mad 500 fem) | ddgiule 1 A ns o3
menouasAt Il many qafsammansa  azlansnowdn 7.63 g. (98,53%) - devdwamn
[ X -~ . (o]

uﬁnﬂqmquﬁaﬁwa:aquLuﬂﬂquaaq=1ﬂuﬁnzuLﬁuﬁxwﬁaq FOVRDNIMRY 260 - 2637 4 (=a1n

TAUITIU 263Od)(99)
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(6) nasvefundnsdsznou 2, 3, 4, 6 - 1aRAse - 19 - 8x28Aa - wuoawi - f-
ngirws 1 Tnda Tuslum (2, 3, 4, 6 - tetra - 02- acetyl - o -~ D - glucopyra-
nosyl bromide)

ussg 200 g: 010:9MAuon o lms RATULIRATNADERAA 500 cm? damorenny
\AT0aRALdRTWY  (automatic stirrer) wazinosinfinas Usulvgomgayl 0° Tow
wdluor s mou Y WK 70 % waanseLJosAROSAR AW 1.2 cm? adluflazvum
UUpampRie 181 sa a1 MG JgaMBuan LBuATsUsERoU B - ngimafiusaAaamdaaimiau
50 nes A lUfar A vt uena 1 e, ﬁ%uahfﬁL?oﬂﬁﬁﬂﬁbmwgauaqéﬁ7a=aﬂuad
Mdae 30 - uo® Cluenefinudn sdzadvoganantaal  1fn 15 g. £0a0AWDTALAIRIIY
VA2 NUSUPIMPRED AT SRt Ay gl 207 Waads L Aniusiu A mau 90 €. (29.5 qm?)

8 lUAudRs 1 ol tigamgNeatadsasatolan ne 200 umelh 18 g salUflRsnunems
ﬁﬂuaqsa:aquadmaamt1awua=§thqmwgﬁmaqéﬂ7a=aqu1§1ﬁlnu 20° LﬁuLaaﬁuﬂuﬂ§4ébiu4
Aud1sazauflgomgMoanoludn 2 daTud  uA989. AuAAD TsWosua' AW 150 cﬁ%f a3l
nsoednsAzatuEiwlonng (glass wool) inaasazaiufinsoslsaslududs luvnsflaudns
AcanulURI  wonionfusainaoTsnasuaanin  uasatadulRannaol sWosas M 50 cmo
onafands 7auéqsﬂ:aquﬂﬁﬂaai7Wa§ﬁﬁ4wum SETrT q L0 sUs =nou T AusluAn sUB LR
alUfa:druauns sedn sasan vluiMosgasndaisuoulnoonldn Anfuln  ansdsaszaruaaudn
LBuua I 1l AR uA1 sUs s noUTE fluseta uwetlushAannfh s inoloamaoTsvassoonisunfos
1591021 UasAgompfist 97 60° Clurlgmas Taan SLvfluadau Muana@nlustaria zan udad in Aus
Tinas - Doy Andnsadan 2. 1 (USuams 1auuSiass) . aan 250 - giussqoyiu
nasnas (mortar) umnszanuans vl ludirinacanud | mrioupdsdisUscnovuoavin - & -
0:B1nTus IungiAdazAdy ¢ mNadnn  Nsodnznawflaauuauaratiaudnmos 1O &rsusznou

. 100
woavh - B - 2:81elustunginaflnfisavaonivas 82 - 85°  (aansqustu 88 - 89°) )
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{9 naswefoundnsdsznau  Low - (2,3,4,6 - wems: - 12 - o:9fs -
vuRn - B - ngiansniuda) - 5 - LunBRAuTsantu (N - (2,3,4,6 - tetra -~ 0 -

acétyl -Bfg-D- glucopyranosyl) - 5 - benzylidenerhodanine)

arany 6.63 g. (0,03 mol) woas”’isdsznau 5 - Luuﬁaﬁﬁismﬂﬂua§1uga
Yiezatua:zdiaus miw 650 cm? 1B 12,37 g4 (0.03 mol) w01d1sUsznovudavn -
f - 0+9imTusiungicd(a - D - acetobromoglucose) wazmuMIUATTAZRIY 10 %
1 Muslemsonlds (sodium hydroxide) Fawan 12 cm? AUANSRERTUAIULATD 1A
wuuLsd L ulin (magnetic stirex) fidomgavpaidutaa 3 5saam=nauﬁmﬁqﬁaﬁﬂu
énsazﬂﬂﬁﬁhiUu§HS=quLaﬁmﬁwﬁa:aﬂuaanﬁquLnﬁaqs:;wuammwaﬂﬁ (vacuum
evaporator) ﬁ@mwgn 30 407 azié%ﬁ:auwﬁaqd;dmrwwmﬁnﬂuﬂhﬂwa:aﬁu;annﬂuoa
a: lAnAnS I vR04 W anudnludiasat UL I Woa az}ﬁhﬁnﬁuwﬁaaﬁﬂuau 12.48 g.

0
(75,45 %) aavaanivan 192-1047 aarshusan 192-191&0)(1 °)

(8) nisiafundisdssnou  1ou - (2,3,4,6 - 1eRs: - 10 - 2:Ofla -
tusn - B - ngIAIns 1 TW8R) - S5~ (00 - ARaisLungaty) Tsenfu (N -
(N - (2,3,4,6 - tetra =0.--acetyl - £ - D - glucepyranosyl) - 5 -

(¢ - chlorobenzylidene) rhodanine)

azatu 7,73 g. (0,08 molywoidisuUsznou 5 - (20Tn - AROTTLUNIARN)
Tso1fu (5 - (o - chloroberizylidene) rhodanine) wa: 12,3 g. (0,03 moly
wo1dnsUs snauas8iniuslungiaa _ (acetobromoglu€dse) a+lusfriaazaiuazdiaus mau
500 cm? Aun s AN TRzA1 0l A 48 Bhidn SRrane 10 % Tﬂtﬁuu10m70n1déﬁwuau 12 cm%.

avluand sazanuflgompvoaunu 4 Au Ns09a1sazanuIfD L 07 RzNouleN 1801124 fow

- W - :
Tus luanaly s:quxaﬂﬁhﬁqa:awuaanmauuﬂgaas:tuuﬂ@wﬁnﬂﬁ (vacuum evaporator)

(o] .
ﬂgmn@ﬂ 30 - 40 a: Az noudivfosdal snanu8nlusrita srnuLmiuaa -
ARDTsWoTH  azlanfAngUiSnfivBossuon 11,71 8. (72.32 %)  SAMRINIVR)D

201 - 202° {arnsnpew 200 - 2020)(100)
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(9) nmiswefonansysznou (0w - (2,3,4,6 - 1esisy - S0 - 2:8fa - (us -
fio- ngiansaTwday - 5 - (Wasa - AaeYsIundafu) isentu (N - (2,3,4,6 - tetra -
- 0 - acetyl ~ B - D - glucopyranesyl) - 5 - (p - chlorobenzylidene)

rhodanine)

azA1p 3.84 g. 0,015 moly wos@nsUsenau 9 - (Wisn - ARDTS LUMIANY)

3

\sa1fu (5 - p - chlorobenzylidene) rhodanine ) aeluoz9iausmau 300 em® |8

6.15 g. (0.015 mol) eosdasysEnova=Jiniusiunaing A fodnsreanulage L Mudns
. - il i 3 ~
azatu 10 % TJiflunlansonidasauw € cmi asly nudqsasaﬁuﬂqmwgnnaauwu 3
- A -~ J oA
a:lanznoul i niosuunaon’alan sa=any [ nsoansnauna rantnan matuaie i floazaiuion
Fznoweo 191 Aunlusluafaly mﬂuﬁnm:nauﬂiﬁﬁﬁuLunﬂquaaa:Tﬁhﬁnﬁxwﬂaqamwaautwad
o e | ; v
226 .- 228 (RNsauw 226 - 2287 WA Wndasazanufhlaarnnisnsoamn s ivot an
o

#arinazatuoanaauiafoss s imugninnA (vacuum eveporator) rgomga 30 - Lo

az ARz nouf i wlosd sl s enuln iU smnaues - s laudndheiauus 7.032 g- (80.1 %)

(10) nasimfundasdssnau oW - (2,3,4,6 = usmpse - 10 - o:=9fa - Lumd -
B - ngininsniuwda) - 5= (%17ﬁ -.LuﬂﬂﬂﬁﬂLUu@aﬂu)TTﬂﬂﬂu (N - (2,3,4,6 -
tetra - 0.~ acetyl - f -/D - glucopyranosyl) - 5 - (g - methoxybenzylidene)
rhodanine) |

VAudnsazate 10 % 1difluslamsonldn (sodium hydroxide) sawaw 6 cm®

897 HA TRz 30897 £y (0.0155meL) | 68 1dnsuserauls) £ (Wi 4 Ailmmond (unda)
!
1sa1fu (5 - (p - methoxybenzylidene) rhodanine) uaz 6.5 g. (0.015 mol)
v23a15Us =nouo=disTus I ngindtusiaviiacatvo s iaua wouw 400 cm? AUANSATAIUAIL
vafosAnuuLus inin (magnetic stirer) wiw 3 4u a=leeznonfinAoIuunoonua  Nsos
-~ -~ [ > ~ p . et
srnoufllauazansnrudf many q Afe  dwznowfllenisnadniutriazanuismmivaa asla

. o v
uRngUL NS uASI3AUADNLMRY 228 - 231 wadrsaratufflaannnisnsoanaszinuien
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a:ﬂimuaanﬁﬁucnéaqs:swugm@ﬁnqﬁ (vacuum evaporator) ﬂqmwgﬂ 30 - 40° W

prnoufinunpnudnlusiiriazanuismmauea  sounfatariawenls 3.7 g, (50.1 %)

(11) nasiefuudnsdsenou touw - (2,3,4,6 - 1eRs: - T2 - 09/ -
tuen - B - ngialnsaiuda) - 5 - (twnen - luiesiuw@afu) isentu (N - (2,3,
L,6 - tetra - 0 - acetyl - B8 - D - glucopyranosyl) - 5 - (m - nitrobenzy-

lidene) rhodanine)

azalw 5,40 g. (0002 moly ewoidasdsznou 5 - (1@ - MIasiuwdafiv)
Tsaflu (5 -(m -~ nitrobenzydddene) rhodanine) uas 8.2 €- (0.02 mol) wos
ArsUsrnovo=dTaTus TungiAaaaTua=dTaua’mau 400 em® auns evfsdnsazatulafe L
10 c@? p038 5RzAW  107% Adifunlensonlds  ARAISATANUAIULASDIANLULE L SN
(magnetic stirrer) flopmga 30 £ 402" az lan: nand L vlo «dsw wmnanuBnusaria
a:aqu&unnjuaa§=15hﬁn;UL@Nﬁuwaaq aRvzosinas 205 - 206° luanﬂmﬁﬁiﬁﬁqwum
.51 g. (71,58 %)

' (101')
(12)  nas i mSumad sazatuSusta v wonTe duusat aful v symauaaflo”

C . -
N5 ASUNATSRERIULON T Bons o 281 ludue TuL srmiuoafl 0° orarTlaisuds

\nfunLATosstauanstugdf 12 4

CaCQQtube

v”

Heater &11

sodalime tank safety methanol in ice bath

sud 12,1 gﬂuémqnqstm?uunnﬂuauiuuﬂuwfaaaﬂuﬂﬁuﬁhﬂutunﬂﬂuaﬂﬂ a®

o
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MA2US DUUNAT A=A ULONTHL B o effuauns sAsnaeRay Yl gnuﬁauaanuqmﬂu
nown (141012 floslons onldfas U uan sararunqo 1 fodruanni sasanueosniduoni flo
w¥oLaMuluduaantdfanan 1a s gnuaooensnndu)  wasuwn data L fiudnsgal g ldidanlasn
(sodalime) &Fmsumduonintfly uazSaldi funlonsanldad Meunidioflu  aqndunigdas

' -~ v 1 O [
RIUN TN RS Ty WRILIW U IR s At UL amniuwoaf o Troug 12 s udauui ndo

(13)  nrsuoniwiwladdeosdasUs=novion ~ (2,3,4,6 - isas: - 10 -
9:z80a - wuen - A - ngIRLEATHOR) - 5 - (URPARNTSanf (ammonolysis of N -
- (2,3,4,6 - tetra - 0 - acetyls~ 0§ - D - glucopyranosyl) 5 - benzylidene
. {o]

rhodanine)

UssaRIsUsenou i ou - (2,3 4.6~ (RRs: - 18 - ozMa - (umi - & -
NgIAIWE1IW8a) - 5 - LUU&QHN%%ﬂﬂﬂNW?ﬂ?H 5 g; (O,Ol'moi;a41uu7n 3 Aowune
500 cm? daﬁaLéHnwLﬂa§fuﬁLma;ua=anLéHaanwaanﬂdTuimsLauﬁhuémqﬂuzu 12.2
ADU ) WHATsREAtudNAI BN PuDI T Byl smnatioad o©  seludh 1 aulAUsSUINIA

TuTRIsLaN

LNDS IR LA DS

LAY oeAuLUULL LSRN N 1
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AuATsRzATuRIuEAfo AU L wBn (magnetic stirrer) Woamg 20° 1w 20 g,
aslndrsazAn ol i ufos1d 7:qumhﬁwa:aﬁuaanéﬁuLﬂ?@#?:qué@@qnﬂﬁ (vaccuum
lo} -~ [ . .' i

evaporator) ﬁgmwgn 30 - 407 arledisivfior Ml wnaseuda s nnunlustariazany
£ids 29191 90 50T Ay uaz i anmiueatius 1A ludnsadon 3:1 azladns&ynaaman 1.1
g. (€0.15 %) wenanufndnafsaaustaringzaiuismmiuoatilstaarmiias1aan s A4

- o o (40)
Anvoiz 1 uoznaswd (amorphus)  Awnnasvaonivaa’ 210-212°  (’qnsausan 210-212 )
$09dsUSENOU  Lom - ngiAlnsaiudals Yoy o (N-="gluropyranosylthiourea) wdas
azanuflivAoannnisanudn (mother diguor) easdisUsEnauinaiadals oyl fusnseivuion
mhﬁqazawuaanu§5Laqﬁﬂsuéuﬂiﬁhwuunimu?ﬁmaé&ﬁﬁmsnﬂimnsnﬂ (column chromatography)
Tau198an1 L an (Kieselge160,70-230 mesh) tuiondouiuwn (adsorbent) #arfraranw
Mdrinunodnifonosiont on - ahal sWoss | I dis 14 e 7 TeuiLSufisusl 100 % woswoa
tanidu, 5% AaotiswWosu - you - Lantwu,'lo % AaaTsWosn - tow - tenidu  luaufle
100 % AaoYsvosw 1uﬁ$ﬂazlﬁhﬁs0s:nau1siagL?U (thiourea) dsoonunludiupas 30 %

- [ 4
ARDTSWOTH - tou - LanLgdu wazananudn s acanunaoTsWosy - 1ou - LanLeu

o /! .
arlaansfentamaonivas 179 = 160°7 " (Aaansn039us180 - 181 1(102) R YRL¥!

330.3 mg. (30.12 %)

J0yaN 33 1UNTRsATA0u0an sUT znovL o - n@iﬂiwsqiuﬂaisiaqu$u (N -

glucopyranosylthiourea)

dwilsusadidnasi (ylaa) : V 3500 (-OH), 3400 (—NHQ), 3220 (-NH),

1650(-NH,) 10807 (C| 597 ua3 916 (8 ¢ |Form) | ém:t

09LARD T LN WlN STYuwwe (NMR)(DMSO) : 6 3 - 5(glucose), 7.2(S1H,-NH-),

7.9(d 1H, -NHQ) AN Low,

ﬁbganﬂqaLUnTmsaiﬂﬁwaqaﬁsus:naUWSTagt?u (thiourea)
duvisnusadiunesu (y1as) @ v 3500 (-pH), 3100 (-NH,), 1650(-NH,)

1070 (C = §) em-1
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(14)  pasiafivwlagdvosaisusrnoy tow - (2,3,4,6 - emv: - To - 0:zDfa
- un - B - nglAlns Te®a) - £ - LuNSAMUTsenfuRaulavflanu (aminolysis of N -
(2,3,4,6 - tetra - 0 - acetyl - B - D-glucopyranosyl) - 5 - benzylidene.—
rhodanine with methylamine)

Usséén:USznausau - (2,3,4,6= 1paise - Y0 - ozdfa - (uk - B
ngiAlns1Tula) - 5 - (UNSANLIENONs nan © gﬁ' f0.0l mal) aslugan 3 Ao wuA

500 cm% dqdaxé%ﬂbﬂﬂqLﬁﬁaanycqﬂﬂgﬁntnrsau Ay ¢ WINA1TRzAMUSuNLDINIY

Luﬂﬂaqﬂuﬂugmﬂwquaaﬂ 0°  qafiUg4 7 IussoanNIARe NI IuINT 1AW ANATSRERTUAIY
tafosAuuuuuniwin (magnetic stirger) ﬂ@mwoﬁ 25°% 30 wiflazlaansazany
AnAasld  szivuriasanuooin 18 AT9 s < L mpdua naAfigomgn 30 - u0°  wauafhle
NIANANOUTAUIEAN TRATULAL L SN IHOR - A8 o T sWa s a:iﬁh:nouﬁuqowﬂh 1.38 8.
(55.7 % ANUAN T azatu L rmadaathls AR n 8 210 a0 5 Bun affdnns (Juozuo s

©,1103) i iansead

(amorphus) amuasuivas 224 - 2250 f{asnsagdnu 224 - 225
fla tou - (wuen - B - ngialwsa Tuda) -.;au’- (esmfla) 1svoytfo (N - (B - D -
glucopyranosyl) - N/— methylthiourea) Widasazajofflawdsaannisnsasnznoueos
AR s 2 Lvuiari iR sanupen  uA M AR laRuun L 811 sUSENaU A Lamta s Tay L §u
(dimethylthiourea ); oonua api SAaMmiAsuatans 1% 1887 Lan (Kieselgel 60,
70-230 mesh) iJuuongouiuvim (adsorbent)  garinazarefldurumoding (eluent)

Ao 100 % o™ Uaniew™ 5% Axalswosy & |Woa < (Bniu P 107 % ArdtsWosy - Low -
BN uA LR LUOT (D0 9AADT TNOTH - Low - LonioudhluL fou 9 aufly 100 %

AroTsvasy  ufdeazlanfngy. Sulentqgeavaonivas 117 - 119°  (aqnsquenu 118-119°,(104%)
3 i q -

fmau 301.6 mg. (28,7 %)

. ’ . ’
voyanitdidninsainfessadansusznou o - (Lum1 - 8 - ngTiAlns 1 Tuwds) - tou -

LunfialsToy Su
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Swisnuseadidnndi (yisa) 1v3u450 (-O0H), 3320 (-NH-), 1010 (-C = S), .
900 (B - form) em’ ]
QLA Susuiniulnfiduunud  (DMSO) @ 6 2.7 (d 3H ,~CH), 7.5(1H,

-NH-), 7.8(1H, - NH-)

NITILATIENSE C, H, Ny S .uaq CSHGNQOSS

% s1gannnasATIm S 8010 0 35

N1 S Towio

% sagainnnsTiAsazvug’ @,037.89 3 H, 6.u9

N, f10:80-% S, 12.85

. !
vogansdiuninsdiafeosdasysznouinisamfialstags fu (N,N-dimethyl thiourea)

st sadiuna s (yisd) .U 3480 (-0H), 3100(-NH-), 1040(C = S) cm'1

(15) nsitofiiwlafdwoqdasdsznou. Lad -(2,3,4,6 - (apse - T0 - 098l -
tuRn - A - nglelwsaTuda) - 5 - (undARuT seafusneLovfiaafu (Aminolysis of N -
(2,3,4,6 - tetra - 0 - acetyl - B - D - glucopyranosyl) - 5 - benzylidene-
rhodanine with ethyiamine)

ﬁaq 4l dﬁuéwsazaﬁuﬁuﬁhuaqxanﬁgqguﬁutanﬂquaa# 0%, !Wlwwam 3 AD
wu1n 500 cpS  HemoLsMuinDsINb L RasuA=N1 1L 9128ne0IN T IuTAsyAaNANU WS TqAT S
Hapusg o 59 g.(é.Ol mold | AHANsasauALLL AYoYANLLULULLWAD | (magnetic stirror)
Aoompn 25° uau 30 wflaslsdnsazanufiwloa’a s:quLaﬂﬂhﬁﬁazaﬂdaanﬁBUtn?aqsztwu
aulaguuinad (vacuum evaporator) uﬁﬁuﬂéwTﬂiﬁhanﬁﬂ?uﬂuquunLdaﬂﬁ\ﬁhqrufan§
nutgnoduninsuniansa®  d9d98nq 1aa (Kieselgel 60,70—236 mesh) 1 Juussdouium

farimeanuf U unodsng {eluent) vWELHLURISRS1 891 aun 10 - 30 % LNYMAWDA-

ARDTsWoSH NUMAIMI suuna s 1A s Renafidnems L JunlngU Suoonunludnd! 20 - 21 Taw
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. . >~ 1 -, 4 -~
VRvansazatofunussunnfias g 223U nsAodNHWlNL 28 15 uqft Wadansfaunnnuln

3nA§aluL ormauoa-PRaT sHosua s lARAN UL Buflen15AvAoN L MR 117-119°% (aansruanu

o)(103) uafnndsBiunt sgeansnudu (hygroscopic) ansfiafo ansusenovu

117-11¢
LOU - Lumn - B - NgiAwsTwWda - LOL{— Laﬂﬂaiéiagtéu (N-8-D -

glucopyranosyl - N,— ethylthiourea) amuau 312.3 mg. 1 (12.5 % dqudns
v129nautl s lnoonun tudaudl L-6 fianums (JuafdngUr duuaataudiaanmunlusr e eanuy
ua§haauanLﬂu—naaTSWD§ﬁamwaauLwaq 73-75° (athsaosny 76-77°)Lloq3 - Jaidudns

!
Jsznou (ou, vow - InonflaiisToyi§e (N, N - diethylthiourea) smiau 260.2

mg. (20,10 %)

Jayaﬂn4éLﬁnimséiﬂﬁmaqéqTUfznaU tou - LuRn - B - ngiminsniwda

/ /
- tou - tanfiRlsTogiSu (N - B = D = glucepyranosyl - N - ethylthiourea)

auWSqtsméLUﬁm§a (wi8R ) :v3460C0H), 4220 (-NH-), 1010 (C = s),

300 (B - form) em

091 ASU T W L WANS Toduune (DMSO) :  § 2.2 (t 3H, -CH.), 3.4(m2H ,-CH,_-),

3 2

7.6 (1H, - NH-), 7.8 (QH;——=NH=)-F:ArOuCppm)

AITALATIENSE C,H,N,S go3 C9H18N2058

% wossga s AWy 08, H0a6y soHg 6.8 1 N 105 5 S,.12.0

% uGQSﬁgaqnnqsﬁxﬂsnzﬁ ; €, 40.37 ; H, 6.72 ; N, 10.05 ; S, 12.3

‘
poyany 1A LY NIATATAduasansUs snovle L onflals Togy o (N,N' —~diethylthiourea)

durlsaisadiunmeis (wiaa) ¢ v 3300 (-NH-), 1600(-NH) 1050(C = S)_cm:1

(16) nisefMNwladdgnsdsengyut @ - (2,3,4,6 - temsz - 12 - 2R -
ven - B ngiAtns tuga) - 5 - LuWdARuiseflunnu0afianfiu (aminolysis of
N-(2,3,4,6 - tetra - 0 - acetyl- B - D - glucopyranosyl) - 5 - benzyli-

denerhodanine with tutylamine)
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Ussaéqsﬁqﬁhﬁﬁuqu 5 g« (0,01 moly adlueaa 3 AD wwam 500 g- damo
L - L4 -~ N ) [ ]
LU TuRiRasuR NI s g1 doneos MY IuIRs Law Aoy 9 wudAIsRzatu0aftadutlnn
A o° 3 :
LA ATt R zatusmmiueafl 0 (25 @ 75cm™ Dasludn 7 aulaussuiniAgasnig
™ ] O ~
AHImsLau ﬂuaqsa:aqumqutﬂ¥a4ﬂuuuuuumw§nﬁgmwgﬁ 257 ww 30 waft  ’:ledAny
AazAtudiulos’ld 7:qugaqﬁhﬁqa:aquaanéﬁuxﬂgaqs:qua@mﬂnqﬁ-(yacuum
. [e] -, - [V -
evaporator) ﬂgmwgﬂ 40 - 50 uﬁéw7uéuﬁ1maqnﬁgﬂ§uwuwuunmau?gﬂaahuiﬂvuﬁ-
ans 183419800 1aa (Kieselpel60,70-2300mesh) vUHuongoutuwn (adsorbent )
° 4 - - L - -
#ariaazatuflduiunodang (eluent) AD HOTHORLBNLYN, HOTHOALBNLYU-AA0T SWOSH
) > N - .
TMudns1dausn q #us 100 % 4@u & danigu, 10 4 pasiswWosu-Lou - Lon .oy
. - (v} . . ’
Tuaulfls 100 % mRoYsvosw 1uﬁéma:1ménsawqaaﬂuqu 0.6 g% (30 %) oonuludau
] J 1 o o
2 - 4 gosdrsazanuflinuasugBoe - i 203USaInsPOdUINL I8 15 Wil Wadas A
w1 3fMlmnanaBnanafy udninasan uldubssoatanioy - Binas arlAdnsfen2u32919

L
650)(103)

anuaon 60 - 62° (4d. €3 = fAkdlIRgnn 118U (hygroscopic) waa

] ’
AsUszNoU Low, ou - 1AdaflalsToyifu (N, N - dibulylthiourea)

HyANT 1A LUR TMYA HDUS ARG SUS EADU— bt Siby—tDid 1a0afin1s oy §u -
DvMs 1L s AR LURR S (giaa) : 3160 (=NH-), 1550(-NH-) 1070 (C = 5) am~1
09 LARUT UNN L WB NS Tdumug (CDCR,) : g A(t6H, 2 - CH,), 1.6(m8H, k- CH,-)
3.5 (q4H, - CH - N), 570(s 2H, - NH:) en?t

(37) NSt ofdtnladagosdasUsenan. tow - (2,3 ,4,6 - ARse - Yo -
a=@fa - tumn - B - ngimlwsatwda) - 5 - Luu@aﬁuifﬂnﬂuﬁﬁuLuuﬂaﬂﬂu(aminolysis
of N - (2,3,4,6 - tetra - 0 - acetyl - 8 - D - glucopyranosyl) - § -

benzylidenerhodanine with benzylamine)

: e o :
Aou uﬁuéwsa:aﬁULUuﬁaqﬂuﬁqusﬁuwaLuLuﬂﬂjuoaﬁ 0" (25 : 75 . cm.

-

o ’ LV} - 4 ~
TaUdsunns ) a$lueas 3 AL wwim 500 CM. fqmauuqﬁblﬂasiuﬁtmasuaznﬂqswﬁ
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aanwaannﬂiuinsLquﬂﬁuﬂuussééqsﬁqﬁhwﬁh 5 g.. (0.01 mol) PHATSAz’tumIuLAfDe
ANLUULS L SN (magnefic stirrer) Agomga 25°  wau 30 waft arlRdnsazanud
SY L HENE 7:quﬁqﬁwazaquaanéhusﬂ?aqs:mwua@mqnqﬁ (vacuum evaporator) ﬂqmwgﬂ
30 - uo® a1 s s lAu wonTau1SRoAM T ASHY TANS 1R AUIITANT L aa (Kieselgel 60,
70—230 mesh) 1Ouuondauiuunsariazaiufldiaupodng (eluent) Mo woswuoA
Laﬂlﬂu-LaﬂﬂaD:ﬂLﬂﬂ; Lorflaozdiem, =1 nuludasn dausng ” Faum 100 % %§§haa
vaniawluautly 100 % o:BTmuAufldna: 1nozuosWiaferaoonunudantl 5 - 6 wosdns

1 -
a:aquﬁdquaquﬁimuLﬁuéqsazaqvéquaz i 2A1USHRsAoEANK. luLean 15 waft Widny

Masnanuaniunasuoaionigu M onfao4om  aslandnguiBufunagavaonivas 148-150°

nu.1u9-151o)(196) 2241 sUSzndU ;au,tau'— imnuuﬁalsiagt?u(N, N,-
dibenzylthiourea) dawluunsashdl 15 - 16 .ﬂuﬁhﬁwazaqua:ﬂimuasiﬁhﬂniﬂtﬁuﬁuﬁa
432217 A 580 mg. (27.15.%) 0 Ssmvaouivas 112 - 115° fpndsoNgananudy
(hygroscopic) wosd1sUsenou 10U .~ tusq - 8 = ngIAIns 1 T1ds - v - tunda-

r —
1slagi¥u (N - B - D - glucopyranosyl - N - benzylthiourea) =&miu 172 mg'

(47.54 %)

PoyaM AL UnInsATA0woAISUS =NOU 1OW = tUan = # - nFLAIng 1 Tuda

- o - tundals oy Su
¢

dunsispALUNE S (yiad) :y3U80 (OH), 32B0 (=NH-)§ 1010 (C = S),

900 (B - form), 700 - 750 (C - H bending of fdnosubstituted. benzene) cm-.1

09 (ARG usn L WANSSuwe (DMSO) : 6 3.4 (s2H, - CHQ—), 7.3(s5H, ArH),

8 (m2H, - NH-) .

-

, : . 1
nisTiAsaewsag C, H, N, S woy C14H20N2058.5 H20

% sagannnasAauam 3C, 50.53 3 H, 6.02 ; N, 8.42 ; S, 9.62
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% s1RaINNIsTLAsIEd C, 50.94 3H,6.56 ; N, 7.30; S, 8.4k

. ’
aganIIaLUnIasATATeoedasdsznou 1ou, 10w - Tmundalsioyl §u

DwvisnLsadsUan®Se (yIen) :v3LOC (-NH-), 1030 (C=S), 700 & 750

(C-H bending of monosubtituted ben

AULINENTNEINS
ARIAATUUMINYAE
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	บทที่ 2 การทดลอง
	1. การสังเคราะห์สารประกอบ 5 - เบนซิลิตีนโรดานีน ( 5 - benzylidene - rhodanine )
	2. การสังเคราะห์สารประกอบ 5 - ( ออโท-คลอโรเบนซิลิตีน )โรดานีน ( 5 -(o - chlorobenzylidene) rhodanine) 
	3. การสังเคราะห์สารประกอบ 5 - (พารา-คลอโรเบนซิลิตีน)โรดานีน( 5 -( p - chlorobenzylidene) rhodanine)
	4. การสังเคราะห์สารประกอบ 5 - (พารา-เมททอกซิเบนซิลิตีน) โรดานีน(5-(1p-methoxylidenerhodanine)
	5. การสังเคราะห์สารประกอบ 5 - เมทดา-ไนโตรเบนซิลิตีน) โรดานีน (5-(m-nitrobenzylidene) rhodanine)
	6. การเตรียมสารประกอบ 2,3,4,6 -เตตระ-โอ-อะซิติล-แอลฟา-ดี-กลูโคไพราโนซีล โบรไมด์ (2,3,4,6,-tetra-0-acetyl-๑-D-glucopyranosyl bromide)
	7. การเตรียมสารประกอบ เอน-(2,3,6-เตตระ-โอ-อะซิติล-แอลฟา-ดี-กลูโคโพราโนซีล โบรไมด์(2,3,4,6-tetra-0-acetyl-&-D-glucopyranosyl bromide)
	8. การเตรียมสารประกอบ เอน-(2,3,4,6-เตตระ-โอ-อะซิติล-เบตา-ดี-กลูโคโพราโนซีล )-5-(ออโท-คลอโรเบนซิลิดีน) โรตานีน (N-(N-(2,3,4,6-tetra-0-acetyl-B-D-glucopyranosyl)-5-(0-chlorobenzylidene) rhodanine)
	9. การเตรียมสารประกอบ เอน-(2,3,4,6-เตตระ-โอ-อะซิติล-เบตา-ดี-กลูโคโพราโนซีล-โบรไมด์(2,3,4,6-tetra-0-acety-B-D-glucopyranosyl )-5-(p-chlorobenzylidene)
	10. การเตรียมสารประกอบ เอน-(2,3,4,6-เตตระ-โอ-อะซิติล-เบตา-ดี-กลูโคโพราโนซีล)-5-(พารา-เมททอกซีเบนซิลิดิน)โรตานิน(N-(2,3,4,6-tetra-0-acety-B-D-glucopyranosyl )-5-(p-methoxybenzylidene)rhodanine)
	11. การเตรียมสารประกอบ เอน-(2,3,4,6-เตตระ-โอ-อะซิติล-เบตา-ดี-กลูโคโพราโนซีล)-5-(เมทตา-ไนโตรเบนซิลิดิน)โรตานิน(N-(2,3,4,6-tetra-0-acety-B-D-glucopyranosyl )-5-(m-nitrobenzy-lidene)rhodanine)
	12. การเตรียมสารละลายอิ่มตัวแอมโมเนียหรือเอมีนในเมททานอลที่ 0 (101)
	13. การเอมโมโนไลซิสของสารประกอบ เอน-(2,3,4,6-เตตระ-โอ-อะซิติล-เบตา-ดี-กลูโคโพราโนซีล)-5-เบนซิลิคีนโรตามิน(ammonolysis of N-(2,3,4,6-tetra-0-acety-B-D-glucopyranosyl )5-benzylidene rhodanine)
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