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Abstract

In this thesis new derivatives of L-ascorbic acid has been synthesis.
These derivatives have been prepared following scheme () starting with
L-ascobic acid as follows:

Y. The hydroxyl groups at ©, and 7 positions were blocked through
cyclic acetals reaction forming isopropylidene.

Y. Converting the two hydroxyl group at ¥ and ¥ poitions into the
appropriate ester.

Y. The resulting ester (Y,Y-diacetyl-©,1-O-isopylidene-L-ascorbic acid)
and (Y YA) was reacted with different amino acids which include

(glycine, alanine, valine, leucine, and phenyl alanine). in presence of
sodium ethoxide in absolute alcohol forming the required

derivatives:
a. ©,1-O-isopropylidene-N-methyl gluconamide (ATA).
b. ©,1-O-isopropylidene-N-ethyl gluconamide (A1B).
c. ©,1-O-isopropylidene-N-isobutyl gluconamide (A1C).
d. ©,1-O-isopropylidene-N-isopentyl gluconamide (A1D).
e. ©,1-O-isopropylidene-N-(Y-phenyl ethyl) gluconamide (AVE).
¢, All the derivatives were characterized by FTIR and NMR

spectroscopy, and micro analysis (CHN) techniques.

The scheme (), shows the reaction steps:

U



HO
1) OH

acetone
CH4COCI

OH
(15)

(CH5;CO),0
Py

AcO OAc

(YYA)

R(%HCOOH
NH,

C,HsONa
C,HsOH

HO OH
(86A - 86E)

R = CHg, C,Hs, CH,CH(CHy),, CH,CH,CH(CHj3),, CH,CH,Ph
Scheme ()): the reaction steps for the synthesis of the intermediate

derivatives
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©. The new derivatives of aza-ascorbic acid were prepared by replacing
the oxygen atom by nitrogen atom using sodium acetate, acetic
anhydride in pyridine. The following, derivatives of aza-ascorbic

acid were produced:

a. N-methyl-2,1-O-isopropylidene-aza-L-ascorbic acid (AVA).

b. N-ethyl-2,%-O-isopropylidene-aza-L-ascorbic acid (AYB).

c. N-isopentyl-©,1-O-isopropylidene-aza-L-ascorbic acid (AYC).

d. N-(Y-phenyl ethyl)-©,1-O-isopropylidene-aza-L-ascorbic acid
(AYD).

1. The prepared derivatives of aza-ascorbic acid were characterized by

FTIR, N.M.R spectroscopy and micro analysis (CHN) techniques.

Scheme (V), represent the reaction steps:

H
CH,4 O I
>< o N—R
CH, OH /
C=0
HO OH
(86A - 86E)
R= CH3, C2H5, CH2CH(CH3)2, CHZCH2CH(CH3)2, CH2CH2Ph
CHACO,Na
(CH;C0O),0
py
0]
CH37<O H Esz
CHs 0
H
HO OH
(87A - 87D)

R = CH3, C,Hs, CH,CH,CH(CHs),, CH,CH,Ph
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1.1. Derivatives of ascorhic acid:
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1.v. Mono substituted derivatives:
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). £, Reaction of L-ascorbic acid with ammonia and ammonia

derivatives:
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\.0.V. Natural occurrence for Aza sugars:
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).0.Y.¥. Intramolecular reductive amination:
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\.0.v.o. Intramolecular nucleophilic substitution method:
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V.0.v.. Inhibition of Glycosidase:
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Cow ) 28 glycosidase a =) dwead ddadiall 1Y) Sl s il a5 glucosidases)

bl Ao Ll Ga®i (i e g A s il Gl 5 (5 Sl i e duia A sall Lgiallad
(HIV)

1. Aim of research:

a8 ¢ el ) KUY aalan) Y S pdd sagaa Gl be pcast ) 3l jall Cangs

o JiS 5 sngl) e gama Alen ey @3 o Bl jumat 2130308 LS ja (9) paans

CrsSi VoV (aad sl (8 JauS g el Jie sana s Cpalig ya g V) (Bldie (35S 160 ([l 5all
YV



¢ ol ¢ eIV ¢ GmadIS) e sl sall ae zll) dlelaa 4 lasy ¢ ) i) 3
o333 sl A 5 LAl 4y 5065 ae Al LS pall Adalna sl 5 () Jé ¢ (ol
Sl Sl Gaalal 1Y)l S cilaidia oy il

YA»



gkl bouil
oS willaade V.Y

(TLC) 4ad )l daulall Lél e silas S Y
Adadall Ll 2 gila 5 S5 yudanall LS el gl s de s e liil) s drglie Cadd
lows i35 (siliagel FY©£) Ay slaie o sial¥) 0 8 3ala 3135 Jlaxins (TLC) 488
sl LA a8l ) se & yeda s Merck 48yl (13 3¢ Y MM
s il g Ail) 5 alill ) Uit ) Lt g Lgtiali 5 Al o) gall el o3 Y
)l (A pall 5kl
FTIR <Lkl ¥
Testcan shimadzu FTIR A+« + series Jlea Jlexinly (FTIR) <ilihl cula
da 30 32l (ge (Film) 488 Al a5 o) ¢« KBr ol 8 ders sl s il Jlasials
(NCI) p s 5all 23518 al Al e b mnal
sl Haal) lea Jleatinly Jalial) laacall chad cilndall ¢ Ay €
(Rotary evaporator).
.(Malting points) eV la ya 0
S a5 88 Jleai¥l Cila )3 (i Jlea Jlerinly JleaiV) Cila jo Caige
Stuart Melting point apparatus.
(Elemental analysis) sabiall Jalai 1
e Jlaatiuly z3laill (CHN) _salial) dpuss e
Perkin — Elmer Y ¢+ B Elemental Analysis
NMR spectra ubabinal (5551l (3 ) capla |V
2l 3 SFOI ¥+ v MHZ Jlea dleaindy clalianall (55530 ¢ )l s Jas
CDCly Jazinall

1(V0) el 39S g2 - L - cul detebd§ gl l-O-1.0 s . ¥ . ¥

v.v. Synthesis of o.1-0-1sopropylidene (1 o):

vy



(+.Y)¢ O A (rrAemol, 10V Y g) dlu) SV (adla- Lz e o
35 Jeldill e N (¢.0) mol, +.£Ye ml) Yl a6 Caual &3 mol, V0.1 @)
Sl Dl sl S &5 (Ve — Y0 °C) 30 m Aa 3 (B el 3aal 3ady g dall el
(V. (OSa i) a2 g dar sl ey q puall mad il (Ga sl e o3 o) 0)
~0-Te0 S pall &l shy i K8 Jamaall JAdAe Chiaa 4 AUl @l oLl Gdes 1 YT
(YYo= el A0 ad ¢ AY0p @uldl) (iS5 (10) iy sSu¥) Gamalar L -y g s 5al
Aaie 23 (YYY - YV °C) A Hleai¥l A o) Myl 4 83 a8, Y11 °Q)
G Re= v A A il (TLC) 488l ddudall Ll je 5 g 5 S 45 Jlarindy Jeliill
FTIR .(Y£:)) (hdad) s il Ul i)
(\Ye+) cm™ Lactone 4 (vCO), (*oYY) cm™ (vVOH), (KBr Disk) (¥) Jsal
OYYT  — YA em (BpenaCHY),  (YAAY)  em” (VCHaiphaic),
(Ve V¢¥¥)ecm™ (vC=C)
: (CaHyxOx) (V) «S_<I CHN
C:o. H:o.00 @ gl
C:.ed\ve H:o.0) il

920 - L - Gl el § o1 g1 O - Jutwhunt| (gullit-O-¥'¥ il .¥'.¥
(YYA) Gl y ol

v.v. Synthesis of v.v-0-Diacetyl-o .1-isopropylidene [ yA):

(g mol, Ve g)(00) i Sl Graslan L -l s 5 50-0-1¢0 S all

(+.+Y1 mol, Yo ml) Acetic anhydride (e 4uS 4 Ciduzal g cpn syl e (Y ml)
&y el Baad AiLaY) ol A 2y il 5 paitisall @l jail) ae Juad aad (39 skay 3 kel 5 L
e TLC 4 ddalus 59 Jo Wil elgiil Las ol 9 48 jall 5 ) ja 4 jo (8 (Ul o gall s Je )
G g Se ) delill e Bl ¢ Rp= o A0 Gl (Y 1 A) (st 1 (i)
dal e o astg ) siIL @l paliiul ALlS delu saal g jall el el paill pa g )
o paldill el 518 5 Haell (adls 960 Jslan xa B e padaiun¥l dolee &) S o3 ey SO
2l (A AL grasinall iy 58 e AL 4 S il el pe paMaiLY) aef ¢y

v}



sy & ol Jaia y JAlAal Jaiall cand cudall jay ¢ gl Wades i 23 padAiLY)
FTIR AaDall 4 hda 5 Jf ) e JS5 (8 58 55 ppua dala )

(OVY+) em™ (VCO)eseer, (YV2+) cm™ Lactone 4 (vCO), (KBr Disk) () Jsall
(VYYY) em™ (Speng, CHr), (YAYY = YAA) em™ (VCHaiphatic)

(32080 5_La]) §).A ppm (s5:¥) lisis ) (CDCly solvent) (£) Jsall 'H NMR
(i) de gane gy ) ¢ (322030 3L8)) §(Y.€ — Y.9) ppm (Hx, He, He, <lisis )

_(BA_)AA B_)L&j) SV,Yppm
. (CWHMOA) (Y YA) Sl CHN
C:oY H:oYY O guanal)
C:oY.¢A H: oY Gj\.ﬂ\

((ATA) 2k 196 02 0S Jutind - N - gl idutelil§ gl §'9uil-O-"1.0 i . €. ¥
v.<. Synthesis of o.1-0-isopropylidene-N-methyl gluconamide

(A"A):

o (. T mol, .Y g) Ge e A (¢ )T mol, VY0 ) Crme IS Al a3
Al Cipeal o5 (82 ) +) 3ol g Sal) el g e Glladll JSEY) G (T M) (B s sl
(s S el Lol s 3-0-Te0-Jinl-0- ST ) (YYA) oSl
el 2 7RSS 4 0) saal Jelill g ho amacl 3 Jelidl) (353 8 (+.+) Mo, © Q)
L) e (TLC) i Al ss Jeliil s dalie caci ¢ Jelil) ol i) s
;0 dapae sale e llias ¢ Ry =+ Y0 iS5 (Y1 V) (Jsiline
(YYe)em™ (VNH), (Yo + —Yeve) ecm™ (VOH) (KBr Disk) (°) J<all FTIR
(\ler — ) em’ (VCO)amice,  (VYYY)  em” (Speng.CHY)
(T 8 ) em” (vC=C), (YAYY —YAWY)em' (VCHatiphatic)
(32 3L) 5.V ppm (552¥) ©lsis ) (CDCly solvent) (1) J<&ll 'H NMR
(NH) , (32,80 3,8]) ). € ppm (G soialls A yall Jiiall de gana Slisig )

ey



(JeS 5 uell Ao gana (5 5350) « (BY.) ppm) (32 3LA)) (338 5LA1) 3Y.Y ppm

. (C\.HWO'«N) (AWA) S Il CHN
C:EA0A H:TAA N :o.11 o guunall
C: 3.y H: Ay N:o il

{(ATB) ek 998 9uS Jutll-N - ol etk i 0l O-"1.0 s .0 ¥
v.o. Synthesis of o.1-0-isopropylidene-N-ethyl gluconamide

(A"B):

paslanL-Jiiad-O- AV eYocpadis 09 33-0-1c0)  (YYA)  Soall ol
e ladas (4007 mol, V.£Y @) alanine uads sy Gus G (Sla S
i (A8 10) sadd g el & et ae lhaall 5N e (Y M) 5 psasall (4.¥19)
zaoall 2 Laaey (A28 £0) 3adl Jeliill o je dma A8LaY) 2rys ¢ (YY) Sl dil)
(TLC) 4 ddabs s Jelasll juw Jan ol ¢ (4 5h) eliay sale < 88 Jeldill o0l =)
R =+ IA iS5 (V1Y) (Jsilise ;i) cuda
(Yyee)em™ (VNH), (YeAe — Yév¥e) em™ (VOH) (KBr Disk) (Y) S FTIR
(Vrer =11 ) em” (VCO)amiges (1TVY) €M™ (Spend. CHr)

(Ya£e) em™ (VCHaiphaic) (YoA+, Y £Y)) cm™ (vC = C).

(33080 3LE1) 3Y.) ppm (ssY) <isis ) (CDCly solvent) (A) J<&l 'H NMR
(32330 3 )LE)) (8.4 — ). Yppm) (Cens sl Adadi jall Galiall 5 Jiiall Ao sana S5 )
(3220 3 )L3)) §Y.3 — Y.© ppm (C+, Co, C: b5y ) (535 5,L31) §V.Y ppm (NH)

338 5 )L3) (8Y.9 ppm) JaeS s el de gana (55 0
: (CyyHy40:N) (AM1B) Sl CHN
C:o..0v H:v.Yy N:o¥l gl
C:o..aY H: V.Y N:o.co il

H(AVC) b 90 95 GulS  Jui G 801~ N - Cnf el § gl 9’11 O s 1. ¥

(ve}



v."1. Synthesis of o.1-0-isopropylidene-N-isohutyl gluconamide

(A1C):

(.Y T mol, e @mx S (+.0)7T mol, V.AY g) Valine acla ddla) o
YY) 8l o dall &y a3 ae Bllaall JSEY) e (Y0 M) (B psasall e .74 Q)
(YTA) SOl Al il 3 (A
& ()T mol, © g) el SV aslacL-cpadi s s )-0-T1e0-Jiiul-O- ST Y
4 sk sale o Ulias ¢ Jeliill il sl )5 g jall 3 (A28 T 0) Badd Jeliil) 3o dpeaal
Re= +.V @il (Y1 V) (sl ¢ niia) cude TLC 408 Al o Jeldill juw a8 Aoy
(*YY+)em™ (VNH), (Y¢Ae —Y¢1e) em™ (VOH) (KBr Disk) (3) S FTIR
(Vier — 1eAY) ecm” (VCO)amiger (VYY) €M™ (penaCHr) (Y£2) cm”
(Ve vege)yem” (VC=C) .(VCHaiphatic)
CirHyrO:N (A1C) S all CHN
C:ov.ay H:v.de N : €A SEPWESN|
C:0¢ .14 H: V.Ae N:¢.41 Gﬁtﬁ\

((ATD) el /901 95 ulS  Jured§3nl1- N - ol el i 3ul "1 O st .. ¥
v .v. Synthesis of o.1-0-isopropylidene-N-isopentyl gluconamide (A1D):

sl L=l s 59 50-0-160-Jind-O- YY) (YYA)  Soall Capal
(.7 L-leucine uasls s st 33 M (+.+) mol, © ) (<la, Sl
25l da dua Glhadl JSEY) e (£0 M) b psssall 0o i 3es mol, .09 Q)
(B8 1) 32l Je il gy e dmam A8 2ays ¢ (YYA) S yall A8l 8 (4883 ¥ +) 5d]
el jpu dadlie Caad Gabill daaals 4 )k 3ale (o Ulean g il w5 g dall 250 o
Re=+.t0 il (V1 V) (It (i) e (TLC) 2 Alas
(FY4+)em™ (VNH), (Yo)» —Y¢e+) em™ (VOH) (KBr Disk) () +) JS&ll FTIR

(VY4 = 10AY) em” (VCO)amiges (V7V1) €M™ (Bpena. CHr)

(Y201 = YATA) em™ (VCHGaiiphatic)

(32080 3L5)) §).V ppm (5x¥) <lisis ) (CDCIy solvent) (1)) J<&) 'H NMR

)



(333030 5 2) 3(+.4 — +.2) PpM (el A 5l CHYCHYCH <lisis )
V.Y ppm (Gelall ALl sxilall Jfiall i 53 5 5) (3280 5_L&1) §Y.Y ppm (NH)

(A0l 3 L))
: (Cy¢Hy-O<N) (A1D) «S_<ll CHN
C:o0t¢ H:AYe N : €Y Q2 gunall
C:o0.A1 H:AYY N: €.y il

L (AVE) [ Tui 95 gulS. ( Jutsil Jutmn- ¥ )~ N - ol etk i 'nil-O-:0] s A ¥
v.A. Synthesis of o.1-0-isopropylidene-N-(v-phenyl ethyl) gluconamide

(ATED:

g A (0T mol, Y)Y g) (phenyl alaning) (iasla ddlca) o
82l g el b jat aa (addaall J SN o (Y ml) 2 (2.0 ) mol, +.YY Q) ps sall
L=l 5 505 390-0- 160 Jiind-O- ALE- YY) (YYA) S gl 4l Capal a5 ¢ (A Y0)
el 350 ¢ (A A ) sad Jeléll m e dada i (v 0 ) mol, © @) (Sluy S adla
i (TLC) A Al o Jo liil) s a5 ¢ Ay A ) sh Bale i oS5 ¢ Jeldill il il
Re= .V il (Y1 V) (Dl : o)
(YYY+)em™ (VNH), (Yoo —Y£¥e) ecm™ (VOH) (KBr Disk) (1Y) J<al FTIR

(VYo =1y em™ (VCO)amiger » (1 7YY) €M™ (Spena. CHr)
(VO gy em” (vC=C), (Y2E+) em” (VCHanphaic)
(Tyer = ¥ov) em” (VCH)uomatic (1 °1+) €M™ (VC = Caromati
(32080 3LE1) 3Y.) ppm (s5sY) <lisis ) (CDCly solvent) (V¥) Jsall 'H NMR
(32330 3 )LEN) (VA — . 2) ppm (e sl dbasijall CHy sy )
OY.Y ppm (Sl Aalay A yall (paliall 53 g 50) (32,80 3_LE]) §Y.Y ppm (NH)
(523250 5 JLaN) §(V.A — V. £) ppm (i) dala i3 5 53) ¢ (323nka 5)LE)
JS 5 )uell de sana (555550 (.9 ppm) 33 3L
: (CyvHxyO:N) (ATE) S all CHN
C:.ov H: LAY N:éhe 2 gsnall

vy



C:1.¥¢ H:1.vAa N:e¢)) GJL'J\

H(AVA) et 395 | g0 611 ot deteli§ 0§ i O-1:0- Jutmin - N ki b | gl 9. ¥
v.4. Synthesis of N-methyl-o .1-0-isopropylidene-aza-L-ascorbic acid (A vA):

Ala) ai aas s sl e (Yo mil) G2 (¢. ) mol, © @) DU (3ide 40 o3
o ¢ AiLay) o) b el mill pag Jeldll gz he (2 omol, £ g) psdsaall LA
a4 3l 5 )y da jy A Jeldll o 3e d 35 ¢ Acetic anhydride o &) el Cdval
L ) e (TLC) 4 Aalus 5 Je il s daglie Cosi | paiesall el paill e (Relas Y £)
i) e Laaon (s5m S ( Jeliil e Ji i laams Ry = A <ilSy (71 V) (U5
Lacli Jsladl zuad (NaHCOy) Jsdas Capual a5 ¢ ALalS de L saad g jall 6Ly 2 aa
Sl e EOU (At Aglee oy 58 S oy 5 gy oIS s 5y Ll Qaliiad 5 e
Ol Aasla Ay Adia sale e Jeanil Cudall i o3 ¢ 4 el d80La) 3
(Yéor — YY) em™ (VOH) (KBr Disk) () £) Jall FTIR
(VW1e—11£e) em’ (VCO)amiges (Y3YY) €M™ (VCH) aiphatic
(V1Y Y £YA)Y em™ (VC=C)
(33080 3LE1) §).A ppm (53Y) <lisis ) (CDCly solvent) (Vo) Jsall 'H NMR
8380 3,L3) (.7 ppm) JesS s uell de senn (555 50
Bamia 5 L) (3Y.Y — Y.7 ppm) (Cs, Cs, Ci) <ligiy
(33e 5L3)) (8).0 ppm) (Cr sl Adasi jall Jiiall de sane Clisis )
£ (Cy.H\-0:N) (AYA) S _all CHN
C:ov. & H:1oee N: G ganall
C:ov.Yy H:1.¢o N:T.v Jasdll

(AYB) e 39Smmit] 32001 o ek 101 O 0- Juk N kS k| i .4 +.¥
v.1 .. Synthesis of N-ethyl-o .1-0-isopropylidene-aza-L-ascorhic acid (AvB):

Cdaal 5 cpanyll e (Yo ml) & (.0 Y mol, © g) alanine @il S yall (i
Cdpal o8 el @yl ae el (20T mol 0 g) asmsall EOA (e dgeS

XAy



laill ae 483l )l s Ay (B Jeldll) mje & 5 Acetic anhydride o< <) ki
(Y€ hr) 52a) el

(£ :7) (e 1 0ev) <udw (TLC) 4t dlalu g Jeldill juw dalie G
gl diad g il e Lanps gomy S () Jeliil g e J6 by R =+ A ilS
(PH =V — Jabia 5i g Lo 8 J slaall s (NAHCOr) Jstae apal o ¢ Aol 30dl
A 5 Gl ye O GadAtY) ddae G S Can aysis s Aalus gy i) paliiind 5 A)
Aglia Bale o diasil Cudall jad o5 4 guaall 43,0

(*1Y. —¥Yo.) ecm™ (VOH) (KBr Disk) (1) Jill FTIR

(VI =T ) em (VCO)amige (Y31E, YAYY) em™ (VCH) aiiphaiic
(\1++,V£Y4) cm™ (vC=C)

(32080 3LE1) 3.9 ppm (sxY) <lisis ) (CDCly solvent) (YY) Jsall 'H NMR
(el 3] §(+.9) ppm (Jfielly Adasiyall CHy <lisi g y)

(A8 3L §().Y) ppm (Caliall adasi yall CHy cilisig )

83 8 5 L3 (8.1 ppm) Usisn

CHN <Sall : (CyyH,vO:N) (AVYB)

C:o¢ Yy H: .44 N:o.v1 & gunall
C:0¢AY H:V..o N:o. ¥ =l

H(AYC) et 0S| g0 ka3~ Cnf et § gt 30 - O -1 0~ Juad 31N s . 4 9. ¥
v.1 1. Synthesis of N-isopentyl-o.1-0-isopropylidene-aza-L-ascorhic acid

(AVC):

il g sl e (Y2 ml) & (<20 )T mol, © g) leucine Gidie S yall
Gl a8 el @y jaill e Jelalll ) (v00 mol, £ Q) asdsall CMA (e dpaS
30 Ay (A il @y aill e Jeldl) e & 535 Acetic anhydride (e <) ki

)



Do) (e (TLC) 4 ddalus gy Jelall s daglie 23 (Y€ hr) sael 44l
St ae i Gl g S A @il dEad ¢ Rp= o VY Sy (V1Y) (st
(pH =V — Yalxie 5l L Laeld J glaall maad (NAHCOr) Jslae gl o ¢ gz 5l
Andall il ) ye O (LRI ) S Cus a8 ) oIS Adals g il aldil Laasy A)
slan dla tile o doas Cudall jodd a2y 4y guaall
(Yeo. —¥Y¥+)cm™ (VOH) (KBr Disk) () A) Jall FTIR
(VWYY =)o)y em™ (VCO)amige, (Y31E, YA¥Y, YAAY YveY) cm™ (vCH)
aliphatic
(Yede,NeVe)em” (VC =C)
(33580 3La0) §).Y ppm (5:¥) isis ) (CDCly solvent) (Y 2) JS3 'H NMR
(A8l s La)) §(V.Y) ppm (Aslad) ALl CHy Uiy )
(323230 3 L)) §(+.V —V.+) ppm (CH/CH:CH Uiy )
: (Cy¢HyyOLN) (AYC) =S <l CHN

C:oAA¢ H:AY N:£.9) G gl

C:o9.%) H:A9 N:o.v

{(AYD) et 3 95| 920 62 - 31 Cnd et § gt 30 - O 0 Ju | Juet- ¥ )-N gt 1 ¥ ¥
v.1v. Synthesis of N-(v-phenyl ethyl)-o.1-0-isopropylidene-aza-L-ascorhic

acid (AvD):

Ol e (Yo mil) & (+.+ Y mol, © g) (phenyl alanine) csidie oS el
A ¢ il @l il ae Jel@ll ) (v.v0 mol, £ g) pssall CUA (e daeS Gl
e A0 a0 3 e da pn 8 Jelél) g 3e & 55 ¢ (Acetic anhydride) o @l hd Gyl
(Il () i (TLC) 4 Jeldill Haw daglie o (Aelu Y£) 320l jaiusall &y jadll
pi ¢ el ey e F Gl g gm0 S M el JE S e Rp= 0 A il (207)
baxy (PH = ¥ — A) Yalaie 5l L Laeld Jslaall muad (NAaHCOy) Jslae ol
4 gl Al C3AT ) je GO GaMATLY) ) S Cum a5 ) 5ISH Al gy ) alii
Ak dlia Bale o Llian cudall pdi oy
(YAY+« —¥You)em™ (VOH) (KBr Disk) (Y+) JSa FTIR

€43



(Y13 —evy) cm’’ (VCO)amige, (YAY+, YVAL) cm’ (VCHaiiphatic)
(MY =Yy em” (VCH)aromaic, (3¢ + = 10 +) em™ p(CH)aromaic
(338e 5 ,L30) 5Y.) ppm (Y <isis ) (CDCly solvent) (Y1) JSal 'H NMR
(323xa 3,LA) §(V.Y — V.2) ppm (U sl ddag yall CHy @ligig )
(332 3LA1) 3Y.Y ppm (Sl ddlay ddasi yall cpliall i 53 5 )
(32xia 5 5LE1) §(V.T — V.T) ppm (Juidl) dals g3 5 )
: (CyvHr1OsN) (AYD) S all CHN
C:ivas H:1ay N: €74 el
C:iv.A0 H: .04 N:evy gl

()



:(10) akutnd yonuitl] 20 by - (ol dutedel§ gui§ i |-O-"1.0 gl . 1. ¥

v.1. Synthesis o.1-0-Isopropylidene-1-ascorbic acid [ o):

3
3

CH
0]
><CH
@)
@]

CH,COCI

+ CH3_C_CH3 _—

HO OH
(") ("2)
A8 yh ey (V0) el ) SV Grmaba | -cpaalig g 30-0-160 S jall yian
g 535 Hall () 51w el ) KLY Gadla | Aldes IS4 0 (Jackson & Jones)
(Jackson & 4& sk Jleainl 8 cand) s Jelal) oL il elall cannd i) oy ) I
JSi (FTIR) ke (10) S pall padiii die Jan 8isJ e # siie Jas 2 JONES)
ey eLiial Jaadl (1) JSall 8 ()) ey sSu¥) Gadla | Cil a4 Jliag (V)
CEID O FIY)emT Gl (T, 0) daS s ued) e sene Jas Galiail
A Ohasxi VYY1 YA em” sl 8 5a0a paliaial e ek GllAS
(YAAY) em’ adsall b pabiaial Aad ) seda g (a5 s 50¥) ddla Jiie (CH) sliad) ) yia)
(V100 VEYY) em Gl sl 8 Gabiaial e s sk A5V (CH) dae Jias
b sl b (aliaia¥) dad ¢l o (C = C) A 50 3all 5D Il i i) Jias )
OSSN i g0 S Ao gana Jae Jiai il OOV Yo0) om”
il — Al s ) aladiuly s (TLC) Al go Je Wil jaw daglia caad
Al Al ¢ (v A) sl Rypded yeds a8 350l Jl sa jeladlls () 1 Y£) A
(YYY - 568 TVl dasmsalalal (YY+ = YV1)°C 68 (1 0) Sl gl
A il il oy Lyl ollia iliil) cidae ) 088 jualiall gdal) Jalaill ) 4l 5 YYV)OC
(Y) sl (8 LS ¢ Lilee Lggle Ulan 31 2l

{0}
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S0 1 — - (yul el § g0 §'gui |- O- .0~ Jukwint | (g~ OV Y s . Y.
((YYA) Gl g ol

v.v. Synthesis v.v-0-Diacetyl-o.1-0-isopropylidene L-ascorhic acid (v yA):
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v.v. Synthesis o.1-0-isopropylidene-N-(v-phenyl ethyl) gluconamide (A E):
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v.1.. Synthesis N-isopentyl-o.1-0-isopropylidene-aza-L-ascorhic acid

(AYC):
CHs
3
><o o /N—CHZCHZCH py o © o CH
CHy c=o0 CH, CHiCONa ~
_ (CH4C0),0
HO OH O oH
(/\TD) (/\\’C)

G (AVC) i sSu) (malan Sl cpads s 50-0-Te0-Jtia g l-N 1Y) S ($idia jums
e el (B Il (ATD) alals oS SIS it g - N-Cpli g 505 52-0-160 S all Jelid
V) delill jainl 48 2l 5 ) pa da jo (A Ll 2y jag) e AL A0aS 5 0 500 guall DA
R il (Y 1 V) (dsilize 1 () (TLC) A Aalss gy a5 288 Jeliill i el (Al
2 a5l (FTIR) b sl sy (AVC) S el i i daa (a5 (2.VV) (gl
salaial daa Jiai (YOO« = FYY ) om dihiall b iy jo dad elal a8 (VA) JSA
Jseh e (TITA) om Adkial ) (N) dae D)) A e ol el Loal a5 (OH) Jae
Jaa Gaboaial oy Jiad a5 (YATE, YATY) YAAY, YVOY) om™ Ghliall b diman o a
(VYY) — dshial 8 Lgie ja & ygda 288 ALK i 0 IS A sanad Al 5 (CH)griphatic
Jisi (1090, Vero)em ddkiall & paliaic] o s sl dlliSy V0T4) cm”
An 534l 5 pa¥ e sana lae ) )

Sl o (14) JSED 8 meaia gall (AVC) S el asslaliaall (55 53l (i)l il
I LY el ca duale¥) (NH) (1555 i 005 (Y. Y ppm) i sal 30 sial 5,15
(o2 82,58l 8LV Ll (CHYCHICH) ) 2523 ) (8.7 — ).+ ppm) @ sall (8 5200l
o el Ui g (A Ailly aaali g 5 509 i gig e JAaT 48 (8).Y ppm) sl
) il (30, ppm) Adiial 8 A0 5 S5 U5 8 el 2 Al AL
(BY.Y — 5 seanall dihidll 8520wt 5 L3 JSE) < jela 38 ¢ (Cs, Co, Co) lisis
LS Lyt 2 gl il e Ailanll il (s yualiall 3l Qi) gl S5 Y.V ppm)
(Y) dsaadl 4 s
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v.19. Synthesis N-(v-phenyl ethyl)-o.1-0-isopropylidene-aza-L-ascorbic

acid (AvD):
3 o N—CH,CH,Ph o) N o
cH) OH / CH,CO,Na  CHj /
c=0 py X
_ (CH5C0),0 —
H
HO OH ° OH
(ATE) (AVD)
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(ATE) el 58 5IS- () Q- Y)-N- by 5 525 321-0-160 S jall dlalras (55 ks (AVD)
A8 A e el o w55 a8 5 Sl 0y gl 5 2 g0 eall COA ae o2 sl (A Al
G Lal (4. A) (o 5bad Rp il (8 1 ) (sl ) Camde Jleaiady (TLC)
Cum (V) SN 8 e gl slalinall (5 5 5il) (il Cnda Adalus gy 5 388 (AYD) Sl
el Adan e e Jodl) Adls Jias 3 (BY.Y — V.1 ppm) sl 8 saneia 5 5LE] < jela

(NH) 05550 N ea s G5 (8Y.Y ppm) Adlaiall 832 5840l 5 LEY)
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Jiai ) (8Y.Y — V.o ppm) dakiall & 5 Al saratia s L) ) sgda UAS 5 3aaxtia 3 L)
288 oaah g 59 52Y) Jfle g g 5 5L Lel a9 il Adas ) (el Ao gana clisig
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compound

5 pdanall @S jall ((HMINR) i : (1) Jsda

(CDCly Solvent)

Notes

><g] )

o]

H,COCO 0O-G-CHs

o). A ppm (s, for the isopropylidene methyl proton)
dY.¢ —Y.4 ppm (m, H;, H., H-)
oY.Y ppm (s, for the acetyl group)

><8_ CH,

0).Y ppm (s, for the isopropylidene methyl proton)
3%.) ppm (s, for the OH), 3).£ ppm (s, for the CHy )
oV.Y ppm (s, NHgroup)

0).Y — Y. A ppm (m, for CHy, CHy )
oY.) ppm (s, for the isopropylidene methyl proton)
oY.4 ppm (s, for the OH), 6V.Y ppm (s, NHgroup)
6Y.2 — .4 ppm (m, Hg, Hs, Hx)

(H3C),HC—CH,
CH,

><o_

OH

0).Y ppm (s, for the isopropylidene methyl proton)
3).Y ppm (d, for the methyl proton of side chain)
oY.+ ppm (s, for the OH), 3V.Y ppm (s, NHgroup)

§+.© — +.2 ppm (m, for the CHCH-CH), §Y.¥ —Y.Y ppm (m, H:, Hs, Hx)

€1V



5 pwdanall s jall ((HMINR) i : (V) Jsda
(CDCIy Solvent)

compound Notes

oY.) ppm (s, for the isopropylidene methyl proton)
0 H

Hel L ccren 6Y.Y ppm (m, for the CH; proton attach phenyl group)
o OH pAZab

e c=0 6Y.£ — Y. A ppm (m, for the CHy proton attach nitrogen)
3.2 ppm (s, for the OH), &V.Y ppm (s, NHgroup)

oV.£ — Y.A ppm (m, for the proton phenyl group)

d).e ppm (s, for the methyl proton attach nitrogen)

0).A ppm (s, for the isopropylidene methyl proton)
oY.Y — Y. W ppm (m, H¢, Hs, Hx), 6.7 ppm (s, for the OH)

6).%4 ppm (s, for the isopropylidene methyl proton)
oY.% ppm (s, for the OH), 6).Y ppm (t, for the CHy )
6+.% ppm (q, for the CHy)

1Ay



b sanal) i jall ("HMNRY) ks : (A) Jsea

compound

(CDCIy Solvent)

Notes

><O:\ CH,CH,CH(CHo),
N

\C=O

HO  OH

0).Y ppm [d, for the (CHy)y ]
0).Y ppm (s, for the isopropylidene methyl proton)
0+.1 =Y.+ ppm (m, for the CHCHCHy)
oY.Y —Y.¥ ppm (m, for the C, C,, C-)

(|2H2CH2Ph

dY.) ppm (s, for the isopropylidene methyl proton)
dY.Y ppm (m, for the CHy proton attach phenyl group)
6Y.e — .Y ppm (m, for the CHy proton attach nitrogen)
ov.Y — V.3 ppm (m, for the proton phenyl group)
oY.Y — Y.+ ppm (m, for the C, C,, C-)
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