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H,L nou Taen s ndaanzvay Uwod il asnmi 1

M 1 msdanneiaunua HL 15a5al A (2) MnO, tag CHCL,, (b) HC 1182 EtOH,

(c) Et,N g THF, (d) MeOH t1az NaBH,, (¢) CH,CN 1182 Na,CO,
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TR IR 2.6 - Bis - hydroxymethyl - 4 - methy - phenol # nHATen D Mno, laasilsznon 2 -
hydroxy - 3 - (hydroxymethyl) - 5 - methylbenzalodehyde (2) nmimiheslszneu @) s ngnsennunia
lalasnans nldas1/seneu 3 - (chloromethyl) - 2 - (2 - hydroxyl - 5 - methylbenzaldehyde (3) ¥ 1a151/52nOL
(3) %117 13171 ethyl 2 - (2 - hydroxybenzylamino)acetate 1) 92 18 151/ 52 A0V ethyl 2 - (3 - formyl - 2 -
hydroxyl - 5 - methylbenzyl)benzyDamino)acetate (4) 11 1515n0Y (4) 7t 184 1WHA3 1170 2 - bromomethyl -
pyridine 16 151 52n0v (5) 111 TuT Twezmar lud il AT erduarsdszaon 5) naz 14 13-
Carbamoylmethyl - pyridine - 2 - ylmethyl - amino) - methyl] - 2 - hydroxyl - 5 - methyl - benzyl} - 2 - hydroxy -
benzyl) - amino] - aceic acid ethyl ester, H, L (6) 95 u@ unua i Foamanniuviiaslsznen @) 19

'
i gniamatianedind lnsinTnnswil

msanmanamannlnsalmlaematiadunlsusaanininsalni
Tnsead19v09a15152 N 2-hydroxy-3-chloromethyl-5-methylbenzaldehyde Liaz 4 3 an13g ANA 1

L ) v ﬁl
FITPUNTUIA LAAIAINT NN |

o OH Cl

[

P 9 = S a
1T NN 1 Gll’ﬁiallﬁﬂWiﬂﬂﬂﬁui\‘lﬁ’ﬁuWiHiﬂﬂJfJ\iﬁ1iﬂi$ﬂ@‘U 2-hydroxy-3-

chloromethyl-5-methylbenzaldehyde

@UARY (em™) waandu
2982 V(CH-sp")
2929 V(CH-sp’)
1651 V(C=0)
1622 V(C=C)
1470 O(OH) in - of - plane
988 O(=CH)
769 O(OH) out - of - plane




Tnssad wvesansseneu N-2-hydroxybenzyl)glycine ethyl ester

HO

HN

O

N
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A7 2 FoyamIgANaLS Ii duNTIAvEIII 5z NEY NH2-hydroxybenzyDglycine cthyl ester

r@undu (cm™) wyWlandu
3330 V(N-H of secondary amine)
3058 V(CH-sp’)
2988 V(CH-sp))
1739 V(C=0)
1613 V(C=C)
1492 O(OH) in - of - plane
1128, 1027 V(C-0)
1378 O(CH,)
1257 O(CH,)
936 O(=CH)
757 O(C-H) out - of - plane
615 O(N-H wagging)
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Tns9er 19109815158 AU Methyl 2 - (2 - hydroxy - 5 - methyl - 3 - (pyridine - 2 -ylmethylamino)
methyl)benzyl)2 - hydroxybenzyl)amino] - acetate (HHPBMA)

O

D Van
°\
5 ¢
G

a3 Nd 3 Toyamsganaus o uns s slsznoy Methyl 2 - (2 - hydroxy - 5 - methyl - 3 -

((pyridine - 2 -ylmethylamino)methyl)benzyl)(2 - hydroxybenzyl)amino] - acetate (HHPBMA)

r@undu (cm™) wyWlandu
3054 V(CH-sp")
1748 V(C=0)
1596 V(C=C)
1490 O(OH) in - of - plane
1102, 1042 V(C-0)
1259 O(CH,)
868 O(=CH)
757 O(C-H) out - of - plane
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Tassa¥19vesarslsznou Methyl 2 (2 -hydroxy-5-methyl-3 (((2-amino-2-oxoethyl)pyridin-2 -
ylmethylamino)methyl)benzyl)(2-hydroxybenzyl)amino]-acetate [H,L]

O

o) N OH N/\(
T
eRe

| F

M3NN 4903 aMI9ANE U3 IT D UNTUTAVEIA1T15ZNOU Methyl 2-(2-hydroxy-5-methyl-34((2-

amino-2-oxoethyl)pyridin-2-ylmethylamino)methyl)benzyl2-hydroxybenzyl)amino]-acetate [H,L]

@UARY (em™) waWandu
3389 V (N-H primary amine)
3198 V (N-H primary amine)
3017 V(CH-sp,)
1751 V(C=0)
1597 V(C=0)
1459 8(OH) in - of - plane
1101,1041 V(C-0)
1249 O(CH,)
866 d(=CH)
757 O(C-H) out - of - plane
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LY, d 4
mafnaiamaaninsalmlaemaiinii unagsunmmans s alnlnsaln
= ] s A 1 & A dqya o ) A ¢
AN wO Vsl sneu (HNMR) dlumaiiai Iggudunanugndesumsigan

{ o @ X 3 a A4 o 4 g
Tnseadwvesssszneundunszd 14 suilumatiannerdesmumsganaunaumiman T

éd v

[ § a [] [ { o a { a . I A
TugnauIngsadwdsnueg lugnzi iinamsnaounlas et guiluamidmmzves

UANAUAUAAZFUA

Y 0

lumsiadaaa NMR wwdeaidied wiavareludiiazatenmungay (F9zdod

v

UirnniundeasianeanUNN1a9zaTIIaT Y1 NMR @208 15 UHINIE A0 ) 191104
@ i v o T 1 I () { A a
Tdseeulumsdiedresdinazatvrzdes il Tosmou wu ccl, visedeuil udriazaeniiai

1 1 Yy ] 4 Aa A
(5 ONUNY 1B CDCl,) @Qiuﬁﬁﬂﬂllﬂﬂmﬂ 9 ﬂluWﬂ!ﬁgfluW1ﬁuﬁlﬂaN1J'i$3ﬂﬂ! SuUaaNATUUS Y

A

Y 1 )
sz 7130 8 10 luna ¥ luaununma nndanuusann $91dsaoud aszazs Tauuus i

)}

= o a 9 [] <3 4 Y] P 9 1 3 A
AN 60 MHz Tuiagiiusiisnlguimanuuugnlesaouanmes Ha9zapnasEungungil
Y A = o Yy g A Y 3 A g 1
Uszana 4 K dreddeumiainaoanainseziinan 1@ uimanuuutivzad wauuimaniguni
] <] a ] <] dy A & (R dy a A A
puuuiman imlndunn sazamuussaumimantie st uaauwlsedns nmaeans 0s NMR
Taenoznls suiioudeaavdyanunnudues TUsaou 151H3 09 500 MHz, 200 MHz 130 60
] H 9
MHz Tt 189aauun uaan a5z @ns n i gani1menuaziden (resolution) ttazA1N 12
(sensitivity) V9IM3IA
o 1 1 Aa v Aa 4 a 4 ?x’; a [ {
AUHUIA AT AN VOAUNUA H,L N%Ha 'H-NMR 1182 “C - NMR #aaa 01 6

A
HagnNNn 7

10 8 6 4 2
ppm

{ a 4
MW 6 'H-NMR U09aLnua H,L
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mﬂﬂTW‘ﬁ' 6 me%ya 'H NMR (CDCl,, 500MHz) 0:1.21 (3H, s), 2.20 (3H, s), 3.20
(2H, s), 3.63 (2H, s), 3.66 (3H, s), 3.91 (2H, s) 3.95 (2H, s), 3.98 (2H, s), 4.13 (2H, s) 5.44 (1H,
s), 6.75 (1H, td, J=7.5Hz,1.5Hz), 6.78 (1H, s), 6.79 (1H, m), 6.89 (1H, d, J=2Hz), 7.14 (1H, td,
J=8Hz,1.5Hz), 7.23 (1H, d, J=7.5Hz), 7.27 (1H, dd, J=7Hz,5.5Hz), 7.38 (1H, s), 7.47 (1H, s),

7.71 (1H, td, J=7.5Hz,1.5Hz), 8.57 (1H, m). 10.12 (1H, s) ppm

22
0 0 0
4.13

N 6.7832 N 544 &7.47

121 >
N
3.95

10.12 :

HO

6.79

$ ° o Aaov A 4 a 4
AN 7 AU R Il Aa¥nn 'HNMR vosatnua [H,L]

I | | I
200 150 100 50 0

ppm

MWA 8 °C NMR vosaunua H,L
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100NN 8udaateya °C NMR (CDCL,,125MHz) O: 14.17, 20.34, 52.23, 52.28,
56.89, 56.98, 57.08, 59.06, 60.48, 116.23, 118.88, 122.17, 122.24, 122.68, 122.96, 123.18,

127.35, 128.77, 129.17, 130.67, 131.48, 136.79, 148.85, 154.18, 158.04, 158.20, 170.82, 174.03

ppm

20.34
0 0
60.48
PN 13148 56.89
174.03
1417 0 170.82 Y59 o3 130.67 NH2
N 12296 122,68
59.06
HO 122.24 OH _ 158.20
158.04 129.17 123.18 N
118.88 136.79 148.85
128.77 122.17

H o 1 v Av A I'd a 4
MAN 9 A WKL IANAATNN "C-NMR Yo3aunia [H,L]

maanaiamealninsalnlaemaiiauuaanlnsalni
THvsnmamandsuasaiessliiluleoou (oniztion) Tudimuilszneuusnueunsoile

d' 1 1 a . . A an d‘ % 1 as ] 9 o
NnEYININ muwaﬁ”l@aau (Ionization Source) Taal s mslasuaisaieg19na1eds wu 14a1

a 4 { (] [ @ ] ] { 1

ANTIZH A (Mass Analyzer) NI nanet sznnyuny ¢106195 1 A29a3 1wa (Quadrupole) 1 1A

nd lwazaaunimd Inglumssumnuia aautszneuganielain dauasavia (Detector) 1

Y A T A4 19 o 1 Y 1 A 4

wihiidluninsudiedl leesumnannsznuiod woya lldsdmilszanana launszuuneuiimes
4 dad o : v da 2

AR toAAINaRNIN TUNTI NN TR snmIIZ I L)y (Mass Spectrum) NUUAUAY

I 1 I 1 [ A k4

1 uA" Relative Intensity tazunuuoui unmwianoilsey (mz) maiiail 14 lumsnuia luana

s ¥ A ya . .

(Molecular Mass) @Qﬂﬂizﬂﬂﬂﬂlﬂﬂ‘ﬁm Tns9a519 uaznlnoadl) (Chemical Species)

HAINMIHINIA TuanavesaslseneuEadou (1) tazaslsenouddou ) uaaand

MNAN 10 LAZMNN 11 MuaIa
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Iniene, VT, 21 0mn 125163
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Intens.

x108

2.01

I

570.39

88547

LhLoabitl II PO | P

AN 11 uuaalnasuvesanslsznoumasou (2)
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NIEAUTA T

AN 5 naasteyansganauLaIgIgaveIdslsznoumedou (1)

., ANMENATUGIFA | AIMIgANALIES
a51seneUsIrOu
(7\,m, nm) (Absorbance)
[Fe,(L)LL-O)H,0),1(CIO,),4H,0 (1) 456 0.782
1
0.9
0.8
0.7
g 0.6
B
g 05
&
£ 04
03
0.2
0.1
0
390 440 490 540 590 640 690 740 T90 840

ANTUOINAU (om)

A 1 A a g
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AN 6 HaasteyanITgANaULAIgIgaveIdslsznouTNTou (2)

30

a 9
mssenoumsrou

ANUEINAU

gega (A, nm)

a Q

AMMIANALLIEAN

(Absorbance)

[Fe,Zn,(L),(LL-O)L-OH)(O-A0),]-CIO, (2) 471

0.891
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