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Abstract

In this research, the synthesis of tetradentate licand from benzohydroxamamide
bidentate ligand was developed by using a simple two-step protocol. Firstly, Benzaldoxime was
converted to benzaldehyde hydroximinoyl chloride. Then, Benzaldehyde hydroximinoyl
chloride was reacted with 1,3-propylenediamine to obtain the tetradentate ligand. This ligand
consisted of two units of benzohydroxamamide connecting by propylene. The overall yield of
a tetradentate ligand was 65.01 percents. The coordination compound of this ligand with copper
(1) ion was characterized by UV- Visible spectroscopy, Infrared spectroscopy, and Mass
spectroscopy. It was found that the metal to ligand ratio was 1:1. The developed method was
applied to prepare ligands containing derivative of benzohydroxamamide, and the ligands can

be used as food supplement or medical use.
Keywords: Amidoximes, Benzohydroxamamide, N, N'-propylene bis-benzohydroxamamide
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= a a o < v 1 el s a ' ! ¥
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Aukagyibidedinle newwnsUTunaunnfuluineliiineyyadasylansendanaziluanvgvedlsa
Jadu (Wilson's Disease) 1o U3 19Me5UNe dkaaanmsSuUsenIue s awn SIaUe0 DUARLIAS

A a a o & Y & v s a o w
yiasne q loadn gnngu eseddudnd avnsveia wasiaeia Wudu Asdlesfaniiunuindidey
TunsmuauUsiamawaslusaniey N1swnrenIsuIanedwnainlalagnissulsenuaelilasaian
Juomnsiatu nemldiinegluguansusenaulnadunaediles (1) Aenuduiivinnimewnslugy
cu? Tovou lunnnduiuiinisldasuivasatanlun1sidnneuwasdIuiueona1NTNIY 18N
AlatutUn (Chelation Therapy) Taglaaunus A-lnudifaniiu (D-Penicillamine) Wsoduwnuadue 7l
@ a1 [y 24 1% 1y sa ) A a & s Y
Juitwdesinieduiu Cu** lessumeiuszlasesaiuty WaialunsuiuasAiantaineaunizgn

Juaeeanansnesaly [4]
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s

a15UsEnauaziilanaandu (Amidoximes) [5] WuasUsenaudunsaninyieandussily way

Y

A
lansend@dilusguueznauasvauieaiu wazoradngilsidunaudunylalasasveuduy wwu

yjardndnvisesylsuiin JvhliAnlassadeaiuandniulaainnuie asussneunivgununilsidu
Panudunsuudu (U 1 (n) Ao wulelaaseneunlus (Benzohydroxamamide; BHam) ensusgneudl

v A

2 A o =~ o =~ a A o o Aa £ 0
Lﬂumaiﬂﬁ]m@QUﬂLﬂNEﬂ UNYILALU LLaSUﬂﬂnTWEnLW@U']&J']WW‘U']?HTV]NQ‘VW‘WNU'] [6,7] I@IEJ BHam %58

A @

lwugniilneendu (Benzamidoxime) %30 1u-lgasondiuugniianu (N-Hydroxybenzamidine) %38
wuwnlusoendu (Benzamideoxime) Anoyiusfiduniseandiauld syiusfindoudlddnndms
Fanmidiyy Ao Midurdutalse duwuaiiise dulifa dunissniau asdusyyadass uas
Juq finnsieyiusvenvuriilaeenduduniwildidueud wazdnvarsviinegszninenns
npasannenain [8] lassaisluiana BHam fiusznausoeznenglididnnseu Ao lulnsiau uay
oondiay ¥l BHam flandAdudunusvislunumeiiniusslneesudulfaosiusyfuloseu
YoIsNIUETUaNeila W Co* Co® NiZ* way UO*[9,10] uazdanuin BHam dinilluansuszneu
Tneasantuiulessuves T (watlilien-99m) laduaslinuetiosas Inemaidideudusinnsuadu
filavernouwiniu 43 wazynlelelntidulelelnussd Tnglelalnusedues *mTe aanelvssdunsan
WEIY 140 keV fifA3s¥in 6.01 $alus Wulelelnuiidesninnldlumsnisunmdiiieaireganessd
Tunsifiedelsn dnsdnwinisiedon ™ Te-BHam welfiduansaneguse$ed [11] uaziiledin
ANMULEDNYTIINNTHUAT AN TELAUNATLAUAINALAUA BHam 10g L. XU, bazAfg yNnISaansIe
asUsenoulapesiudu P e Auaunua W, wu'-lnsiau Ja-wultlansenananlus (NN -propylene

bis-benzohydroxamamide; C5(BHam),) lagdaiasiziaunua C(BHam), (U 1 (2.) Taet3uanii

3
auwnus BHam wdaaseiildu Potassium 3-phenyl-A%1,2,4-oxadiazolin-5-one WaweLdeudu 1,3
TalusTulmny Tneflfunounisdaunsizisiuianun 6 suneu 3eldaunus CyBHam), ideenis [12]
WnlilaseoavnanansiusnidesnniivaretuneunarSidesldinarunulunisdnnsie
Tueudseisnenuisnsdansisvannus C3(BHam)23§I%ﬂﬁﬁﬂss?ﬁw'ﬁmwgq Tdantey
fdumeutionas Tinandniigedy wosiduwnudildundnsnininaisusznoulroesmuduiu cu?

looau Wisduasziansuszneu Cu-CyBHam), Tonatluuszandldiluemsidduseldusslovidu ¢

N
> _OH NH HN
N | \
N

“OH HO™

NNISUANG LA

(n) (@)

g‘ﬂﬁ 1 uanslaseasnesdunus BHam (n) kazdunus N,N’-propylene bis-benzohydroxamamide
(C3(BHam)2) ()
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2. Inguszaed
2.1 Wenmunisnsiudlunisdaasiziannus CsBHam),

a

2.2 Anwinsiinaisuszneulasesauduves Cu®* losauiudunug Cy(BHam), Aewmallng3-

. 0aawUnnsalnd (UV-Visible Spectroscopy) dumssaaiunlnsalnl (Infrared Spectroscopy)

wazaaunnsalny (Mass Spectroscopy)

3. e dun1IvY

Fuasngraunun CyBHam), lnenswseuiuuganlanlensendiiludanaslsa (Benzaldehyde
Hydroximinoyl Chloride) Inniuugnala@al (Benzaldoxime) wawtdu-maslsdn@unlus (N-Chlorosuccinimide)
wadtuNFuAsIZRaRNUA C5(BHam), ImaL%amsiaLuumamaﬁlamaﬂ%ﬁiuﬁaﬂadiéaaﬂmLaqaﬁu

1,3-lnsiaulaedy aniudndwnus Cy(BHam), Akaund@nwinisiiaduaisusenaulaeasaiuduly

ansara1eiu CuCly-2H,0 lagdnAnisgandunasiugieninugndIniu 200 - 1000 ululuns Wi
nMsduATIERasUsENaulABasALTUYDY Cu-C5(BHam), TURDUNSELATIERALAULA C5(BHam), uay

lopouiliedousening Cu?* leosuiuaunua CyBHam), wanslugun 2

OH
- OH
N NG

| |

NCS in DMF al
25°C
6 H H

_OH _OH HO_
N N N

l I
PN
N~ N/ 'N
1 1 | | |
5 Cl NH HN o pH 4 N N
1) 1,3 propylene U U
3

2) ether and TEA at0°C
@

JUN 2 TumounisduaTIsiaunun CiBHam), uagloaauledausening Cu? leosuiuaunua
Cs(BHam),

3.1 ASodiionazansiall
w3eag-daa lalen asd anlnsluladiines (UV-Vis Diode Array Spectrophotometer)
U 8453 UV-Vis 9039U5¥M Agilent Technologies Useineansgawisng 1aseainditey u PHI 34 a9

US¥N Beckman Usginaanigaiusng ansnenuintylun1sdansisivasuien Tokyo Chemical

o a

Industry Usginadiiu sy TLC Aldfhgaduiindaniiaa (NH Modified) vaeudsm FUJIFILM Wako

Y

=

Pure Chemical Corporation Usgineeyyy

o9
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3.2 NsdAATIEN Luuenadten lensendiiluda Aaslse (1)

agany 9.08 N (0.08 Mole) vatiuusialady lulawdfiawesunlud (DMF) fivseainih
50 fiadans Migaumndl 25 - 30 esmwaldea Ay 10.01 n3u (0.08 Tua) veudu-raslstnduilud alu
41382818 UUY1ALATY AUAITATANEAABALIAT BIUNATVEIA15aTaY FZUTIaNgTves
ansarasivuealafuanias fdliszanas 10 - 15 i WieluFATeSus Tnedunmangamal
vosnsavae iediuingumpidufiviulafudu-aolsdnduiladifiudn 13.35 n¥u (0.10 Twa) T
Fufardesiileruauguugilaliiu 25 ssmwadua (hlusisnbu) vimnifudu-aaslsdndun
luauvun selufAseAuaaUszan 1 - 2 $9lus RamuufATerdaeusu TLC N-H fuge 5% L
musalunaslsnesy Miodunnangamnivesansazansasfinazvinfugamniviesudr mansazany
sramnadlutindu 250 fiaddns udatndnelawsadises 50 Sadans 2 At Tududises tiludede
datay 10 fiadans dreauhdnsdl pH Wiy 4 fdedheennndudisodmeunniidondaminuen

lana nspaudisemeBisasenn shliuianeldgaainia 4 - 6 Falus levesmamialaladd wmdn

10.94 n5u Sorazndndaeivindu 91.5 Ngaondnwaliae 'H NMR Tu CDCls & 7.80m (3H, Ar), 7.31m
(2H, Ar) wag 11.34 (1H, NOH)
3.3 AsdLAsIETaLnuA CyBHam), (2)

azanluuYanten lensenddluda maslsa 2.00 n3u (0.0129 lua) TulaeSadises 20 fadans
wiBul 0 ssrwalded wdufvansazanenauves 1,3 nsidulaeiv 0.50 fadans (0.45 N3y 0.0061
lua) nulesieSaiediu 2.50 Jadans (1.81 n5u 0.0162 lua) lulaleadises 2 Jadans faznen
ﬂumiazmamaamL’;mLLazmuamqmﬁgﬁﬁ 0 ssmwadealusnsiude vdaniFuarsazanonay
vaudn Ausefigumniiviesdn 2 $alua AamumsiAnufnTendiauysalsneusu TLC N-H fuswe 5%
wmueslurasledy deufitenduaaudusndudisesuazdnadaetnau pH Wunans ilsusiedae
wuniiBeudamnueulensa nsosudssmeliui twswddunilduanudninldesiasareway
vupakaziil Shsndau 1:10 Idesdddum 135 n¥u (00043 lim) 9aviaesv) 146 - 148 pamiaLdoa
Yovavunandadusiinfu 71.05 igatiendnualifemadanaauningalal ldnadail H-NVR
(DMSO-dg) : 0 9.669 (s, 2H, OH ), 7.416-7.317 ( m, 10H, Ar ), 5.729-5.696 (t, 2H, NH), 2.840-2.891
(g, 4H, NCH,CH,CH,N), 1.390-1.356 (m, 2H, NCH,CH,CH,N). IR (KBr) 3,377.0 cm* OH (bonded O-
H stretch), 1,634.7 cn™* C=N (stretch) wag 1,164.4 cmn™® C-N (stretch)

3.4 Anwinsiinansuseneulreasiiutuaindiaansataaungsn
TAFN1sRANFUMERANTaTANEAINIINTY 5 x 10 Wansves CuCl,2H,0 wagansasanunaduty

5 x 10* Twan5ve9awnua CyBHam), isuivalsarangualanaiudu 5 x 104 Twans 89 CuCl,r2H,0
fiu C4(BHam), Nagangluminazatsieniueanuin luensidiu 1:1 fieueaau 200 - 900 wiluilas

loanasuanslugui 3
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3.5 ATdASIEitoaaudedau Cu® lopaunuawnus CsBHam), (3)

avangALnUA C5(BHam), wiin 0.100 n%4 (0.0320 mmol) fretindy 2 mL luradunay Tne
Ay 1 M HCL ez nenauauazatsnun ansuLiy CuCl,.2H,0 %iin 0.0282 n5u (0.0165 mmol)
WUFU pH 18U 4 Fan 5% NaOH il ifigamniives 12 dalus ifleldngneudiina wilunses
wazsilurianelfanannea Wveaudsdnnann 0.0316 nfu yaveeumad 144 - 146 asasaifea
SovazupamAniug 51.04 wagRgadiendnuaiiemedansadnlnsalnUldnadsd R (kBr) 3,367.1
cm OH (bonded O-H stretch) 1,635.5 cm™ C=N (stretch) 1,088.4 cm™ C-N (stretch) ESI MS+ for
Cy7H18N4O,Cu: found: m/z* 375.19

4. WaLAZRAUTIBHANTIINARDS

nsdUATIZAALALR C(BHam), iuiBnslnddlvifesasnanSmeisamviidy 65.01 gania
BT L Xu, 1998 [12] Uszanaaoasi esaniduneunisdunsssianaunieiiios 2 duneu
warlunisdaasziuumanleslansendiludanaslss 1#ienavnanfusifigads 91.5 iosann

aaa 14

Uffseninlan nsmuauaniglunisiinufisenladaenn memfﬂuﬂgﬂiEﬂﬂ'lsmmmaumaiqﬂmﬂ
mueldieansanniniudu-naelstnduilud UiRsodsider e Bu-anolsdndunlud A4
Juansipuaaslsaluvesudsaassiuaziaiosluussersnia 3slisudusosiluanzdesnie
melfusseenmavasiulasiau Mddsmgnuasdumaedilidewooyyinindfigenn uansng
Nnansadililunsviraeiudu (Chlorination) due [13] Jaduufizeniifemiunlfinsoueyiusves
wunlaa [13 - 16 ] MsNTUSnsELATIERaLNLS Cy(BHam), lnensdudiuugnadtadtansen
Filudaranlsd fu 1,3 laesiilulnsiwy snsndru 2 de 1 Tuannzfduiva Ug‘jﬁ%mﬁlﬁmﬁulﬂu
UFRsemsunuiidhevyiefiufidumisnaslssvesiuunanlenlensendiludanaslsd deanusadug
ﬁ“w:yjLaﬁuﬁqaaqﬁwLmﬁalﬁluﬂ%y’uﬁm nsneaosluadsl WUINIIAIVANARAIULNATE LA Lan
lansondiludanaslss Wewiauiu 1,3 lnesdlulnsnuliunnfuneUssanasesas 5 vlilasosas
ﬁuamamﬁm%gﬁqﬂLLaziﬁwﬁmﬁmSﬁﬁﬁmmu%qméqawﬁmﬁuum%ma YI9NISVADULNAILAY
nvaeuvaeglutig 146 - 148 ssrmwaldua e figationdnualfomeadadunsusaanlnsalnd
wazdmdssuuniudnisleiuudaunlnsalnl WU'i'w‘hmeLLangs'wmmwmaqﬁﬂﬁﬁmfﬁumﬂms
Jinswisemaiasasdndifesiunuiseinedsenuliteundd [12]
A1sAnwINISRnaIsUsEnaulApasAuduYes Cu*loapunuawnun Ci(BHam), Yinlaanis
Wigulguannsisemingdnsazans CuClL.2H,0 a@nsasatsdwnun CsBHam), Way @15avangngs
iéfamﬂmﬂﬁﬂgﬂﬁ 3 Wmfmmﬂm%’mmmiazmﬂmamﬁmmﬁ@mﬂﬁmmmeﬁiwmﬂmiéfﬁuﬁgq 2
Tug29AUE1IAAY 350 - 700 UlULAS LansEenisiiniusylaeoasmuduszning Cu?t fudunus

C4(BHam), kazang3-Iailaaunasuvesansazatgnay wuUsHUNIRRANITAANAUEIEA 2 AWMU
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= dll

Pnaansindenisganfunatanaulonnuenaduinuiy In1sanadlidsieilies nun1sidey
ANUTUTRILUAUARS RTIENw UL T ui adaLauN AL IRAUUTEINL 365 WAy 509 UNULIAT
n1sganfukaInnuiiIaraennneItun1IgAnNfuLAIIINlATIETNEIRELLUNIUYTBIAATEINUDR

1Y

ainasunisganausadlugiemugnnduaiveiuldiveasusenaulaeeshiutuidezneunans
& 24 A= % a A = = = Y a a

Ju cu? illlaseadraivudmasuuuusiu iusngiiaaesiinluaiunasu lnefiavsaedinainnng
nyuatuvesdlannseunigly d-orbitals ¥ee Cu* loveu lngfuniiuazanuiduvesuiaziinyes

anasuiuegiulassainuazyiln vesdunuaniiniusslneasautuleosumasn [17]

35 + |
\/
e — Cu®
W
g 25 1 —— C3(BHam):
8 24 —— Cu-Cs(BHam)z
o}
215 +
1 1
05 +
0 — f T = =
200 300 400 500 600 700 800 500 1000

Wavelength (nm)
gﬂﬁ 3 alUnasnuesansazaty Cu? arsazansdunua Cy(BHam), haza1susenau Cu-Cs(BHam),

MssanuavAaUYsLlsituanBursusaaUninsalnd

vy eridfuy Cs(BHam), (cm™) Cu-C3(BHam), (cm™)
OH (bonded O-H stretch) 3377.0 3367.1
NH (bonded N-H stretch) 3190.9 3062.7
C=N stretch 1634.7 1635.7
C-N 1164.4 1088.4

HanaaLATIEEsUTEnaUlApRRs AT USENING Cu? lopauiuaunua Ci(BHam), lavasuds

Y vy a o ¢ ° aAv v a ¢ Y] ¢ v A a
dU1n1a 1@3@8636&1@&%@;\@1‘!% 51.04 u’]ﬁqiﬂizﬂ@UWVL@N’]WEﬁC\]UL@ﬂaﬂwmﬂjﬂLWﬁu@@u‘WﬁqLiﬂ

awninsalnl 91nn15719 nuaeeaunsauTusve gl dunddgluasusenaulaeashiudu Cu-

o

Cy(BHam), fiavie OH, NH, C=N uag C-N fifuniauavaduiilnaidesiuinuluannsivesdunua

C5(BHam), waneinansuseneuimseuladannun CyBHam), Wussrusznau Sedenndasiunanis
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Amsgrmenadadianinsalsd looslulsduluaauninsalnd (Electrospray lonization Mass
Spectroscopy, ESI MS) lad m/z* ifimnudugegaae 375.19 whdunasiuuiaves Cu? lessuiy

AuAUS Cy(BHam), snsdau 1:1 Tassadsfionadululdvesansusznou Cu-CyBHam), LLamqiugﬂﬁ 2(3)

5. @3uNan1vnay
Tuaisefanusaandunaulunisdaasiziannun Cs(BHam), INLAY 6 TURBU LRaBLNES
ADITUNDU bASBUAYHANNUINTIUINNY 65.01 AwnuanbaunanAnwInisiinasusenaulanoasAudu

d a

sening Cu** lepauiuaunun Cy(BHam), saenaiagd-Tdilaaiuninsalny dunsusaaiUnlnsalnd

waznuaaninsalnl nundsnsdiulansdeannumiu 1:1 a1susznaufleeratimnumnizaunae
P lUTFUsLlemiiduormsiasulunisniswundle ndsannisirlufnwiminuiadesvesaisusenau
lapasAudu dnsn1svantass Cu* leeau AmNuUTIAIINTY Lazduqmuuinsgiuveinisluly

Juewnsiesunsesn
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