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Abstract

Synthesis and characterization of [Pt (5-acetylamino-1, 1O—phenanthroline)012] were studied, The
reaction between bidentate ligand with C’is—[PtClZ(DMSO)Z] were performed by using a reflux at 115 °C,
for 25 hours and at the end of the reaction, the pale-yellow solid with 34% yield was obtained. It has

been characterized by Elemental Analysis, High-Resolution Mass Spectrometry and 'H and '*Pt Nuclear

Magnetic Resonance Spectroscopy.

[Pt (5-acetylamino-1 ,1O—phenanthroline)012]
Keywords: Ligand, Nuclear Magnetic Resonance Spectroscopy, High-Resolution Mass Spectrometry,

Complex, Platinum
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Cisplatin R cis-diamminedichloridoplatinum (II) LﬂuﬁaaﬂwamaaaWiﬂizﬂauL%as;ausﬂaaiawSLLwaaﬁN
(Pt) ﬁ%ﬁﬂﬁu&mﬂ%lﬂummﬁﬂwﬁmaqLéﬁaéw,%mmmﬁ@ ENEnDENIT wSansunelaame, Yan, %7@1?], ey
Soume Lﬁué’{u (Dasari & Tchounwou, 2014) Imaa’;mmamﬁﬁnm Cisplatin (Messori & Metlino, 2016) L&eSAINN
7 1 anmaeny Cisplatin ?Nﬁwsb;ﬂﬁﬁﬂmmiﬂizﬂauL%q%auﬁl,ﬁuawﬁuﬁ}nm Cisplatin osuanmanlaiuaenss
(Wilson, & Lippard, 2014) iiaumewannuaslssslomidmsunadimefiriomaanuss 1@ Carboplatin,
Oxaliplatin, Heptaplatin, Nedaplatin k8¢ Lobaplatin (Rixe, Oryuzar, Alvarez, Parker, Reed, Paull, et al., 1996)
TssEmLsaan W 2 6‘%@ﬂﬁﬁﬂmﬁwu@ﬁaﬁmﬁmﬂmwéanwamauauaqLLasgaﬁhﬁmsl,umi%ﬂwﬂiﬂfﬂm Cisplatin
s s a TN, (Lajer & Daugaard, 1999) R

Cl,, NH3
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WoRPUINA AT mBsnnTwsimshaunueUsameleain (N=N-C=N-) andaemsiduansusenay
L%@%auﬁuiawz@iwae] dasnnenaanansnvase b iulumaisatiesnm (stabilize) Taveitanasieandh
Cu(l), Ru(ll), Os(IT) ﬁfaaalmmaﬁme?ﬁﬁmiﬁﬂmaQwaﬂgwmwﬂwﬁfmL’%m?u (Al-Noaimi, Awwadi, Hammoudeh,
& Abu-Hmaid, Bader, 2018) L‘ﬁ% 2-(phenylazo)pyridine %38 azpy, 2-(4-nitrophenylazo) pyridine %38 naz
iiosnnmafiaatiAdu a-donor ey T-acceptor WAwls3INAS 1,10-phenanthroline %30 phen, 2.2-Bipyridine
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1. MTAN LAZLATAINDLATIEN
FnaraauazansAi vLCﬂLLﬂ 1,10-Phenanthrolin-5-amine, acetic anhydride, pyridine, dichloromethane,
9 3 o 5 P . 3
Cis-[PtC (DMSO) J, I‘W;ﬁu %amﬂmwmimﬁLLaxgﬂmmM@walvl,mamﬂmmqwﬁ ﬂammwwmwﬂmﬂ@@mu
v 1% ' P’
luvaatlfiiins NMR slne$ulauay Varian 500 MHz or 400 MHz spectrometers Way aiofiadvinazsyy)
Twmne ppm F98as TMS Lﬂué”mﬁaummgwmwh PayRuNFRLNIERe aazSngs lSUan University
3 € v
of Sussex &UIFIDNANT ﬂmlmwswwﬁimmm@;mmisﬂau 1@5‘1.@’177 London Metropolitan University
(Stephen Boyer).
2. 3Bmanaaas

e
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Hai N a o pyridine cis-[PICT | DMS5)] H I
M
+ o M \g’ - \J_!’ ):(c'
M DcwW Toluane w T

Lmewmsa@memmiﬂimaumsﬁau [Pt (5-acetylamino-1,10- phenanthrohne)Cl ]

2.1 msé’amswmﬁtmum 5-acetylamino-1,10-phenanthroline

Aunua 5-acetylamino-1,10-phenanthroline dusmediifnslwdman  undmsulums
wmaaﬁaﬂ%ﬁ%mﬁamezﬁhﬁaaﬂﬁﬁ@mi Toemslsaasoems 1,10-phenanthrolin-5-amine W% 195 mg (1.0
mmol) ey pyridine 153193 0.4 mL mnﬂ?uéam A Acetic anhydride 1331613 1.16 mL (12.3 mmol)
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euansazanslmantufigamaiives e 18 Hlus ssavapaznlaeunnfthmaan naeiiudmassesn an
azmsjmiﬁvlmma Dichloromethane 15331617 19.5 mL mamamﬁﬁﬁﬂmﬂ%aau (deionized) ﬁﬂmmﬂmﬂ‘ﬁ

v Ay % v v v ~ o P’
MgSO4 mﬂ%%LLEmm‘S‘VlVL@I@EJSL‘ﬁ Column chromatography @888 CHBCI . acetone (4:1) aﬂ@ﬂnmammm
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T %
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A €
ALNUA b-acetylamino-1,10-phenanthroline

3 € a v
2.2 MIAs1ZNA5USTNAUT AW [Pt (5-acetylamino-1,10-phenanthroline)012]
6
ATALALNUA B-acetylamino-1,10-phenanthroline 1% 50 mg (0.2 mmol) WHALES
; -
Cis-[PtCL(DMSO) | 43w 80 mg (0.19 mmol) T Inghu 1hanas 22 mL anvwh g figamgdl 115 °C
o ¥ A A G A A o v o Y Ao € <
Wi 25 $als azladiusearmefivassasaasidiming shltssmedvhazmeean londasmminods
v P
Andns AeulusauazInINARN UM WU 34%

M3UsenaudsTa [Pt (5—acety1amino—1,1O—phenanthrohne)012]
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1 m‘ﬁLﬂ‘nzﬁmﬂ%mmﬁmméﬂsznan sl,%mﬁ’%mmwﬁLﬁua@@;ﬁizﬂamaami (Fadeeva, Tikhova,
& Nikulicheva, 2008) %mﬂNam‘mmaawua‘wéwﬁvle:mﬂm‘smamﬁﬂ'ﬂnfglﬁmﬁuwaﬁvl,;mﬂmiﬁwmmmﬂqm
INLaqa (‘Vmﬁaiﬂ@ﬂ London Metropolitan University Elemental Analysis Service) @TﬂLLﬂmsLu@niW?; 1
e 1 wamﬁmezﬁmﬁ%mmmaaéﬁima‘u

A ¢
. UBnumeiiuaserssnay (%)
i) Ej@]ﬁl,ﬂll

C H N
b-acetylamino-1,10-phenanthroline CMH“NSO A4 70.87 467 17.71
NARN 70.95 451 17.67
[Pt (5—acetylamino—1,10—phenanthroline)ClZ] CMHMCIZN3OPt MU 33.41 2.20 8.35
NN 33.20 2.41 8.15
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2. madinn 'H faedesusniuinislawuasnlnsalnd dwnedefiizasiumsia

3?.:Gﬁuwa”mmﬁLmﬂ@ﬁaﬁmmﬁ’amﬁmaﬁagjmaslaﬁwﬁwammamuLLaJlmﬁﬂ (%889 Varian 500 MHz
spectrometer) ﬁﬁiﬂmﬁhﬂﬁﬁﬂmqmﬂm&a’%wamﬁ&nmmiﬁ@”mﬂﬁﬁﬂm SlmBseauit levhmsdnm 'H NMR
AUnasRsALNTR 5-acetylamino-1,10-phenanthroline ((ﬁam‘wﬁ' 4) LavaTLenaLE et [Pt (5-acetylamino-1,10-
phenanthrohne)Clz] (éfamwﬁ 5)
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1 €
AWH 4 'H NMR dnasutasawnia 5-acetylamino-1,10-phenanthroline

Aan 3 a % ;ll
Toy 'H NMR snasumasiiaunue Anadsih ‘'H NMR (DMSO-d,, 500 MHz): O =224 (3H, s, CH),
7.75-7.72 (1H, m, CH), 7.83-7.80 (1H, m, CH), 8.17 (1H, s, CH), 8.40-8.44 (1H, m, CH ), 8.63-8.60 (1H, m, CH),
9.01-9.04 (1H, m, CH), 9.10-9.13 (1H, m, CH), 10.12 (1H, s, NH).
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'H NMR &ineisaaag [Pt (6-acetylamino-1,10-phenanthroline)Cl | fadit 'H NMR (DMSO-d,, 500
MHz): © = 2.29 (3H, s, CH), 807-805 (1H, m, CH), 821-8.18 (1H, m, CH), 8589 (1H, s, CH), 8.96-8.94
(1H, m, CH ), 9.19-9.17 (1H, m, CH), 9.57-9.54 (1H, m, CH), 9.73-9.71 (1H, m, CH), 1045 (1H, s, NH). 4
%’J%WﬂLLa"m%’mmi(ﬂaﬂ%ﬂﬁﬂi“ﬂauL‘N%@WU@G [Pt (5- -acetylamino-1,10- phenanthrohne)Cl | mmﬂummu@
5-acetylamino-1,10-phenanthroline Lm“Lmﬂ@mﬂummhaﬁﬂs“ﬂaul,méﬁaumLﬂmaﬁWwa”Laau»Lﬂm dovvnf]led
I@HNWLLM%@‘U@G DMSO Lag H O BWI‘NWLLMMGLWN@@%WV]L@N D WLM‘LN 2.50 1a¢ 3.50 ppm mmmmf{a@@aaﬁ
quwgmim@miﬂimamﬁwau mmimﬂiaumaﬂwmummLmﬂmwm@wvlmmmww 6

Lol I

FSTERCAT

L I

1 : [ . ' H H H ] H H H 1 ] i

' ¢ v
MW 6 LaaumalReufiey 'H NMR dineSuaasunuauasaslsenaudagais

195.

pt fandesusninislauunasnlnsalnd Whmefiefidysslomsnndmsunmsasasey
aanfunadiidvasetlsznay (Gabano, Marengo, Bobba, Robotti, Cassino, Botta et al.,, 2006 ) Pt NMR
sne3uwad [Pt (5-acetylamino-1,10- phenanthrohne)Cl] LLﬁ(NmmW‘V] 7 Gﬁﬂum{l%ﬁﬁmmmsmama 10 mg

Jl,smimaﬂmmmwﬂmmu LL@]LNaLWNﬂimmmimam@Lﬁu 25 mg AEWUSURNEARUT -2322.95 ppm &
Wunsiudunsssonaniunadidosesznoy

3. MsAnN

Samphe 10 my. Safrian 25 fap

MWA 7 Pt NMR dilnesuand [Pt (5—acetylamino—1,10—phenanthroline)ClZ]
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4, ﬂ’liaﬂiﬂ"lLLNaaLﬂﬂIﬂiLN@]iﬂ‘J’lNa“Lﬂﬂﬂﬁ\‘l L‘]j%L‘Vl@%ﬂ%l‘ﬁi%ﬂ'ﬁﬂﬂﬁ']adﬂﬂi”ﬂa‘i.l‘ﬂmmi%ﬁ'mﬁﬂ(ﬂﬂﬁu@ﬂ
i fragments @mq I@amam‘um fragments mmﬁm (Pleil, & Isaacs, 2016 ) mmﬂmamﬂmﬁmmaLmum
b- acetylammo 1,10- phenanthrohne LLa“miﬂi”ﬂaUL‘Nﬁﬁau [Pt (5-acetylamino-1,10- phenanthrohne)Cl ] ‘W‘LI’N
aa@@amﬂuam'ﬂmLaﬂammﬁﬁmammﬂan smem Bruker Daltonics Apex III, using Apollo ESI as the ESI
source) mmas&amu
5-acetylamino-1,10-phenanthroline
HRMS-ESI (m/z): found 237.2696, calcd for [C14H11Ngo + Hl+ 237.2616.

[Pt (5-acetylamino-1,10-phenanthroline)Cl2]
HRMS-ESI (m/z): found 503.2511, calcd for [C14H11012Naopt + H]+ 503.2507.

afUsena

mﬂmams‘mammﬁmLﬂmmmvwaumi m@ﬂﬁﬂiuﬂam‘ﬁﬂ‘ﬁa% [Pt (5-acetylamino-1,10-phenanthroline)
Cl] W mﬂmmﬂwqﬂﬂmﬁmme”w,l,avamevwmwammm Téyéw;aaavwa@nmmmmaLmu@LLa”miﬂi”ﬂau
Goran 1T 63 uay 34 mmm@m Nmiauaui@ﬂmmmmmmm

1. ms'am‘nwmﬂsmmmqmmlsznan

?f}qﬁmméﬂimauﬁ%Lmiwuﬁﬁﬁmm’%uauvl,ﬂmmuLLaﬂuImmmmmamiwmamwuiwmﬁlmm;al.mu@{
LLaumiﬂimauLﬂﬁasﬁauwaﬂamt,l,wammmL@m wnle Semausnemaioesaaanaendmlafusensy 04
mﬂmmmwmwmmmﬂm@maaumﬂmimummamwaLLaymﬂmﬁmam mmaﬂwm 008 - 021 de7mla
INuI0Eay 0.4 ummaﬂmL@mmmﬂmqLmamaimasl,umawvl,mmummmmwnmm@

2. Mafn 'H ‘mLﬂaﬂikt&lﬂL%@lﬂLiI‘ﬂLL%%‘ﬁﬁLﬂﬂI‘(liﬂIﬂﬁ

NARINMIFNN H fandusuanmanistwsgsnnsalnd vae 'H NMR 999 Aunus wum Afoynnon
Iﬂ‘maum@w Tmm 9 ﬂammmm NQW%’D%IU?@I@% 11 61 Sﬁ@aa@@aa@ﬂummﬂﬁimausl,uﬂ@lﬂmaﬂa CHNO
mmmwmaqm -CH, mmmaﬁﬁw“nmmu 2.24 ppm LLa”‘WN _NH wufidhumineg 1012 ppm eﬁqaamamﬂumi
aammmm downfleld o H waﬂmanwmmmaﬂmm asluii @ amaﬁlﬂmmmam -NH §msu
ammmﬂﬂs@amm [Pt (5 acetylamino-1,10- phenanthrohne)Cl] Wmmammmiﬂwaummu 9 ﬂauamtmm
SEwaulihnew 11 G muﬂ@ﬂmﬂw 6 umVLL@]mmmmqwslumiﬁivﬂaum%aummmawdwmaau”tﬂ
4 downfiled I@wmmmmm DMSO uag HO aam@mmmﬂma%wm &0 Fum 250 Wae 3.50 ppm
SNNmmaa@maaammmwgmim@aﬁﬂimauLﬂmeﬁau (Jinshui, L., Nan, J., Jing, M., & Xuezhong, D., 2009)

3. Mafnw Pt WJLﬂaEl‘iLLNm%GmL‘iI‘ﬂLL%WIlﬂLﬂﬂIYI‘JﬁIﬂﬂ

ANMIAN Pt NMR silnasueag [Pt (5-acetylamino-1,10- phenanthrohne)Cl] wonmsAe T
Imﬂﬁﬂimmmimamq 10 mg aﬂmmﬂgﬂmmmwmmmmimwm LmLmat,wmﬂimmmimamuﬂu 25 mg
wuammmwmmm 2322 95 ppm ‘ﬁdLﬂjuﬂWiH%Hu’ﬂﬁﬁmﬂm’mLL‘Wﬁ@m&ILﬂmﬂﬂi”ﬂa‘u mm@mﬁm‘ma‘sﬂvlmw
sadaaznile Na@ﬂﬁsmammﬁmLLwamumama?n

4. msﬁnmLmaamnimmmmmawLazmaa

mmnwam‘nmevwmmmu@ 5-acetylamino-1,10-phenanthroline LLa"ﬁﬁﬂﬁ”ﬂaUL‘Fﬁd‘;au [Pt
(5- acetylammo 1,10- phenanthrohne)Cl | mEJLWﬂ%@LLNﬁﬂLUﬂIﬂiLW]immauLaEJ@ﬂﬂ Wi_l’alﬁﬂﬁmﬂad‘m@ﬁl‘wmmi
amevwaa@ﬂamﬂmmmmm%wwma mummaamaaqﬂuamhLaﬂaﬂnaamimammﬂan
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aqu

NnHaTEMARBLTIE BNsNAM T angEN U e TS A era AN AR L
Aunun 5-acetylamino-1,10-phenanthroline I@asl%mi%vdﬁﬂ%ﬁaqmmﬁ 115 °C e 25 Fala ludvnazans
Tngdu lonaasmmienddntes sovavemAniumandn 34% uaudunafiamsysneudemouras
Iaml,waaﬁﬂ@ﬂ%mmﬁﬂmﬁmswzﬁmﬂ%mmm@anéﬂasna‘u watlaunasnnamasenNasduegs uasmedia
H upe Pt fredeusnmfinalmusganinaglng
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