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ASTM American Society for Testing and Materials
API American Petroleum Institute

calcd Calculated

°C degree Celcius

BC-NMR carbon-13 nuclear magnetic resonance

d doublet (NMR)

g grams(s)

h hours(s)

"H-NMR proton-1 nuclear magnetic resonance
HR-ESI-MS high resolution electrospray ionization mass spectrometry
J coupling constant

M molar

m multiplet (NMR)

max maximum

mmol millimole(s)

mg milligram(s)

MHz megahertz

mL milliliter(s)

MS mass spectrometry

m/z mass per charge ratio

nm nanometer
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ppm

rt

UV-Vis

UM

nuclear magnetic resonance
observed

part per million

room temperature
singlet (NMR)

triplet (NMR)
ultraviolet-visible
micromolar

chemical shift

molar absorptivity
wavelength
absorption wavelength
emission wavelength

maximum wavelength
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ANgnAedwiuguarianinlias lngdngn NUANYTIARUYDILAIFIINTIN

2.1

a | o a PN & aa 1
MA1919N 2.1 BRAIMUYNIAAUVDIFRE) ‘Vlgﬂ@(ﬂﬂaml,azawmaflmu

mmmmﬁuumﬁgnamﬁu (nm) %ﬁgﬂ@@ﬂﬁu Auesansiiueaiiv
400-450 1429 WWHINUNRDY
450-480 Yidu LAY
480-490 Y EuunTen G
490-500 Feaunuiiy N
500-560 e 129A574




A1519% 2.1 (519)

AMENIAAUASTIgREANEY (nm) dfgngandu | Avesansfiueaiiu
560-580 WWHINULARDS 129
580-600 AR i3
600-650 &l Y Euunuden
650-750 N Feaunuin@y

drulsenevvenissdansililetanddifaatdnlunsivlndines (UV-Vis
spectrophotometer) wananagui 2.5 Ineiingazdendmsuusazdiulsenaudil [10]
1. wasniiauas (light source)
I o a d' a s v Yo | A Ay
wnasndanasluaiesainnslnlodinosazdodnssdludisanueninauiidesnis
pgeAaLladlazAIInasAlIaT TILTIEAUITNLETINNANDAIY aonnLlalas draiuwsiln
MUAINEIAAULATIUARNNY Baraadenldligndeavinzauiureamainiiuine
=
ANNFULET
2. TululAsiumes (monochromator)
| e ) g v o § v a Y o a = &
drusznavililudiunldaivauadagazyiliwasneanunaindunilawasdadu
a a v & a = & A A A4 o [N s
woalaswan Tmdunadululasiuin Fadunavuasiaus) wiolinmiuennauaen ldiamas
(n3zand) U33u (prism) %30 1N39F3 (grating)
3. WwaanldusIyansavanefiiegg
\wadldansiiega (cell sample) U9ATIBNATENTY AN (cuvettes) JUWUUNLY

{ o b4

Aunaldlaun wadividisuiisssunn agldlalanizdiaidda mnezileniisssunign

[

& | v s o ¥ aa s & PR
annaunadlugedansliloanls waglwaanyinaniedani wara103ngd (quartz) Tulaneras

e

[y

dansleanwaridia

v v

4. nTI9UA Y0 (detector)

o

(%

duilimihilunisinanuduvesiedfignganaulaenisuamanuaiued du
wisulwiiaseansiadudyaadindedanmligs AeuiUiinauaszdsuluidnios A
ANU150A 99U Y IUANULANFIILA Lﬂ'%"aﬁmLLaaﬁé’qﬁauﬁ’uagﬁluﬁwﬂ’u Ao viaanlnlada
Ananelees (photomultiplier tube, PMT) wavia3asinuaswilnddneulalen (silicon diode

detector)



5. drutunnuazilsnadeyaia (recorder and processor)

druilvimtnveedyaiu waswUswaduaulosnunluninsdluiuuden (log

scale)
1 (<] a ¥ Y] 1
HHAINUUALLET » TuTulasunes 41589814
\4
WAL
J <
uges  [*
A\ 4
X . - 1A 0V BLENT DM
NT09UUND  |e
tazilszunama

wlswadyau

A

5UN 2.5 asdusznavvensesdansihilawmndadaaninsulniines

1 IS

nmigandunasasiindulinselendnuresasfildsuiindundsnuiiazyiliie
nswasunUasszaunasnuresddnaseululuanaiug lnaluanavesasningizn azi
TmAnnIsiUasun1izvadiannsau (electronic transition) Inedlanasauiig1TaafuNIS

N K a 1 Y . a Ay M oY Y
Wasunellfe dlanaseunenusy (bonding electron) wazdiannseuilulaneiusy (non-
bonding electron) #3ediannseuglanied (unpaired electron) N13gANAULAITZENI
Y a & . . . = & ° va & a a

N19L518LanM50U (electronic excitation) Fudun1svinludiannsautinnisilasunlag

[ '
v % (% (% o ¥ Y

FEAUTUNTNIUIINTEAUAMTDANUENU (ground state) luganugnsesundseAundeau

q

a3nin (excited state) Ineninfisgfundsnuseg fuld [9] ﬁagﬂﬁ 2.6

Y



A

2l i | ESETEC Y

E A

P
B * f
gnmb:ndingn— .......................................
g n—= ¥
[ R | SR I

5 L — JCE

Eoh

O —= OF

JUN 2.6 MsdguaniizveBiannseu [9)

nsasuan1izveddianasaulinlavatanuy Seennudisundsunseddlunisyi

TWsdnasouinnisidsuanzandeslvunn wsemuddunisiinldieluenlased
c — 0 luasiilassadefiiusedud warlifemelsesmonlulasead
o — 1" luasileassaddwuselidum wazldfiomelseznanlulasadns
T — 1 luasilassaddiwusylidud wazldfismelsoznanlulasadns
n — 0 Tuasilessadediiusydud wasiiiewelsesnaululaseadng
n — T luasUsznounguesuetia lulnsd wle luwse lules lulesd

Fanonlun wazdaluida (Dudu
{]ﬁﬂﬁﬁmasiamiamﬂﬁw,m

1. Iasluwes (chromophore) [11]
laslunes Ao nyflsiduwuuliiadesnusenevegluluanavesansuavilviaunse

waaiudug Jaezgandusadduridanshiloanuasuasiuoniule (200-800 ulwwuns)

mﬂm‘[m@%uﬂuﬁu 3 LUU AB

[

(1) IaslunesninuseavsolusrausEnintosnantosts neliididnnsauglan

LWRET LU DaRU
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(2) Inshmleidiusyaviewusramsineesnonvess s uazididnasouglaniien
Wi vijansueila
(3) lnslumlosfihauudu 1wy asUsznevelsundn
2. panlalasu (auxochrome) [11]
oonlalasuidunguuessiniiligandunasiutismueniaduinnndy 200 wilumns
uizdaasudvinaveslaslules Tnatfniussdoudeiulaslunes axilinnuiduresnis
aandunasuasaslunofifinty uardiauenaduganduuasnniuiy fegrsoseants-

1A 1Y ~OH -NH, -Cl Usingmsaldanaivilviliaxasagui 2.7

hyperchromic

effect

bathochromic shifts
(red shift)

hypsochromic shifts
(blue shift)

hypochromic
effect

Wavelength / nm

5UN 2.7 naveseenllasudenisganduaiunnsy

- 1fin bathochromic shift (red shift) ¥ilirueiaduvainIsganiuuas (A, Windu
- 1Ain hypsochromic shift (blue shift) vi7l Ao ANA
- 1fin hyperchromic effect vinlviduUseavzvesn1saanauwas (&) iudu

- \iin hypochromic effect ¥11l% &€ anas

3. NavaIRvinazany (solvent effect)

Y Ao 1 1 s a

° a a6 a ada o § ¥ a d'
INALAYNUVI YU @1FOUNTIUNNTUANUNUAITUDUA (C=0) Vl'ﬂ‘WLﬂ@ﬂ'ﬁLﬂa@u

Y

TUveauaunIsgANaUNawsENdT solvent shift
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4. HavevUInvelilana (steric effect)
Y Ao o § v a o aa a < = |
HAvaslATIasedANNnEneyilinindunsise1vesBianasouUasunlad duwa

Tinsgandunanuasuulas wu arsusznauiifvgilandulngq agvinld A, wwdoulunied

AUNI WaLA € anad

ng%auﬁa%uazuamﬁ%m (Beer-Lambert’s law) [11]

[

Halsinnsganaulaaesansaraly Usinuauduvedasignganauazuediv
pududuresansazatauasauiuIvesaIsazaneauasse Iy Ssduduseasiung

voudosuazngamamndsn Bendu ngreudes-uaudsn (Beer-Lambert law) lnai

nveIkaulse (Lambert’s law) JlaA313dn
w A A aa A A . . 1 Y] & o Y
Wedluaeiilinanueanauied (monochromatic light) Wusianansiliowdisn dndau
YoaaUduvaskasngniInatstugandulilidued funnuduveLasinsenusiInan sty
WagANLYBILEITgNUsavTuvaInasganaul Sludndiunviniu

npvasies Beer’s law) laaa1ud

o o I ' v & o o v =
Wauasniiianugeiunelsiudnailonsl dadiuvesnnuduvesuasign
fnansugendulissulsiulaensaiuUsinnvesiinaniganAukaty”

ANUENTUSURIAINIAANTULAILALAIATUTY

ANsARnNAULaasasiiaud Ay g8l ugUSIaaAT e ewInAINg
A Id [ 1 [y Y v N 6 a s [y
anndulziudadiulagnsatuanudutunungueutes-uaudsn (Beer-Lambert law) 619
AunIs

A = &Cl
ilg A = AMNNIRANTULAIYRNENT (absorbance)
wva o a A o A ' = o ! s
€ = audRTmnzvasansiiganausarinnianueiAmilaiondt Wwansueuyeu-
3R (molar absorptivity) W3eduuszandaesnisganiuuas Inledu
Mecm™
C = avandutulumie lua/das viseluans (M)

| = S2a¥NINLEINIUFIDENY TBANUNIIUBLYAE (cm)



12

Tuansuougeudia (molar absorptivity, £) [9]

v
aada = 1

lua15ueugauRIn &) Huaan1staiueg furtanvesansuasANe1IAAUNTLB

Y

a15779 Tegladuiuanudutu faudws1weasazatevilania Feilanutudua1nils

(C Ag?) 1InAINIAANAULEIN AN 1IAT LA Iagldiadnilanuvuringy (1 as) 9t
d11150%1A1 molar absorptivity finnnue1IAdunLg laainngides-uaudse Fan1smen
molar absorptivity 31138158 1uAINIIAANG LAY Fessegluristeuluvenguenies
=] Y v oAy vy i oA = = P
UuReAuutuldRetegludnannsmunnsgiudanududunse
Tunsidenanuemdudmiunisinnisganduiasvesanstouini A, wmsizdien
v & ! A < 1 a va 1o & ¥ A v A <V v
€ WINgn MTuAINITgANAULaIRzgs wilumun ludndudeudeniai A, Al lu
N3N Ay Hu1AlAINSYANA UM gRauAl Nz Augasaududuiisaan shine
= cs = 44' v
Faanunsoudend A duq ldmuanumanzay
PN 1 o e a L3 a wva a
N157L3IM31UA1 molar absorptivity ¥esa139zduseleviunlunisufdinisats
Tnaanglunsdinaisiisnaumannn vedanudufivgs ms1zisausaAIuIng9R1Y
Wuduresasiaasdn Yaeanuuduilnsaisasiidainisganiusglugisnistdauind
(working range) #slaeviluduinliainisaanduegluga 0.1-1.0 nglidnduseunieoy
ANULLTUAN9Y 1MARRIRAINITAANGY

n3191AIINTUL9551U (calibration curve) [9]

AINTIRANAULAIYRIANTHANNFNTUSAUAIAUTNTUY I T ToUT U VB LD
arsuuniunguewdesuaziandsa dadudnsidianuduiusiuiadiansivuazla
v v fa v = = Yy v = = 4
ANUFUNUSTUAUNTS 15192158nN5INLI nsAMUTTuIIns gL Fasiivselestunnly
WUTUIIRTIET Inszanusa i uiemA TN TuY a1 sTlinsuAle lnefiash
Linsweanududuiivazieseglugnnududuinasgunniuael wasduniwaing

Wauduinnsgiuazdendudunsaeae
BN138519N 3 ANWTNTUNINTFIU Ao UIE1TaYaI8uINTEIU (standard solution)
InsruAudntuiiviueusgtey 3-4 Anududuninainisganduuas 3nuuii
v o s 2 ! Y v oav o I & o [ ! A ' a LY
Auduiusilaluasiansiv duanudutunlinsvandilyinAinisaanduuiediu
wathAINIaanAukasiul U uAUN I IMAN L IUINASTIUYS ORI INANN T UAY

YoansaMududunInsgIuiiomuanduinduanududu Aazaunsansiuainy

Wutuvesasuule
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2.1.3 tsfufioa (diesel fuel) [9], [12]

S o o = 5 o & a o w < s & a v & & oAy 1Y)
Wiufilwa Ao diusmdsdmiunissuinws [Wundndueivialaannisnau
Wdiudu 5endt dadula (distillate fuel) H99aLAenUsya 180-370 asrwaidea 19

[ <

dmiuinesudusadngs (high compression) uaziA3assusdqaszidaLes (self ignition
engine) fsn3qasudavendamdnininanufeusoussingaasenmalunszuangulae
lLigeddvufio dmsuhduiwadifdmielutiigiuoondu 2 Ussan fe

1. thifufleadmiueiessudfeaseunyuid (automotive diesel oil %3 gas oil)
Huduilddmiuaiossudiiiisounyuannndd 1,000 souseund Wy sasus sausmn
Fovszus Felawans saunsnines iedestulnvuinidn uaziniesdnsnantnynuiiafiiseu
WywsILAY 1,000 soURDWT LU aﬁ’m‘juéjaﬂ%ﬁﬂﬂuﬁﬁm%muqa LagsEmeia 1y
Homdssuaniliondt thifufiwanuusa (high speed diesel oil wia HSD) ude tifuls
a1 ildiuseIRuayMsaLsend1 marine gas oil

2. tifufiwadiniuindossudifiwasounyuuiunats wievudn (industrial diesel
oil) L@ufwﬂum%ﬁm%’uLﬂ%wuﬁﬁﬁiaumu 300-1,000 SaUABUNT LU sabil LSo8UA

'
1o w A LY

w3esdulnvwelvg LLaswﬁ'aqauﬁ?ﬁtfaaﬁ’ummawa@ﬁy’aag uiinnulsaeueeg Aifseunis
#auRIUszUIm 300-1,000 seuseundl w3sseudUszianilidesnisinfudisadidan
Finuganniin uarerassmedindild thifudemdssaniidond ditufwansudi (low
speed diesel oil w3a LSD) n3aifendn thiudld fldfudeduaymsagidendt marine
diesel oil

vad o o T v oa <
AUFNUAN ALY VBN UINUA YA UL [12]

1. MNANIUNE (specific gravity)
Wunisinanunidn-tuivesingu drifunidnuinaiaiuseuvesiisiumeniae

miinazanas M@muanas M bndldauysaliinasuiiasveuazaulouin ainy

1 1 ¥
o Ba v o v a

99 IEdainAdsUsendatniudwa wiog1slsAnullaiuisaanainuaissiwn gladnunn

WNS1E ALV AAR N UAAAIUA e

v aa

2. ATWU (cetane number) %38 A¥ULNU (cetane index)

1A I uad' o [ a . . . goj U
@ lunuaudindidglunsinaunimnisyadali (ignition quality) voensiu
e duAsusdiusugnaadngviosr lndaunsenahdufafalndy Fiessegnailiond

v v
N &

Anuartlun1sgadaln (ignition lag) UnduntysszezIalduiseliadmugs ananlila
118 nIsspudanInanie Turreniamdueiessudsouldisilagliifinnsasaansglife

I (misfiring) ¥tAnATu1 Frvann1sAnATIUE19UTde7 (vamish) hagasiutainlu
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Adossus vintymmavhauagaelueiessuddndae tiufiwaldannssuiunsndu
TnemssaedaBinugdlng 60 usifidrunavestihdfiuannszuaunsuanaais (cracking) 2
fnfmudszana 50-55 agnslsfnudiiudafmugennifull enavilfAnnswalnd
lalanysal woesiinaTuiivilodede dauhifufigadelwlddh asdszovnarauardluns
Wszdaen azdidmud vilflenainnsazaaluaiessudldie nmsinmedusios
T4.aS0s8usiga CFR F-5 (cetane method diesel fuel rating unit) 918 uia3osaud
wasgIudmsuMIagaumAmauaLtRngelivesihifufies
3. anunilanseanutula (viscosity)

fo uswiumunigludvesinsfusenislua tifulalvade thifudulvadn e
nilnfounuizauiiiolisyuun1saatiu (injection system) Aaluresldazidoni u
vauzdienfufitaendeauiuiadn (njection pump) s rituduivluaznsyanesadu

soglid inlinswnludldauysel iaTesgudideings uazdudeshdudigauin widla

(%
1A

a = v A i ' Y o Y o a A a =
Lﬂu‘lﬂﬂﬁ]g.hﬁﬂrﬁ%aaau‘lmﬂm@%ua’JUﬂqEJGLU{]N@Lsﬁa Qﬂ{juwaﬂﬂaq"\]m@mqEJ‘Vﬁ@LﬂWF’TJ']lIﬂﬂ‘Vﬁ@

i litusale aranuvilataduaunilaladan@n (kinematic viscosity)

4. f\goﬂ,‘mam (pour point)

Jugamglisdnanihdudulilva vsnunamievesUsenaluiigguunenmgl

Y

v o AX i

ANUINUILUILNBF T ULNANT

a A a

Rafnfinsesintuien dpea1ansinavesisiuluteudumie
wazinaminiatoshiinoguiuiiidnoiafiameld
5. YFunauiugau (sulphur content)
Sruzduludfuiwafiownlndfueiniraznanafudameslnesnles (S0,
wagdamleslnsoonled (50, uledeiignudesiisoangenianeusnduduivilianioe
wndeudufiv ursdruvesdaedlnseanledarsiusfuiivieaudunatoilunse
fuzfufnnsoududiundessudiAnnisinuse daus 1 unsiau 2542 fsunalasianis
nsynsrenadlammunliiivinasussuludiuiwaldldii 0.05 % Inethwin wiean
yanzaneduie

6. NINANTDULKUNDILAS (copper strip corrosion)

1% '
o v =

Junisnegeunisaunudesiuduivuazrieniafuindudeiainnisinnseu

a ¥ [J v
Femelaanaisusynaumuzey
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7. ANNAUY KIBNINANSUBU (carbon residue)

a

Ao UsuaansesueuividennAvegndsnindulasviveeanlunuaudinaamad

Y

g9 ludrsramils dhduniivsunaninaisveugeaziuuildunisiinnfunazasiuivain
msuauNrazallupa iU IMsasIugnauLasiaala

8. Uazmenau (water and sediment)

dfunifvuasgrudunaliieadndgasuinionsesnduld dndudunsiase

2 v a ' wa 1A
53'U‘U{]3JLL33'W'JQW LWiqglﬂuﬂmaﬂJUmwaaau

q

9. USunauan (ash)

(%
o w

= v av o v ' 2
iudlwaszlsgnaumearswinlidaiunsamiludilonunsgluguvesrasuds

= |

aveliun3dnnas wazluguvesansaydnmnlaneiazagludnduld arswiniiiluvoudads
AR IR lanzvanAsotsudlidusasls iaudnuselvduiuiidannaziiae d1uans
Ussinnayvedlaveavareliagyiliiinasuanagnaunizinluniessudiiiun1sdnnse

10. 31Ul (flash point)

v
[d a va ¥

Jugamginlessimeinfiufiwaiinyefalidudiefiluidugn anaudfdeioy

q

(%
o w a

Aendostuanudasadelunsfvdseniitu thiftufisanuuideduihiuilivduane
anunsanuludeuuiuldlnedasndy
11. Qmmﬁmmdauﬁﬂé’ﬂmmaﬂ'%mwmﬂué’msﬁaaasLf’ﬁﬁu (90% Recovered, °C)
uiAunsznsndvdimualilifu 370 ssmwada Usingirdaumiingludisu
nlnsliinuaiina fudidusiosauulagianzsafiussyavdniAufidataznsisanios
nsviusiu Llew.a. 2535 3gutalagnsensranidvdiseontermunlullalliiiu 357 s
wadea Soneds dauniingluihiufiwanyudignineenty Wusaliduslndmunan
Jurreanatusadluldun
12. Avasiifufion
Tnesssumditufiwaifiianasou wiviadsderaunnanslutie iesainnis

=Y

WenltundiuAuanuraswineiulunseuiumsndu winauRlunsilnddmasy Tunsaa

1 1%
o o a o o

Fvasinfudgatldsundasiuunn wu Wudildemmsedsinan asasdonisvasululae

1%
CY

° S o a N S A 3w d' Y v Ao
YIHUNIA (FUSU) AIDUIHULAN ‘Vﬁ@u’]QJULﬂTENGLEULLa'J (@nn)

13. ansaudRluniswdedu 1neds high frequency reciprocating rig (HFRR)

q

TngmnNSsuIanunualrdusuanuztula iy 0.05 % laeuividn n1sanuSuiu

9 EE]

mugduluhifiufwaasilinuaudinisuaedulaesssumfvenhdufiwaanatlvuin Ju

naliludnusenasfinaielaluszezey Jamnualisofualsiiunuandinisvaeau
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(lubricity additive) vinn1snaaaulaads HFRR Inedisesdnuse wear scar diameter (WSD)

fosligendt 460 lulasiuns Fuduumsgrufignivuatul

2.2 AW TMNYIVD

Tul A.A. 2004 Suwanprasop WagAME ddtATIzRaITiLAToInu1eTud gy
Ulasidsuainaniniuea (cardanol) Aueyiusvetkeliau $1uau 15 aiia iniluansuseneu

fiflasaairassgui 2.8 [13)

Rq R, Rs R4
1 H H H -
2 H H NO, H
S H NO, H H
4 NO, | H H -
5 H H Cl H
R, Ry
6 H Cl H H
Rs NWQOH 7 Cl H H H
8 Cl H NO, H
R4 n-Cq5H34
9 Cl H H NO,
Wheren = 0, 2, 4, 6 10 NO, H Cl H
11 H NO, Cl H
12 H H | CH, | H
13 H | CHy, | H -
14 | CH, | H H -
15 | OCH; | H NO, H

5UN 2.8 laseaivesansviasoamuneinauilag Suwanprasop wazAny [13]

1%
o v a

dedunasenidan difuuuduaziiduiwanyusiiilinisfivansvineiomng

a S v v A ay 1o T P a ° =~
wilaliNanudutu 2-5 ppm SRl lUnTudleldfintsiRnasvieIasnng nns
A539IAUS LAV ILATRIMLN8 AN Y bR lae NS T UR aRin 1S RNEN YIRS BILNe
1ANRN8 50% (v/Av) 1,2-bawadludmu (1,2-diaminoethane) Tuansazanglnsinu-1,3-a
99a (propane-1,3-diol) Waziun1usa (methanol) KA1%1A15TLATITRUTUIUAITHN

wIainumemalindansihilowan-3ddaauningalnd wagainnisnsivaaunun Ny
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NUIMUNTUATNSNENE1SYILAS o9tnelanURN19n18 AWl NAN991 NN T Ul NEN a1 59

= = = [ Y I v a
LATDNUNNY LLagllﬂ'nllLaﬁﬂiagluu’]uu@ﬁ]']ﬂu@ﬁ 3 LU

15T A.¢. 2009 Puangmalee uazamy [14] Tddansizvarsinadomuneluisiu
Mwaannesludu (porphyrin) wazarsaiuea fuwansluwkunIng 2.2 Tnenuitans
psmnefiduaszildannsoazargluifiufisaldd welandfiduasinlngldineda
Waealsaudaininsalnl lun15ns13ia 9nnsnaaeuaudinIin1gn1nye9a1s9in
wosmneidaanedld wul difuiiinswauasiieiesunsiauaniifllunndienn

Wniluilinauansviiasemnewasiinnuaieseglutiduegeion 3 wiau

OH OCH,
(CHzo)n, SnC|4, NEt3 CHO K2003, CH3| CHO
toluene, reflux, 8 h acetone
0,
CisH34 C1sHs; 8% CysHa4

OCHj3 i) pyrrole, BF 3 « OEt,, NaCl
CHo EtOH, CHCI3, rt, 10 min
i)DDQ, rt, 1 h

C15Ha 35% CisHa Q O C1shan

CisHs4

UAUAINT 2.2 N3FUATIZAENSHIIATEMINY 1nY Puangmalee Wavaug [14]
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Tud a.f. 2010 Oakley hazamg [15] lavinnsdaasizndudlnladuiiu (indigo

diimine) lneiiunafiau (aniline) vuluanadudln dewansluwkuning 2.3 iaduiudln

[
v

A a a a a a a ° aaa Y} A o s & a _a
wsodudlnladuiiu anduihdudlnladuiivluvhufisedulansiieduasiziiiuuiaia

aaa L)

dwnug (bridging ligand) Tnsansusenaunlaazaiuisaiinuiizseninend uazganauwas

Turralnaduniise (near infrared) 1o

NH2 TICI4 DABCO
Ph’

M = Pd
WRUAINT 2.3 M5FUATIZAUSAIALNUA L Oakley Wagmy [15]

a

Tl a.A. 2011 Nawn wagae [16] duasieieyiusveduiln lnaduedulgugd

Y

(primary amine) uuluanavesdudlniindudufinleduiiunie iudln dwansluwnuning

[
=

2.4 Fadulfiseiiinvuanysalluduneuies lnvaisuszneuiiinduaiunsaazatalaniu

U ] PN a 5 a aaa a v
fvharanelilivy wazaunsainufisesnendle

o 4 R-NHy, TiCl,, DABCO ';l’R H

O N O PhBr, reflux, 8 h O N O
N N
H o H LN

RHUAINA 2.4 N15FASIzRuRINladuTiu Tng Nawn wazane [16]
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Tud AA. 2011 Cecilia wavame 3] duasgiamsinaiosmnelutituaneslniy
Tneifumyjueanond (alkoxy group) vulaana fauanslulaunmil 2.5 a1svitaieauned
Hunrgildannsnaraeldmlusululeofivs muidautfiduadiflngldivadangeasa
wudannsalnTlunisnsata anmsmegevandananienimuesansinaieamsnei
fupsresildnuin dduiifinswanansiiedosnedamaudafilunnesan fuiluay

A5YILATRIMLNY hazlimNUEdsTluaN INLIAARNYBINISHUS NP a0 3 Lhau

CH3(CHy)14CH,0H, KOH ¢ . R
THF, reflux , 4 h 167733

CH3CH,OH, KOH
THF, reflux , 4 h
F »

O\Csz
BHUATWHT 2.5 N15ELATIZRANTYIAT L8 198 Cecilia hazmne [3]



3.1 @15eAdl

[y [

PP a =~ &
asedntrluanuive et

3.1.1

3.1.2

3.1.3

3.1.4

3.1.5

3.1.6

3.1.7

3.18

3.1.9

3.1.10

3.1.11

3.1.12

3.1.13

3.1.14

3.1.15

3.1.16

3.1.17

3.1.18

3.1.19

AaDlsNOSY
AaUiUasazTLmm
FANIA

TaLReugamms

falsnian Aaslsnasy

1 4-loverlulelaa(2.2.2)oanumnu

Tamaslsiimu

Tnwmden(Viweseaaslse

Ingdu

(%
Y

Unsiumea
difuuRalveed o1
Tusluluuau

WYUea
wuni@sudama
pyALAU

duALn
4-(ppnfianend)ualiau

LDNIUBA

bINLYU

UNia 3

JUNBUNITIVY

1NUTEN RCI Labscan
1UTEN Carlo Erba
INUIEN Merck
INUIEN Merck
INUIEN Merck
INUIEN Sigma-Aldrich
1AUTEN RCI Labscan
INUIEN Sigma-Aldrich
1AUTEN RCI Labscan
Mnausnssuad
Mnausnsisuad
INUTEN Sigma-Aldrich
1AUTEN RCI Labscan
NUTEN Merck
1NUIEN RCI Labscan
INUTEN Sigma-Aldrich
INUTEN Sigma-Aldrich
1NUTEN RCI Labscan

91AUSEN RCl Labscan
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3.2 \3esile

wisesfloildlunudesisd

3.2.1 'H-NMR waz “C-NMR anadu 1éuna1nn1s3inszigieiadas nuclear magnetic
resonance spectrometer iq"u Varian Mercury 400 MHz NMR spectrometer Wa ¢ Bruker
100 MHz NMR spectrometer a1ua1su Iagldnamneismanaaslsnesutiudiviazaisly
N53ATI29 FaALaTFaTnd (chemical shift, 8) s1891ulunae part per million (ppm)
(Foyeyr0uv09 CHCL, wansft 8 7.26 ppr @1%3U 'H-NMR spectroscopy wag 77.0 ppm
d115u C-NMR spectroscopy) LLawhmﬁmi@:mU (coupling constant, J) s189ulunuae
Hertz (Hz)

3.2.2 watakuaanlaswnignianldlunisinssnuialuanavesans laglaunainnis
AATITRAEIALA high resolution electrospray ionization mass spectrometry (HR-ESI-
MS) Tael#iA3es Micromass Quattromicro kagldunainnisiiasigsidiemain matrix-
assisted laser desorption ionization mass spectrometry (MALDI-MS) Tneldipdes Hewlett-
Packard

3.2.3 wiadadansihilawan-3d0aanivsalnUgnihunldlunsimszim A, waz &lag

191AT04 Agilent Technologies Cary 60 UV-Vis spectrophotometer @1%15U & s18911lu
Wiy Meem™
3.2.4 wadlavigeaisawudauninsalnUgnihunldlunsiiesgimanuenindurenisne

We A, Tneldip3aq Perkin-Elmer LS45 Luminescence spectrophotometer
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3.3 NMIABATIZASUTENDUNULN8NNBURLNLAY d4-0nTiananTwatau

ayﬁuémaa%uﬁiﬂLﬂmma%ﬂﬁm (2E,3E,3'E)-N° N°-bis(d-(@pnTiaeend)iiia)-[2,2-

ludulnatadnul-3,3-edudlu (1) wag (2F,3F)-3-(4-(@aniianand)ilia)dilu)-[2,2- ludulng

aa al

Jadnu]-3-1au (2) @1u1508914A512A1NITNLATN1551891U 1A la8 Nawn wazae [16] #9

WAASTULANUAINT 3.1

o | O(CH,);CHj3
N
=10
X
o NH,
TiCl4, DABCO
PhBr, reflux, 8 h

O(CH,),CHs O(CHy,)7CHs

@ ©

2
O(CH,),CHj;

1

UAUATINT 3.1 LEAINISEUATIER 1 Uay 2

a15avany 4-epnfiavandwedau (0.496 NSy, 2.24 Hadlua) way 1,4-leewlulalea
(2.2.2)p@n1M1u (DABCO, 2.26 N34, 20.2 Hadlua) lulusluuudu (53.4 Haddns) gninuiau
mglnieu(Vimaszaaslsa (1.02 $adans, 5.20 fadlua) 0819919 AIUAENISIANDUALA
(0.588 n%u, 2.24 fiadlua) vdaanatudunanas ansazanegnIndndsiodn 8 dalusiigamgd
155-165 o3fgalfea maazms%ﬁwmaLLmﬁiﬁgﬂﬂmfmiawmﬁau LATNAULUUANAIY

v A o w = S ° v v =~ S o
WULW@ﬂT‘U@I‘UﬁiﬂJLUu%u@@ﬂ E‘ﬁi‘VlLVm@Qﬂu’]ll']ﬁﬂ@l@'lﬂlﬂﬂagiiﬂil’muuagu’] NaJAINNNIT

[
[

et luaisazareluturealaraslsimumelafeudainm viin1snseuanlameudamn

98N karseinelanaslslinueanaILATRINAUANANURULUUNYY d157lagnuiuyinlv
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Usandmeneduilasuiivnsilaglddannaailuigniead wazldlanaelslimusazieniau

% 3

oM@ 2 %D 1 Lﬂui’gﬂwﬂ?}'auﬁ Tonansuadu (2F 3,3 E)-N° N -bis(@-(aanfiasen®)W
fa)r2.2-ludulnatadnul-3,3-lnsuiiu (1) Feidnuuzifuvesudediiniauns (0.145 nu,
14%) waz (2F,3E)-3-(4-(eonfianand)iia)dilu)2,2- ludulnatadiul-3-lou (2) 4

SnwuztJuronded@inkuty (0.266 nSu, 25%)

@13 1: m.p. 216-217 °C; 'H-NMR (8) (ppm) 0.81-0.84 (m, 6H), 1.23-1.28 (m, 13H), 1.37-
1.44 (m, 6H), 1.68-1.79 (m, 5H), 3.87-3.96 (m, 4H), 6.59 (t, J = 4.0 Hz, 1H), 6.86-6.93 (m,
8H), 7.00 (d, J = 8.0 Hz, 2H), 7.11 (d, J = 4.0 Hz, 1H), 7.17 (d, J = 8.0 Hz, 1H), 7.70 (d, J =
8.0 Hz, 2H), 7.81 (s, 1H); *C-NMR; & (ppm) 14.1, 22.7, 25.9, 26.0, 29.2, 29.4, 31.8, 68.6,
109.7, 111.1, 114.7, 115.0, 119.1, 120.6, 121.7, 122.1, 122.8, 123.2, 124.3, 124.8, 126.1,
128.7, 132.0, 134.1, 134.4, 134.8, 136.3, 136.6, 139.1, 152.2, 156.3, 159.1, 160.4, 161.3;
HR-ESI-MS obsd 667.4011 [(M-H)*], calcd 667.4012 [(M-H)*]; MALDI-MS obsd 668.842
[(M)]; calcd 668.8090 [(M)*]; [M = CaqHsoNaO3); Ay 675 nm

415 2: m.p. 212-213 °C; 'H-NMR (8) (ppm) 0.78-0.87 (m, 3H), 1.44-1.61 (m, 8H), 1.73-
1.80 (m, 4H), 3.96 (t, J = 4.0 Hz, 2H), 5.05 (s, 1H), 6.60 (t, J = 8.0 Hz, 1H), 6.85-6.99 (m,
6H), 7.19-7.25 (m, 1H), 7.35 (t, J = 8.0 Hz, 1H), 7.45-7.47 (m, 1H), 7.63-7.65 (m, 1H), 7.71
(d, J = 8.0 Hz, 1H), 9.61 (br s, 1H); >C-NMR; & (ppm) 14.1, 22.6, 23.4, 25.5, 26.2, 29.2,
29.3,29.7, 31.8, 32.2, 68.7, 114.4, 115.3, 119.7, 121.1, 122.7, 125.0, 125.5, 126.2, 126.3,
128.9, 132.6, 135.2, 137.5, 138.1, 150.6, 151.4, 155.5, 160.2, 185.6; HR-ESI-MS obsd
466.2496 [(M+H)"], calcd 466.2495 [(M+H)'T; IM = CsoHsiN50,]; Agps (€) 595 nm (1.4x10%)
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3.4 NMTWATIBRTIVTIIUEIENT 2 Tngldnsinunsgiu

A150¥aN903d1T ziuimqﬁuﬁmwm%’wﬁu 100 ppm a@nunsawnssulalasavalsans
2 (0.005 n$w) Tulngdu umvuusnmsiagldvininUsuinsuuin 50 dadans

A150¥aN9UDIENT ziuimqﬁuﬁmmﬁu%’u 50, 40, 30, 20, 15, 10 kag 5 ppm LH3e
Ialaenisiians 2 finnudiudu 100 ppm wdeasenstusasazans 100 ppm S
5.0, 4.0, 3.0, 2.0, 1.5, 1.0 k@ 0.5 Tadans AUa1AU abuvInInUSLIASIUIN 10 Hadans
wdhmsufulTuesielngduauld 10 feddes nfuasaraimarigniunliesed
meamaiindansihlolandadaauninsalnd lngldingduiluiihazareninsgiu (blank)
3.5 Mavszgndldans 2 uansiuadomneluhifufien

asazanvasans 2 ludifuiwadienududu 100 ppm awsawdenldlasazans
#15 2 (0.005 n3u) ludhifufies udusuusinestagldvininsunseun 50 Jadans
3.5.1 mMymtasenududuiinzavesans 2 lunmsihaldouluidudioa

ansazaneans 2 finnududu 10 way 5 ppm wisuldlaensTunaisazalevedans
2 finnaududu 100 ppm 19U 1.0 way 0.5 Taddns adlurinwun 5 $adans wdvns
G dumeauld 5 faddns mnthdvesasazaneiivioulsfuddumeadilifinisiveans
2 gniwnSeuiiguanuuansalagnsdunameniiua
3.5.2 M3leszRifeUiunameans 2 luhdufis Wneldnsmnesgy

41992a18U1ATFIUVOIANT 2 luthsfufwafinududy 50, 40, 30, 15, 10 way 5
ppm wiseuldlaen1sUiunansazatevedans 2 Annnadudy 100 ppm 119U 5.0, 4.0, 3.0,
1.5, 1.0 uagz 0.5 Jaddns suaiau asluwandinusuinsauin 10 Jadans waaviin1susu
USmasdaeihiufieaauld 10 fadans asazanefinienldgninluvhnisiasginnig
panduuasiemeiadansllonn- iidaaninsalnd Tasldsufisadudshazane
1AsgIL NTMIAsEILgnaistulasnadsunsssiednsgandunastuanaduduly
wiheluans lneanuduvesnsmitldasiue e
3.5.3 nMsnadeUANiERsveans 2 luhiuiiea

dsazanevesas 2 innududu 100 ppm ludiufiwaainde 3.5 9NNNTRN
Tnen1stiUnansazaneiisnuau 0.5 fiadans aduvinvuin 5 fadans udwhnsisdsiy
faauld 5 Haddns s1uau 12 e warlanivugldainiietdesiunissewme asazans
wandgnifulinneldnnedfuasunilunsusdnaiin fgumnives wasduniiasegvidae
waiindanshleian-3aidaanlnsalndyniieu iweuay 3 via Wuszeziian 3 1feu Lileg

nswWasuwdatenudutuvesans 2 lngldnsmunsguilaandes 3.5.2
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3.6 MsUszendldens 2 Fuansiedemungluhiuuialyged 91

asavansvesans 2 luthsuuialeged 91 fiannududy 100 ppm aunsaweuld
Tnwazaeans 2 (0.005 n§u) luisfuutaleged 91 wdusuusunslagldvaninusuins
U9 50 Uadans
3.6.1 Mamasmududuiivnyanvesans 2 lumsthuldnluiutalveed 91

asazaneans 2 finnnandudu 10 uaz 5 ppm wisuldlnensnansavaievesans
2 finnandudu 100 ppm $1w9U 1.0 uay 0.5 Taddns adlurinwuin 5 $adans wawhns
duhiuutalesed 91 auld 5 fadans andudvesansaraneiiwienldiuihiunialvsed
91 filsifin1sifnans 2 gniuSeuiiguauuans1alagnsELnamgn U
3.6.2 MIBaszRBaUiuameans 2 luihsuuialseed 91 Tneldnsmunsgiu

41392 AN8NINIFIUVDIANT 2 luhsunRaleeed 91 Annududu 50, 40, 30, 20, 15,
10 war 5 ppm wiseulilaen1sYnansazatevesans 2 finnududu 100 ppm $11U 5.0,
4.0,3.0,20, 1.5, 1.0 taz 0.5 fadans auainu asluriainliuinsauin 10 dadans waa
yhmsuuUTestettuuialesed 91 auld 10 faddns arsazaneiiniouldgninlush
Mslnimmaganduiasemeiindansiiilowan-iadaaninsalnd tnelddtuuia
Toged 91 iusvhasansumsgiu nswaasgiugnaiadulasnisdounsivseningdinms
ganduuasiunandudulumieluans Tneanuduvesnswiitldazdud e
3.6.3 MINAFDUATIERE YRS 2 luthifuuialyged 91

dsazasvesas 2 imnududy 100 ppm luthiuuialesed 91 a1nde 3.6 an
tadendnemstinasasaneisinau 0.5 faddns aduvinauia 5 Gadans udwhns
duhsiuufalesed 91 auld 5 Jadans $1uau 90 990 wazdanwusliadniietestunis
sume ansazaremandgniAulinnelinnefifluasuniluneuslaain fgaungives was

o a ¢ v a o aa a = [y (Y] )
udaseissmaiiadansililaan-dddaawninsalnlnniu Tuae 3 vin 1Wussesiian

1 ifiou iegn1sasuwdasanudutuvedans 2 lagldnsnunsguilainde 3.6.2
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3.7 NMSNAEDUBNINAVRIENT 2 AeautAivnsnennuesintufiva

dnsavanevesans 2 inududu 100 ppm luthduiies gniudeelaenisy
Waansazaneisiuau 50 dadans asluvininuSinasuuin 1 ans udwhnsduisufiee
g 1 ans 9ldansazaroveans 2 Aanudady 5 ppm 9ntuthdiudwaitldiinns

Waans 2 wagtnsiufwaniinisiauans 2 Anududu 5 ppm lunadeuaud@nisnignin

MINNINTZIU ASTM 619015799 3.1

A1519% 3.1 105570 ASTM Tilglunisnaaeuandfivianienin

audan1anenm IR
APIc gravity fu 9V il 16 aeALALTYE ASTM D 4052
ATHAITNINE 4 BNl 15.6 DI LwaLTYa ASTM D 4052
Artiginy ASTM D 976
AIR o gl 40 sarwAlua (wuRdalnnd) ASTM D 445
lviawm (eeriwaigea) ASTM D 5950
anulil (eseniwaea) ASTM D 93
Uiz (@adnsu/Alansu) ASTM D 5453
MSNAY : Buien (esrniwaifus) ASTM D 86
M3ndu : gamgiivesdiuiinduldlasuiiasludniifes | ASTM D 86
az 10 (s naidea)
M3ndy : gumgiivesdiuiinduldlasusiesludnsifes | ASTM D 86
a¥ 50 (s LvaLTed)
M3ndu : gamgiivesdiuiinduldlasuiinsludninfes | ASTM D 86
az 90 (s valTea)
ANULTUYRNE ASTM D 1500
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3.8 NNSANATIZNANSUTENOULTITDUVDIANS 2 Hunadwaa (II)

A15U5ENoULTITR U NUNEVBIENT 2 NUNDILAY (Il)iwu%’aﬁ Ao ((22,3E)-3-((a-
(eanianend)iila)dilu)-3-sonlw-[2,2-ludulnadadsul-1-8a)(22,3 F)-3-(4-(@anfianand)
Wila) 85ilw)-3-eenle-[2,2-ludulnafiadnul-1-0a)neuiUes (Cu-2) @unsadunsizilalag
U¥udeuisnisduassiunananuddedildinissenulilae Thamyonekit wasanie [17]

ﬁ\iLLﬁﬂﬁIULLNuﬂ’]W'ﬁI 3.2
O(CH,);CH3

O(CH,),CHj; <>
N
/
N

O Cu(CH;COO0), * nH,0, CHCI4/EtOH \

rt, 8 h HN N
0]

O(CH,);CH3

Cu-2
a (4 L3 v 6 a  al U
WHUAINT 3.2 N15F0ATIEROYRUSVRIBURLNANGNT 2 funadwas (Il)

a1sara18veans 2 (0.011 niy, 0.024 adlua) lumaslsesy (15 Taddns) gnuun

MuAseduansazany Cu(CH,CO0),nH,0 (0.024 N5y, 0.12 fadlua) Tutenuea (0.75

[

fiaddns) Neamgiivies iWunan 8 Falus ntuiharsazatenauuviimsatasein fdn
g a A [5-4 a (% a o v Y o

inaundesgsilansudan Lagnseuarlufsudamnesn naINNITTEMERIN
AZANEBONAILLATEINAUANAINAUL UMY asibagniiuyiliuTansaioneduillas
wnnsillagldanealuinnend wazldasazanenanvos 2% wnusalunaslsweosy
Juignardeudt landndueiiduvesdsdiadund (22,36)-3-(4-(eanfiaoend)ilda)ss
Tu)-3-eenlw-[2,2-ludulpddadnul-1-8a)(22,3F)-3-(4-(eaniineen®)ilila) 8iilw)-3-oenly-

a ada

[2,2-ludulpatiadnul-1-8a)aauiuas (Cu-2) (0.016 n3u) WussAUsznay; MALDI-MS obsd
995.914; calcd avg mass 991.397 (M = CyoHgoCuNgO4g)



uny 4

NAN15I98 WaraAUITIgNaN1SIY

% 3

4.1 NNSAWATIZNOUNUTDUALNINNDUALNLAY 4-DDNTIaDBNTHONAU

q 9

% s a

9y wSvosduRlnmunedsloun (2F,3€,3F)-N° N -bis(@-(eanfiaoend)ida)-[2,2-
ludulnatiaanul-3,3-laduilu (1) way (2£,3F)-3-(a-(eaniiavend)ida)dillu)-[2,2-ludulad
Uadaul-3-lou (2) duasgilaanufizeiniukiuseninedudlniag d-sanfiaoendueliau
Tneldlusluuududusyhazans lunnsidlmmdeu(Vienssaaslsauas 1,4-laewlule

L2 5

1Aa(2.2.2)990nu kazyisnandiduan 8 Falug sananslunkunIng 4.1 Ineans 1 Alad

v
o

o I 2 oo Ny vy Ao & <
ANWULLUUYDILIIAUINALAY masawa\malma 14 Lag d15 2 UanuwauglUuunIundvay

Ry J5e8azvaenalafe 25

a3 1 ansofigainsulassairswesansusznovilddemaia "H-NMR anlnga-
10U wag PC-NMR awnlnsalnl a1ameila 'H-NMR aninsalnl wudgygiuvesaisly
lelasasuaunasierlsiuini 8 0.81-1.79 ua 6.59-7.81 ppm MuAIRU warnudnyeyol
lUsnouramydmes 1 Fouaoudl § 3.87-3.96 ppm MnwAdA 2C-NMR awnlvsalnd wu

dyaruvesatslglalasasuoud § 14.1-31.9 uaz 68.6 ppm LazNUAYYIUAITUBUVDS

9egl5fAng § 109.7-161.3 ppm wazanusaduduiialuanaretans 1 lasewnaia HR-

'
= 1

ESI-MS enuiiafi m/z 667.4011 Feaenndasiuarficruinlavas [(M-H)] Sy m/z

667.4012 Lazannnaila MALDI-MS Ganufinfl m/z 668.842 Gsaenndoatuafimiuialle

983 [(M)'] Fawihiu m/z 668.4090

a3 2 ansafigainsulassaiiswesansusznovillddhomatia 'HNMR awnlnga-
1n7U wag PC-NMR awnlnsalnl a1nmeila 'H-NMR aninsalnl wudgygiuvesaisly
lelasansueunazsezlsu@nd 8 0.83-1.80 uay 6.60-7.71 ppm MUAIFU warnudnyeyol
lUsnouvoanyuaiily 2 Fuauaud 8 5.05 uar 9.61 ppm warnudeya1alusnouveIny
3mes 1 dyaad § 3.96 ppm A1nwATAPCNMR aUninsalnd nudyaiuvesaisls
lalasansuenil § 14.1-32.0 uaz 68.7 ppm NudyIuA1TUBLTENeLlSUANT & 114.4-

160.2 ppm waznudya1aATuaueInyAITuelian § 185.6 ppm wazauTndudunIg

oA

luanavesans 2 laniemalin HR-ESI-MS FanuNAN m/z 466.2496 FagenndodnuaIi

Anallduas [(M+H)'] Fawihiu m/z 466.2495
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o | O(CH,);CHj3
N
=10
X
o NH,
TiCl4, DABCO
PhBr, reflux, 8 h
O(CH,),CHs O(CH,)7CHs

@ ©
© 2 (25%)

O(CH,),CHj;

1 (14%)

UAUAINT 4.1 NMSEUATIZIENT 1 uagans 2

[ aaa

"\]’]ﬂﬂ'ﬁaﬂl’ﬂiq MmdﬂgﬂiﬂﬂﬂﬂﬂmuWUDW 3@8@“‘09\‘1546151"0@@815 1 ey d19 2 ﬁlg{
| v a 4 & a o ¢ v
ﬂ@u“U’Nu@ﬂ Lummmﬂmﬂgﬂim%mm&m qumﬂﬁqiﬂu@ﬂﬁaqSGUUWWLUUNa@ﬂm‘WWﬁ@EJI@‘VI

lifisUszasd wazuonanndd 3nnnsiaIsuImswaliafiuLaslasu1lnas1dl (thin-layer

= = 1 va o

chromatography) wuindanelanshadundend dedwdindisoldnaasaiuiailunis

Y

ee e

Uiselsnntudu 24 $3las wuhdsasiiasiaumdony Tnefisosazvomaldlalldfindu

1eannisAnuautnisgandunawesans 1 uagans 2 (Feaznanluiade 4.2
uay 4.4) vhilmsruiians 2 duflenumngauainnndians 1 lunsiludssandldiduansh
oI (idedldinimaaesdunneioyiusvesdudlnlutiinadiniu 6.5 wh e
RReafuil Ineld dc-oenfiaeondusiau (3.25 n3y, 14.7 Gadlua), 1,4-loewlulalaa
(2.2.2)panmu (14.8 N5y, 132.3 Tadlua), Juslaiuudy (350 Hadans), mwmdau(viianse

Aaalse (6.65 Nadans, 33.8 Uadlua) kay duALn (3.85 N3y, 14.7 Jaatua) WU uandumn
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Wuans 1 (0.458 N3y, 7%) war @15 2 (0.822 N3y, 12%) 3nnanisnaasariulainiesasuas
naldvenanfsianas 91nnsRasandemadafiuwasiasunlnns @ wuidnsilansaadu
widoegluuTILN

uenant §3duldmnassuiuasuislunisinduiln lnedsasinnisdansieiily
USinaufinntiu 6.5 wh g3 1 luduusnansasansvesdudlnlulusluuudugnifuadly
arsavansvedlusluuuduiill d-eenfiaoendueday, 1,4-laeslulalna2.2.2eenmuy was
lmdenvinnszaaslsdlagliuayar esnnujizensdaangidinanansaialdd
meldnnzidlulaseu fdeiadaiuihnmadenlduaymduiliufAsemanidemsduda
fuoINIANIEUN waEEIAINNINAIUANNITNEATDIATAZAEBURALN LA UAINNNNTNARDITII
waAnfauiduas 116% uay @13 2 1ies 9% Sauandliifuimsilduayaniuriiliugase,
vandssmsdudiatuennianeuen uifidumafivssesnatlunsiuiiselvianas 1 16
wnduduiu ludueesdsd 2 lutuusnarsavansvesdudlnlulusluudugnifuadlyly
ansavanevaslusluuuduil d-eenfiasendueiay, 1,4-leeilulelaa2.2.2)eenmu way
Tnnden(Vimnseraslsiognesngs wuin Sevavvemaldvesans 1 uavans 2 WiinTuiies
Entlos Wofleufuisi 1 (11% uaz 18% suaisu)

InnsmeassUiulasudslunsiduduilndmdunsdaasizdlulsunaiiunnduy
6.5 Wi WU TeTwmnzaufe 189 2 iesnnldszesnalumsinfitendesndt wagifes
avvosnalvesEs 2 1nNnIET 1
4.2 NsAnwaNUANIIRANAULAIYRNENST 1 Uag a5 2

nmsanwsemaiasansililelan3ddaanlnsalnd wuiaueInduves
NMIPANGULENEIERn (A,.) V0915 1 Uag @13 2 Ao 675 waz 595 WLULUAT ANEIRU wand

[

Ha5uit 4.1 Tngdmduans 1 damsganduuasil A, Arouthadiuasidnvasfinfineudis
nedausiaslifiaududugs hliliamsathuvhmsfnsAesnesidatnalutuney
soluld Fslimunsailuuszgndldiduamsvinadomneluidulinnfeuld luvusdtas 2
fiansganduuasil A, Mgauasidnvugiduiiaidaiou fufaslifanudutusing 39

wingazihulszgnaliduansviiasamunsludiduilasdouls



31

1.0
#15-1
0.8 d15-2
3
f 0.6
0]
o
c
®©
2
5 044
D
e
<
0.2
0.0 4 | . | . | -
500 600 700 800

Wavelength / nm
5UM 4.1 arnasureinsganfulasresans 1 (Euiuden) uagans 2 (@uiuduna)

4.3 NMFIATIATIUTIUTeIEs 2 tneldnsnuinsgiu

MNMSANWIAITATAIYedAs 2 innaidiudu 50, 40, 30, 20, 15, 10 wag 5 ppm
Tulngdu meawmalindansbilews-3adaaUningalny laegldngdududvhasaisninsgiy
IhPunsmianasgiusenineinsganduuasiinnueniaay 595 unluwns Auanududy
LARIRaFUT 4.2 9nAnutureensNyilingud € vosans 2 Tulngduiiaiidy 1x10°

Mlecm™

1.2 1

1.0

0.8 1

0.6

0.4

Absorbance / a.u.

Equation y=a+b
Adj. R-Squa 0.99963
0.2 4 Value Standard Err
B Intercept 0 -
B Slope 10007.970 68.38735

0.0 T T T T T T T T T T T
0 20 40 60 80 100 120

Concentration / uM

JUN 4.2 n5MIATFIVVDINIANTULANVDIAT 2 NiAuE1IAGU 595 nm Tulngdunay

LU UF)
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4.4 nMsUssyndldans 2 Wuansiesemmneluinduiiva
o = = ° 5 o o v A o = =
ansviuaseanenasihunldluihduiwaladuaisnigiianueneiuveinisganau
wasALarANEMIARUAUYRIIduAWwa §ITedelavinnisiuTeuiisuAALeInauTeINTg

aandulasvesinfudwanaziifiudwaniiuas 2 lngldinadadansilileian-3a-

a

JaawnlvsalnUlunsdnw tngldlngdulusvhazaieunnsgiu nan1sinwinanssagy
4.3

1.0

vnudiaa
uiufilraiiiiy §15-2

Absorbance / a.u.

. . T : .
400 500 600 700 800
Wavelength / nm

1 '
o Y

SUit 4.3 awnasureamagandunaseshiufius (Fuiivds) wasthiufiadifivans 2
(GINGIETEN)

N3UT 4.3 nudmnusnedurentsganduLaestufieasglutag 400-470
uluiums luvaziians 2 ansaganduuasiugag 500-700 uilutums Tasfinisganduuas
gegai 590 unluiuns vinlkarunsoaguldinas 2 fuudldilunisimiiduan s
wiesmnglutifufiea Wneldinaiadansilloan-3adeaninsalnUidumedelunis

n3vinUsInaesans 2 Nllegluindudieale
4.4.1 NMIMNTNANUILTURWINzadTun st uludTumwa

W9997na@159LATeenune Nz rnuludnsiufwalnuazdeslidmansenuned
T Y A a P v T | A a Y VA o e v o
vosdiufiga dufe Weliuatluudiavdewesliiiuinfinsiivasluluindiu §3dedalai

~ = ~ T aa ::4' Y v v 3w oa av 1A
NSLUTHUNYUATDIUNUUALTANUATT 2 NANULINYU 5 wag 10 ppm ﬂUU']?Ju@ILGﬁaVthﬂJﬂ'ﬁ

Wuans 2 lnensdanaaigniilan nuinfiauduty 5 ppm duiidvestindulndiAssiu

! 1
v a = o o

Udufanliinisifuans 2 d@unaaududy 10 ppm dudvesindunsut1adunInuis
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AwanliiinsiAnans 2 degui 4.4 dsduanududuvesans 2 luhdudiwanidenldly

o X
N15ANYIY A 5 ppm

‘\om

o Nl
S—r \\-_-'/'\\_/d

UM 4.4 mawSsuiigudvenidiuiwa (H1e) wazihdufwaniinaauas 2 innududy

5 ppm (Na19) wag 10 ppm (V1)

4.4.2 MIIATEATIVTIIvesas 2 luthduda Tagldnsmunsgiu

INNITANBIATTAALV09d15 2 TiAIY 50, 40, 30, 15, 10 uag 5 ppm Iuﬁﬂﬂu
Aademaiiadansiiilean-Aadaaninsalnd tneldhfufeadusyhavasmassu
I dunsminasgiusenineinisganduuasfinnuenaau 590 unlumns Auanududy
wansdsguel 4.5 anaruduesnsriilinguin € vesans 2 luthifufiwadianmiiy

5x10° Mlecm™
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0.6

0.5

0.4 4

0.3

0.2

0.1 4

Equation
Adj. R-Square

B
B

y=atbx
0.99925

Value Standard Error

Intercept 0
Slope 47935043

49.47029

0.0

20

40 60
Concentration / uM

T T T
80 100

120

JUN 4.5 N5MUINTFIUVRINTRANAULEAURIANT 2 1AM 1IAGY 590 nm Tuihdusiwai

ALTLTUANE

4.4.3 NSNAFBUANUEDNYTVD9ENS 2 TuthduRea

IINMSANIALNITIATIENNTAANAULAIVBIAITALAIEYDIENT 2 TANITUTY 5

ppm Tuihdudiwa demadadansililoan-3didaaUninsalnlyniiou uszesiian 3

& v Aa a a I A v 1Y = ) PN
LABU ﬂqﬂimﬂqjg‘ﬂﬂiLLaQUﬂgﬂv‘Uﬂq%ugﬂﬂﬁum WQWMQNV@Q IﬂmaﬂqiﬂﬂUqLLﬁ(ﬂQ@Q@qiqﬂm 4.1

A15199 4.1 ANUDNTUYD9ES 2 Tutsumwalulnoun 1 2 way 3

eoud AULTNTU / ppm
A 1 At 2 a3 \de
1 5.04 4.97 4.97 4.99+0.05
2 4.97 5.04 5.04 5.02+0.05
3 5.04 5.04 4.97 5.02+0.05

Y

ANAITUA 4.1 WU AU UTUYe9ans 2 TudsfufwalaAuliiduszesiian 3

A 1 a ¥ 14 1 °
Wweu lufinisiasuiiasvesaududusgneiitedn

a o

ANINLIAADUVDINTAUS N e a9ty 3 whau

[

iy

LAMIINENS 2 UudAULED YT
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4.5 MsUssyndldans 2 Wuansiesemuegluiduuialesed 91

PNMIAnwludnvuzieliute 4.4 NanIFNYILAARITUN 4.6 WUTIANEIIREY
Y8IN13gANAuLavesdITuLialyged 91 agludie 600-700 wrluuns luvenans 2
aunsoganaukaslugae 500-700 Ul lnedn1saanauwadaddni 600 uluwns g9
anuagfinfdauiand1eanvestndusialesed 91 vMilraiuisoagulainans 2 913as

[J v o & o d' Y & 3 ¥ a o aa
asaviminiduansinasemungludiduuialeged 91 lagldmalindaniililoan-i3

Daainnsalntiduwedalunisnsiaiamusinaeesans 2 illegluiniiunialesed 91 ld

1.0

druuAdTardad 91 Aiduans-2

0.8 4 iiuusaTegad 91

0.6 1

0.4 4

Absorbance / a.u.

0.2 1

0.0 T ; T 5 T T T T

400 500 600 700 800
Wavelength / nm

5UN 4.6 alnnsuvesnisgandusasvesdiunialesed 91 (Wuvaune) uasdduuia-

19898 91 MANa1S 2 (EuUde)

4.5.1 NMIMTIANUILTUINzadlun s rnuludsukialeses 91

[

ludnwagieanuniseasduiite 4.4.1 g33glaviniseuiisudveainduuia

% &

Twgod 91 7iflans 2 fimnududu 5 uay 10 ppm futsuuialsses 91 Alifinnsivans 2
Tnonsdaunngealan wudndianududu 5 ppm dufidvesiulndidestudiunia
Twsod 91 lfinsiiuans 2 luvaiiiaududy 10 ppm Suiidvenisiudsudnaduniy
difunfalosed 91 Alifinnsidvans 2 ﬁqgﬂ‘ﬁ 4.7 Faturnudaduresans 2 Tudifuufa

lggea 91 Mdenldlun1vnasitl A 5 ppm
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JUN 4.7 nswlSeuieudvenidiuuialeged 91 (4he) uazuiuuialesed 91 NilnsAy

a3 2 finududu 5 ppm (na19) wag 10 ppm (¥137)

4.5.2 MaseRdaUSnaesans 2 luduudaleesed 91 Taeldnsmuinsgiu
PINNSANWIATAYANEURIES 2 7iA3a 50, 40, 30, 20, 15, 10 uaz 5 ppm Tty
whalwged 91 Mowaiasansillolenadaaninsalnd Tnglddsuuialvsed 91 Wusa
navaleuInIgIu lﬁlﬁ‘]uﬂswwywmgmiwiwmmi@mﬂﬁuu,mﬁﬂammmﬁu 600 U1l
WS AUAMILUNTY LLamﬁagUﬁ 4.8 9nAETUTeINs VYIS U € vesans 2 luthsiy

wAalwgad 91 AANMIAU 9.1x10° Mtecm™

1.0 [ ]

0.8 1

0.6 1

0.4 1

Absorbance / a.u.

Equation y=a+b*

0.2 Adj. R-Squar 099912

Value Standard Erro
B Intercept 0 -

u B Slope 9145.1937 96.13609

0.0 T T T T T T T T T T T
0 20 40 60 80 100 120

Concentration / uM

JUM 4.8 NT19UINTFINVBINTOANTURAIYBIANT 2 NIANHeIAGY 600 nm Tutdiuuia-

lggoa 91 NAMULTNTUAILS



4.5.3 NNSNAFBUANUEDNYSVD9ENS 2 Tuthsuwialasaa 91

NNSANYILAENITIATILANITAANAURAIYDIANTALAIEVDIANT 2 NIANLTUTY 5
ppm luinduuialygged 91

szgwlaan 1 hew meldnnenluasundlunivusUnaiin Neamgilvios lanan1s@nwiuans

AINNT199 4.2 Waz3un 4.9

¥

AIYLNAU

a

adansliletandddaauninsalntnniu Ju

A15199 4.2 ANUNTUYD9ES 2 Tuisuwnaleeed 91 Tukdaziulugle 1 wWeu

Suil AULTNTY / ppm
Infi 1 a2 a3 \de
0 4.99 5.04 5.04 5.02+0.03
1 3.05 3.00 2.90 2.99+0.09
2 2.75 2.95 2.90 2.87+0.12
3 3.21 3.41 3.05 3.22+0.19
4 2.49 2.34 2.29 2.38+0.11
5 2.85 2.85 3.05 2.92+0.13
6 3.16 3.16 3.31 3.21+0.10
7 3.41 3.51 3.51 3.48+0.07
8 3.05 2.70 2.80 2.85+0.20
9 2.80 2.55 2.70 2.68+0.13
10 2.49 2.75 2.90 2.72+0.23
11 3.16 3.21 3.16 3.17+0.04
12 3.97 3.62 3.31 3.63+0.45
13 4.28 3.46 3.97 3.90+0.44
14 2.80 3.00 2.85 2.89+0.11
15 2.95 3.00 3.21 3.05+0.16
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Suil ALY / ppm
Wi 1 Wl 2 il 3 \de

16 3.11 3.21 3.46 3.26+0.20
17 2.95 3.11 3.46 3.17+0.29
18 4.12 3.46 3.11 3.56+0.56
19 3.46 3.11 3.31 3.29+0.18
20 3.62 3.26 3.87 3.58+0.32
21 3.56 3.41 3.92 3.63+0.29
22 3.72 3.46 4.12 3.77+0.35
23 3.97 3.51 4.18 3.89+0.38
24 3.72 3.97 4.43 4.04+0.39
25 4.02 4.43 4.18 4.21+0.22
26 4.12 4.63 4.12 4.29+0.34
27 4.43 4.79 4.63 4.62+0.17
28 5.24 4.58 4.63 4.82+0.42
29 4.99 5.80 5.04 5.28+0.52
30 6.26 6.31 6.36 6.31+0.10
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] ] | = Y v = Y a =4
"\]’]ﬂglh/] 4.9 NV TL'USUFNL']a'] 1 LADU AMULIUVUUDIAT 2 MLLU'JIU@JLWN%QGUU

Seeq Feenalunannainidunialesed 91 Alenainnisseiesenly wioonainain

msfians 2 Inswdeugdlu Mnuansfinwdenariiibiagulaanans 2 ldanunsaldduans

° A Y & ¢ v A o cs' A a a = A o
‘V]’]Lﬂiaﬂﬂﬂ’]ﬂiuuqmu%ﬂﬂi‘%aaa 91 19] LUBIIINAIINIAIDINHIYNAAITUAINULADY TR IDU

2 a e v & o [ 1 a
ﬂ']i@ﬂﬂﬁu%ﬁﬂmﬂﬂmiuaﬂqwLL'J@IaEJ@JGUEJQﬂqiLﬂUiﬂTﬁqu@@ﬂqﬂu@EJ 3 DU

4.6 NMSNAADUDVNONAVDIAST 2 ABANUANINIENINYDIUNTURLYA

Ygfudaantuinisuans 2 wazusumeaniinisiuans 2 aglunanuudu 5

ppm NNIMARRUANTRANINIEAINAINATIIU ASTM IiNan1sANwILaneisn1se7 4.3

A1519% 4.3 auUANIIN18AINAINUINTZIN ASTM vesududanlidnisiiuans 2

WisuisuAuthdufaniinisiinans 2 asluiiautadu 5 ppm

HANINAFDY
GHOVEI RN RITT INIFIY Tosnin | UNdufea | dndufiea
fiflans 2
API® gravity i Qmﬁﬂ”ﬁ 16 991 | ASTM D 4052 38.1 38.1
ATy a
ANNANIWNE 0 aunndl 15.6 | ASTM D 4052 | 0.81-0.87 | 0.8343 0.8344
BNGILBINHS
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NANINAGDY
audFAnenenm WA gt | iiuAwa | Uniufiea
fiftans 2
AL ASTM D 976 laighn 55.63 55.57
50
AUVTA o gl 40 DAY ASTM D 445 1.8-4.1 3.068 3.079
waldea / wuRaland
ke / asrnealdea ASTM D 5950 | lalifiu 10 -3 -3
31Ul / sriealdua ASTM D 93 laisndn 56.0 62.0
52
USunaumugdu / Tednsume ASTM D 5453 | laitAiu 50 aa 42
Alansu
NNaY : Fuden / o ASTM D 86 171.7 171.6
\walged
M3N&Y : oaumgiivesdiuiindy | ASTM D 86 214.9 2152
Ialneusunslusnsiesas 10 /
NGt
3ndY : oumgiivesdiuiindu | ASTM D 86 281.8 281.7
IalneUsunaslusniiosas 50 /
GARGIGHG)
A3ndY : gumivesEuiindy | ASTM D 86 ldifu 357 | 3469 346.2
Ialngusumslusniiosaz 90 /
NGARGIGHG)
ANULTLOIE ASTM D 1500 | laitfiu 4.0 1.0 1.0

A i wa ] a1 a )
1NHN1TN 4.2 WU aNUmWWﬂﬂWUﬂWWT@@u’]@JU@Lsﬁamluuﬂ’]ilﬁma"li 2 Lazuuu

a a a N L 7 a ! LY 4 [ 4 ! v !
Flraniinisiinans 2 aslunanududy 5 ppm danuuenaenuUILanteslulaazde we

'
1

ArUaguLUasiudiegludadriaidmuaniuninsgiu ASTM uanednans 2 duliinase

nsdsunlataudanianieninvesuitumealuildsavtazatuisatiunldiduansvia

o 9]
EnN i RBIG




4.7 NNSAWATIZAANTUTLNOULTITRUVDIENT 2 Aunadwaa (Il)

a

FAdvaulefiezdansigsiarsusznouidedouvesars 2 funeauas () ieannd
Sedsefiesunsinisiiearsuseneudadeuvesnaauns (1) [17] Inedauasiziainnisei
UA38198139815 2 wag Cu(CH;CO0),nH,0 ﬁqmmﬁﬁaa Huan 8 $alus danandly
WHUAING 4.2 nan1sneaesnuinbindnsusiduresddliandudill (22,36)-3-(a-(eon-
fanand)Wia)ddlu)-3-aanle-[2,2-luduleddadnul-1-8a)(22,3 F)-3-(4-(@anfianand)ia)

al [

5ilw)-3-0enlw-12,2-lusulnataanul-1-da)reUiles (Cu-2) Wussdusznau dsldaunsavi

[ 1 [

Thusavslishenoduillasulnnsi@l WosnnmsvhufiserdanariliAnaisdudnuane
samdunandusinasgldilifszas fsilanmanududailndifesiu Cu-2 nsiiniy
989 Cu-2 luvesuiawauanunsaduduldainmaiin MALDI-MS susingfinfl m/z 995.914
Tnewansasilalianunsaazangldluiiuiiea lnraslsivu uasieney wiaansoazans
Taluansazatenauvo 2% Wnuealunaslsnosy Laza1SaLaIuNaNBe 2% LoNIuDaly

AaalsNasY

O(CH,),CHj; <>
N
/
N

O Cu(CH;COO0), * nH,0, CHCI4/EtOH \

rt, 8 h HN N
T (L= T2

O(CH,);CH3

Cu-2

v s a

t:i £ L3 af L%
UNUAINT 4.2 NMTEILATIENOUNUSTRIBUALNAINGTT 2 AUNBILAY (I

3

Mnautinisazareiing1 vlvgidvaulanagiisnsdunneieyiusvesdudlnainais 2
Y Y & Ao o < T o oa »
funaauas (I) iuszendldiduisnsnsiaaeumansvinasemngluinduiiea lagldans 2

Wuasvinedeanuneludiiudea lneaisaraieveeans 2 (0.011 nsy, 0.024 Tadlua) Tu

(%
o w

duAwa (25 4adans) gnuiiunvitufnseiuaisazatg Cu(CH;COO),»nH,0 (0.024 N3y,



a2

0.12 fiadlua) Tutevuea (0.75 faddns) figaumgiivies iunan 8 42lus wudn Annznou
anasluansazats antuinsLenaneutlesnu @I sumies wavhnsdrmeneu
FelEnaL nEansnanslananSuiiuvewdsdihadudial (2236)-3-(a-(eniiasend)
Wla)aiilu)-3-venle-[2,2-ludulnatiadaul-1-8a)(22,3E)-3-(4-(eoniiasend)ia) dllu)-
3-90nl9-2,2-ludulnadadful-1-sa)meUiled (Cu-2) 1ussAusenou Tagtininyes
wAnfarildde 0.013 n¥u Fannniimidnmanguives Cu-2 fidualéde 0.012 nfu

NNMFIRTIETEINATA MALDIMS Usngiieuesans Cu-2 il m/z 995.914 uasdausing

N A

AANAT m/z duq Fudnnaneiia wansinimdnvesnynaufiuiniiunianaisoundu

Ya o =

a o ¢ yay 1= o=t | a v °
nandnnaselanlifislsvasadaldnsveile 3Tedaldngrgiuiinisuenals Cu-2 a8an
PnuandTnaseladus muwaiareaudlas-uilnnsdl waldanuisavile Wesainans
nandusinanaaldaunsaazarglalusiiviiazatsdunidlag anwan1s@nwisena 39l

o a ¢ a |a A Y w oo v A A a X |
ausavinsTiaseileliinaesans 2 negluldiufeald Wesinans Cu-2 Mindulyl

o Y a Q‘ Y = L1 1 o aa £ 6 LY 6 a al o
anunsavibiusansla dsasulainlianunsainisnsdanseieyiusvesdunlnainais 2 fu

nowuas (I wiszgnaliiluiSasdeumansiaiomuneluliufiwalaass



Uni 5

NAN15I98 WaraAUTI9NaN1SIY

(2E,3E,3E)-N> N*-bis(d-(epnfianend)idla)-[2,2-ludulndfdadful-3,3-laduily (1)
way (2F,3F)-3-(4-(epnfianen®d)Wfa)ddlu)-[2,2-ludulnddadnul-3-lou (2) @1u150
duaneilaanuisernivniuseninduilniag d-oanfiasendueiau lneliseeasves
NAKRAMUDIEANT 1 Wag @15 2 Ao 14 way 25 auaisu 3nnsanelaewadadansililoan-
Adaauninsalnd wuin A, V09815 1 wae @15 2 Ao 675 wag 595 Unluluns Aud1ny
dmduans 1 dufldnisgandunasil A, Adeutrwidausiazldainududugs vilald
ansothuszgndldiduasiieiemngluihdutinndeuld Tuuneiians 2 daen1s
@mﬂﬁuumGhamﬂszmsuaamsg]mﬂﬁuuawaqgwﬁuﬁma Jeanusaldwmailadansililoan-ia
Daawninsalntlunsnsiainans 2 16 wazanududuiinsanlunisihans 2 salddu
ansvinpsemanelaglidwansemuiedveniniuiiea fie 5 ppm 9nANIMAGEUAILETES
Tudfuiwafluszeziiat 3 ey wudtanududuvesans 2 ludsfuiiwaliiinng
Wasuwlasannanududusuduegeiiveddy Fwansinans 2 Juilauaiosly
annwInaanuINIsiiusnwlaegneties 3 1Rau karaINNSANYIBNSNATBINSANENS 2
faududu 5 ppm ﬁaamﬂ’ﬁmamamwmmﬁwﬁuamammmmg’m American Society for
Testing and Materials (ASTM) wuinauTananienmuesisiuieadiliiinisiivans 2 uas
dfuiwadidnisiuans 2 aslufimnudadu 5 ppm finnuuandeiudhadntosluusas
auth wirfideuuasiussoglulndifniiimunniuminsgiu ASTM uansinans 2 dulsl
ﬁmac»iamiLUSwuﬂammamﬁamaqﬁwﬁuﬁmjamamamw INHANSANYIAY Fafinaaun
Fidiuinans 2 anunsahunlffuansyiiedesngludsiuiivaldase

mnnseasdldans 2 Wuasveiemmngludiuuialesed 91 ludnwasifioasu
WUI1 @15 2 ﬁsu':mmﬁg]mﬂﬁul,mwmmﬂszifmﬁummﬁg]mﬂﬁuLLawamfﬂﬁuLﬁaI%aaé 91 J
anunsaldinaiasansillolan-dadaaninsalndlunisnsiaiaas 2 16 wasanududud
winzaslunsihans 2 snldduansvineiemunelnglldmansenuiedvestinuuialveed

91 fio 5 ppm vE1elsARILAINAITNAGBUANUIETBTURETS 2 Tuldunialyged 91 fae

AN

watindansihilaan-dddaaiunlnsalnl wudn anududuvesans 2 duwilduiiug iy

€

%

wudaleaed 91 Wnn1ssemgeanld U3e913LARINNSNANS 2 3

ﬁo

= = I3
b3BY°) PIDV1UULNT



aq

nmswdeugull uibdasuliinas 2 lWawnsadunldduansinesemuneluiiduufia

w908 91 1o

(27,3E)-3-(4-(eonfimneand)ida)dilu)3-aanle-[22-ludulndadaamul-1-
da)(22,3'E)-3-(4-(@aniianend)Wila) 8alu)-3-eenle-[2,2-luduledtiadnul-1-da)neUiuss
(Cu-2) a1u50d9AT 18R bAINN19MIUSATE158U 19815 2 wag Cu(CH,CO0),onH,0

a Ay v o , = Y aa & s P a o  ea
Na@]ﬂiu“ﬂ%l@maﬂUQJSLUusUaﬂLLGUQﬁN'J\TLsUll‘Vlll Cu-2 1 JusIAUIeNaU LUBIINNANNUNN

£
a =

Anduldanusaviiliusansle wazldazangluindufiwa sinlildanunsadunldduans
d‘ %’ v a Va o = Y o ada 7 6 % [ a al

wseanelulnduiwalalaenss §33edelaunisnsdunsisieyiusvesdualnainans 2
) Y & ad ° = % v oa a
funeun () ussgndldduisnsasiaaeumansinasssmngluiufia lnanisidy
g15axa18v89 Cu(CH5CO0),»nH,0 Tutenuspaaslutdudiwaniians 2 nuiiangnouau
Tnunznaunladanuwuziduresuwdediraduill cu-2 WussAUsenou wAnuINgas Cu-2 91
a q’( 1 o Y a Q‘ ¥ dg o 1 o a & a a -dl [
Anduldanunsaviliusgnsls deilnlianansaimsieseidslsunnesans 2 Negly
g v A Y = o1 1 o aa 2 6 %} 6 a a %
wiufiwals JsagulainliaunsainiBnsduaszieuiusvesdualnainals 2 Aunaduns
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Mass Spectrum List Report

Analysis Info

Analysis Name ~ OSCUSM580217001.d

Acquisition Date  2/18/2015 12:41:51 AM

Method Tune_low_POS_Natee20130403.m Operator Administrator
Sample Name  Octyl-indigo Instrument micrOTOF 72
Octyl-indigo
Acquisition Parameter Set Corrector Fill 9V
Source Type ESI lon Polarity Positive Set Pulsar Pull 406 V
Scan Range nia Capillary Exit 150.0 V Set Pulsar Push 388V
Scan Begin 50 miz Hexapole RF 120.0V Set Reflector 1300 V
Scan End 3000 m/z Skimmer 1 450V Set Flight Tube 9000 V
Hexapole 1 243V Set Detector TOF 1910V
Intens. +MS, 1.2-1.2min #(72-73)|
x105 867.4011
125
1.00
0.75
0.50
0.25
236.0362 41 ‘1 102
i
200 400 600 800 1000 1200 1400 m/z
# miz I 1% S/IN FWHM Res.
1 142.1620 1156 0.9 735 0.0254 5600
2 176.0837 3410 26 2169 0.0318 5534
3 184.2065 882 07 557 00306 6022 O(CH,)7CH;,
4 186.2233 1396 kB 884 0.0294 6343
5 204.0639 794 0.6 50.0 0.0308 6620
6 205.0722 885 0.7 55.8 0.0330 6217
7 236.0362 5198 40 3289 0.0352 6704
8 242.2839 3834 3.0 2424 00348 6957
9 243.2874 597 0.5 37.3 0.0397 6123 N
10 301.1432 1686 1.3 105.7 0.0419 7179 /] H
11 378.1307 628 0.5 38.3 0.0586 6458 N
12 411.1102 6874 53 418.8 0.0519 7917 —
13 4121152 1278 1.0 774 0.0534 7722 N
14 413.2682 4849 3.8 2949 0.0504 8198 H N/
15 414.2719 1006 0.8 60.7 0.0576 7197
16 429.3158 597 05 356 0.0597 7188
17  468.2285 1384 11 82.0 0.0583 8033
18 539.2797 852 0.7 48.8 0.0700 7706
19 667.4011 129147 1000 63915 0.0951 7020
20 668.4044 54784 424 27078 0.0933 7166
21 6694046 8322 64 4104 00832 8047 O(CHz);CHs
22 670.4117 877 07 426 00919 7294 i .
23 697.4112 2359 18 1122 00920 7581 Chemical Formu.la. CaaHsoNyOo
24 6984115 1038 08 490 00968 7218 Exact Mass: 668.4090
25 699.4071 632 0.5 296 0.0922 7586 Molecular Weight: 668.9093
26 713.4057 2635 20 123.3 0.1004 7106 7+
27 714.4105 1286 1.0 59.8 0.0901 7931 [M-HJ": 667.4012
28 7154112 787 0.6 364 00851 8411
29 721.3740 1446 14 66.8 0.1011 7135
30 7223719 636 05 29.1 00836 8641
Bruker Daltonics DataAnalysis 3.3 printed:  2/18/2015 4:06:38 PM Page1of1
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Mass Spectrum List Report - -

Analysis Info
Analysis Name
Method
Sample Name

0OSSM580908001.d
MKE_tune_wide_20130204.m
mono-octa-indigo
mono-octa-indigo

Acquisition Date  9/8/2015 2:56:21 PM
Operator Administrator
Instrument micrOTOF 72

Acquisition Parameter

Set Corrector Fill 79V

Source Type ESI lon Polarity Positive Set Pulsar Pull 406 V
Scan Range nfa Capillary Exit 150.0 V Set Pulsar Push 388V
Scan Begin 50 m/z Hexapole RF 400.0V Set Reflector 1300V
Scan End 3000 m/z Skimmer 1 54.4V Set Flight Tube 9000 V
Hexapole 1 23V Set Detector TOF 1910 V )
Intens. +MS, 0.9-0.9min #(53-54)
x104 466.2496
6
4
2
5543715 6694130 929.4687
100 200 300 400 500 600 700 800 900 miz
# miz 1% SIN FWHM  Res.
1 561203 452 06 1136 00051 11012
2 585853 275 04  69.0 00052 11249
3 773119 444 06 1116 00061 12726
4 1298628 326 05 817 00078 16749
5 1612223 277 04 688 00087 18470
6 1653812 305 04 758 00087 19078 O(CH,)7CH3
7 3512127 809 1.1 1753 0.0427 8224
8 3652252 705 1.0 1421 00434 8415
9 3672420 274 04 547 00520 7059
10 4132630 303 0.4 492 00474 8726
11 4662496 70618 100.0 095053 00601 7761
12 467.2524 14411 204 19332 00542 8613 N
13 4682531 1165 16 1555 00545 8590 / N
14 5543715 1706 24 189.0 00555 9990 _
15 5553760 564 0.8 624 00538 10331 O O
16 669.4130 3855 55 4957 00738 9072 H
17  670.4198 930 1.3 1195 00828 8100 (0]
18 7022994 370 05 496 00742 9465 ,
19 7182689 502 0.7  69.0 00561 12795 Chemical Formula: C30H31N3O;
20 738.3037 1065 15 1509 0.1171 6303 Exact Mass: 465.2416
21 739.3083 508 07 719 0.0671 11013 -
22 7652539 286 04 411 00179 42686 Molecular Weight: 465.5860
23 9294687 1716 24 2829 00784 11855 [M+H]": 466.2495
24 9304742 982 14 1620 00725 12837
25 14497210 279 04  73.8 00263 55034
26 16153928 275 04 827 00265 61038
27 17082307 296 04 960 00276 61804
28 23510449 797 1.1 2555 00311 75650
29 24147219 273 04 887 00327 73834
30 25443511 300 04 997 00337 75412
Bruker Daltonics DataAnalysis 3.3 printed:  9/8/2015 2:58:47 PM Page 1 of 1
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Absorbance / a.u.
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Absorbance / a.u.
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1.0

0.8

0.6

0.4 -

0.2 1

0.0 - , : , . ,
500 600 700 800

Wavelength / nm

5UN 4.2 anniuveansganfiulaIuedans 2

1.2 1

1.0

0.8

0.6

Absorbance / a.u.

0.4

Equation y=a+bx
Adj. R-Square  0.99963
Value Standard Error

0.2 - B Intercept 0 -
: B Slope 10007.97078 68.38735

0.0 T T T T T T T T T T T
0 20 40 60 80 100 120

Concentration / uM

SUT 0.3 N9INUIRTFIUVBINTAANTULAIYBIENST 2 AHE1IARY 595 nm
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Absorbance / a.u.

1.0

ududiaa
Undiudlranidia d19-2

Wavelength / nm

UM A.1 anasuveinisganduuasuesiiumiea (dunude)

T T g T T T
400 500 600 700

S v oa A a Y = o
LAZUNNUALGANILANETT 2 (LEUNUALAY)

0.6 +

0.5 4

0.4 H

0.3 H

Absorbance / a.u.

0.2 H

uuuuuuu y=arbx
Adj. R-Square 099925

Intercept

0.1 4 5 Siope

Value

o
4793.5043

Standard Error

49.47029

T T T T T
40 60 80

Concentration / uM

0.0 . ,

5UN A.2 N9IUIATTIUVBINITYANTULAIYBIET 2 NIANINLIIAFY 590 nm
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Absorbance / a.u.

Absorbance / a.u.
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0.5

0.4 1

0.3

0.2 1
Equation y=a+b*
Adj. R-Squar  0.99925

0.1 Value @ Standard Erro
B Intercept 0 -
B Slope 0.010  1.06251E-4

0.0 T T T r T r T

0 10 20 30 40 50

Concentration / ppm
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Absorbance / a.u.

Absorbance / a.u.

1.0 4 ]
0.8
0.6
0.4 5
Equation y=a+bx
Adj. R-Square 0.99912
0.2 _ o mtorcent Value o Standard Errot-
0.0 T T H T T T
0 20 40 60 80 100 120
Concentration / uM
5UN A5 NTMLIATFIUYDINTAANAULEAIYDIANT 2 NAULIIAEU 600 nm
Y 6V 3 = Y v !
Tuhuuialesed 91 Nnnudutus1eY
1.0 1
0.8
0.6
0.4
0.2 - B Snloe;e 0.01964 20647EE-:
]
0.0 T T T T T T T T T T
0 10 20 30 40 50

Concentration / ppm
JUN A.6 N MNINTFIUVDINIYANTULENYDIAT 2 IAULIIAGU 600 nm

Tuihduufaleged 91 NAMULNTU9e Tunrdie ppm
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