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PP-

In this work, (E)-1,1"-dipalmitoyl-[2,2-biindolinylidene]-3,3'-dione and (E)-1-
palmitoyl-[2,2"-biindolinylidene]-3,3'-dione were prepared from amidation between
indigo and palmitoyl chloride, and (£)-1,1-dioctanoyl-[2,2"-biindolinylidene]-3,3-dione
and (E)-1-octanoyl-[2,2-biindolinylidene]-3,3-dione were prepared from amidation
between indigo and octanoyl chloride. The target compounds were characterized by
proton and carbon-13 nuclear magnetic resonance spectroscopy, mass spectrometry
and ultraviolet-visible spectroscocpy. The resulting indigo derivatives were soluble in
several organic solvents, such as dichloromethane, hexane, toluene, in gasohol 91 as
well as in diesel. The target compound were qualitatively and quantitatively
analyzed by ultraviolet-visible spectroscopy. Amongst all four target compounds, (E)-
1-palmitoyl-[2,2-biindolinylidene]-3,3"-dione has highest absorption coefficient and,
therefore, it was further studied as the marker in the diesel in this work. At the
concentration of 5 ppm, the presence of this marker did not significantly affect the
color of diesel and the diesel physical properties according to American Society for
Testing and Materials (ASTM) standard. Moreover, it was found that (£)-1-palmitoyl-

[2,2"-biindolinylidene]-3,3"-dione was stable in the diesel at least 3 months.
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Polymer Science Advisor's Signature

Academic Year: 2015



AnANISUUIZAA

MAdsaduiiasadnsagaislaffisnutlsiriorss 9191587USN w1 509

[

A1ARNT19158 A5.90UAN 53508IANA JFeaaziattumsiidiuugdy Ui wazay
Frewdenidulsslenilunmsvhnuidetulaenasn

VBUBUNTLAN HYIWAIANTINTE AT.I5UNT YIAT UTes1UNITUNITaRY
Weinus JUerans1913d as.Uselasy Seuieniasy nITuNTauInNeNlnus uay
Aeans19138 3. duning Mividir nssunsaeuineinusaguenumIng sy

nyanbimwuzdlunsiInednusTiauy sel

YaURUAN US¥N Uan. 31n (Wvvw) Alvanueyasgilunisnaaeuauds

NNNYAMNTBINTUALYS AUNINIFIU American Society for Testing and Materials

|
L4 a o a

YBUVDUAN WINAIFUUT AINNTSHY wrweishil §Rdu wavaudnyng auly
nauITevestninreglvidwui audiewmae wazA1UInw lunng du wi

Tiddeanusadnsagasle

LaranvNetIINAIVRTOUNTEAN ATEUATIVDITIWTT DA uatvayu Tv

Madla waglilan1aniansansNfulnenasn



Tive

UTIARGDA I VI oo ee e s e e s s eees s eess e eeess e eeesseseeeesseeeseeens 3
UNARYDATE VDN oot 3
N TTHUTEN oo 2
BTTUR e %Y
BT TU Y TUA I et )]
BNTUBYATT N e eeeeeessssm s q
BVTUBINUAII covevvvtoneeereeeeesssse s seesss s sess s 0
PITEID e ceeeeenereeneeeneesssasssensseeesessessssoasgs ok S a1+ E R8s 2R e ase e R R 3
UTITE L UTIEY e 1
1.1 AU A AMLENARUBIVLT e 1
1.2 FOQUIEAIAUDIITUITE e 2
1.3 UTE TN INDZITU 1o 2
T UDULYPINUTTY oo 2
UNT 2 NOUARATIMATITMAGITON e 3
2.1 VB e 3
210 BURALN 12591 oo 3

2.2.2 9an511001an- gL 0aaUNINTAIAT [10, 111 oo 4

2.2.3 @59 AS0 N UTTUTOINEL (1, 13] oo 9

2.2.8 AATAUTYA [18] oo 9

2.2.5 VATAUMBETGIOR 91 [16] oo 13

2 2 T T IT D9 oo 13

UNT 3 DURDUNTT IV oo e e e e e e e e e e s e e s e e s oo s 19



B BVTUAR e 19
B0 UTOIETE oo e 20
3.3 nsdaasgi (6)-1,1-laudiilnda-[2,2-luduleddadnul-3,3-lalou (@15Usznau

1) wag (F)-1-U1adlnda-[2,2-ludulnadiadnul-3,3-lalou (@15U5EN0U 2) ... 20
3.4 NMSALAEN (E)-1,1-lneanneluda-[2,2-luduladiadsul-3,3-nlau

(@susznau 3) way (B)-1-eenszluda-[2,2-ludulnatiadsul-3,3-lalau

(BNTUTENBU D) oo 22
3.5 MIANANTANTAANFURAIVBIANTUTENDU 18 oo 23

3.5.1 mi'mmé’fmﬂszﬁwénwamﬂﬁuLLawaamiUszﬂau Lo 24

3.5.2 mi'mmé’fmﬂszﬁwéﬂwi@ﬂﬂﬁuuawaqmsﬂszﬂau 2 e 24

3.5.3 mamwhé’uﬂaz?m%wamnﬁuuawmmaﬂizﬂa*u B s 24

3.5.4 ﬂﬁmmé’mﬂiz?méﬂﬁi@@ﬂﬁuuawmmmzﬂaU Qe 24
3.6 MavszgndldansUsznouiidaaseildiduasiiedomneluhifuiea. ... 25

3.6.1 MIASINTIATTILVBENTUTENOU 1-8 TTTURYA oo 25

3.6.2 nsmsanududuiiunzauvesasusenou 2 lunstdiduansii

3D USRI e 26
3.6.3 AMUARY5UIENTUTENOU 2 TSR o 26

3.6.4 MIfnyMaveINTiNasUsENeY 2 Nldeaudinisnien nvenidumiea... 26
3.7 msUszendldansusznau 2 WWuasviiassangluduuialeeed 9. ..... 27

3.7.1 MSMBNANUIUTUTNMINZaNYe9a15UsENeU 2 Tunsuhunlgaulunngdu

WEBLHTIDE DL oo 27
3.7.2 135851931959 1Uvea15Us8N0U 2 T fuuialesed 91 e 27
3.7.3 ANULEDY5UD9ENTUTENOU 2 TUUNTULAGITDR 91 oo 28

UNT 4 WANTSIVILAEDAUTVINANTITIVY 1ooreeeeeoeeeoeeeeeeeeeeee oo 29



i

0.1 ATHBATIZIEITUTENTU Lo seseeeeeeesseseee s se s eee s eees s 29

4.2 NMSANIANTANITAANFURANYBIAITUTENDU 1o 33

4.3 Msussendldansussneuiidaanedldiduasiiatomuneluhdufioa ... 35

4.3.1 audAnsandunavesansuseney 1-4 TSR 35
4.3.2 pMswgranududuiivnsauvesasusznau 2 Tunsladuansi

ALV e 37

4.3.3 AULERYTVIANTUTENOU 2 TUTNTUPIYA oo 38

4.3.4 N5ANYINAYRINISIANAISUSENDU 2 NHRauURNI9NgN INUeILNNURAa... 38

4.4 myUssgnaldansuszneu 2 uarsvinasesmngluinduuialeeed 91....... 41
4.4.1 audAnsganaunaeasusenay 2 Tnduuialegod 91 .. 41

4.4.2 ANFITNANUTUTUNMLNZaLveasUsznaU 2 Tunisldduaisyin

A3 ULAETITOR 91 e 42

4.4.3 pEResY0IaNTUTENOU 2 Tt SRRSO 91 oo 42

UNT 5 BTUNBNITITY et a6
TUHIATTO NI ceoeeee e eee s ee s e s e ees e ee s ees e eee e ese s s e s eeeseeeeseeee 48
AANUIN N NITAFIUDNANYAUDIANTUTENDU oo 52
AANUIN U MSANIANTANTAANAULEIVDIANTUTENDY oo 65
manuan A Midszgndldmsusznouduasiiaiosansdmivitudomas ... 70
AARUIN 9 NMSELATIERANTUSENOUTERUSEINe@1sUSENaU 2 AuAaUes (I)............. 80

QU

UTETADEUINITIIUT 1o 83



GURITRIFTRRIT

Wi
FUT 2.1 BURLN s 3
SUT 2.2 TASIAFNUBIBUALN oo 3
SUT 2.3 SUnTA3O1VBIENTATAUNTTURTIENTOUAT oo 5
Ul 2.4 N5EUIUNTAANITNTEAUVOBIENATOU o 6
Ul 2.5 naveseanlalAsuRensANAUNaTYBSIATINGT .o 7
Ul 2.6 n3isnmsguT UTlHlunsmUSnaEs (§1e) wasanmiuvesansiiois
(WD eerrmrnernenssssssnsonee s Sty L Rt s sssrssssssssssssssssssssssssssssssssssssssssssssssassssssss 9
U 2.7 Tasaa31am1ATIue solvent yellow 124, ..o 13
g'ﬂﬁ 4.1 alnesumsganaulaavesansuszney 1-4 fnandudiu 80 ppm....ooc. 34

JUN 4.2 annsunsganfulasesEsusenay 1-4 Neudutu 5 ppm luddufiea.. 35

SUN 4.3 NsSeuiguavesniunwa (@978) kazundumwaniiuaisusenau 2 1enu

v

LU 5 (NAN9) AT 10 PPM (U1 cereroeeoeeeeeeeeeeee oo 37

JUN 4.4 awnesunsgandunasedansusenay 2 Anaduty 5 ppm Tudiiuuia

sUN 4.5 nsiSeurisvdvesinsiukialeaea 91 (118) kazusukialegea 91 Nk

v

a5UsNoU 2 TIAdudu 5 (1819) AT 10 PPM (U0 42

JUN 4.6 AaadiesresasUTenay 2 TtUAEIRE08 91 e a4



a1305yn1319

Tive
15197 2.1 Fo VAN YL UAZ AN NYDITURLYA oo 10
a5l 3.1 UINTFIU ASTM AU INAAOUTTUR YD e 26
a519fl 4.1 MsUSulUBsun ez anlunSEULATIERANITUIENOU 2 o 31
A5 4.2 MIPANAULAIYBIANTUTENDY 1-8 TUINGBU. oo 34
A15797 4.3 NIRANAUKAIYRANTUTENOU 1-4 TSR e 36
A5199 4.4 pududuresansuseneu 2 ludsuAwalulAast A OU oo 38
a519d 4.5 auUinisnmeesisufiwaildiinisidvansussneu 2 Weuiudiuiiead
TNITRLAVTUTZNDU 2o s s s s e e s ses e s s s s s e seseeeee 39

A15199 4.6 ANUTLTUVDIE15USENEU 2 Tutnduwidlesed 91 Tudiea 30 ..., 43



ATURYHNUNIN

YN

a o fa  a a = = a a v a
BAUATINN 2.1 ﬂqﬁaﬂLﬂiqgwau@aﬂ‘ﬂqﬂ@a@q@u AMNYUUNUANLLDYR LLa%"U']ﬂVLUImﬁL‘UuGUa@

B0 e il
U 2.2 NSELATIEMDURNRANNITUDS HOUMANN coeeeeeoeeoeeeeoeeoeeeeeeeeeee il
BHUNINT 2.3 N1SELATIENANTYIILATOINUEEI NS UL UALAINAISATUDR cevreee.. 15

WRUNWA 2.4 NMsdapszioyiusveeuiiuiieldduasinasemunedmsuinguy

BUBMINENT oo e e e e e e et s et e e e e e e e e 16

a (% 6 o = o (% goJ CY a a aa
LNUAINN 2.5 ﬂ?iﬁx‘iLﬂi’]%'ﬂﬁ'ﬁ‘l/l’]LﬂiEN‘MlI’]EJEﬂ’WﬁU‘IA’]lINlUIE]@L‘?Iﬁﬁ]’]ﬂW@ﬂWiUVlllWiJ

]
WDBEBND ovvrrrrreereerereee e 17
WHUATNT 2.6 NMTEUATIZINOBIUDFAITNGIUTURIN oo 18
wHuA R 2.7 Msdaasgioyiusuasduiln muauAdeues Shakoor UALANY ........ 18
WHUAMWA 3.1 MSEAATIZAETUTENBU 1 UAY 2o 21
WHUANA 3.2 NMSEUATISAENTUTENOU 3 UAY G 22
WHUAMNA 4.1 NMSEURATISAENTUTINGU 18 e 29

WHUAINT 4.2 NAlNNISAAURATEIVBIANTUIINOU 1B oo 30



ASTM
API

calcd

PC-NMR

h
1
H-NMR

HR-ESI-MS

max
mmol
mg§
MHz
mL
MS

m/z

AneD

american society for testing and materials
american petroleum institute

calculated

degree celcius

carbon-13 nuclear magnetic resonance
doublet (NMR)

grams(s)

hours(s)

proton nuclear magnetic resonance

high resolution electrospray ionization mass spectrometry
coupling constant

molar

multiplet (NMR)

maximum

millimole(s)

milligram(s)

megahertz

milliliter(s)

mass spectrometry

mass per charge ratio

BN



nm nanometer

NMR nuclear magnetic resonance
obsd observed

ppm part per million

rt room temperature

S singlet (NMR)

t triplet (NMR)

TLC thin layer chromatography
UV-Vis ultraviolet-visible

uM micromolar

) chemical shift

£ molar absorptivity

A wavelength

Aabs absorption wavelength
Aem emission wavelength

Arax maximum wavelength
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CoHioN,O, Hmtinluana 262.26 n3usalua

gih?i 2.1 dUALN

a

31nlaseadnievesdulndeuandlugui 2.2 asdiuldindudlniiaunsainiiuse
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[2] FadunamnansiiiuseiRgIadue (conjugated double bond) Melulaseasng



dulnanusaanalaanigrsedansigilaniaad Tul a.a 1878 Adolf von Baeyer
4] laswihnsduasigdunlnaindaniiu wazanuilul a.e. 1882 Adolf von Baeyer[d]
IaduAsIziduAlnaIn Guulniedn daun Adolf von Baeyer WazViggo Drewson[d]

TaRnwINsFAsIZUANNUlnSULTaRLan AILanIlLLEUNING 2.1

O O O H
@E& PCls Cl Zn/CH3COOH
0o —— > =
H N
N H H

H
Isatin Indigo

- 0 0 o
A
©/\)‘\OH o > OH - O N O
ﬁ,O N
H

Cinamic acid le)
2-Nitrocinnamic acid Indigo

o}
o] P H
H )J\ NaOH/ H,0 (cat.) _N

+ CH3 CH3
NO, Aldol addition N g
2-Nitrobenzaldehyde acetone Indigo

a o fa  a a a = a a U ¢
LLAUNINT 2.1 ﬂﬁaqmﬁwaumiﬂﬁ]’maammu AINYUUIUNLLDUR LLazmﬂiuImLuu%mlam

1 < v a [3 ! [ [ ! a
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1ud A.7. 1901 Heumnann[6] ladin151in N-(2-carboxyphenyl) glycine unlglun1sdainsiei

DUALNAILAAIIULNUAINA 2.2

HO
©\ CICH,COOH T NaNH, @ﬁg 0,
N 180-200 °C

H
Aniline Phenylglycine Indlgo

i L7 fa  a aa
UAUAINT 2.2 N3FUATIZADUALNALITYBY Heumann
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2.2.2.1 NANAITOANAULEAS
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ANNAW UedUNTEIRY vIdiuinnsasvieundy waruedIukunzqludauansly

U 2.3

Incident radiation Trasmitted radiation
Absorbed

_ s s | —

/ Radiation \

Reflection Scattering

5UN 2.3 dunsisevesasialiiunsuradnIauea

o @ = = N = ' 9 4
dmfusasiignaanfuliiiunsaeenluaziSenitanasunisganauias
(absorption spectrum) Inendsnuiigngandulutuazyihlididnaseuvesansiu
WaBUTEAUYRINGIIUAINa e (ground  state) lUdsaniugnsedu (excited
state) MflsvAundsugendt duansluguil 2.4 lnedidnaseuiliianisdsunla
Y Y] A aa [ a . g4 a g A a o
TEAUNGINUY Fip Blinasaudlaniiiel (unpaired electron) visedlannseuiliniiusy

(bonding electron) n30dlANATOUNLULARUSY (non-bonding  electron) &3

SianasouLsazylnazlInasnULANANeAU[12]



A ' o* (anti-bonding)

m* (anti-bonding)

+—
£
20
|
—
(o]
£ 7 1
S
'; n —y nt* n —4» o*
£ L n (bonding)
£ L8 + n* T —y o*
> nt (bonding)
oo
e
2
w
0—pn*oc Lot
o (bonding)

JUN 2.4 nszuaunsiinnsnseiuveddiinaseu

2.2.2.2 Uadeiinasianisnanauues

1. lasluvles (chromophore) fia Tulanavesansdunidnivgilandunuulsl
3ufn (unsaturated functional group) Faxnsagandunaslaluyiegd-3adale
lnglasluneseeneing fmeiu 3 uwuu Ao

o Ly

- asluresiiiiusearieiusraiusznivesnenvesis Wnelifiddnasous
laawden 1wy ansusenauiniingu C=C

o v

- IasluesniiusyaAvseiusEanuTEnINerAaUYeIsTs LngTlornauuedsy

wilsdidianaseuglanied wu asuszneuningl C=0

- Iastuvlesnirauudy ewn @1susenaunineslsuidnlalasaisuay iy
wudu Auea Wusu

I3 ' PN

2. panlelasy (auxochrome) tJunausie

9 9

Linanduuas viadigandaulen
lewssandeslutisdanslilaannioddda wianusalnaseanaiunisganiy
wasvadlasluvesneenlelasunizediisuld lngaravilvianuenaduiiniuvse
- °o g v - af A 9 - = a a
anas iseelinsgandunasRTurIeanas Auantluun 2.5 lagiTenuaiiin

nslaguLUaIRI



- awnasuvesnsganausalisululuneivilienueninduvesnisganiu

a1 (Aaps) 1n%u 138731 bathochomic shift (red shift)

- awnesuvesnisganausanldsuliluniaivinld A, amas Sendn

hypsochromic shift (blue shift)

- MsuTuvesduUTEANSNSgANAULEY (&) WINTU 13831 hyperchromic

effect

- N1ANANYBY £ 138N hypochromic effect

Hyperchromic

Hypsochromic Bathochromic

Molar absorption coefficient

Wavelength

5UN 2.5 naveseeniaglasusienisaanduuasvedlasiues

3. NarBIsvinazans (solvent effect) Andutilatlasiunesnian wu
& a o &

a acaa ! 0 o ] = o Y a dll
miaumww%mwauavLiJazaWalumamﬂazaﬂamma Fapravlmianisiadeuly

A v a ! .
VBWAUNIINANAUNAIITU LIYAN solvent shift

4. wavesvuinvasluana (steric effects) Wunavaslassadeniianunzng
= o Y a o an a < a £ L= 1% ! aa 1
FeoalAndunsise1vesdianasowindunieanasld Wy a15Usenouniny

i 1 1 1 o ¥ dl dl dl gj U 1
Wil deegasyili A ., WwdsulunanueAGURAUNIY kagA & wanad

2.2.2.3 nyroudys-uauidsn (Beer-Lambert’s Law)



Tul a.A. 1760 nyrakamdsn (Lambert’s law) lina11d7 Welikasniinay
8712A8ULABY (monochromatic light) NufINANNLLBLIAYY FAEIUVDIAINLTNTUVDS

wasngnaananatuganaull livuegiuanuduvesiasinsgnuiina1siy wagaiy

Y

¥

uduvesnanzgnudaztuvesiinarsganaul fludnduiivintu uazdaulul a ..
1852 npuedides (Beer's law) ina1ndn ileuasiifinrmennnduie s ianais
Hoifier dnduresmuiduduresuasiigninarsiugandul fasutsiulasnseiy
Uhinavasfinansiigandunasiu anngueades-uaudin anunsaagulédn A
Anndunavatasazatsazidulinialaensaduanududu lngazarunsadeu

1Y

aunslonadl
A= gbc

We A fe AMNIRANTULES

A 1o

a £ a a ' -1 -1
£ AR ANANUIEANTNITAANAULLAIUBIANT NVU'JEJL{:JU M cm

Y

b As ANUNIwewad Tuhoduwuiuns
& £% v al 1 I~3 1 a
¢ A ANUWNTY Dvieluluanadng

N153LAS1EMTIUS U UYRIasUsENRUa NSV LA ba T3S n15vinng

WINIFIULPLLATENAITALANENINTFIUNAMLTNTUA 199U watlUInAIAILET?
d‘ A d‘ = %3 L% o
AAUYDINIINANAULEINEIEN (Apa)  VOIATT Imamsmﬂummazawmmgm
(blank) ANt manliundeunsnsEnieaIN1sRANa UL AN TIUAIIINTY
¥ < ¥ 'Y a v A o = A A
zlons MU uLEUn S mgﬂ‘m 2.6 (178) LDINAINITAANAULEITDIANTNAIUEIAAY
o | av o v v o A Y o P

29gAveasAIRg LN TIUANLNTY ATgUN 2.6 (131) wathuwieulunsl

WIPIFIUNENTIUANUTUTUYDIEN5FI0E 1316



Absorbance
Absorbance

.._\‘

i A

o
/ _
,

Concentration Wavelength

JUN 2.6 nmlanasgrunalunldlunmnusunums (@) waraiunaiuvesasfied e (131)

2.2.3 arsviesesmungluindudemnds [1, 13]

v [
) CY A

szuvaITiAseangd I usui U nasliniswauiegeserilosundussey
~ ) & ° = ad Al ) ° =
LAUNUY LAYTNITHAILIN9ENSYILATDINUNELAZITNLTIUN1TASITA LALANTYILATRIUNE

Aa A a va o

dusuihdudamdsnadaiyadluindudamasaistaudfeadl

14 [
o o A a

1. ﬁ’]’iﬁ%ﬂ%@ﬂ%uﬂ&]ﬂﬁiagaﬂEJL{JULﬁE]LaEJ']ﬁUUWEJULGUE]LWﬁQ LLﬁngljﬁﬁiJ’]iﬂiJENLﬁuVLﬁ

AenLUan
o A a a I goj v 4’{’ a < 1 v &
2. ansviesemnemsianuatvsegluiudeminlusseznategutey 3 1oy

3. auvAnienign T dondsninisivansviesesruneadiy deadulusiu

11M3Z U ASTM

4. nMsnsrvinansiesewnemsiuisnligenuazinnuwiuduiinnezifnansii

o a A o
39N luUSUN e

2.2.0 ynsudea [14]

v
v A

o <@ qoj % 4’4’ a o [y a 2= av v <& g v a 2
YrdumatJuindudamasdmsuniasg udnwanbeainnnseulunisnauinsuauly
ﬁULﬁ%@ﬂauﬁ%ﬁ@LLiﬂﬁ@gﬁLLazﬁgmizLﬁmLad (high  compression self-ignition engine) ﬁﬁ;@
WeRUsEUI 180-370  eALwaLTud 89AUsEnauvetnTuRMwavzUsenaulufuans

lalpsasuausiindusi 75% wazansazlsunnn talasasuau 25% aNnsuansniaueiainsu
Y
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(%
Y

Unsiupwalneyll Aa CioHy Wnelutindudiwassusenauluag CioHy, 89 CsHs, Unsiupga

M melutagiul 2 Yseian fe

1) Wdufwanyns (high speed diesel oil; HSD) uinifufiwadmsunIasaus

Aaseunyusinildivemueus (automotive diesel oil w3e gas oil) W3aisandndedn Uiy

a

Toan MdwiuinSeseudnfiseunyuiu 1,000 seuseunit naiduidufiwaniinisdiming

A 1%

wintudagtunduindusiie wangdwiuldiusaeud sansyue saUssnn salagans 1ATed

9

Julwvuradn Wusu

1%
o w a o

2) wuRanyudn (low speed diesel oil; LSD) iluindufiwadmiuiesossudsiea

sounyulIunaIwsenyudi (industrial diesel oil) Wai3andnTounilsdn Uduild Tnaidu

[% 1%
o

% 1 o w a < %,’ % . Y o [ a ¢
UINUNANTEMINUNUALgaNY UL A UILULAT (heavy fuel oil; HFO) @ msSunsasaunn
T59UN15YN9UUIUNANT A 521319 300-1,000 SBUSBUIY HIDE1NSTULASDIIUARLIATOU
YUAT AD 61N37 300 sOUSOUIT  nNzdusulASassudfavualugildiusale

SoUszus awuayns wazinsosiudaliihvunalvg Wudu

dmdulszmalng nsugshanduulanvuauinsgiuvesaudiniinignmy ey
AANUUTENIANTUTININANIU 1509 AMNUASNYUZLALANAINYDMTUAWA W.A. 2556
[15] Tnganuuseniensugsnandsnuladnisuenfsden vunvesniufiea A1NINIEIN Wae

wnsguntglunimeaaunsiandlunisnei 2.1

M1319% 2.1 TaMNUASN YL LaYAMNINYDIUNTUALYS

.. 5 ; Wndiufia .
eHEGRE Yo 9m37E96N . —  Tovadeu
US| Vet
1L | anuenedmne o gamgdl | ladeindn 0.81 - ASTM D
15.6 aafiwalgya wag 1298

(specific gravity at 15.6 “C) | lalgsnd 087 | 0.920

2. FUUTINU Taignd 50 45 ASTM D 613
(cetane number)

VR
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.. 5 \ ihifufiea »
518013 oMU 9137596 ~ —  F5veaeu
WY | MU
FruilBiny lishndn | 50 45 | ASTM D 976
(calculated cetane index)

3. | enunile, wudalang ASTM D 445

(viscosity, cSt)
3.1 0J gl 40 83 laishnn 1.8 -
wadea (at 40 C) uaz
laigand 4.1 8.0
30
3.2 o4 9aunil 50 BN laigand - 6.0
wadea (at 50 C)

4. | 9alvawmn, evanvaidea laigand 10 16 | ASTM D97
(pour point, °C)

5. | fwed, Sosaslaeiimin | laigsnd | 0005 | 15 | ASTMD
(sulphur, %wt) 2622

6. | MINANTBUUHUNBIUA ligendr | vy | - | ASTMD 130
(copper strip corrosion) 1

7. | wadesawsenisiinufisen | lalaendn 25 - ASTM D
sanTntu, n3usagnuran 2274
95
(oxidation stability, g/mj)

8. | mndw, Sosaslaerimin | laiganin 0.05 - | ASTM D 189
(carbon residue, %wt.)

9. | ihuazezneu, soeaslny ligandr | 005 | 03 | ASTMD
U3ums 2709
(water and sediment,

%vol)

10. | i, $osaslnenimin laigand 0.01 0.02 | ASTM D 482

(ash, %wt)




18NS

YMNUA

QPRGN

YLURLA

sy | myudn

aq
1BNAEU

11.

Ul esmneaides
(flash point, °0)

Tainnan

52 52

ASTM D 93

12.

NSNAY, BNALYALTYA
distillation, °0)

’~ | A
gaumgivesdiuninaulalag
Usumslusmsnsesasnau

(90% recovered)

laigena

35.7 -

ASTM D 86

13.

Inalegman aglsunn
lalasansuay, sogaslng
shmiin

(polycyclic aromatic

hydrocarbon, %wt)

lyigand

11 -

ASTM D
2425

14.

a (colour)
14.1 ¥nve9d (hue)
14.2 AU VBIE

(intensity)

Taignin
way

laigand

wiaed | Wimna

4.0 7.5

ASTM D
1500

15.

lulofwaussinniuiiate
dwesvonsaluiiy, sogay
lngy31195

(methyl ester of fatty

acids, %vol)

Taignn3n
WAy

ladgena

EN 14078

16.

AauURNIVdenY So8n
D, lpsiums

(lubricity, wear scar, #m)

lyigand

460 -

CEC F-06-
96

17.

a 1 Y a
ALAULLAT (D3)

(additive)

Tndulupunlasuanuiureuainesuinsy

§INAINGY
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A A a |

VUELUAE ISNAFDUDNITIUNABUWNALS welunsainiiveldndalrlansnnvualy

a &
YaLLBYNU

2.2.5 Unaiuknalegaa 91 [16]

v v v
o v & o o A a o v = o

Piuufalesed 91 Wulhiuwemdsdmsuinseseudiuuduiigniunldnawnuii

Y

1%

wuduiignendndmedletuil 1 unsian 2556 lasuduuialvgeddudiunauszning

[ ¥
) Y (3

UFUUNTUNUZIUAULeaN 0894 LALLaanagaailld Ao LeNueanilanIuuIgns 99.5%

Untiulfglegeassnveanmnausznilialedy (sasoline) Auneanssea (alcohol) Uiy

wialogediigunndueriuindfuuudu uuandrnseiiduuialesedazldioniveadu

v 1%
o w [2]

A15LNA199NY weuTuluuduasldals MTBE  WuasiiuAteanmudinduiisiuns
Toged 91  danduiiunfalesedusyinn 910 Ao dn1snautfuluudulazieniuealy
2M31@7U 90:10

2.2 UINNYIVD9

[ o

syuvansiasesunglultiugenggn? EJLLaSWGlJ‘lJ’]iJ’]’eJEJI’NG]I’EJLﬁENLﬁui%‘&J%L’Ja"IU’m

Y

wad i 1wt e.a. 1980 Tedinsldansiusiunssdiduansvinesasmuneludnudiomwas17]
Tu¥ A./. 1996 Henricsson wag Westerholm[18] 19¥1n15Anwn0935n15m52936AS 18N

ansviuaIemung solvent yellow 124 Muasinasowmngluihduiia lnelassadeves

solvent  yellow 124  dauanslusun 2.7 lagldszuudnialasunlnnsd  (liquid

Y a [ o dl' = < Ql'
chromatography) unlgidumatinlun1snsainaisvinasesuiy  dadussuuiaiuis

lUlglaluesfuminig

PPN

£y
N=N

Ui 2.7 Tassadramaieiiues solvent yellow 124

o

1wl a.f. 1999 Friswell wazamz[19] lodwAsIzvasviaseanunganddeu tnely

avgiiumenuluazimaindansbilowma-dlaaninsalntlunsesisinansiiasomuneg
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Tud A.7. 2003 Suwanprasop karAne[20, 21] 1AN15dLATIERaITUTENOUNGDYBS

lnegladlon (diazonium salt) WisiluansvinaIsmuedmsuindudeamamineyiiusves

1% 1%
S £

welldu (aniline) FsansvinaIaanuneviadagldiuiiufisanyuss (Hish-speed diesel
fuel) Tewazlianusaueaiiulamenilanioduansinesesunsvindaslutinfuiiwan

ANUGNTY 3-5 ppm  WAEINITaUINIIATITIRUSINaEsYIAS aenunglamenisaie

L

YTuAmaninisiiuansiesosuiesidniaieg 50% (vAv)  1,2-bawefiludmu (1,2-
diaminoethane) Tulwsinu-1,3-lneea (propane-1,3-diol) wagtuniuea (methanol) Laavi
nsasadalasldmeindansihlelan-Iadaaninsalnt lawansviasesnuneviniazlal

danaroaudinianign nvesiduslgallianaaaun1uuInggIu ASTM wanainidaisiin

@

wsnaineviaddlinnuansstudisiumwalduszezinanlisginia 3 wau

Tul A.p. 2009 Puangmalee wazAmz[1] lvinnsdunsisioyiusvesneasinzuain
ANSATIUDE  AALNUNINT 2.3 weldiduansviaesesnuiediniuinsiufiea 89815910

wseaninevllafanunsoagaulantuiiduiwawasiiandAduana lngagaiunsaganiu

%

wagldil 420 512 550 wag 645 WNMUWAT wAzilagnNIeAuNANeInaY 512 u1luins

Y (%
Y &Y

WARINITANBLENT 652 UNUNAS FudurieaueneauniiuRwalilinn1saenas satu

1% [
o v a a =1 a

Tusuddedaruisansiainaisinaissruivduivunduiwasiailladioivada
WaeasaudaUnnsalnUlnganunsansivinseransiasemungviailaudinaziaiy
Wutusini 2 ppm lagansiesesnunsviiatinuaissludiiufiwalidesnit 3 1hou

wazdalidmasoaniAinianien e duAwanIuNInsgIL ASTM
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OH OH OCH,
(CH,0),, SnCl, CHO  KzCOs, CHal cHO
NEt, toluene acetone
78%
CisHa1 reflux, 8 h CisHag 8% CisHaq
CisHay

(1) Pyrrole, BF3OEt,, NaCl
EtOH, CHClg, rt, 10 min
(2)DDQ, 1t, 1 h

OCHg

CHO
CisHzp

CygHaf 35%

BHUNTNA 2.3 N1SEUASIERANTYIATOINUNEA NS U UAYaINATSAUDA

Tt A.A. 2010 Raduly wazmne[22] lovinisduasieieyiusveuyuiiy (xanthene)
= a o d' v 6 G v a «
Puin 9 YUAGILHUAINT 2.4 uiusvasgUuduATIldaTaAELaINAINLIAAY
430-566 uluwns Lilegnnseruiinue1Inay 365 wiluiuns lngansnduasieilaaunse

luussendldiduansinaiesmunedmsuiniudomddilagldmaia igeaisaivud

anlnsalnUlunisnsiain
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0
(CH5C0),0 X O O X
HyCCOO 0 OCOCH;
X X
i Qe
o
X o X X X
O O CeHsCOCI
HO o OH o CeHsCOO o OCOC¢Hs
X X X X
X=H, Br, |
Dt
o
X X
CH3(CH,)1,COCI O O
> H4C(H,C)1,COO0 o OCO(CH,)19CH3
X X

WRUNWA 2.4 M3duasizioyiusvewruiiuiieldiluasitesomungdmsuiidiu
GRRTER

Tud A, 2011 Figueira WwazAmz[13] lavinsduasizviasusenaunes NS undv

Y

a o [y Y & ) a ) [y g v a ‘:,; [ a o
waaasnddmsuldluaisiiasomungdmnsuiniululefeaty  ALEUNINT 2.5 @159
A a Jo vy Y a v A ¢
wrssvneviaidiauisaaranelaaluindululesiwauazaiusaldinafinvigesLsaivud
alnlnsalnUlun19ms297m 91AN1SNAFBUNUIN @159LAT BN LNeTTALIAINULARE T bY
uidiululefwadusseziaildesndt 3 Weuiianududu 4 ppm lunmeifiuasioumgd

¢} dl' o a o = 7 o a wa Y
6 C LL@%L&I@V]’m’]iLGmﬁ'ﬁVI’]Lﬂi@ﬂﬂMWUELUUWlIUIUI@@L%a AUUANINNIYATNUDIUTHU

Tulefwaliinswasunlasludiaeuiuinsululefwanliiinisiiyansvineiaaiune
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Ci6H33~O
CHa(CH,)14CH,OH, KOH

? o

THF, reflux, 4 h

C,Hs—0
CH3CH,OH, KOH

L
’ o

reflux, 4 h

LHUNINA 2.5 N5ELATIETaNsIATeInunsdmsutisululafwaannnes isuniim

Y

LOARBNY

Tud A 2014 Guo wazAuz[23] lndwAsIzikasAnwaulfAveInaaasnNisiuian

BUALN AIUAASLNUAINT 2.6 d1msunisuiunlalu organic thin film transistor (OTFT) lng

£

NOABINENTNTALANYNATV UL DA UAUDUA LN LTINS WU
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o)
H Br (1) NaH, NMP, rt, 2h
H NaOH, acetone O N O (2)Rcoci, i, 240 Br
rt, overnight Br N
H o

Pd,(dba)s, P(o-tolyl)s, chlorobenzene
90 °C, 60h

WHUNINT 2.6 N15FBATIEYINRIRSNIIgIUBUALN

[ U

118 A.e. 2015 Shakoori wagAmg[24] lvinnnsdaasIevie LYo IBURLN AT VY UUTT

3

AUl UlASLIUTUATEUAINT 2.7 Tnenudneyiusyesdunlniduassildaiunsaazaie
Tudiiazanedunidlaanindudln

(1) DMF,sonication 30 min
(2) Cs,COg3, N,, 4 A sieves, 85-88 °C, 30 min
o (3) Y-Br (Allylic bromides), 5s

z
zT
Y
z
ZT

H J R, Ry o}

Br R \

3 R3

Rl =-Hor -CH3
R2 = -H, -CH3 or -Ph
R3 =-Hor -CH3

WHUAMNT 2.7 NM3FuATIERYNUSYaeBUALN MuLITeuae Shakoori kazAn



3.1 d@15uad

unN 3

YUADUNITIAY

a1suiinlgluauidy lawn

3.1.1

3.1.2

3.13

3.1.4

3.15

3.1.6

3.1.7

3.1.8

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

AoULUasasmm 91nUSEN Carlo Erba
AN INUTEN Merck

loineunaalsa 31nUSEN Merck
loiRaudamn 31nUSEN Merck
lonenlalase 31nusen Merck
Analsnan Aaslsnosy AUSEN Merck
wnsglalasniusu INUTEN Merck

Ingdu 31nuTEM RCI Labscan

Tamaslsiimu 31nUSYN RCl Labscan

v
v a

v 9anaandusnisintiuad
difuuRaleeed 91 91naadusnisinsiuead
Unadilnda aaolsa 9anUTEN Sigma-Aldrich
1-wiia-2-Inlsaaluu 91nUTEW Sigma-Aldrich
WNIUDA NUTEN RCI Labscan
wuni@sudaa 3nuSEN Merck
ponnzluda Aaslsn 31NUTEN Sigma-Aldrich
prqlAU 91AUSEN RCI Labscan

BuAln 271nUSEN Sigma-Aldrich

7aRzTLAN 91NUSEN RCl Labscan
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3.1.20 Loy1usa 3NNUIEN RCl Labscan
3.1.21 18nwU 91AUTEN RCI Labscan
3.2 a3psile
wdedleflalunsimsinaluaudde Teun

321 wada H- war C-NMR awnlnsalndviinisiiasizisieiades Nuclear magnetic
resonance spectrometer 5;‘14 Varian Mercury 400 MHz NMR spectrometer &g Bruker
100 MHz NMR spectrometer auansu lngldiuneisnanmaslswesuilumvazaislu
M53AT129 A1 chemical shift (8) s18a1ulumiae parts per million (ppm) warAIATINg

AR (coupling constant, J) s189ulundY Hertz (Hz)

322 wadawuaaiUnlasuvsgnininidlunisiiesginaluanavesansinewmada  high
resolution electrospray ionization mass spectrometry (HR-ESI-MS) laeldin3eg

Micromass Quattromicro Tunsmsizn

3.2.3 watladanshilewan-3adaanlnsalnUgniunldlunisinsein A, wae & lagld

RN Agilent Technologies Cary 60 UV-vis spectrophotometer lun1sitasigi e &

| -1 -1
sneauluniig M ecm

3.2.4 weilavgealsawudanlnsalnlgnianlelumsieneimanugiaiuuenisne
Wed (Ao IneldiaSes  Perkin-Elmer LS45 luminescence spectrophotometer lunis
AT

aa

3.3 N5aASIZA (E)-1,1-laundlnda-[2,2-luduladiiadnul-3,3-lalau (815Usenau 1)
wag (B)-1-Unadnda-[2,2-ludulnaliadnul-3,3-lalau (@15Usenau 2)
(E)-1,1-laurailnda-[2,2-luduladdadnul-3,3-lalau @1sUsznau 1)  way (E)-1-

U1ainda-[2,2-luduledaiaanul-3,3-alau (@15U5enoU 2) @1usaduasIEiiaaInisnig

FUAT1EYNI8ULAY GUO HATAMY [23] AILNUNINT 3.1
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0 H
L =T
N
\
H O

i) NaH, NMP, rt, 2 h
ii) C1sH31COCI, rt, 24 h

(L0 -

— + _

S0 o
()//C\C1(5)H31 o/’C\Cl(s)Hm
1 (11%) 2 (10%)

BHUNIWA 3.1 N15EUATIERANTUTENDU 1 LAy 2

a15axanedunln (0.803 N5y, 3.10 Tadlua) Tu 1-ufia-2-lnlsdnluu (38.3 Hadans)

ujisendulaieulalesd 0.294 3w, 122 fiadlua) Tgamgivenduna 2 4alus

Y

aaa

nduaiindanaslsd (3.7 faddns, 12 Tadlua) gnifiuadluaisazatenay wazuisen

<

andludelunoumgiviesluszesiiandn 24 $alus ansazaenaugnmasiuil udadiae

Y

LPNADLTLAMNDA1R 1-tu7a-2-lnISAR LY NEI9INNITANTUVDUDNADLBLANNIAITAZANY

£% '
o a

dudrvaslsifounaelsduasin Mdnthfinauviesgielafoudama uagnianses
asazaneilldgninnsemeiefiaozdnnesnsoiaiesssiveuuunyy MIkenansrauldce
aeduilasunlnnadl Tnefifgninaedl fe 8n1iaa uazigniaedoud fe enisuuas
wiapsdweludnsidin 41 1o (B)-1,1-laundilnda-[2,2-luduledfiadnul-3,3-lalou
(@15Uszneu 1) Tuguvesudsdvuydy (0.261 N3N, 11%) way (B)-1-U1dlinda-[2,2-1uduln

aa

alladfw]-3,3-lalew (asusznev 2) lugUvesudedindudy (0.164 N3y, 10%)

a19usgnau 1: m.p. 95-96 °C; "H-NMR & 0.87 (t, J = 13.2 Hz, 6H), 1.12-1.33 (m,
48H), 1.70-1.81 (m, 4H), 2.77-2.88 (m, 4H), 7.25 (t, J = 15.2 Hz, 2H), 7.64 (t, J = 15.6
Hz, 2H), 7.75 (d, J = 7.6 Hz, 2H), 8.24 (d, J = 7.6 Hz, 2H), PCNMR & 14.2, 22.8, 25.8,

29.4, 29.5, 29.6, 29.7, 29.8, 32.1, 36.4, 117.1, 122.0, 124.5, 125.1, 126.2, 137.0, 149.6,
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173.8, 184.3; HR-ESI-MS obsd 761.5238, calcd 761.5234 [(M+Na)'; M = CagHroN,Oul; Ao
(&) 570 (5x107) nM; Aey, Aoy = 570 nm) 614 nm

a15Us2nau 2: m.p. 89-91 °C; 'H-NMR & 0.87 (t, J = 13.2 Hz, 3H), 1.11-1.31 (m,
24H), 1.57-1.75 (m, 2H), 2.69 (t, J = 14.8 Hz, 2H), 7.00-7.07 (m, 2H), 7.25 (t, J = 14.
Hz, 1H), 7.53 (t, J = 15.6 Hz, 1H), 7.62 (t, J = 15.6 Hz, 1H), 7.70 (d, J = 7.6 Hz, 1H), 7.81
(d, J = 7.6 Hz, 1H), 8.12 (d, J = 8.4 Hz, 1H), 10.01 (s, 1H); "C-NMR & 14.2, 22.8, 25.8,
29.2, 29.4, 29.5, 29.6, 29.7, 29.8, 32.0, 37.1, 112.5, 116.6, 119.9, 122.2, 122.9, 123.5,
1243, 1255, 129.1, 129.7, 136.2, 137.1, 149.9, 151.9, 174.4, 186.5, 188.5; HR-ESI-MS

obsd 523.2935, calcd 523.2937 [(M+Na)'; M = CayHaoN,O5; A (€) 575 (6x10°) nm

3.4 n15aAIZY (B)-1,1-lneannzluda-[2,2-ludulnatiadnul-3,3-lalau (815Usenau
3) wag (E)-1-eannluda-[2,2-luduladiaganul-3,3-laleu (a15Usenau 4)

a adqd

(F)-1,1-lapannzluda-[2,2-luduleddadnul-3,3-alou (@1sUsenau 3) way (B)-1-
panmzluda-[2,2-ludulnatadnul-3,3-lau (@15UsenaU 4) @ 1UNS0duAsIEiiaaInIonis

FUAEUNNNAUTAY Guo wazAMy [23] TUaNYULAEINUNITAIATIZNANTUTENDU 1 WAy 2

AILAAILULHNUNINT 3.2

i) NaH, NMP, rt, 2 h
ii) C/H1sCOCI, rt, 24 h

HsC7. O
O ) o) Y
L= - CL =12

 S— + ——

N N

C._0O C._0O

o CiHis o CiHis

3 (14%) 4

WNUAIWH 3.2 MsdaAsIeiansuseney 3 way 4
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a158¥anuduAln (0.800 N5, 3.10 faatua) Ty 1-wiia-2-lnlsdnluu (38.3 Hadans)
gniuihugasenduladeulalasd (0293 ¥y, 122 fadlua) wazesnavludanaslse
(1.984 n5U, 1220 fadlua) Ma991NTUABUNISANABALNITHENANSHALAIBADAUL

=

Tasunns i Tunemelnuaisusenau 1 wae 2 1o B)-1,1-lnesnngluda-[2,2-

a

ludulpatadau]-3,3-lalow (@15Uszneu 3) luguveswdsdoundy (0.261 N3y, 14%) uas

(6)-1-sonngluda-2,2-luduladfadnul-3,3 - lalou (@15Usznau 4) luguveswauduniladin

ULty (0.143 3N, AUUTFVEUINNTT 90%)

a15U52neu 3: m.p. 90-91 °C; 'H-NMR & 0.80 (t, J = 12.8 Hz, 6H), 1.10-1.32 (m,
16H), 1.68-1.80 (m, 4H), 2.74-2.87 (m, 4H), 7.22 (t, J = 14.8 Hz, 2H), 7.61 (t, J = 15.6
Hz, 2H), 7.71 (d, J = 7.2 Hz, 2H), 8.20 (d, J = 8.0 Hz, 2H); "C-NMR & 14.0, 22.5, 25.6,
29.0, 29.2, 31.6, 36.2, 117.0, 121.9, 124.3, 124.9, 126.0, 136.8, 149.4, 173.7, 184.1; HR-
ESI-MS obsd 537.2739 [(M+Na)'], calcd 537.2730, M = CaHsgN,Odl; Aupe () 570 (4x10°)

nm; Aem (Ao = 570) 610 nm.

a15Usznau 4: 'H-NMR & 0.78-0.91 (m, 3H), 1.14-1.38 (m, 8H), 1.61-1.75 (m, 2H),
269 (t, J = 15.2, 2H), 7.00-7.07 (m, 2H), 7.25 (t, J = 14.8, 1H), 7.53 (t, J = 15.2 Hz, 1H),
7.63 (t, J = 15.6 Hz, 1H), 7.70 (d, J = 7.6, 1H), 7.81 (d, J = 7.6 Hz, 1H), 8.12 (d, J = 8.4
Hz, 1H), 10.02 (s, 1H); "C-NMR & 14.1, 22.7, 24.8, 29.0, 29.2, 31.8, 34.2, 112.7, 116.6,
120.1, 122.2, 123.6, 124.3, 125.2, 125.5, 130.0, 136.2, 137.1, 149.9, 152.0, 174.5, 180.4,
188.4; HR-ESI-MS obsd 389.1869, calcd 389.1866 [(M+H)'; M = CogHagN,0s); Aoy (&) 575

3
(4x107) nm
3.5 MsAnwauUAnIsaANaULEIvRIA1ITUTENaY 1-4

d19aragNAUduTy 100 ppm Y8sa1suTEnau 1-4  essuldlagnisazaiy

a13Usznou 1-4 (0.010 n5u) Mmelvgdu wazvinusueslndu 100 Jaddnslurininuiunns
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3.5.1 MImenduUszansnisganaulavesansusenau 1

asavaneunsgIuvesaIsusenau 1 lulngduaunsawseuliannmstinaisazany

a A

vodasUsenay 1 Tulngduiianududy 100 ppm 31171 1.0, 2.0, 3.0, 4.0 waz 5.0
fiadans adluwinvunn 5 Tadans udwhnmadilngduald 5 Teddes Wielildasazais 1
Fieudutu 20, 40, 60, 80 waz 100 ppm ANLAIFU mﬂﬂf’umsazmsﬁLm%ﬂéfgﬂﬁﬂﬁm
miAn1sgandukasilsmaindanslileanddidaaiuninsalny laeldlngdudu

fviavareuInsgu (blank)

3.5.2 mimmé’mﬂizaw%mi@mﬂﬁuLLawaamiUizﬂa‘u 2

A198¥818UINIFIUVIA1TUTENBY 2 Iuimqﬁuﬁmmvﬁwﬁu 5, 10, 20, 40 way 60
ppm w3sulaannn1sUiunansaransuInsgIuvesaIsuszney ziuiwq?)uﬁmwwﬁm’fu 100
ppm WU 0.25, 0.5, 1.0, 2.0 way 3.0 Jaddns asluvinvuin 5 dadans LaIvinn1sLeu
Tngduauld 5 fiaddns anduihasazanefinienldgninluiameainisganduuasdie

wmatindansilloan-3adaaninsalny lneldngdududvhasarennsgiu

3.5.3 MsmAduUsEansNsganfuLaesansUsenau 3

asavangInsgIuvesansUsznou 3 lulngdudimandudu 5, 10, 20, 40, 60 uay 80
ppm tr38ulaa1nn1sUURaITazaIuNINIFINTRIETTUTTNOU 31u1‘1/1§5u‘1'7immvﬁm%’u 100
ppm 97UU 0.25, 0.5, 1.0, 2.0, 3.0 uag 4.0 Jaddns asluwinuuin 5 Jadans wawiinis
Fulngduauld 5 faddns niuthansazaneiwdeuldgninluiameinisgandunasing

wmatiadansilloan-3adaaninsalny lneldngdududvhazarennsgu

3.5.4 MymAduUsEANSNsgAnauLaeasUTENeU 4

A1382a18UINIFIUVDIETUIENBU 41u1wq5u1‘7immﬁwﬁu 5, 10, 20, 40, 60 wag 80
ppm t038ulANNITTUREITAZA1ENINTFIUTDETUTENOU 41u1mq§u17‘iﬂ’;m°ﬁm%’u 100
ppm 91U 0.25, 0.5, 1.0, 2.0, 3.0 way 4.0 Jaddns asluvinuuin 5 Jadans wawinnis
Galngduauld 5 faddes nuthansazanefiwdedldgninluiameinisgandunasie

walladansbilews-dadaauningalny lngldngdududvhavarsunsgiu
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3.6 nsUszandldansusznauidaaszildiluasinasemuneluundiuiiiea

3.6.1 NMsasensmlnsgIvvesansUsenay 1-4 luthdudiea

asaratsuInsgIuvesasUszney 1 luhdufiwaausawieuldainnsdie
ansazanevesasUsznou 1 luthsuwaiinnududy 100 ppm §9uau 0.25, 0.5, 1.0, 2.0,
3.0, 4.0 uaw 5.0 fadans adluvinunn 5 fadans udwvhmsiuhiumeasuls 5 fadans
dielildansazane 1 fimnandudy 5, 10, 20, 40, 60, 80 uaz 100 ppm AWEIFY 91N
asazaneiiwienldgninluiamainsgandunasiemaiasansilloan-3adaaunlng

aln¥ Ingldihduiwadudiazasuinsgu

asazatevesarsuszneu 2 Tuihdufwanaaadudu 5, 10, 20, 40 waz 60 ppm
a v a % w oa N Y v
w3sulaann1sUaarsazarsuinsgiuvesarsusznau 2 Tuuniufwaniadududy 100
ppm WU 0.25, 0.5, 1.0, 2.0 way 3.0 Jaddns asluvinvuin 5 Tadans LaIviNIsLeu
S u oA 1 a aa S o A v ° o ! 2 Y]
uilufilwauld 5 Tadans anduihasazareiwsedlagninluiamAminisaanfunasdig

weiadansililetan-3d0aanvsalnd Insldihdudwailudivhazarsunsgiu

asazatevesasuszneu 3 Tuthiudwadiaududy 5, 10, 20, 40, 60, 80 wag 100
ppm t3sulaainn1sUiunaisasateninsgiuvedalsusenau 3 Tuthdudiwanaiududu
100 ppm 17U 0.25, 0.5, 1.0, 2.0, 3.0, 4.0 uag 5.0 Aaddns asluvinauIn 5 Nadans

wawihnsividufgaaula 5 fadans antuihasazaeiwseulagniiluianiAinis

(%
C

aandusasnemaiindansihilowan-3ddaauninsalnd lneldunduiwadudiinazany

URTZU

@158¥an9999a15Usenau 4 Tuihdufwananuudu 5, 10, 20, 40, 60, 80 wag 100
ppm t3sulaainn1sUiunaisasateninsgiuvedalsusenau 4 Tundudiwanainududu
100 ppm WU 0.25, 0.5, 1.0, 2.0, 3.0, 4.0 uag 5.0 Aaddns asluvinaun 5 Nadans

wavinsutTuRaaule 5 Taddns anndudialsazatenwseuleanunldiannannng

Y

(%

aandusasnemaiindansilloandddaauninsalnd lngldurduiwadudiinazany

HINIZT1U



26

3.6.2 N1SMBNAIUTUTUTA MUz aNIa1sUsEnaU 2 Tunsiduansyineseaunsly

v
o w A

UNNUALYA

#158va187ANUTNTY 100 ppm esa1sUsyneu 2 Tulidudwansoulalaenis
azanga1susenau 2 (0.010 ndu) Tudhiiufiwa wagyiusuastidu 100 faddnstuvinin

Y3uns anduansazateidudy 100 ppm Hgntdiudeans lnen1stiunun 0.25 uag 0.5

v
o w a

123805 adlurnuuln 5 Jadans wazwuunufwauls 5 adans ntuaveIaIsazany

A o P ° ~ ~ v 8 o a S v v \
Mwseulagnihuiuieuiieuiuiiiufiwadsumeniila
3.6.3 ANULEDESVRIANSUSENOU 2 Tulndufwa

asazatevesasuszneu 2 Tudsiufwaianududu 5 ppm @nsamssulaain

nsUlURENTaza18v09aNsUTENOU 2 NIANULTNTY 100 ppm Ut 0.25 addns d1uau

[%
o w a

12 e wnddudigaauld 5 Taddns nvusgnUnatiniiedesiunisseive wdiun
Baszimemaiadansibilown-3dilaaunvsalnUynidou weuaz 3 9ia Wuszeziia

3 LHau

32.6.0 NMSANYINAVDINITHANANTUTENOU 2 NUADEUURNINIYAINYDIUILI LAY

ansavanevosansUszney 2 ludsufiwa Annududy 100 ppm Qﬂﬁwmﬁamuﬁa
WIBNAITAzaIEUTY 5 ppm Taan1stUiunun 50 Jaddns asluviniauiuinsvuin 1 8ns
ARt Uil inUsIng audinisnienmussisufioa wavinsufiea
ffinsdnansuszneu 2 fimnadudu 5 ppm ﬁ”ﬂﬁwmmmaaumummgm ASTM 19

AN 3.1

A1357199 3.1 119357U ASTM Plglunsnegeuiniudea

AuUANI9N1EAN UINTFIY
API gravity & Qamq:ﬁ 60 asrnsules ASTM D 4052
ANUENTNNE U QN il 15.6 derLalTed ASTM D 4052
Auiiginy ASTM D 976
At o gaunnil 40 s waldya (wualand) ASTM D 445
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audan1aneam 11MIFIU

nlviawm (eariwaLgea) ASTM D 5950
Ul (eerwaidea) ASTM D 93
USinauiagdiu @adnsu/Alaniu) ASTM D 5453
3ndu : Buiiten (esrieaidoa) ASTM D 86
M3ndy : gamgiivesdiuiindulilasuiimslusnifosas 10 ASTM D 86
GNGAILBIGER)

n3ndy : gaumgiivesdiuiindulilasusimslusnifosas 50 ASTM D 86
GNGAILRIGER)

ANULTUYRIE ASTM D 1500

3.7 nsUssgnaldansusznau 2 Wuarsvinasswmaneluindiuwialeges 91

3.7.1 MIMBMANUTUT UM EaNYe9a15UsEnaU 2 Tunistiunldauluinduwialased
91
asavangvesasuszneu 2 Tuhiuuialygea 91 NAududy 100 ppm w3sula

Tnenisazatgasusenau 2 (0.010 nsu) Tudiuddalesed 91 wasvinusuiaslwmdy 100

(%
=1 )

fadanslurininusuing ntuansazatedudu 100 ppm danidiudeans Tnenistiaun

Y

a

0.25 waz 0.5 1a3ans adluvinvuin 5 Jadanstazidudnduwialesea 91 auls 5 Jadans

Pndudvesmsazatewseulagniudisuiisuiudnduuialesed 91 fsdumenia

3.7.2 M3aansmuInsgIuetasusenau 2 luihdiuufialesed 91

a@15aranyvasasusenau 2 Tuihduwialasesd 91 NAuugu 5, 10, 20, 40, 60
wag 70 ppm amnsawmssulaainnstiunansazalsvetasuszneyu 2 NAULNTY 100
ppm 41U 0.25, 0.5, 1.0, 2.0, 3.0 wag 3.5 Jadansnuainu asluvinvuin 5 Jaddns
P a ¥ o o ¢ v A aa & a o Y ° )
wavihmswnddunialeged 91 aule 5 faddns Mnduarsazanenwseulagnildinm
1 = 124 a o aa a = vV o
ANsaanauLasmemaiadanstiiloan-ddidaauningalnl Inglddvihavarsuinsgu

WuthsunAalesed 91
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3.7.3 Anukanesuesasusenou 2 luinduwialesed 91

ansazangvesansUszney 2 ludiuuialesed 91 finnududu 5 ppm aunsawon
InnsTmansazanevesansusznau 2 finnnududy 100 ppm Ui 0.25 faddns
$1uau 90 va Wnthifuufalused 91 wld 5 Seddes nvurgnieaindfietlestuns
sz uahunieszimewedadansihilows-ddaanivsalndyniu Juaz 3 vin 1y

JrgzIan 1 1hau
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NAN15I8LaLaNUS1gNANITIAY

4.1 nMsduasziansusenau 1-4

a aa

(E)-1,1-laudiinda-[2,2-ludulnddadnul-3,3-tlalou  (@15Usenau 1) way (F)-1-
Uallnda-[2,2-ludulpadiadnul-3,3-lalou (@15Usznau 2) aunsadaunsnzilaainufizen
waiATUSENI9UALAKaLUIauTINdarasalsn way (E)-1,1-lapannzluda-[2,2-
ludulnataanul-3,3-lalou (@15Usznou 3) way (E)-1-vennzluda-[2,2-ludulndtadnul-

33 lalou  (@1sUsznau 4) awnsadunsierilaainujisewelinduseninedunlnuay

20NMLIUDARADLTA AILARNIIULNUNINT 4.1

SN
o
H O
iy NaH, NMP, 1t, 2 h
ii) RCOCI, rt, 24 h
R, O
oW - o
N N
<10 - LA
N N
\ \
1 (11%), R= C15H31 2 (10%), R= C15H31
3 (14%), R= C7H15 4; R= C7H15

WAUATNT 4.1 NMsduasIzviansuseney 1-4

o ¢ & = a aaa Yo A
AREGN LﬂﬁqgﬁaqﬁﬂﬁgﬂauLﬁa']ua']lnﬁﬂL?JEJUﬂﬁIﬂﬂ']'ﬁLﬂﬂUi]ﬂiEﬂlﬂﬂﬂLLNUﬂWWV] 4.2
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HQ HQ
L~ T1) —— QX1
Ny N
O H o)

S
H
R\H/CI
0.
H O H O
N N

R RCpo
2or4
O R
T\]/ Q R = C15H31 or C7H15
L~ X
O
R O
lor3

WRUAIWA 4.2 nalnnisiinufAsenvesansusenau 1-4

a15Usenau 1 2 uar 3 ausadunsneila 11% 10% wag 14% Muadu wasdmsy
asuseneu 4 ldansamesavnalaliiesanliaunsaviiliansusenau 4 usgnslalag
ldmatinpeduilasunnailla dmsvanveivillilandedaeites As U§ASewAAL

auysal lngannnsesivaeumewmatia TLC gmududlnduluaisnwuniontlnesovas

[ [
= = gl a o

vosmala guiwddnngldnatlunsiinuiseiuuds 48 dalusudananu wenani &

wunanAuwassladug dslinsiusdafinanndu
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iesanmsAnuaudimauaswesansusyneunad (feaznanluide 4.2 uay 4.3) v
Tnsuiasivsnzanfigalunmsilulfiduasinedemmne Ae a1susznou 2 Jalany
wenennlunisiiindesazvenaldvetarsusznou 2 Muntu Seldvaasdlaenisusu
Snsdulnglua vesasmeduildlunisnaans Inensususnsidrulneluaseninedudln
lonenlalasduazUrduilndanaslss a1n 1:4:4  WHu 1:1:1 91nnsneasanuIn Lin
arsUsznou 1 way 2 lutSinafidesunnlnedunaldainUSunawesasnauniendenisadn
LagnsNAgEUMIY TLC deungdnduauidedlduivangumgiildlunisdaunsiziann

< a

gauniivienlugamgll 0 asrwadeauardnsdiulaeluaseninedualn lumeulalasd
wazUauiilndanaslsd An 1:1:1 lagyinisfaaunisiiaufisemn 1 Ju seweilla TLC
Huszernanimun 3 Yu wuiiliAaufitentu dandiuiunuideldususnmdnlasiua
vosmssasulasmslishrdnilasluasenitdudln ledeulalasd uasunduilndanaolsd
Ju 1:1:1 leereeq Wulrduiilndaraslsaagiedig fiaz 0.25 luadaiiaud nne 15 uid
wutldansUszney 2 1fiss 04% FIdedldususnmdnlneluavesansdisiu lneifiuain
1:1:1 10y 1:1:1.5 wadldnwuinldansuszneu 2 e 1% lagasnsaagulddansnsd 4.1
uenanil §ifeldaondisuislunisuenansusznau 1 uax 2 senainiu Tnsnismnaznau
fowmueatiuununsldaeduilasunlnns il nuindrufiazansiumniuealdu Ao
asUszneu 1 wavduiliazansumiueaifiu fe a1sUszneu 2 udannnanisaaesHUY

N1KENaTUTENOU 1 war 2 MmeIsninad lawnsaviliansuseneu 2 uianslalaadansd

asUszneu 1 Yuegidntey

AN5199 4.1 MsUSuasunzinzaulunsduasiziansusenau 2

onsaulnelua Savay
| lmfen | Urandilnda QNI . Nabe VUL
BuALN ) ) SRIEIN
lalasa AaRbIn / %
1 1 a4 a QN ilviad 24 10
2 1 1 1 QN ilviad 24 -
0 °C-
30 1 1 1 . 72 .
aunniivies
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anTdulnelua Souay
- —— - 1381 / N
o | lwfen | dudngda | emmgdl | HA A MU0
dudln ) ) SRIEIN:
lolasa | maslsn / %
ARYY LANUIANT
lndanaslinoeng
4| 1 1 1 aunilvies | 24 | 04 419 ez 0.25
luadainiaud
N9 15 Wil
AR LANUIALT
ndanaslinedn
50 1 1 15 aauvilvies | 24 1 ¥4 flaz 0.25
Tuadminiaud
N9 15 Wil

91nnsmeaesUiuisunnizuarsnadrulasluavesansfedu saudaisnisuen
a1sUsEneu 1 uag 2 nudn amsfimnzaulunsdanssiansusznou 1 uas 2 fie Budln
vufisotulndeslelassigugiiveaduna 2 Hlusnudevhufiseniuuduiiinga
aaslsangumaiviondunan 24 $alus Snsrdrulneluaszuinedudln ludeulalasd uay
Unduillndanaslss fe 1:4:4 uazedadilflumsusnansuszneu 1 uay 2 e msldnedun

lasulnnsil lnedigninasinedanieg warignianfeudfe wnwulaziefiaesding

DRIAIU 4:1

asUseney 1 annsafigatendnualldfomadin HNMR awnlnsalal, ~C-NMR
awnlnsalnJuasimailanuaanlasiunilagain waila H-NMR anlnsalnUnuen
chemical shift veslUsneuvasanesanadl 0.87-2.88 ppm uwarlusnouuueslsudnd
7.25-8.24 ppm wazwafla C-NMR awninsalnUnuan chemical shift 283ansueuves
aedafal 14.2-36.4 ppm oglsinfnansusudl 117.1-173.8 ppm uazansueiianiuoui
184.3 ppm laganansafudunsiinturesaisuszneu 1 le8naniiaves [(M+Na)'] i m/z

761.5238 lunsaainaiudsaonndesiuAmmauiil m/z 7615234
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asUsznou 2 anunsafigatieondnwallddomadn H-NMR awnlnsalnl, “C-NMR
anlnsalnUuazmaiauuaanlnsuviwufortvaisuseney 1 lnganmada H-NMR
anlvsalnUnuen chemical shift vaslusmouvesasdanail 0.87-2.69 ppm Tusmauuwy
20el5UAndl 7.00-8.12 ppm wazlusmeuiifndululasiaudl 10.01 ppm waglu “C-NMR
anasunufinvesnsueuvesanedafadi 14.2-37.1 ppm eglsunfinansueudi 112.5-174.4
opm wazA1veliansuauil 186.5 uay 188.5 ppm wenaniuuaanmuvesaisUsyney

2 uansfiaves [(M+Na)'1 91 m/z 523.2935 FadenadosuAmmauii m/z 523.2937

a15Useneu 3 aunsaiigaliendnuallameimada 'H-NMR a@wninsalnd, “C-NMR
awnlnsalnduasimailasuaanlasiunilagainmaia H-AMR aninsalnUnuen
chemical shift vaslusnouvesanedanai 0.80-2.87 ppm wazlusmouuuezlsunini
7.22-8.20 ppm wazinafia C-NMR awnivsalnUnudn chemical shift 283an$uauves
anedafail 14.0-36.2 ppm ezlsuRnAIsusudl 117.0-173.7 ppm waresuediansueui
184.1 ppm Inwanunsadudunisiintuvesaisdsznou 3 lesnanfiaves [(M+Na)] 7 m/z

537.2739 TunuaanaiudsaenndosiuAmaguifl m/z 537.2730

asUsenev 4 annsafigetendnualldfomadn HNMR awnlnsalal, “C-NMR
annsalnUuazmaiauuaanlnsuviwuioatvaisuseney 3 laeanwaia H-NMR
awnlnsalnUnuen chemical shift veslusmauvesanedafad 0.78-2.69 ppm lUsmauuy
2e¢lsunAngl 7.00-8.12 ppm warlusmaufinadululasiauil 10.02 ppm warlu “C-NMR
anafufinvesansuenvesaiedafafl 14.1-34.2 ppm eslsun@inansueuil 112.7-174.5
opm warasuadiansuauil 180.4 way 188.4 ppm wenaniuEaUnAIveIETUsENOU

4 uansfiaves [(M+H)'] 7 m/z 389.1869 GsaoandasiuAmiaguiil m/z 389.1866
4.2 MsAnwaudRnIsaAnauLEIvaIE1TUTENaY 1-4

audinisgandulasvesasusenou 1-4  awnsadnwlalaemaiindansililowan-
FEdaauninsalnt lnonaiilauansegluguvesaunasunisnnnaunasvesansnegun 4.1

WAZATUAN Ao UOE £ FIANTIN 4.2
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WalTeumeuseninansusenauniianuenaglgvemyununeiey (@suseneu 1
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q
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A15199 4.4 ANUTUTUVRIENTUSENEU 2 TuunduRwalulsaziou
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WUTU 5 ppm U madevuandAnIan e nveshduRganIuingIu ASTM Weuiuiidu

Awan bifin1suasuszneu 2 Inunanlalanisanisean 4.5
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o o A a

A1519% 4.5 auUAnigninvesindumwantiinisiivaisusenau 2 Wisunutisufeani

ANSLENANSUSENDU 2

auuAnIaNIEn N UINTFIU Yormun | thifufiea | ddufieaiid
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\A3BevINg
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AN WNIUNE Y ASTM D 4052 | 0.81-0.87 0.8343 0.8344
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ANUnila o qmmﬁ ASTM D 445 1.8-4.1 3.068 3.083
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mMannvesiufwaiuaunsgiu ASTM Ssagulainansuszneu 2 ansadunldidu
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4.4 nsuszandldansusznau 2 Wuasieissmaneludnduunialeges 91
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4.4.2 N1IUIYIAMUTUTUNANIZANVRIANTUTENOU 2 Tunstdduansineseanunelu
Yiuwnalesad 91

A5 9ANUTUTUN N ganTunsinansUsenay 2 wbranuluindudkialased 91
Mlalnen1siansusenau 2 rNudNtu 5 uag 10 ppm wndssuiisuiudvesinduiia

lwged 91 MlidinsivansUsenau 2 asld nadilauanslugui 4.5

1%

JUT 4.5 nswSeuiisudvenidiuuialesed 91 (4he) uazuiuuialesed 91 MiFiu

a15U52NU 2 ANt 5 (na19) kag 10 ppm (¥71)

MnMsdanafaamuindessansararevesansuseneu 2 ludtfuuialesed 91
feududu 5 ppm  ldusnsnsandvenidunialyeed 91 urdvesansazatsves
asUsznou 2 ludhduutalesed 91 fieududu 10 ppm wansrsRIndvesihduuia
Twgod 91 dauarududuiivnvadlunisihaisuseneu 2 sldanuluansvinedosmng

Tuthduuialeggea 91 Av NAMUTNTU 5 ppm

4.4.3 ANUEde5Y99a15UsENeu 2 Tuihduwialasas 91

o
[ a o A
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ASAUIUMIANULINTUVBIANTUSENBU 2 Tutlukialegaa 91 Aa Y= 0.0136X Lo Y A
AINIIAANGUREIN A,s WaE X AiD ANTWYRIES UMY ppm

1%
o w &

Wuufaleged 91 MFivansUsenay 2 1NNty 5 ppm 11vNITIRAINISAANGY
a v a [ aa a = (% < gj [
Wah Ao, MemadiadansibilaandddaaUningalnd niudussesnammun 30 Ju

Tonanauwandlunsned 4.6 waggun 4.6

AN5199 4.6 ANULLNTUVRIE1SUSENBU 2 Tudnduwialesed 91 Tugiraian 30 Ju

o ANULUTY / ppm
Tuil .
A 1 VIR 2 U0 3 \dey
1 a.79 4.64 4.72 4.72+0.08
2 4.50 4.64 5.01 4.72+0.29
3 523 5.16 5.38 5.26+0.12
4 4.94 4.86 4.94 4.91+0.05
5 553 5.08 5.01 5.21+0.32
6 5.38 4.94 5.16 5.16+0.22
7 5.45 5.75 6.12 5.77+£0.35
8 5.23 5.75 5.60 5.53+0.30
9 5.53 5.82 5.23 5.53+0.30
10 5.16 5.67 5.45 5.43+0.27
11 5.67 6.71 6.04 6.14+0.57
12 6.19 7.15 6.71 6.68+0.49
13 5.16 6.26 5.60 5.67+0.59
14 5.01 6.41 5.82 5.75+0.74
15 5.38 6.34 6.85 6.19+0.81
16 5.01 4.64 5.45 5.18+0.27
17 5.31 4.64 5.23 5.18+0.17
18 5.38 5.16 5.82 5.75+0.37
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AMLTLTY / ppm

Fuil -
7 1 UIN 2 IR0 3 L8y
19 5.45 4.86 6.12 5.80+0.35
20 5.82 5.08 6.04 6.09+0.32
21 6.78 4.94 6.26 6.39+0.39
22 6.41 5.75 6.71 6.68+0.27
23 1.22 5.75 6.78 6.80+0.42
24 7.30 5.82 7.30 7.15+0.30
25 6.71 5.67 7.30 7.17+0.46
26 7.52 6.71 7.52 7.34+0.34
27 7.37 7.15 8.11 7.98+0.61
28 8.70 6.26 8.33 8.57+0.24
29 9.06 6.41 9.14 9.14+0.08
30 9.58 6.34 9.29 9.41+0.17
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Mass Spectrum List Report

Analysis Info
Analysis Name OSCUPP580211001.d

Acquisition Date  2/11/2015 11:10:22 AM

Method MKE_tune_wide_20130204.m Operator Administrator
Sample Name  di-indigo Instrument micrOTOF 72
di-indigo
Acquisition Parameter Set Corrector Fill 79V
Source Type ESI lon Polarity Positive Set Pulsar Pull 406 V
Scan Range n/a Capillary Exit 200.0V Set Pulsar Push 388V
Scan Begin 50 m/z Hexapole RF 400.0V Set Reflector 1300V
Scan End 3000 m/z Skimmer 1 450V Set Flight Tube 9000 V
Hexapole 1 250V Set Detector TOF 1910V
Intens. +MS, 0.1-0.2min #(7-10)
x104] 761.5238
1.5
1.0
0.5
523.2989 661.5385 X
500 600 700 800 900 1000 miz
# miz 1 1% SIN FWHM  Res.
1 318.2378 168 0.9 553 0.0456 6975
2 346.2705 744 3.8 +231.8 0.0386 8967
3 347.2712 160 0.8 49.4 0.0450 7714
4 393.2943 295 1.5 779 00458 8582
5 4132661 9011 459 22433 00504 8195
6 414.2696 1674 85 4152 00520 7965
7 415.2691 254 13 62.6 0.0455 9127 0
8 4411143 976 50 2238 00549 8033 H370C15 ol
9 4412969 1372 7.0 3146 00551 8012
10 442.1157 208 1.1 473 0.0566 7810
11 4423009 306 1.6 69.6 0.0585 7565
12 463.0964 232 1.2 49.9 00513 9028
13 469.3333 245 1.2 51.8 00693 6713 N
14 501.3109 294 15 57.4 0.0751 6674 \
15 523.2989 317 1.6 58.9 0.0834 6274 C O
16 6054789 229 1.2 376 00873 6937 “~C.H
17 6335056 216 1.1 343 00852 7438 0] 158131
18  661.5385 315 1.6 487 0.0867 7629
19 6854319 207 1.1 309 0.0761 9003 Chemical Formula: CagHrgNoO4
20  689.5655 159 0.8 236 00829 8314
21 7335275 176 09 249 0.1181 6210 Exact Mass: 738.53368
22 7615238 19646 100.0 29866 0.0863 8822 ; .
23 7625257 7294 371 11107 0.0874 8720 Molecular Weight: 732.0804
24 7635307 1133 58 1723 0.0918 8315 + +. 5034
25  764.5334 145 0.7 216 01150 6649 {M Na] 1761
26 777.4943 577 2.9 90.1 0.0882 8816
27  778.4996 256 1.3 396 0.0906 8594
28 1500.0498 620 32 1926 0.1660 9037
29 1501.0585 640 33 1989 01848 8121
30 1502.0532 262 1.3 81.0 01337 11237
Bruker Daltonics DataAnalysis 3.3 printed: 2/12/2015 10:02:59 AM Page 1 of 1
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Mass Spectrum List Report

Analysis Info

Analysis Name OSCUPP580211002.d Acquisition Date  2/11/2015 11:14:31 AM
Method MKE_tune_wide_20130204.m Operator Administrator
Sample Name mono-indigo Instrument micrOTOF 72
mono-indigo
Acquisition Parameter Set Corrector Fill 79V
Source Type ESI lon Polarity Positive Set Pulsar Pull 406 V
Scan Range n/a Capillary Exit 200.0V Set Pulsar Push 388V
Scan Begin 50 m/z Hexapole RF 400.0V Set Reflector 1300 V
Scan End 3000 m/z Skimmer 1 450V Set Flight Tube 9000 V
Hexapole 1 250V Set Detector TOF 1910V
Intens. ] +MS, 0.3-0.3min #(18-19)
x104 523.2935
3]
2]
; 413.2669
[ 1023.5989
. . L l W N y : ’ . o .
100 200 300 400 500 600 700 800 900 1000 m/z
# miz 1% SIN FWHM Res.
1 332.2937 1773 4.9 508.8 0.0406 8181
2 333.2965 407 1.1 J116.2  0.0411 8116
3 346.2710 4434 123 12134 0.0387 8950
4 347.2738 813 2.3 2215 0.0405 8566
5 348.2819 181 0.5 49.1  0.0497 7011
6 354.2760 8193 228 21655 0.0403 8799
7 355.2790 1444 4.0 379.9 0.0432 8229
8 3932958 1036 2.9 2347 0.0461 8529 Q H
9 394.2990 250 0.7 56.1 0.0455 8672 N
10 413.2669 10957 304 23135 0.0509 8121
1 414.2702 2056 8.7 4324 0.0492 8417 w—
12 415.2717 268 0.7 56.0 0.0473 8772
13 429.2475 324 0.9 64.6 0.0536 8014 N
14 441.2984 1381 3.8 266.0 0.0542 8139 b O
15 442.3038 289 0.8 55.2 0.0633 6987 4, ‘C H
16 449.3610 172 0.5 321 0.0641 7005 O 151131
17 469.3377 268 0.7 47.3 0.0879 5338
18 501.3128 268 0.7 431  0.0717 6992 1 B
19 5232935 35992 100.0 55265 00624 8384 Chemical Formula: C35HgoN,03
20 524.2966 8546 237 13087 0.0577 9083 Exact Mass: 500.3039
21 525.3006 985 2.7 150.2 0.0627 8376 \
22 539.2676 2510 7.0 3720 00585 9221 Molecular Weight: 500.6716
23 540.2704 733 2.0 1086 0.0594 9102 #.
24 541.2696 247 0.7 36.4 0.0630 8594 EM+Na} N 5232937
25 608.5011 980 2.7 163.1 0.0702 8669
26 609.5020 388 14 64.4 0.0674 9037
27 661.5327 202 0.6 36.7 0.0821 8062
28 1023.5989 2949 82 8665 0.1036 9878
29 1024.5966 1705 47 5013 0.1131 9061
30 1025.5989 394 1.1 1157 0.1205 8508
Bruker Daltonics DataAnalysis 3.3 printed: 2/12/2015 10:02:28 AM Page 1 of 1
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Analysis Name  OSCU5811090022.d

~ Mass Spectrum List Report

Acquisition Date  11/10/2015 10:28:43 AM

Method MKE_tune_low_positive_20130204.m Operator Administrator
Sample Name  di-octa indigo Instrument micrOTOF 72
di-octa indigo .
Acquisition Parameter Set Corrector Fill 50V
Source Type ESI lon Polarity Positive Set Pulsar Pull 337V
Scan Range n/a Capillary Exit 180.0V Set Pulsar Push 337V
Scan Begin 50 m/z Hexapole RF 90.0V Set Reflector 1300 V
Scan End 3000 m/z Skimmer 1 455V _Set Flight Tube 9000 V
Hexapole 1 250V Set Detector TOF 2093V
Intens. +MS, 0.8-0.8min #(47-48)
X105 537.2739
2.5%
2.0
1.57
1.04
08 263'F988 389.1852
. . ® ALl : . ; ; . '
100 200 300 400 500 600 700 800 900 1000m/z
# __miz 1% SIN FWHM Res. o o _ o
1 263.0988 33186 115 15552 0.0886 2971
2 264.1003 5649 20 2631 00926 2853
3  301.1449 1820 0.6 723 01071 2813
4 3711719 3891 113 122.8 0.1001 3709
5 384.2461 1193 04 354 0.0853 4507
6 389.1852 18889 6.5 570.6 0.1012 3847
7 390.1878 4965 17 148.7 0.1060 3680 H C C)
8 4111686 9092 3.1 2584 01131 3634 5’ 7\0’/
9 4121713 2629 09 735 0.1190 3464
10 413.2636 17922 6.2 507.8 0.1083 3814
11 414.2668 4377 1.5 1227 0.1136 3647
12 425.2090 2496 0.9 67.4 01241 3426
13 427.1636 1429 0.5 37.8 01712 2494 N
14 4292364 3449 1.2 92.7 0.1166 3683 \
15 4412859 1675 0.6 429 0.1442 3059 C
16 449.3544 2132 0.7 539 0.1206 3727 /r ‘C %
17 5132779 1318 05 282 01623 3162 0 7ihs
18  515.2903 6440 22 1435 0.1431 3601
19 5162940 2355 08 513 0.1352 3818 Chemical Formula: CaoHagNoCy
20 527.2911 2871 1.0 615 0.1468 3591
21 5372739 289411 1000 62422 01433 3777 Exact Mass: 514.2832
22 538.2768 96356 33.3 20745 0.1397 3854 : .
23 539.2771 17396 6.0 3743 0.1415 3812 MOE@CU[EF We1ght 514655?
24 540.2792 2649 0.9 55.8 0.1429 3782 {M-{-Na]"': 537273{}
25 553.2478 213831 73.9 4813.0 0.1441 3840
26 554.2500 68814 238 15524 0.1442 3845
27 555.2493 25992 9.0 587.1 0.1438 3862
28 556.2514 6186 2:1 1389 0.1513 3677
29 557.2653 1306 05 28.1 0.1613 3455
30 567.2873 1287 0.4 285 0.1616 3511
Bruker Daltonics DataAnalysis 3.3 printed: 11710/2015 2:40:36 PM Page 1 of 1
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Analysis Info

~ Mass Spectrum List Report

Analysis Name OSCUAT590405005.d
Method Tune_low_POS_Natee20130403.m
Sample Name  mono-octaindigo

mono-octaindigo

Acquisition Parameter

Acquisition Date  4/5/2016 12:52:48 PM
Operator Administrator
Instrument micrOTOF 72

Set Corrector Fill 50V

Source Type ESI lon Polarity Positive Set Pulsar Pull 337V
Scan Range n/a Capillary Exit 1200V Set Pulsar Push 337V
Scan Begin 50 m/z Hexapole RF 150.0 V Set Reflector 1300 V
Scan End 3000 m/z Skimmer 1 450V Set Flight Tube 9000 V
Hexapole 1 243V Set Detector TOF 2295V
Intens. +MS, 0.4min #(22)|
x105
125 389.1869
1.00
0.75
837.5374
0.50
0.254 263.0789 ‘\
oorss [, {lidude oo, messe |{i], 0758605 |
200 400 600 800 1000 m/z
# miz | 1% SIN FWHM Res.
1 2422806 16253 139 603 0.0492 4926 T -
2 2630789 17150 147 63.7 0.0570 4613
3 389.1869 116737 100.0 4448 0.0810 4803
4 3901903 33151 284 1259 0.0764 5108
5 4111693 17895 153 67.9 0.0821 5008
6 4271464 13199 113 501 0.0910 4694
7 4273785 6961 60 261 00874 4889 O
8 4444075 10831 88 392 0081 5160 H
9 4493452 30451 261 1171 0.1271 3536 N
10 4503419 9092 7.8 344 01224 3678
11 4653295 116851 100 445 0.1060 4390 e
12 487.4489 22177 190 858 0.0967 5042
13 4884512 7528 6.4 286 0.0976 5003 N
14 4994479 8404 72 321 01013 4928 }
15 7993552 58431 501 2322 0.1582 5051 C. a
16 800.3596 30422 261 120.3 0.1635 4896 O/ C7 15
17 801.3883 10539 9.0 408 02175 3684
18 8153333 34135 292 1358 0.1652 4936 i
19 8163357 19127 164 755 0.1637 4988 Chemical Formula: C24H24N203
20 817.3379 7988 6.8 307 0.1959 4172
21 8375374 60255 516 2427 01829 4580 Exact Mass: 388.1787
22 838.5427 33159 284 1330 0.1887 4444 .
23 839.5884 13406 11.5 529 02412 3481 Molecutar We1ght: 388.4590
24 8535232 13747 118 546 0.1770 4824
25 8545271 8006 69 312 01745 4897 [M+H]*: 389.1866
26 8757395 48672 417 1984 0.1716 5102
27 8767419 27356 234 111.0 0.1762 4975
28 8777465 8844 76 349 0.1807 4858
29 1187.5343 15096 129 756 02417 4913
30 1188.5380 12503 107 625 02511 4733
Bruker Daltonics DataAnalysis 3.3 printed: 4/19/2016 1:16:57 PM Page 1 of 1
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Certificate of Analysis

Product : Diesel (1)

Certificate No. : T-15/26046
Sample Lab No. : OP-HSD-1513476
Customer/Supplier : guiimMsiTnAsueaInTAINIEE
254 215333y auuwa'ln uareToluy wadvuiu agowwe 10330

Page 1 of 1
Received Date : 08 Jun 2015
Date of Test : 08 Jun 2015

Date of Sampling : 04 Jun 2015

Sample Location  : afininiu Sample Condition : Normal
Batch No. -
Product Source o

Test Item Test Method Limit Result
1. API Gravity @60 °F,°API ASTM D 4052-11 - 38.1
2. Specific Gravity 15.6/15.6°C ASTM D 4052-11 - 0.8343
3. Calculated Cetane Index ASTM D 976-06 - 55.63
4. Kinematic Viscosity at 40°C,mm2/s ASTM D 445-12 - 3.068
5. Pour Point,°C In-house method based on ASTM D 5950-12 - -3
6. Flash Point (P.M.),°C ASTM D 93-12 - 56.0
7. Total Sulfur Content,mg/kg ASTM D 5453-12 - 44
8. Distillation :Initial Boiling Point,°C ASTM D 86-11b - 171.7
9. Distillation :10 %vol. Recovered,°C ASTM D 86-11b = 214.9
10. Distillation :50 %vol. Recovered,°C ASTM D 86-11b - 281.8
11. Distillation :90 %vol. Recovered,°C ASTM D 86-11b - 346.9
12.ASTM Color ASTM D 1500-07 - 1.0

-

Approved by :

Position Title :
Date of Issue :

( Yanyong Permyanwatana )
Team Leader

18 Nov 2015

(This certificate relates only to the sample tested. Reproduction of it or any of its constituent part is not permitted without the consent

of Vice President, Quality Analysis Department.)

U A.10 audinismenmvenisiudieg
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PTT PUBLIC COMPANY LIMITED

QUALITY ANALYSIS DEPARTMENT, SUPPLY AND TERMINAL OPERATIONS, OIL BUSINESS
555 ARDNARONG RD, KLONGTOEY. BANGKOK 10260, THAILAND

TEL +66(0)2239-7148 FAX. +66{0)2239-7149 WWW.PTTPLC.COM

Page 1 of 1
Certificate of Analysis
Product : Diesel (3)
Certificate No. 1 T-15/26048
Sample Lab No.  : OP-HSD-1513478 i Received Date  :08 Jun 2015
Customer/Supplier : quuu‘smﬁmm-sumqmaonsmum’mma'q Date of Test : 08 Jun 2015
254 a1a153 33 auuwan'ln uzeiolun walvuiu ngotw 10330 Date of Sampling : 04 Jun 2015
Sample Location : ifuniu Sample Condition : Normal
Batch No. He
Product Source B
Test Item Test Method Limit Result
1. API Gravity @60 °F,°API ASTM D 4052-11 - 38.1
2. Specific Gravity 15.6/15.6°C ASTM D 4052-11 = 0.8344
3. Calculated Cetane Index ASTM D 976-06 - 55.44
4. Kinematic Viscosity at 40°C,mm2/s ASTM D 445-12 - 3.083
5. Pour Point,°C In-house method based on ASTM D 5950-12 - -3
6. Flash Point (P.M.),°C ASTM D 93-12 = 64.0
7. Total Sulfur Content,mg/kg ASTM D 5453-12 - 41
8. Distillation :Initial Boiling Point,°C ASTM D 86-11b - 171.7
9. Distillation :10 %vol. Recovered,°C . ASTM D 86-11b = 214.6
10. Distillation :50 %vol. Recovered,°C ASTM D 86-11b - 281.0
11. Distillation :90 %vol. Recovered,°C ASTM D 86-11b - 344.7
12.ASTM Color ASTM D 1500-07 = L1.5
Approved by : \!
( Yanyong Permyanwatana )
Position Title : Team Leader
Date of Issue : 18 Nov 2015

(This certificate relates only to the sample tested. Reproduction of it or any of its constituent part is not permitted without the consent
of Vice President, Quality Analysis Department.)

3UM A.11 audinenmenmvesidfiufwaninisduaisusenau 2 1nnududu 5 ppm
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Equation y=a+b*x
Adj. R-Square 0.99963
Value Standard Error
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ANSEIATIZITENTUS LNV aUSENINga1sUSENaY 2 nuAaUas (1)
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