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POLYPYRROLE FOR GAS SENSOR APPLICATION. THESIS ADVISORS : AMNARD
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The purpose of this research is to synthesize and study the effect of structure of
polypyrrole and its derivatives, such as polypyrrole (PPy), 3-derivatized polypyrrole (3-PPy), 3-
derivatized polypyrrole oxime (3-PPy oxime) and ferrocenecarboxylated polypyrrole (3-PPy oxime
FCC). In this work, lithium fluoride (LiF), lithium perchlorate (LiCIO,) and p-dodecylbenzene sulfonic
acid (DBSA) were used as dopants and the molar ratio of pyrrole and its derivatives to dopants were
1:1. The lithium fluoride doped polymers showed the highest electrical conductivity of all the doped
polymers due to its smallest size of F~ anion (1.33 A) which could be transported easily through the
polymer matrix to stabilize the positive charges occurred on polymer chains. These polymers were
then tested for their electrical conductivities while passing methanol and diethyl ether vapors. It is
found that the factors that affected the electrical conductivity and sensitivity of the polymers when
exposed to tested vapors were polymer structure, vapor structure and concentration of tested
vapors. However, polymers with electron donating group will have good electrical conductivity while
polymers having larger free volume will have faster response time. Organic molecular vapor with
more polar group and smaller size will also assist the high electrical conductivity of polymers but
larger vapor concentration will give faster response time. However, each polymers with more polar
group will give slower recovery time. The result of the investigation indicates that 3-derivatized
polypyrrole can be used as gas sensor.
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2.2.2 Narrow Band-Gap Polymers
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2.2.4 Non-conjugated Polymers Containing Pendant TT-Electron Systems
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1. Electron-accepting species
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3. Mass Detection Sensors (MS)
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Gas | Device/techniques/principles Polymer Sensor characteristics

NH, | Change in optical-transmittance PANI-PMMA Sensitivity of PANI-PMMA coating
using a 2 mm laser (He-Ne) source are~10-4000 ppm, reversible response
Electrical property measurement Polypyrrole Response time < 20 s, recovery time ~ 60s
Electronic property of the film PPY-PVA Composite Resistance increases with NH,
played the part in NH, sensing concentration but becomes irreversible

beyond 10% NH,

Electrical property measurement PANI-isopolymolybdic acid Resistance increases with NH,

nanocomposite concentration and is reversible up to 100

ppm NH,
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3199 6 woawesi AN 1F umIasdeums (fo) [24]

Gas | Device/techniques/principles Polymer Sensor characteristics

NH, Electrical property measurement Acrylic acid doped polyaniline | Highly sensitive to even 1 ppm of NH, at
room temperature and shows stable
responses up to 120 days

NO, Electrical property measurement PANI-isopolymolybdic acid Resisitance increases with NO,
nanocomposite concentration

An amperometric gas sensor based Nafion Electrode shows sensitivity of 0.16

on Pt/Nafion electrode LA/ppm at room temperature, response
time of 45s and recovery time of 54s, a
long-term stability >27 days

NO Amperometric gas sensor Polydimethylsiloxane (PDMS) | Shows sensitivity to 20 nM gas, high

performance characteristics in terms of
response time and selectivity

O, Amperometric gas transducer PDMS Analyte can be measured up to 1.2 mM

Optical sensing method Tris(4,7’-diphenyl-1,10’- -
phenan-throline) Ru(II)
perchlorate- aluminescent dye
dissolved in polystyrene layer
Electrical property measurement Nafion Sensitivity 38.4 pA/ppm, lowest limit 3.8
ppm, stability excellent (3oh)

SO, QCM-type gas sensor Amino-functional poly DPEDA functional copolymer with 5 wt%
(styrene-co-chloromethyl of siloxane oligomer shows 11 min
styrene) derivatives response time and good reversibility even

near room temperature (50°C)

HCI Optochemical sensor 5, 10, 15, 20-tetra (4’-alkoxy Reversibility sensitive to sub-ppm levels
phenyl) porphyrin of HC1
[TP (OR) PH,] embedded in
poly(hexylacrylate), poly
(hexylmethacrylate),
poly(butyl methacrylate)

Optochemical detection Ethylcellulose, Sensitivity smaller but faster recovery
poly(hexylmethacrylate) time compared to that of tetra-hydroxy
substituted tetraphenylporphin

HS Electrochemical detection Nafion High sensitivity (45 ppb v/v), good

reproducibility, short response time (0.5 s)
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Sensor class Analyte Concentration range Detection Electrochemical
limit/sensitivity response
Toxic gas noses NH, - 29.4 ppm Conductometric
- 100 ppm Conductometric
46-10,000 ppm 300 ppm SAW
4000-10,000 ppm 4 % 103 ppm Conductometric
50-150 ppm 12.8mE2/ppm
NO, 0.8-11 ppm 11 ppm Voltammetric and
Potentiometric
- 50.1 ppm Conductometric
10-200 20 ppm QMB
CO, - 2x 104 ppm123a Conductometric
- Conductometric
Toxic gas noses SO, and H,S 500-2,500 ppm 500 ppm Conductometric
10-200 10 ppm QMB
CH, - 40a Conductometric
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Sensor class Analyte Concentration range Detection Electrochemical
limit/sensitivity response

Non-toxic gas EN Oxygen 0-200 ppb 200 ppb Photocurrent
measurements
Hydrogen 1000-5000 ppm 0.0519 LLA/ppm Potentiostatic

Aroma sensors Methanol 15218 mg I 9.7mCY/ mg I Conductometric

- 19.2° Conductometric

14-250 mg I 1.3/ mg 1" Conductometric

Aroma sensors Ethanol 15-140 mg " 7.7m€Y mg 1’ Conductometric

- 13.4° Conductometric

2630-24800 ppm 30 [LV/ppm Conductometric

2-Propanol - 8.8" Conductometric

Butanol 5-80 mg/m3 - Conductometric

Phenol 5-100 mg/m3 - Conductometric

Butane 100—40,000 ppm 1000 ppm Conductometric

Benzene - 3.1° Conductometric

Carbon tetrachloride - 53° Conductometric

Humidity sensors Water RH: 35-65% RH: 2-4% Conductometric
vapors RH: 10-90% R/R:4.2 % 10° RH: Potentiostatic

RH: 20-90% 1% Conductometric

Microbial nose Acetic acid, butylamine,2- Flow rate: 200 mL min" - Conductometric

pentanone, 3-pentanone,
cyclohexanone, butanol,
diethyl ether,
acetaldehyde, benzyl
acetone,N-decylaldehyde,
isoamyl acetate,

acetoacetic acid

RH: relative humidity; Rd: resistance under dry air; Rh: resistance under specific humidity; SAW: surface acoustic

wave response; QMB: quartz microbalance response.

"Sensitivity: Rgas/Rair.

b Sensitivity: (Rt - Ro)/Ro, (Rt: resistance at contact time ‘t’ Ro: resi

e in ab of ¢




33

. Y o =2 = a J A o
S. Radhakrishnan ttazame [25] lakimsAnsimseiouned Ins Tsaniimsisuily
wAa L a, 1 1 o aan a u'/ a o
auauiadiames 15du Ar03smsldd 1 Tasassvagiilgnsormedwe lsasuned Ins
1 o = A A 9 9 g [] A " 9 U T o o
Tya wunwles Tsgunmiud T luTassadraiusamumiosazanuied hasmsnisueu
J 1 a J % 1 ) t4 @
vouuon lealdunwed lns lsagunuizaudenisiild1daunisgilnsaiasieia Tu
(% do 1 aaa a a a o a o £ J ~ T
nszUIuMsFuRzRiRulgfsoeendaivinddanedme lswdu dliios Tsduegsu
v a da ¢ o Y Ao A o o ¢
a1 Taglimlessnaae lsaiminiilludeendlad msneuauesveImMaaIsuoULBULDN

1 [ A -4 I~ ] 1 @ a {
NggwuniannvuuiudadiuiulSnames Isdunieu

(@) A 2 My s M4
S 1) s 1 I\r\\/}"{.ﬂ\'
i 4 H s H -
o I\ o I\ . L
-”A\a”ﬁ“{“\f’x\hwn\?’/\\’h“{“?/
T T A N T W
e
Fe CO
R

.'.'_"' [ s i "’ ¥ |II:—\.I_ ) ci
! W i ! Y ) ! b ) -
APNINAAN fﬂ\h,,f\}xﬁ{ N
H W g " W

|-

]
=1

4 o aa 1 9] 4 4 1
A 27 uﬁmaumﬂimizmwﬂmaqammmimumuuaﬂ"lwwﬁm (a) Polypyrrole

(b) Polypyrrole NHMIR0 U0z ABUM DS 1581 [25]

Y

o al 3
Yosnanealnslsa
1 a 4 o J
A. Ramanavicius tazamz [26] las1o0u13med Ins Tsaldgndunsizs

dgl Z A 3 dy a o A o Jd? A o :xl
VUNIATIININDT 1912 1/1quwaa"lwsTsa1/1mmiwﬁmuTﬂaﬂizmumsmqmum G]"l‘ﬂuu

v
SAA

lideusaazargldludiiazaisla qiflesnrnusanseiiserineanes Teneawesniaun

=2 o

Y] u’j =K I [ d? a s A 9 Y [ eﬂj Aav
muu%mﬂuﬂﬂmmaﬂiuﬂigmumsmugﬂwaamaimamiﬂizt;lﬂﬁﬁlmm ANUHUINUUNINY

2

vaonui IddnuuRssumsdsul e laseadhaned lus TsaTaomsiunyiladdudn Tuuu

v Ing Tsa



34

T(M)—@M*—@)T )—é’)—’f}—é’)—é’ﬁt

R

(@) (b)

)i R R R R
Foa g o o
{_4: N N N TN
H H H H Ho s

()

NN 28 (a) Polypyrrole, (b) Poly-N-alkylpyrrole, (¢) Poly-3-alkylpyrrole [26]

= % &
msteSaueyius Inslsa
.. Y ! = ua/' =
R.C.  Foitzik  HagAale 271  1dnadedunounisiaion
N-p-Toluenesulfonylpyrrole 18t ua15d1na191un15§9A512H 3-iso-butylpyrrole  and

v
Yo A

3-iso-pentylpyrrole f%511l52gnA 1% 1197U wool coating 134l

i LY

0=S=0 ’il
0=—S=0
/ \ THF/KOH
+ - =
N 66°C, 4 hr
H
CHs

MNAN 29 1aAHTe1N51AToN N-p-Toluenesulfonylpyrrole [27]

AN IAYUDINITLAT oW N-p-Toluenesulfonylpyrrole 1o 09n UN1S

Rafise a d e 2 nag 5 Faduusnaidedldenmafaliisemnnhdumad 3
o ) [4 a
NILUILMIFINGI 15013 blocking FuiunszurumsfidifadensmIouoyiusned

o d‘d ] d' o ] d‘
"lwﬂﬁamwwmuw U AUHUIN 3



o a ]

. =2 = o J Aa
H. Korri-Youssoufi Lagaue [28] ﬁﬂ‘kﬂﬂﬁmiﬂu@uWMﬁW@ﬁlIWiTiﬂ‘Vlllﬁy‘

A o VoA I ] =\ 1 a A sq Y 4
unud o A 3 funyiolu vazwyleasenda ionisiszgndlgluaiuginsel

ATADVE3 T Tutana
H
_x"D
NH, /
[ 3N
N
N H "
(2) (b)

NN 30 (a) Poly (2-(3-pyrrole) propylamine), (b) Poly (2-(3-pyrrole) ethanol) [31]
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3.1 maadfinllumsnaaes
1. 1,4-dioxane (AR grade)
2. 3-bromopropionyl chloride (Aldrich, Technical grade)
3. Absolute ethanol
4. Acetone
5. Acetonitrile (AR grade)
6. Ammonium persulfate (Riedel-de Haén, = 97.0%)
7. Anhydrous aluminium chloride (Fluka, =~ 99.0%)
8. Anhydrous dichloromethane (Sigma-Aldrich, =>99.8%)
9. Anhydrous sodium sulfate
10. Copper (II) perchlorate hexahydrate (Aldrich, 98 %)
11. Deionized water
12. Dichloromethane (AR grade)
13. Diethyl ether (AR grade)
14. Dimethyl sulfoxide (Riedel-de Haén, 299.5%)
15. Distilled water
16. Dodecylbenzenesulfonic acid sodium salt (Fluka, Technical grade)
17. Ferrocene carboxylic acid (Fluka, =>97.0%)
18. Hydroxylamine hydrochloride (Univar, 99%)
19. Lithium fluoride (Fluka, 2299.0%)

20. Lithium perchlorate (Fluka, =98.0%)
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21. Methanol

22. Nitrogen (g)

23. Potassium hydroxide

24. p-Toluenesulfonyl chloride (Fluka, =99.0%)
25. Pyrrole (Fluka, =>97.0%)

26. Sodium chloride

27. Sodium hydroxide

28. Tetrahydrofuran (AR grade)

29. Ultra High Purity Nitrogen (g)

3.2 gnsaililumsnaaes
1. 1-Necked round bottom flask
2. 3-Necked round bottom flask
3. 3-ways valve
4. Beaker
5. Buchner funnel
6. Rubber bulb
7. Burette
8. Clamp/Clamp holder
9. Condenser
10. Conical flask
11. Cylinder
12. Dropper
13. Drying tube
14. Equalizing dropping funnel
15. Evaporator

16. Expansion adapter



17.
18.
19.
20.
21.
22.
23.
24.
25.
26.
27.
28.
29.
30.
31.
32.
33.
34.
35.
36.
37.

Filter paper
Forceps

Glass funnel

Hot plate
Magnetic bar
Mechanical stirrer
Oil bath

Pipette

Reducing adapter
Separatory funnel
Sintered glass funnel
Soxhlet extractor
Spatula

Still head

Stopper

Suction flask

Temperature controller

Test tube
Thermometer
Vacuum oven

Vial tube

40
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33 inesileMIlumsinnzy
1. Differential scanning calorimeter (Mettler Toledo: DSC1)
2. Electrometer/high-resistance meter (Keithley: 6517A, USA)
3. Fourier transform infrared spectrophotometer (Bruker Optik GmbH: Vertex70, Germany)
4. Proton nuclear magnetic resonance spectrometer (Bruker: 300 Ultrasheild, Germany)

5. Thermogravimetric analyzer (Mettler Toledo: TGA/DSC1)
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Qoug N tieAsdiazatweanaInas 1z lavewdsd@imuanitlanazneulmidnass

U q

a a [ < 3
[27] dremniueaioudsuias 200 mL a2 ldamsnansuaiiumiazideadurd euliuialasls
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[

9 A a9 < o 3’ o A MY 1w a [ Y
qouguanmanguvgieuilunal 24 ¥ 1ua hminidunszd 1A 66.70 g Aalluiey

19 a

agWanan (% yield) MM 86.06 % Wamsiguilonanbaialomadia FT-IR 1az H-NMR taa

PBlwiado 4.1.1.1

YA 2 m‘sffemiwﬁ 3-derivatized pyrrole precursor;
N-p-Toluenesulfonylpyrrole-3-(3-bromopropionyl)pyrrole

A anhydrous dichloromethane 200 mL 231U 3-necked-round

H 1 ) Y
bottom flask Y19 500 mL #iivie lulasiaugnaetiinediunilaues flask tWoAITn1IZNS
naaosliegnieldussormeiialulasiou Ay anhydrous aluminium chloride 10.84 g (81.4
< ~ g o 1 .

mmol) nueswamiumal 20 ui WeasuMMUAAT ABYY HeAT1TAZA10 3-bromopropionyl
chloride 16.28 g (95.0 mmol) lu'lanaelsfimu 100 mL Tasnruauguvginisnaass1in 20

=3 1 = = 9 [ a d' =)
par T aIFod naudIsazaleae 11090 30 i ndrliuangurglawni 5 esrwaIFed vion
#1502a18 N-p-Toluenesulfonylpyrrole 18.00 g lu'lanaslstimu 100 mL auenswauneld

4 o o o A ¥ aaa ° Aaaa
vssemans lulasmusuasuivuanal 20 ¥ Tue  hasn ldanl §azeminl§asen

a 1 g’ < Ay ¥ aaa @ Y g’ o 3 Y
loTaslagea Tavaos q nearinguaslumsi ldand§aser anamsnandeiingu 3 a5 uan

F4

o o S o [ J o v W

!.Lflﬂﬁ’]ﬁwﬁﬂjﬂflcl%ﬂﬁ’lﬂllﬂﬂ ﬁﬂq%ﬂUﬂﬁgﬂ\?ﬁ'ﬁWﬁNLLﬂﬂ@@ﬂLﬂu 2 FUBIWANYITU A IHITUVVU

dy a o da l:: ' :j 3 Z g’ <3 Qa; a =4 ng
@]auumiazmﬂﬂumié%%y%ﬂg%uaN taeFuUdUaITazaeFu INUFUEISOUNT O (YU
1 [V 3/ 9 =y sa o 9 < a A
ay) ﬁﬂﬂ"]ﬂﬂﬁlﬁlﬁ'ﬁazawEJI“ﬁLﬂEJ?Jﬂa?JVliﬂ@iJﬁ'J wenlaalensieuen iuaisazargounsdlu

v 4 v

conical flask Y11 250 mL 1an Ta@ensaanis1#91011 (anhydrous Na,S0,) Tuilsuanun
a < g M 4 o
INUND leagﬂ?um\ihl’glﬂut?a'] 24 ¥ 114 Lﬁﬂﬂiﬂﬂ]ﬁuﬂna’]ﬂﬁﬂﬂﬁgﬂﬂu Na,SO, U,'g'lﬂﬂﬂgﬂf]u
#1511 petroleum ether (60-80°C) NAIUBEILT nseeasnansius lasld sintered glass funnel

= vq_ ¥ = ay o v A o <
suasinsedldludogyamaiguugineuilunar 24 #2lue agldmsnansusiiiu
g’ o { o o 1w a
N-p-Toluenesulfonylpyrrole -3-(3-bromopropionyl)pyrrole Wminndunsizd ldmiiy 15.44 g A
a " a d @ J a
Lﬂu%ﬂﬂﬂ%ﬂaﬂﬂ@l (% yield) N1 79.80 % wamiwqwmﬂaﬂymﬁwmwﬂ FT-IR tiae 1H-NMR

uaaa 13 lusave 4.1.1.2
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v
(3

U 3 MsFaner 3-(3-bromopropionyl)pyrrole; 3-Py

A 1,4-dioxane 151195 300 mL @911 3-necked-round bottom

9
v 1

flask ¥U1A 1 L 1NUUADY )Yi8IA 3-derivatized pyrrole precursor 11.13 g (31.3 mmol) aalu flask

A a ) A =
mu’mﬁNﬁwqmwnmﬁ'mﬂwiéfussmmﬁmm"luimmu 30 4N ADY qwmmmzmﬂmmam

QU

J ! a
leasonlaaanududu 5 M 300 mL aslumsazarenay nudsnauigurginoesnield

o ) a a A 4

msmmﬁﬁ”w”luimmmumumwuﬂnm 72 %2 T34 mu"lma‘naamas 150 mL NIUAITALAY

A o v 9 g’ o Y 1 A 4 qa/l v v W
20 N Lﬂ?ﬂﬁWﬁuﬂ1ﬁﬂﬂﬂﬁﬂu1ﬂauiﬂ‘(’Jcl"]fﬂﬁ’JEJLLEJﬂ !ﬁUfﬂﬂ‘i’)EJ&LEJﬂ&W’E]‘IWﬁﬁ‘VNﬁ’ENW\Iﬁ'ﬁ'llﬂ’dﬂl!
Sy & < & ¢ v 3 o a a¢ & v
GNU],’J%Uﬂﬁﬁ‘ﬂﬂﬁﬁwﬁmwﬂﬂﬂﬂlﬂu 2 FUBIWANUYIU LUAUNUTUFITASDIYOUNGTY (¥UUU) 1A
o [ 31 Y = A o Yy 3 09/’ a A o .
1!nﬂﬁ'ﬂW]ﬂﬂ’lﬂﬁﬁﬁzﬁWEJTG]f!ﬂleJﬂﬂ@uliﬂﬂiJﬂ’J ummmfumsazawaumﬂ“lu conical flask

' Y v
YA 500 mL 1an TpRguFaaNis1A91ni1 (anhydrous Na,SO,) Tuilsumannnamune uas

9 =t

e & 4 ° 2 <
nune Pidlunan 24 1T ileasuimuanangesaznou Na,S0, 141l inuaisazateinsos
lalasdriazarwesnmeldannzanudud Tasla 3 ludovquainia 1darsilidnyus
v Y
o @ A 1 o @ A 1 v a A 4
AU daneau udanazneutiiudivassesuluaisazasnauszring laeiadines
@ Y] [l a o o {

1 light petroleum MudA318U 1:1 n3sansnansdaal Iasld sintered glass funnel U1 NNIO
vq v i Ay g & Y Ao MY 1w a
laludovquanmanguugineuiuna 24 42 Tue minasiduasizd laminy 5.82 g An

< a . 1w a J [ 7 A
ihudevazwania (% yield) M1 92.03 % wamsigaiienanyaidlematia FT-IR uag H-NMR

ueraa 13 luraveo 4.1.1.3

G Y Al &
34.2 nﬁm‘mmgwuﬁwaa"lwﬂsa 3-PPy
ANETAZA18V0N 3-(3-bromopropionyl)pyrrole  0.2020 g (1 mmol) 11 acetonitrile

a

10 mL 831U 3-necked-round bottom flask Y119 50 mL AIUANgUUIMsTII Ao i ngangll
9
20  odAusalsYe ﬂ'J‘LlfT"I'i’d%a185]181&}ﬂ5381ﬂ1ﬂ31%1u1@§!ﬂu 10 U1 NNUUADY avga
1502818 Copper(Il) perchlorate hexahydrate 0.7410 g (2 mmol) 1U acetonitrile 10 mL a4y
v & 4 = 2 o A dﬁf 9
miazawmgwuﬂwﬂia ﬁ]gllﬁgﬂ@uﬁﬂ'llﬂﬂélluﬂ'lﬂiuﬁ'lﬁﬁgﬁ']ﬂiﬁ ﬂ'JL!?f']iWﬁiJﬂ'lElGlﬂ
g o o 4 2 aaa ° 9
1]3iﬂ?ﬂ?ﬁﬂ?%quiﬁﬁlﬂuﬁ]uﬂiﬂfﬂ?‘iuﬂl’)ﬁ"l 12 GH'JIZJ\? Lﬂﬂﬁuq@ﬂgﬂiﬂTuTﬁWﬁqﬂﬂﬁﬂQﬂﬂﬂ
. Y v J a 4 Y g’ o .. a A
sintered glass funnelaNmﬂaumgwuﬁwaa"lwﬂiamamﬂammz acetonitrile TUUFuanun

A o w v a o o Y 9y .. Y 9 .
IDUNBATUDTAD ﬂgﬂ@u@HWH‘EW@@%WﬁIiagﬂu']u']a']\‘]ﬂ’]ﬂ acetonitrile 5@1!1@3165 continuous
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& o o ¥ ) ' v < =
soxhlet extractor t10ATUAMUALIAT 8 H2 T3 vigalnauTou uazaseliarsiuasauds
a o < o Aa o J < o
gangiines ihazneu lieuludeugaonma funar 24 1 Tud ldaswaadusiiuvewdadd
o ¢ a 2 J o A o MY 1w a 3 v a
YOIAZNOUDYWUTNOA INS 150 Wniinansidunsizd It 0.1950 ¢ Amdlusosaznanan
Y a 4 @ o a o
(% yield) (MU 97.48 % wam3igatitenanyaialemaiia FT-IR nag 'H-NMR uaas 13 luiiade
4.1.2 uazwamsnagevauianianuiou wans 3 luate 4.2
=2 o d a d A A 1 a o VoA | v =
3.4.3 mamsaneywuswedlnslsafdinyunuil e druniedl 3 1funyeendu
(3-PPy oxime)
1@4 3-PPy 1.0500 g (5 mmol) 11 DMSO 10 mL 11 3-necked-round bottom flask
(2 S
YA 100 mL muasHauneldussemeanislulasiou 20 Wi Ave q1iea Hydroxylamine
v
hydrochloride 0.3475 g (5 mmol) 14 absolute ethanol 10 mL AIUAITNANABDA 10 U1 LAIA
4 d‘ o A (% 4 a o aan Bld' = d‘
ginsaliveR T Wand (reflux) gunginisinlgnsergnaiugulin oo esrusaidod oasy
o = 1 <3 A a A Aaaa
fmuanat 90 i ngalnanwieu udrldesIimsduasigungiides maisn lannilgase

a ~ a A ' v A o a J o
aQ1uﬂ$GﬁI§]UﬂN1ﬂlﬂUW@ Wﬂﬂ]ﬁﬂ’)u@ﬂﬁl\ﬁ:uuﬁq ﬂghlﬂﬁgﬂﬂuﬁﬂ1m?)ﬂw9aluaﬁ HIUINTONLLAS

v
@ o

Y, v v o A o odyy Yy
ANASNDUVUSNIDIAIYUINAULLASIDNTIUDAATINAIAY u’lﬁ’]iWﬁﬁﬂmm%qﬂqﬂﬂﬂiﬂﬂimﬂﬂu
= a9y 1&] ) 3’ o A o MY 1w a I 9
FUYINMANYUN YUY DILUULIA 24 GH'JT?N uWWHﬂﬁ1ﬁﬂﬁﬂLﬂ51$WulﬂwnﬂU 1.0311 g ﬂﬂlﬂuﬁ@ﬂ
a 1w a 4 @ 4 a
azHaANan (% yield) I(N1NY 95.89 % NaﬂWinﬁ]ulfJﬂﬁﬂ‘Hﬂlg{ﬂﬂlﬂﬂuﬂ FT-IR uag lH-NMR 1531%N

1Awiadie 4.1.3 nazwamsnaaouauiianaanudou uaasldluiade 4.2

3.4.4 MyMeaneIITnTHNeaBIR AT UM ENTe R 3B UM I UENTIan
Fuit 1 maeSeunaelmfulo s Fumivondian (Na-FCC)
wuansz laTasyusu 100 mL Tu 3-necked-round bottom flask Y119 500
mL fi9e qHeamsazatensamles 1sFumsuensan vhwiin 13.70 g (59.5 mmol)clufj’? 1aInIu
meldussomalulasiou des aneaaisazaio 50% ladonleasenledasly sunsziield

=1 A A a dg’ o 1 Yo = 4
AZNOUTINADINDIVDUNAD Na-FCC 1hadu Tagszisee s uuTuavedladey laason laa

mnnnnsaes Issunisuengan daseliniudelidn 12 $21us  nsesueninash 1dudadr

v v S v v v v ~ Ay @
Inazondoansz lalasyusu 3 ase udrenliumaludeovgyaimeigungiideuiunal 3



45

@

Y
A o @ a I a " W a @
u fiiiin 1435 ¢ Aadudeonznanan (%yield) 117D 9532 % wamsiiguilonanysialg
maila 'H-NMR uaz FT-IR uaad 13 luide 4.1.4.1
6’3 d' o daa (Y Y2 d a Jd d‘d v =
Yun2 msnueanessilinvuveseyiuswodlnslsafilinyoondu
(3-PPy oxime FCC)
IANE15a2a18 3-PPy oxime 0.4301 g (2 mmol) 11 DMSO 151105 15 mL
2414 3-necked-round bottom flask ¥11A 100 mL paumeldussermealulaswusuasy 30 w1
a A J y o S A o A (o o
ANEITAZA19INAD Na-FCC 0.5061 g (2 mmol) 111i1 10 mL 1addsginsalinesinaWand (reflux)
~ a I M) 4 o
numeldussnmealulasiauiiguvgil 900°c  1unal 96 ¥ Tue iWeasuimuanavgali
9 1 Y < = a 9 09/, a o 03:
ANuseutazasslnasduaIdguyigivied MnuMmeaIsazalgnoaiueINavuaadly
a A a A l a oA 9 F) F2 a :/’ =
9% IAUNIANUNONNIUBEANTI NTBIENNBANDSN 1Aara 19918925 1At 50 mL 2 A5 99
o { a I ) 3 o { o Ed
i lenlduialudeugyaimanguugiveuiluna 24 ¥ Twe thminasnduasigd 1a
[ a 3| a [ a [ 4 a
D 0.6954 g Asuilufesaswandn (% yield) tN1VD 95.47 % wamsiiguiilondnuaidlomailn
'H-NMR a2 FT-IR uaad 13 lusiade 4.1.42 vazmamsnagevauiianiaanudeu uaaalily

Wdo 4.2

v d a &
3.4.5 msdunszyinealnslsa (PPy)
a J 091
wuansaza1e Ins 158 0.9393 ¢ (14 mmol) lwiisieminlessn 20 mL 1w 3-
< &Y
necked-round bottom flask ¥11A 100 mL nauaIsazaeiiumal 20 wiimeldusseimenie
1 Y

TuTasiou gungiinsinl§asergnarugu1in o essuwaiFea sniiudes 9 neaaisazale
A

wouTudsumilesdFama 0.9000 g (3.95 mmol) Tusinlseminleseu 15 mL AruguIlFATon 130

Y

a = ) d' o d‘ 9 Aaan o
UNYN 0 DA ALTY !:'flunm 12 °I$’JTZN UBATUNIVUHALIAN !Vlﬁ15ﬂllﬂ§]1ﬂﬂ§]ﬂﬁﬂ'laﬂcluu1
a a Y ngl 4 Y g’
ﬂﬁ'l?fﬁl'lﬂ]l@@@u‘]Jiﬂﬂﬂ!ﬂﬂﬂlﬂqu)Lla'Jﬂi@\? mﬂuumm;'ﬂauﬂaﬂmﬂfnﬁi]m'l@aauuamum
3 Y o 9 I o :’ @ A o MY 1w
HBAYAY 9] AN ummaﬂu@a‘uqmumﬂmmﬂunm 24 ‘H’JI?N u"lﬁUﬂ’E’ﬂTVIﬁ\‘]Lﬂi"lgﬁllﬂwnﬂ‘U
a g a [ -2 a @ a
0.8991 g Anludosazwanan (% yield) 111U 98.66 % KamsHgaiendnyaialemAlin FT-IR

az "H-NMR taad131uside 4.1.5 uazwamsnagevaniianiannuiou uaaa1iluinde 4.2
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3.4.6 Msnszaulimantizszg (Doping)
a ) Ay 9 Y a v o
azatoneawes i ldihfdesmsnszquidifammenilszgludiiazais
DMSO  #lds Dopant f® Lithium fluoride,  Lithium  perchlorate  4@8¢ Sodium-
1 @ 1 o 1 I 1

dodecylbenzenesulfonic acid Waweg ludnsiaiuveslng Isanod1s Dopant (I 1 6o 1 Taems
A Ay v o < o d . o
nungargitesmeldvssemeavesma luTaswuilumar 48 1 Tus i lilszmeedn
Hazarweandrsitnmsaannuauiguugiives Taemsla 3ludevquarinmanguugiives

dunan 72 $2 7

a d (Y] d a d
3.4.7 MINFGIUDNANHUYBINDALNDT
a A o N Y o a 7 o ¢ A Vo do Y A
‘WﬂmﬂJ@i'ﬂENLﬂiT%‘H1ﬂﬂ$§ﬂu1ﬂ1wq%uLﬂﬂaﬂHﬂl!W@WWWEWQﬂTuﬂ'JEJLﬂi@Q
v
Fourier transform infrared spectrophotometer (Bruker Optik GmbH: Vertex70, Germany) Tagiuusn
o =\ Qy Yas a A ) Yo Y o
fl]ﬁ/l1ﬂ15mi‘(’J?J°]51NTL!“V]ﬂfff’t']UI@fﬂﬂf’)‘ﬁﬂ?i‘ﬂﬂW’ﬁ?JWO@L3Jf)iﬂﬁ'ﬁlﬂ§1$‘ﬁllﬂﬂﬂ%1 KBr umm”lﬂ
1 A
naaou IaslHnAia transparent mode FIUAVAAUAULA 400-4000 cm”  TuaAIUMIAIUIUN
A ' 7w 4
ﬂimmﬁﬂgﬂdﬂ%uﬂﬂ%mém Proton nuclear magnetic resonance spectrometer (Bruker: 300
Y Y
=S a @ A, a o % o
Ultrasheild, Germany) Iagslumsw3susuaiunaaeuiivazlyitnsazarenadmes ludlih

02019 deuterated DMSO (DMSO-d)

va a Jd U
3.4.8 fni‘i’lﬂﬁﬂ‘UﬁN‘Uﬂ‘i’lNﬂ’J“IN%ﬂuﬂlﬂﬁﬂﬂﬁm@ﬁﬂ]ﬁ@ﬂﬁﬂ

JA o

woamesnduns Iz Idvzgminmageuanuatesnnnuiowie gyl

1 ' Y
MIAAIOAIRUATOI Thermogravimetric analyzer (TGA1) Nguvngiiaua 50 — 1200 °C n1eld

U

%) a 4
VT5EMAVEINIS 1 Tns1au HATHIQUNV glass transition (Tg) A181AT04 Differential scanning

[ 9
calorimeter (DSC1) Agangiiaaa 25— 225 °C meldussemavesms lulasiou

v o v - Y] 1 a d
349 m'i‘nﬂaa‘umm‘sm"lvh?huazmm'sm"lmamclfmesnwmwaamaﬁ
3.4.9.1 ﬂﬁ!ﬂ%ﬁm%‘l—!ﬂﬁ—!ﬂﬂﬁﬂﬂ

4 @ a 1a A ! ay
Gl%’m%‘ma@‘lamaammmmwuwﬂ“l%’sluﬂmmﬂmmmmﬁau FT-IR

o a I Y Y a Y A 2 J o Y
111’2']@WQW@@LN@?WWWHﬂ'ﬁﬂiZQHi’VILﬂﬂW1W$W1ﬂﬁZﬂllaﬁﬂﬂﬂaglﬂﬂﬂ ‘Lﬂ'ﬂuﬂﬂﬁgiﬂﬂl 0.1 N3y
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@ J o Qy
AL 989 3,000 Youd JIANNMUNUIVOIFUIIUAIY dial  thickness gauge (OZAKI MEG:
PEACOCK) 1AIRDINNY sensor chamber A0 ﬂéﬁ UIATBY Electrometer/high-resistance meter

(Keithley: 6517A, USA) A9MN 33 1A 34 AU 1A

A 4 ay A va o
2NN 33 Q'ﬂﬂim')N"]f“LNTL!!,‘W?J‘I/Iﬂﬁi’)ﬂ‘ﬁTﬁll'iJ@]ﬂWiu”luh\IﬁW

v Y ¥
NN 34 MIINIFUNUNeNATUaLanTi v

3.4.9.2 msmuguANMTNTUveslosziei I8
Yy 9 @ [} Y =) =3
msnuauANuTNTuveleszivodiedis deslimsiievinasgiule
SLMVDITITAI01NO U UININITNAae e lFmanudutuveslosziveasdiednusuduy

9 9
ﬂﬂuﬂ'li‘l/lﬂﬁﬁ]'].la’ﬂﬂ1ﬂﬁﬁ'lvlw171'ILLﬁZﬂ'I%J’E)ﬂﬁ%ﬂ]iﬁﬂ'ﬂﬁu@ﬂﬁ'ﬂq’ﬁ)i&‘Viﬂﬁ’]@m\i Taelivunounil
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4

o ° o < I YA 1 A £

YUUIN fnuasasusrlunmslvavesms lulasmulitainsnaivi Tagluns
A Y1 v < ) [ . 3 o g’ o A

naaouaonlemoasusalums lravesms luTasumiiu 500 mL/min 1nuIaanivIinn

. @ I 3 9 = ~
WWlel‘ﬂ (weight loss) UDIA1TAIDYY Iﬂﬂlﬂ‘]J"UfJquja‘V].ﬂ 5 UIN IUATUITLYSLINT 40 UIN

03, o J g} o A @ ' 2 % v o J
VUADI hdeyanniminfiniellvesarsaredranudounsiddsuaasnnuduius

4 [

v d o A ' A v v y N v
‘iz'mwumuﬂﬂmﬂllﬂﬂmammmmaya ﬂWﬂﬂﬁTV\I!iﬁ]3hl.ﬂﬁﬂJﬂWﬁﬂ'J’]llﬁllwu'ﬁﬁ']ﬂﬁﬂ‘hﬂuﬂ15

Mruamanudutuvedloszvodisenasudu

Calibration curve method

weight loss (g)

9.00
8.00
7.00
6,00
500 A
4.00
3000 A
200 A
Loo
0.00

v=0.2000x

time (min)

unuat nanllumsldmes lulasnumuasdeeanautls x luaums o
v 2 o 4 o A o Yo < Yy v A 9
Taanihminnnieldvesarsdredis el 1ss1unantduanududisuduves loseive

frve19a0 11l
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4 r
%

= y 9 @ 1 o Y [l = A
YUNaIWN ANt loseivedandrs fvua 3 luniie ppm Tag 1 ppm vunededsum
150819 1 amludlitiazals 1,000,000 @ vse USuiaaisdinge 1 Jaansuludam

azaelsua 1 a3 (mg/L)

{29614 mIgnnamaNuduiuloszmediogns

fnuald nanlumsdasets luTasnurmuasdiees minu 32 win Tasmalulaswou

[

3 1w
ﬁ AIUTUNINY 500 mL/min 1’7?@ 0.5 I/min 1DAUNIT

=

Il
“cl
12
=
=

i

UNUA x 928 32 min 9214 y = 6 4

@ J J %) ] @ ' I A o Y
uu‘ﬁiﬂEJﬂ’J”IlJ’J”I‘lI@f’JEJﬂW“]fDlHI@]’iH]HN”IUETTW]’JI’JEJNHJHLTJZ‘H 30 4N RV

9
L2

iminnme lvesansdiedaminy 6.4 g 38 6400 mg

uaz UswnaieluTaswuingnld ) luszezinan 3201 vidy

32min=0.5 L/min= 16 L

9
[ Y

i anudutu leszmvediegna iy

6400 myg

16 L =400 ppm

v ]
CZ

=1
YUN

k4
7

a 4 {
TUABUMIIASINANIZUITOIMAUNIUDA Lm%l‘lﬂlﬂﬂﬁalﬂﬂ5?]'311]1%11%14ﬂﬂﬁ

A,

Saq Y I 2] a v 1w o
Qﬂﬂimﬂi‘lﬂ*ﬂglﬂUQWGﬁu%Uﬁing‘l'l“]fslllﬂﬂ 10 a3 2 3¢0NU  DNLLSN
9 £ [ [ Y] 1 o £ = a\ d o @ (2 A
muwuwmaﬂ‘umﬂumwmmmmLaamﬂmmammuﬂaumﬂuhamu Niov ulﬂi%ﬁ(iﬂ

o 1 { a J 4 {
A10819NAeININAdo (unuea 1se laiiasines) laeligUnsal Mass flow controller 1%



50

=

I 4 @ [9) 1 a2y = A A Jd a A 1 @
Wuginsainrugudasims Inavesma drudnarunieeziiveniinaiatla iwouse lids
working chamber GRICERT working chamber meluaziianelilae 13 annsaveunenuda probe
18 dauduanazaenuilugaoimea uazlined msurouaenuussermaneusn lunsoaniu
1Y d’ = A a A 4 A a 1 o 1% d' 1 [ :,}
AUINBIAT UNLTTOINIAVDUNNIUDA HI0 JateNadines zisunlaned1msudounenang 2
a 3 [ 3 v o % e 1< z?/‘ a\
T udndailugaeimasudensdesluiianuaudinn dluntiez1ddu 02 bar Mmiudaia
' 1 Y v 1
NaeNAesEnIadaeaed udrsa lesumenvznaaeutn 1 ludeluusn Tasilaindan
A 1 1 [V @ A a A J 9 9 Y [}
IFONADTE NI IUUTNALVIAVTTUNNIUEA 150 latonadmesudl lgme TuTasnurielums
w1 loszevesansiinlyluds Tagldsasimstloumes luTasumindy 500 mL/min 3UN5EH
v A (A a A Jd 1w (% d! 9 d' o
melunefidsinauunueauas latefadimesiminu 8.75 niu Feansan lavnnsinniims
=1 ' Y =2 o Y [ A o A )
enmasgiuantoundl Jihmsvgatlonleszivediedisngiimnaaey nasuanilouns
Y 1 .. v A A %) o Y a
TuTaswudng mixing chamber Tasasevunszinadidsmumalulasouludumny 17.5 das
@amsnaasanuIndetloumes lulasnuauasenadilSaunmidy 17.5 ansauisasium
% Y 1w a osjl ) S A A 1 1 ] 09»’ A l [ [
anuan laminy 1.0 dannmimdanaiiyeuseserninnansaesluiedesmasnanaine

IS ' W

(% { a P
lunsngoelufaesTasanududuveuuniuea nie laenadimesn Id azliauminy 500 ppm

@

0 v Y v A Yy ¥y A g A& o o o
i51vemnualianudutudenantduanududu Suduganmludaisaesly
§ $ [ { I
asainima/asumanudntu leszmen 15 umsnaaewily 250 ppm
Y (awva 1 = v W =) @ 1 F) 1 (<)

uaz 125 ppm MU AmwReAURUMsIATou loszimodaeganududu 500 ppm uatloums
™ @ a a d 1 o @ %
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Specimen

Anion radii
Sample name thickness
An9l
(cm)

3.454E-09 1.152E-12 6.505E-02

- 0.0037 3.351E-09 8.050E-13 5.970E-02 | 6.281E-02 | 2.778E-03
0.0034 3.284E-09 8.604E-13 6.367E-02
0.0048 2.848E-05 8.548E-08 3.911E+02

1.33 0.0047 2.847E-05 1.079E-08 3.993E+02 | 3.938E+02 | 4.724E+00
0.0048 2.848E-05 2.491E-08 3.911E+02
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0.0038 2.092E-09 1.680E-10 3.629E-02
0.0037 6.481E-06 3.331E-07 1.155E+02

1.33 0.0035 6.353E-06 2.916E-07 1.197E+02 | 1.225E+02 | 8.875E+00
0.0039 7.839E-06 3.726E-07 1.325E+02
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Anion radii
Sample name Thickness
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(cm)
0.0041 3.231E-06 | 1.790E-07 | 5.195E+01
2.8 0.0040 3.063E-06 | 1.538E-07 | 5.048E+01 | S.056E+01 | 1352E+00
0.0041 3.063E-06 | 1886E-08 | 4.925E+01
0.0038 3.887E-07 | 9.400E-09 | 6.743E+00
21.28 0.0030 2.883E-07 | 7.393E09 | 6.335E+00 | 6.678E+00 | 3.158E-01
0.0034 3.588E-07 | 8.708E-09 | 6.956E+00
0.0030 1.064E-08 | 8.116E-10 | 2.338E-01
0.0033 118SE-08 | 1271E-09 | 2367E-01 | 2.421E-01 | 1.196E-02
0.0026 1.009E-08 | 2.018E-09 | 2.558E-01
0.0039 2.553E-05 | 2462E-07 | 4315E+02
133 0.0045 2.954E-05 | 3.971E07 | 4327E+02 | 4.261E+02 | 1.049E+01
0.0035 2.198E-05 | 1447E-07 | 4.140E+02
0.0038 2.676E-08 | 4.991E-09 | 4.642E-01
0.0029 1.764E-08 | 1271E-09 | 4010E-01 | 4.238E-01 | 3.507E-02
0.0033 2034E-08 | 4982E-09 | 4.063E-01
0.0385 3252B-05 | 1.298E-07 | 5.568E+02
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0.0039 3.306E-05 | 9.418E-08 | 5.588E+02
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Current (Amp)

Specimen
Sample name . INZ.hclin‘\- I.\Z:.\ﬁ\-r I*V\Z.Iwﬁ-rc SDI.\Z.hcforc g S I*V\Z.ul'u-r SD s atter
Thickness (cm) ’
(Amp) (Amp) (Amp) (Amp)
0.0048 2.865E-05 9.072E-05 4.798E-05
1" 2.857E-05 1.202E-07 9.021E-05 7.212E-07 4.747E-05 7.283E-07
0.0047 2.848E-05 8.970E-05 4.695E-05
y 0.0048 4.798E-05 8.835E-05 4.720E-05
2 4.747E-05 7.283E-07 8.823E-05 1.697E-07 4.731E-05 1.556E-07
0.0047 4.695E-05 8.811E-05 4.742E-05
w 0.0048 4.720E-05 8.812E-05 4.734E-05
4.731E-05 1.556E-07 8.840E-05 3.889E-07 4.719E-05 2.192E-07
0.0047 4.742E-05 8.867E-05 4.703E-05
« 0.0043 2.988E-05 1.374E-04 5.893E-05
1 2.879E-05 1.549E-06 1.389E-04 2.051E-06 5.924E-05 4.313E-07
0.0040 2.769E-05 1.403E-04 5.954E-05
nd 0.0043 5.893E-05 1.284E-04 5.930E-05
2 5.887E-05 8.485E-08 1.299E-04 2.121E-06 5.956E-05 3.606E-07
0.0040 5.881E-05 1.314E-04 5.981E-05
" 0.0043 5.930E-05 1.310E-04 5.891E-05
3 5.892E-05 5.374E-07 1.318E-04 1.131E-06 5.938E-05 6.647E-07
0.0040 5.854E-05 1.326E-04 5.985E-05
N 0.0040 3.152E-05 4.215E-04 1.047E-04
1 3.201E-05 6.930E-07 4.279E-04 9.051E-06 1.045E-04 3.536E-07
0.0042 3.250E-05 4.343E-04 1.042E-04
. 0.0040 1.047E-04 4.036E-04 1.043E-04
2" 1.001E-04 6.484E-06 4.076E-04 5.657E-06 1.044E-04 7.071E-08
0.0042 9.553E-05 4.116E-04 1.044E-04
w 0.0040 1.043E-04 4.034E-04 1.046E-04
3 1.019E-04 3.387E-06 4.078E-04 6.152E-06 1.072E-04 3.606E-06
0.0042 9.951E-05 4.121E-04 1.097E-04
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Specimen
Sample name N2,before Oz atter O 2 pefore SD 6 ater
Thickness (cm) S . ) . . . ’
(Scm ) (Scm ) (Scm ) (Scm ) (Scem ) (Scm )

0.0048 3.935E+02 1.246E+03 6.589E+02
" 3.965E+02 4.234E+00 1.252E+03 8.628E+00 6.587E+02 3.017E-01

0.0047 3.994E+02 1.258E+03 6.585E+02

" 0.0048 6.589E+02 1.213E+03 6.482E+02
6.587E+02 3.017E-01 1.225E+03 1.587E+01 6.566E+02 1.193E+01

0.0047 6.585E+02 1.236E+03 6.651E+02

" 0.00438 6.482E+02 1.210E+03 6.501E+02
3 6.566E+02 1.193E+01 1.227E+03 2.366E+01 6.549E+02 6.707E+00

0.0047 6.651E+02 1.244E+03 6.596E+02

. 0.0043 4.581E+02 2.106E+03 9.034E+02
1 4.572E+02 1.228E+00 2.209E+03 1.455E+02 9.423E+02 5.502E+01

0.0040 4.563E+02 2.312E+03 9.812E+02

" 0.0043 9.034E+02 1.968E+03 9.091E+02
9.363E+02 4.651E+01 2.067E+03 1.393E+02 9.474E+02 5.415E+01

0.0040 9.692E+02 2.165E+03 9.857E+02

" 0.0043 9.091E+02 2.008E+03 9.031E+02
3 9.369E+02 3.935E+01 2.097E+03 1.251E+02 9.447TE+02 5.885E+01

0.0040 9.647TE+02 2.185E+03 9.863E+02

. 0.0040 5.195E+02 6.946E+03 1.725E+03
I 5.148E+02 6.614E+00 6.881E+03 9.184E+01 1.680E+03 6.365E+01

0.0042 5.101E+02 6.816E+03 1.635E+03

. 0.0040 1.725E+03 6.651E+03 1.719E+03
2" 1.612E+03 1.599E+02 6.556E+03 1.352E+02 1.679E+03 5.677E+01

0.0042 1.499E+03 6.460E+03 1.639E+03

w 0.0040 1.719E+03 6.648E+03 1.724E+03
1.640E+03 1.110E+02 6.558E+03 1.273E+02 1.723E+03 1.443E+00

0.0042 1.562E+03 6.468E+03 1.722E+03
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Current (Amp)

Specimen
Sample name . INZ.hclin‘\- I.\Z:.\ﬁ\-r I*V\Z.Iwﬁ-rc SDI.\Z.hcforc g S I*V\Z.ul'u-r SD s atter
Thickness (cm) ’
(Amp) (Amp) (Amp) (Amp)

) 0.0047 2.789E-05 8.225E-05 5.076E-05
1" 2.821E-05 4.525E-07 8.222E-05 4.243E-08 5.096E-05 2.828E-07

0.0048 2.853E-05 8.219E-05 5.116E-05

y 0.0047 5.076E-05 8.219E-05 5.166E-05
2 5.096E-05 2.828E-07 8.223E-05 4.950E-08 5.112E-05 7.637E-07

0.0048 5.116E-05 8.226E-05 5.058E-05

w 0.0047 5.166E-05 8.840E-05 5.062E-05
5.112E-05 7.637E-07 8.531E-05 4.377E-06 5.079E-05 2.333E-07

0.0048 5.058E-05 8.221E-05 5.095E-05

« 0.0045 2.893E-05 1.031E-04 6.485E-05
1 2.907E-05 1.980E-07 1.037E-04 7.778E-07 6.520E-05 4.879E-07

0.0042 2.921E-05 1.042E-04 6.554E-05

nd 0.0045 6.485E-05 1.037E-04 6.566E-05
2 6.520E-05 4.879E-07 1.038E-04 1.414E-07 6.569E-05 4.243E-08

0.0042 6.554E-05 1.039E-04 6.572E-05

" 0.0045 6.566E-05 1.022E-04 6.535E-05
3 6.569E-05 4.243E-08 1.027E-04 7.071E-07 6.550E-05 2.051E-07

0.0042 6.572E-05 1.032E-04 6.564E-05

N 0.0038 3.166E-05 1.475E-04 8.857E-05
1 3.156E-05 1.485E-07 1.473E-04 2.828E-07 8.859E-05 2.828E-08

0.0043 3.145E-05 1.471E-04 8.861E-05

. 0.0038 8.857E-05 1.469E-04 9.316E-05
2" 8.859E-05 2.828E-08 1.468E-04 2.121E-07 9.088E-05 3.231E-06

0.0043 8.861E-05 1.466E-04 8.859E-05

w 0.0038 9.316E-05 1.471E-04 9.325E-05
3 9.088E-05 3.231E-06 1.465E-04 8.485E-07 9.092E-05 3.295E-06

0.0043 8.859E-05 1.459E-04 8.859E-05
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H 1 o o 4] 1 [N ] a 4 1 a (%
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A a 7 Y 9 A A
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Sample name

LEQEINT

O(Scm’)
Specimen
. GNLI)\-fon- GNZ.nI'lcr G*Nlbcmrr SDG;;;\; SDU.\z.arm
Thickness (cm) 4 » . . .
(Scm ) (Sem ) (Scm ) (Scm ) (Scm )

) 0.0047 391.17 1153.59 711.93
1" 3.915E+02 4.525E-01 1.141E+03 1.758E+01 7.073E+02 6.603E+00

0.0048 391.81 1128.74 702.59

nd 0.0047 711.93 1152.75 724.55
2 7.073E+02 6.603E+00 1.141E+03 1.630E+01 7.096E+02 2.116E+01

0.0048 702.59 1129.70 694.63

u 0.0047 724.55 1239.85 709.97
7.096E+02 2.116E+01 1.184E+03 7.837E+01 7.048E+02 7.254E+00

0.0048 694.63 1129.01 699.71

« 0.0045 423.79 1510.29 949.97
1 4.411E+02 2.451E+01 1.573E+03 8.849E+01 9.893E+02 5.564E+01

0.0042 458.45 1635.43 1028.66

" 0.0045 949.97 1519.08 961.84
2 9.893E+02 5.564E+01 1.575E+03 7.894E+01 9.967E+02 4.925E+01

0.0042 1028.66 1630.72 1031.48

" 0.0045 961.84 1497.11 957.30
3 9.967E+02 4.925E+01 1.558E+03 8.671E+01 9.938E+02 5.157E+01

0.0042 1031.48 1619.74 1030.23

« 0.0038 549.21 2558.72 1536.45
1 5.157E+02 4.743E+01 2.407E+03 2.147E+02 1.447E+03 1.259E+02

0.0043 482.13 2255.06 1358.40

. 0.0038 1536.45 254831 1616.07
2" 1.447E+03 1.259E+02 2.398E+03 2.128E+02 1.487E+03 1.824E+02

0.0043 1358.40 2247.40 1358.10

u 0.0038 1616.07 2551.78 1617.63
3 1.487E+03 1.824E+02 2.394E+03 2.228E+02 1.488E+03 1.835E+02

0.0043 1358.10 2236.67 1358.10
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5.000e-4

4.000e-4

3.000e-4

Current (Amp)

2.000e-4

1.000e-4

0.000

NN 75

99

. 1" cycle
I:I 2 cycle
- 3 cycle

IM2 before

M2 hefire

FFy 3-FFy oxitne

MMeCH

=

. 1" cycle
. 2™ cycle
. 3 cycle

192, hefore
IM2 before
M2 before

3-FFy oxime 3-FFy oxitne
Fec Diethyl ether FCC
Zample types

a

1 J o 1
ﬂWﬂ‘igll’dvl“V\lﬂTﬂi]ﬂﬁllﬂaGU'ENW’EJmll’f]'iiuﬂiiﬂ1ﬂ1ﬁﬂlf]ﬁll’é)i$ﬂ’iEl’fﬂiﬁ’)f]ﬁlNﬂ’ﬂll
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Current (Amp)

Gas concentration Specimen
. INZ.hclin‘\- I.\Z:.\ﬁ\-r I*V\Z.Iwﬁ-rc SDI.\Z.hcforc g S I*V\Z.ul'u-r SDINZ.::ﬁer
(ppm) Thickness (cm)
(Amp) (Amp) (Amp) (Amp)
. 0.0043 2.988E-05 1.374E-04 5.893E-05
& 2.879E-05 1.549E-06 1.389E-04 2.051E-06 5.924E-05 4.313E-07
0.0040 2.769E-05 1.403E-04 5.954E-05
. 0.0043 5.893E-05 1.284E-04 5.930E-05
2" 5.752E-05 1.994E-06 1.194E-04 1.273E-05 5.816E-05 1.619E-06
0.0040 5.611E-05 1.104E-04 5.701E-05
. 0.0043 5.930E-05 1.310E-04 5.891E-05
3 5.839E-05 1.294E-06 1.215E-04 1.351E-05 5.801E-05 1.273E-06
0.0040 5.747E-05 1.119E-04 5.711E-05
N 0.00405 2.739E-05 1.247E-04 5.856E-05
1 2.862E-05 1.739E-06 1.195E-04 7.354E-06 5.914E-05 8.202E-07
0.0042 2.985E-05 1.143E-04 5.972E-05
nd 0.00405 5.856E-05 1.168E-04 5.892E-05
2 5.919E-05 8.910E-07 1.106E-04 8.768E-06 5.942E-05 7.000E-07
0.0042 5.982E-05 1.044E-04 5.991E-05
o 0.00405 5.892E-05 1.034E-04 5.934E-05
3 5.940E-05 6.788E-07 1.050E-04 2.192E-06 5.962E-05 3.889E-07
0.0042 5.988E-05 1.065E-04 5.989E-05
« 0.0045 2.879E-05 1.090E-04 5.958E-05
1 2.937E-05 8.132E-07 1.062E-04 3.960E-06 5.972E-05 1.909E-07
0.0044 2.994E-05 1.034E-04 5.985E-05
. 0.0045 5.958E-05 9.979E-05 5.964E-05
2" 5.935E-05 3.323E-07 9.982E-05 3.536E-08 5.924E-05 5.657E-07
0.0044 5.911E-05 9.984E-05 5.884E-05
“ 0.0045 5.964E-05 1.014E-04 5.891E-05
3 5.953E-05 1.626E-07 1.001E-04 1.810E-06 5.832E-05 8.386E-07
0.0044 5.941E-05 9.884E-05 5.772E-05
o ' ' <o 9 ° "o '
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Gas concentration

(ppm)

LEQEINT

O(Scm’)
Specimen
. 6,\Lbrforr g GNz.nm-r G*Nlbcmrc SDG;;;\; G*gas SDU.\z.arm
Thickness (cm) . » » . »
(Scm ) (Scm ) (Sem ) (Scm ) (Scm )
. 0.0043 4.581E+02 2.106E+03 9.034E+02
1" 4.572E+02 1.228E+00 2.209E+03 1.455E+02 9.423E+02 5.502E+01
0.0040 4.563E+02 2.312E+03 9.812E+02
" 0.0043 9.034E+02 1.968E+03 9.091E+02
2 9.140E+02 1.505E+01 1.894E+03 1.054E+02 9.243E+02 2.153E+01
0.0040 9.247E+02 1.819E+03 9.395E+02
" 0.0043 9.091E+02 2.008E+03 9.031E+02
9.281E+02 2.689E+01 1.926E+03 1.161E+02 9.221E+02 2.692E+01
0.0040 9.471E+02 1.844E+03 9.412E+02
. 0.00405 4.458E+02 2.030E+03 9.532E+02
1 4.572E+02 1.604E+01 1.912E+03 1.667E+02 9.452E+02 1.120E+01
0.0042 4.685E+02 1.794E+03 9.373E+02
" 0.00405 9.532E+02 1.901E+03 9.590E+02
2 9.460E+02 1.009E+01 1.770E+03 1.856E+02 9.497E+02 1.323E+01
0.0042 9.389E+02 1.639E+03 9.403E+02
" 0.00405 9.590E+02 1.683E+03 9.658E+02
3 9.494E+02 1.356E+01 1.677E+03 8.098E+00 9.529E+02 1.829E+01
0.0042 9.398E+02 1.672E+03 9.400E+02
“ 0.0045 4.217E+02 1.597E+03 8.728E+02
I 4.351E+02 1.896E+01 1.573E+03 3.366E+01 8.847E+02 1.689E+01
0.0044 4.486E+02 1.549E+03 8.967E+02
. 0.0045 8.728E+02 1.462E+03 8.737E+02
2" 8.792E+02 9.047E+00 1.479E+03 2.402E+01 8.776E+02 5.565E+00
0.0044 8.856E+02 1.496E+03 8.815E+02
" 0.0045 8.737E+02 1.485E+03 8.630E+02
3 8.819E+02 1.160E+01 1.483E+03 3.249E+00 8.639E+02 1.304E+00
0.0044 8.901E+02 1.481E+03 8.648E+02
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Current (Amp)

Gas concentration Specimen
. INZ.hclin‘\- I.\Z:.\ﬁ\-r I*V\Z.Iwﬁ-rc SDI.\Z.hcforc g S I*V\Z.ul'u-r SDINZ.::ﬁer
(ppm) Thickness (cm)
(Amp) (Amp) (Amp) (Amp)
0.0045 2.988E-05 1.031E-04 6.485E-05
" 2.935E-05 7.566E-07 1.032E-04 1.414E-07 6.488E-05 4.243E-08
0.0041 2.881E-05 1.033E-04 6.491E-05
nd 0.0045 6.485E-05 1.037E-04 6.566E-05
2 6.479E-05 9.192E-08 1.024E-04 1.838E-06 6.548E-05 2.616E-07
0.0041 6.472E-05 1.011E-04 6.529E-05
u 0.0045 6.566E-05 1.022E-04 6.535E-05
6.489E-05 1.096E-06 1.026E-04 4.950E-07 6.553E-05 2.546E-07
0.0041 6.411E-05 1.029E-04 6.571E-05
« 0.0041 2.832E-05 8.038E-05 6.498E-05
1 2.842E-05 1.414E-07 8.047E-05 1.202E-07 6.505E-05 9.899E-08
0.0043 2.852E-05 8.055E-05 6.512E-05
" 0.0041 6.498E-05 8.085E-05 6.554E-05
2 6.505E-05 9.899E-08 8.093E-05 1.131E-07 6.539E-05 2.121E-07
0.0043 6.512E-05 8.101E-05 6.524E-05
" 0.0041 6.554E-05 7.971E-05 6.462E-05
3 6.545E-05 1.273E-07 7.992E-05 2.899E-07 6.567E-05 1.478E-06
0.0043 6.536E-05 8.012E-05 6.671E-05
« 0.0042 2.856E-05 7.219E-05 6.447E-05
I 2.849E-05 1.061E-07 7.167E-05 7.425E-07 6.419E-05 3.960E-07
0.0040 2.841E-05 7.114E-05 6.391E-05
. 0.0042 6.447E-05 7.224E-05 6.543E-05
2" 6.296E-05 2.143E-06 7.118E-05 1.499E-06 6.422E-05 1.711E-06
0.0040 6.144E-05 7.012E-05 6.301E-05
u 0.0042 6.543E-05 7.219E-05 6.542E-05
3 6.433E-05 1.556E-06 7.216E-05 4.243E-08 6.493E-05 7.000E-07
0.0040 6.323E-05 7.213E-05 6.443E-05
@ 1 ' J o 9 o "W 1
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Gas concentration

(ppm)

LEQEINT

O(Scm’)
Specimen
. GNLI)\-fon- gas GNZ.nI'lcr G*Nlbcmrr SDG;;;\; SDU.\z.arm
Thickness (cm) 4 . » . . .
(Sem ) (Sem ) (Sem ) (Sem ) (Sem ) (Sem )
. 0.0045 4.377E+02 1.510E+03 9.500E+02
1" 4.505E+02 1.803E+01 1.586E+03 1.065E+02 9.968E+02 6.622E+01
0.0041 4.632E+02 1.661E+03 1.044E+03
y 0.0045 9.500E+02 1.519E+03 9.618E+02
2 9.953E+02 6.406E+01 1.572E+03 7.524E+01 1.006E+03 6.215E+01
0.0041 1.041E+03 1.625E+03 1.050E+03
w 0.0045 9.618E+02 1.497E+03 9.573E+02
9.963E+02 4.873E+01 1.576E+03 1.112E+02 1.007E+03 7.013E+01
0.0041 1.031E+03 1.654E+03 1.056E+03
« 0.0041 4.553E+02 1.292E+03 1.045E+03
1 4.463E+02 1.281E+01 1.264E+03 4.066E+01 1.022E+03 3.284E+01
0.0043 4.372E+02 1.235E+03 9.983E+02
"d 0.0041 1.045E+03 1.300E+03 1.054E+03
2 1.022E+03 3.284E+01 1.271E+03 4.102E+01 1.027E+03 3.791E+01
0.0043 9.983E+02 1.242E+03 1.000E+03
" 0.0041 1.054E+03 1.282E+03 1.039E+03
3 1.028E+03 3.661E+01 1.255E+03 3.770E+01 1.031E+03 1.151E+01
0.0043 1.002E+03 1.228E+03 1.023E+03
« 0.0042 4.483E+02 1.133E+03 1.012E+03
1 4.582E+02 1.410E+01 1.153E+03 2.782E+01 1.033E+03 2.925E+01
0.0040 4.682E+02 1.172E+03 1.053E+03
. 0.0042 1.012E+03 1.134E+03 1.027E+03
2" 1.012E+03 4.661E-01 1.145E+03 1.538E+01 1.033E+03 8.107E+00
0.0040 1.013E+03 1.156E+03 1.038E+03
w 0.0042 1.027E+03 1.133E+03 1.027E+03
3 1.034E+03 1.067E+01 1.161E+03 3.936E+01 1.044E+03 2.477E+01
0.0040 1.042E+03 1.189E+03 1.062E+03

o 1 ' I o o ' v '
amwmuiﬂﬂTuaizmnuauamaiﬂumsﬂizﬁuwmzmﬂizqswmu 191
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1.600e-4

1.400e-4

1.200e-4

1.000e-4

8.000e-5

Current (Amp)

6.000e-5

4.000e-5

2.000e-5

0.000 T

M2 before
Igas
IM 2, after

300 ppm

IM2 hefore

Izas

. 1 cycle
I:I 2 cycle
. 3 cycle

M2 after
M2 hefors

230 ppm 125 ppm

MeCH

4 I I NN NN NN NN NN NN NN NN N NS NN NN NN NN NN NN NN NN EEEEEEEEEEEEEEE

M2 hefore

300 ppm

Cras concentration

. 1 cycle
. 2 cycle
. 3" cycle

IM2 hefore
M2 hefore

250 ppam 125 ppam

Criethyl ether
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Gas Specimen

Current(Amp) Current*(Amp)

Sample name concentration Thickness

* N % * SD* *
(ppn-l) (cn-l) lNl.I)L‘ﬁ»n‘ gas lNl.:ll'h‘l‘ l N2,before ga SD l N2,after

2.887E-05 9.078E-05 4.668E-05

500 2.868E-05 2.758E-07 9.024E-05 7.637E-07 | 4.682E-05 1.909E-07
0.0047 2.848E-05 8.970E-05 4.695E-05
0.0048 4.668E-05 8.326E-05 4.742E-05

250 4.682E-05 1.909E-07 8.285E-05 5.869E-07 | 4.723E-05 2.758E-07
0.0047 4.695E-05 8.243E-05 4.703E-05
0.0048 4.742E-05 7.243E-05 4.708E-05

125 4.723E-05 2.758E-07 7.207E-05 5.091E-07 | 4.724E-05 2.263E-07
0.0047 4.703E-05 7.171E-05 4.740E-05
0.0044 2.865E-05 1.375E-04 5.981E-05

500 2.817E-05 6.788E-07 1.389E-04 1.980E-06 5.968E-05 1.909E-07
0.0040 2.769E-05 1.403E-04 5.954E-05
0.0044 5.981E-05 1.168E-04 5.981E-05

250 5.968E-05 1.909E-07 1.156E-04 1.768E-06 5.977E-05 6.364E-08
0.0040 5.954E-05 1.143E-04 5.972E-05
0.0044 5.981E-05 1.034E-04 5.985E-05

125 5.977E-05 6.364E-08 1.014E-04 2.871E-06 5.973E-05 1.697E-07
0.0040 5.972E-05 9.934E-05 5.961E-05
0.0042 3.250E-05 4.343E-04 1.042E-04

500 3.232E-05 2.616E-07 4.312E-04 4.455E-06 9.887E-05 7.545E-06
0.0040 3.213E-05 4.280E-04 9.353E-05
0.0042 1.042E-04 3.120E-04 1.044E-04

250 9.987E-05 6.131E-06 3.091E-04 4.172E-06 1.022E-04 3.175E-06
0.0040 9.553E-05 3.061E-04 9.991E-05
0.0042 1.044E-04 2.191E-04 1.097E-04

125 1.022E-04 3.175E-06 2.079E-04 1.584E-05 9.995E-05 1.380E-05
0.0040 9.991E-05 1.967E-04 9.019E-05
@ 1 ' 57 £ o "o 1
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Gas Specimen

Current(Amp) Current*(Amp)

Sample name concentration Thickness

* N % * SD* *
(ppn-l) (cn-l) lNl.I)L‘ﬁ»n‘ gas lNl.:ll'h‘l‘ l N2,before ga SD l N2,after

2.898E-05 8.275E-05 5.083E-05

500 2.876E-05 3.182E-07 8.247E-05 3.960E-07 5.100E-05 2.333E-07
0.0048 2.853E-05 8.219E-05 5.116E-05
0.0049 5.083E-05 7.166E-05 5.095E-05

250 5.100E-05 2.333E-07 7.164E-05 2.828E-08 5.077E-05 2.616E-07
0.0048 5.116E-05 7.162E-05 5.058E-05
0.0049 5.095E-05 6.173E-05 5.095E-05

125 5.077E-05 2.616E-07 6.181E-05 1.131E-07 5.095E-05 | 0.000E+00
0.0048 5.058E-05 6.189E-05 5.095E-05
0.0041 2.859E-05 1.033E-04 6.491E-05

500 2.890E-05 4.384E-07 1.038E-04 6.364E-07 6.523E-05 4.455E-07
0.0042 2.921E-05 1.042E-04 6.554E-05
0.0041 6.491E-05 8.044E-05 6.576E-05

250 6.523E-05 4.455E-07 8.081E-05 5.233E-07 6.612E-05 5.091E-07
0.0042 6.554E-05 8.118E-05 6.648E-05
0.0041 6.576E-05 7.214E-05 6.527E-05

125 6.612E-05 5.091E-07 7.253E-05 5.445E-07 6.559E-05 4.455E-07
0.0042 6.648E-05 7.291E-05 6.590E-05
0.0043 3.145E-05 1.476E-04 8.857E-05

500 3.139E-05 8.485E-08 1.483E-04 9.192E-07 8.884E-05 3.748E-07
0.0044 3.133E-05 1.489E-04 8.910E-05
0.0043 8.857E-05 1.269E-04 8.740E-05

250 8.874E-05 2.404E-07 1.270E-04 7.071E-08 9.005E-05 3.748E-06
0.0042 8.891E-05 1.270E-04 9.270E-05
0.0043 8.874E-05 1.094E-04 9.190E-05

125 8.951E-05 1.082E-06 1.090E-04 5.657E-07 9.153E-05 5.303E-07
0.0042 9.027E-05 1.086E-04 9.115E-05
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% sensitivity

Sample name Cycle MeOH Diethyl ether

st nd st nd
1 sample 2" sample y 1 sample 2" sample avg

2.166E+02 2.150E+02 2.158E+02 1.192E+00 2.166E+02 2.150E+02 2.158E+02 1.192E+00
2™ 8.414E+01 8.767E+01 8.590E+01 2.496E+00 8.414E+01 8.767E+01 8.590E+01 2.496E+00
3" 8.669E+01 8.699E+01 8.684E+01 2.080E-01 8.669E+01 8.699E+01 8.684E+01 2.080E-01
1" 3.598E+02 4.067E+02 3.833E+02 3.312E+01 3.598E+02 4.067E+02 3.833E+02 3.312E+01
2™ 1.179E+02 1.234E+02 1.207E+02 3.921E+00 1.179E+02 1.234E+02 1.207E+02 3.921E+00
3 1.209E+02 1.265E+02 1.237E+02 3.961E+00 1.209E+02 1.265E+02 1.237E+02 3.961E+00
1" 1.237E+03 1.236E+03 1.237E+03 6.536E-01 1.237E+03 1.236E+03 1.237E+03 6.536E-01
2™ 2.855E+02 3.309E+02 3.082E+02 3.208E+01 2.855E+02 3.309E+02 3.082E+02 3.208E+01
3¢ 2.868E+02 3.141E+02 3.004E+02 1.935E+01 2.868E+02 3.141E+02 3.004E+02 1.935E+01
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Gas concentration

% sensitivity

(ppm) MeOH Diethyl ether
2" sample 1" sample 2" sample avg

3.598E+02 4.067E+02 3.833E+02 3.312E+01 2.450E+02 2.586E+02 2.518E+02 9.552E+00
2" 1.179E+02 9.676E+01 1.073E+02 1.494E+01 5.991E+01 5.621E+01 5.806E+01 2.614E+00
3¢ 1.209E+02 9.471E+01 1.078E+02 1.853E+01 5.565E+01 6.050E+01 5.808E+01 3.432E+00
1" 3.553E+02 2.829E+02 3.191E+02 5.117E+01 1.838E+02 1.824E+02 1.831E+02 9.880E-01
2™ 9.945E+01 7.452E+01 8.699E+01 1.763E+01 2.442E+01 2.440E+01 2.441E+01 1.614E-02
3 7.549E+01 7.786E+01 7.667E+01 1.672E+00 2.162E+01 2.258E+01 2.210E+01 6.805E-01
1" 2.786E+02 2.454E+02 2.620E+02 2.351E+01 1.528E+02 1.504E+02 1.516E+02 1.669E+00
2 6.749E+01 6.891E+01 6.820E+01 1.003E+00 1.205E+01 1.413E+01 1.309E+01 1.468E+00
3¢ 7.002E+01 6.637E+01 6.820E+01 2.582E+00 1.033E+01 1.408E+01 1.220E+01 2.647E+00
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A 9 1 o o a o 1 a o o 1 Yy 9 A 1 A
A1T19N 25 Gllmaljﬂﬂ1?{51TWfﬂ31!111’\'1711%1!1"118%@\11"1E]ﬁlll’i]‘i!mﬂ%ﬂﬂ!ﬂiuﬂﬁ“ﬂﬂﬁ"é]llﬂ‘lJ]1’&']53&148?(15@]’)’0EJNﬂ’NlILmﬂmulﬂﬁﬂuuﬂﬁﬂﬁﬂluﬂﬂ%1ﬂ 500

ppm 250 ppm Lag 125 ppm ANAIAL

Gas
Sample name concentration Specimen
(ppm) Diethyl ether Diethyl ether Diethyl ether

I 2.144E+02 1.855E+02

500 2.147E+02 1.868E+02 3.633E-01 1.797E+00
1I 2.150E+02 1.881E+02
I 7.836E+01 4.098E+01

250 7.697E+01 4.049E+01 1.975E+00 6.983E-01
11 7.557E+01 3.999E+01
I 5.274E+01 2.116E+01

125 5.261E+01 2.176E+01 1.869E-01 8.504E-01
11 5.248E+01 2.236E+01
I 3.799E+02 2.613E+02

500 3.933E+02 2.590E+02 1.892E+01 3.244E+00
11 4.067E+02 2.567E+02
I 9.529E+01 2.393E+01

250 9.363E+01 2.389E+01 2.343E+00 4.394E-02
11 9.197E+01 2.386E+01
I 7.288E+01 9.702E+00

125 6.961E+01 9.687E+00 4.623E+00 2.112E-02
11 6.634E+01 9.672E+00
I 1.236E+03 3.693E+02

500 1.234E+03 3.723E+02 2.983E+00 4.205E+00
I 1.232E+03 3.753E+02
I 1.994E+02 4.328E+01

250 2.099E+02 4.306E+01 1.485E+01 3.079E-01
11 2.204E+02 4.284E+01
I 1.099E+02 2.328E+01 2.104E+00

125 1.034E+02 2.179E+01 9.184E+00
I 9.688E+01 2.031E+01
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A 9 1 o o a Jd 0 a @ a A 4 Yy 9 A [ A
A1TNN 26 GlJE]?;I"d?ﬂﬁﬂ1Wﬂ15u1h11’\|1711ﬂ1lw1$‘u@\11"|ﬂﬁlﬂﬂﬁllﬁlﬂ%ﬂ)’uﬂﬁluﬂﬁﬂﬂﬁﬂﬂﬂ‘l]ulﬂulﬂlﬂﬂﬁ’E]Lﬂ'f']iﬂ?'lill“llil"l]’l«l!ﬂﬁﬂullﬂﬁﬂﬂﬂ!u'ﬂﬂﬂ']ﬂ 500 ppm

250 ppm A 125 ppm AINAIAY

Specimen

L !
Gas concentration O zpetore(S €M) G*(S cm )
Sample name Thickness
(ppm)
Pt (cm) O petore O \zatter
3.899E+02 1.113E+03 6.838E+02
500 3.908E+02 1.373E+00 1.121E+03 1.096E+01 6.932E+02 1.328E+01
0.0048 3.918E+02 1.129E+03 7.026E+02
0.0049 6.838E+02 9.640E+02 6.854E+02
250 6.932E+02 1.328E+01 9.738E+02 1.381E+01 6.900E+02 6.504E+00
0.0048 7.026E+02 9.836E+02 6.946E+02
0.0049 6.854E+02 8.305E+02 6.854E+02
125 6.900E+02 6.504E+00 8.402E+02 1.379E+01 6.926E+02 1.010E+01
0.0048 6.946E+02 8.500E+02 6.997E+02
0.0041 4.597E+02 1.661E+03 1.044E+03
500 4.591E+02 8.581E-01 1.648E+03 1.797E+01 1.036E+03 1.058E+01
0.0042 4.585E+02 1.635E+03 1.029E+03
0.0041 1.044E+03 1.293E+03 1.057E+03
250 1.036E+03 1.058E+01 1.284E+03 1.356E+01 1.050E+03 9.810E+00
0.0042 1.029E+03 1.274E+03 1.043E+03
0.0041 1.057E+03 1.160E+03 1.049E+03
125 1.050E+03 9.810E+00 1.152E+03 1.098E+01 1.042E+03 1.068E+01
0.0042 1.043E+03 1.144E+03 1.034E+03
0.0043 4.821E+02 2.263E+03 1.358E+03
500 4.758E+02 9.019E+00 2.247E+03 2.259E+01 1.346E+03 1.621E+01
0.0044 4.694E+02 2.231E+03 1.335E+03
0.0043 1.358E+03 1.945E+03 1.340E+03
250 1.377E+03 2.663E+01 1.969E+03 3.386E+01 1.397E+03 8.138E+01
0.0042 1.395E+03 1.993E+03 1.455E+03
0.0043 1.360E+03 1.677E+03 1.409E+03
125 1.389E+03 3.988E+01 1.691E+03 1.936E+01 1.420E+03 1.540E+01
0.0042 1.417E+03 1.704E+03 1.431E+03
o ' ' Jo v ° o '
HHBLTIA ﬂﬁﬂﬁ’JUIﬂfJTﬂJﬁi?H’JNiJ@uﬂlﬂJﬂimJﬁﬁﬂi%iﬂuw1ﬂ$u1ﬂi$i]!‘i’nﬂ‘]J 1991
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A15197 27 deyaiosazmsneudussveIneaNes lumsnageunyleszivea1sdiodls

ANUTNTUILAsuu1/asneitiadnin 500 ppm 250 ppm LAY 125 ppm ANEIAY

Gas

Sample

concentration
name
(ppm)

Specimen

2.144E+02

1.855E+02

Diethyl

ether

500 2.147E+02 | 1.868E+02 | 3.633E-01 | 1.797E+00
1I 2.150E+02 | 1.881E+02
I 7.836E+01 | 4.098E+01

250 7.697E+01 | 4.049E+01 | 1.975E+00 | 6.983E-01
1I 7.557E+01 | 3.999E+01
I 5.274E+01 | 2.116E+01

125 5.261E+01 | 2.176E+01 1.869E-01 8.504E-01
1I 5.248E+01 | 2.236E+01
I 3.799E+02 | 2.613E+02

500 3.933E+02 | 2.590E+02 | 1.892E+01 | 3.244E+00
1I 4.067E+02 | 2.567E+02
I 9.529E+01 | 2.393E+01

250 9.363E+01 | 2.389E+01 | 2.343E+00 | 4.390E-02
1I 9.197E+01 | 2.386E+01
I 7.288E+01 | 9.702E+00

125 6.961E+01 | 9.687E+00 | 4.623E+00 | 2.110E-02
1I 6.634E+01 | 9.672E+00
I 1.236E+03 | 3.693E+02

500 1.234E+03 | 3.723E+02 | 2.983E+00 | 4.205E+00
1I 1.232E+03 | 3.753E+02
I 1.994E+02 | 4.328E+01

250 2.099E+02 | 4.306E+01 | 1.485E+01 | 3.079E-01
1I 2.204E+02 | 4.284E+01
I 1.099E+02 | 2.328E+01

125 1.034E+02 | 2.179E+01 | 9.184E+00 | 2.104E+00
1I 9.688E+01 | 2.031E+01
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A
exo
| JHELTI -
1aPokypym -
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|
f
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|
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200 o

STAR® SW 9.30

90 0e 10 120 (Y

Lab: METTLER
MW A.1 DSC Thermogram ¥®4 Polypyrrole : PPy

*exo

Sample: 3-Polypyrrole, 1.4000 mg

120183 Polypyrrole —
| B —
¢ T——
, B J
—__\_\_\__—‘——_

16{183-Pulyppreste
FPolypyteoe, LA g S

/.
131 &3 Polypryrrde S ~ S
I-Folypymiode, 19000 mg o —t—
Glass Trarskion
et 15981
Hidpoirt 159002 0
e e e - T L e i T rr
n 0 50 o E L] %0 100 un 2e 13 140 1% 160 170 180 190 0 o 20 C

Lab: METTLER
NN 7.2 DSC Thermogram U84 3-derivatized polypyrrole : 3-PPy
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“exo
Sample: 3-Polypyrrole oxime, 1,9000 mg
=7 111 B S-Podygrymmole oxire it - —
gyl o, 19000 g __’___‘_,.- \,\\.
— JE— e —— .
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™~ _
: \ T
oo, 15000 ma e
— - of
w1 T e ———r_,j .
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I
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|
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Wk 13451 0 |
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|
I
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STAR® SW 9.30

Lab: METTLER
NN 7.3 DSC Thermogram U84 3-derivatized polypyrrole oxime : 3-PPy oxime

“exo

1 A3 -Polrpytrole cxiem FIC
| Felmpmola ostne For, 25000 g

Lo

1 Sample: 3-Polypyrrole oxime FCC, 2,5000 mg

1 B-Polpymmole aime FOC
Iahpyerle oxime FLT, 2.5000 mg -
|

)
Sl s Tra Rion
| Dme 2 14515 °C
| Mlidgoint. 156,05 *C
4 s s | —
M
-
. U
AT e T T v T T r T L A o
n 0 50 o o L] %0 100 un 2e 13 140 1% 160 17 180 190 0 o 20 C

Lab: METTLER
NN 1.4 DSC Thermogram U84 Ferrocenecarboxylated polypyrrole: 3-PPy oxime FCC
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