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0.16 ml/min%H CNTell 1A17F 102 &<t FY ULt

o] W7 YellA FRRES 83 o, o3 i vkeS S AAE Cl 9z 0Cl 7k ONT
o £3d FEETES AAs

ol AA Aol By JHdRE v Aa 97 oz W7stel AAE w@aveRFE(CHCL,

treated A B)S At}

g, AA g Foll vk FREEG uAgHge] Pt 2= Ef(Cold trap) o2 EFEaL, YPE
% Shel HCL 7R 1M9] NaOH 52824 o] ©21 traps Edke] T8l

A 2

MWCNT A 0.5gS A9z (Zo] 65cm, A7 3cm)oll ¥ 3 79 Z(furnace)o] A3 & AL 7]F3lol A
2ol A HE] G A LJJ]}X] =233t}

TFARIE A Lrol =EetA Hd 9502 A4 5% 49 EFTF(0]E, H(5%)EF FHE NTOl 143 &3
A7 8 dAE s

1 Lo, WA A JAE 100 ml/mine FEHo= Aol ZF2ZZE(anhydrous, Aldrich)$
ERAL, FEEZES Su7)AA AA9 4 0.16 ml/nintHE ONTl 98 AA GAS 147 5 3

id
>
Ql‘,
rE
et
o,
aV)
X
Gl
—
(e}
Sh
)
te

gato] Holds AlLOE FAAIZ 5, BAl AAl @AE 1083 Faske] ONT
& AAso.

=, Hy(5%)/CHC13/Hy(5%) /CHCLy ©FAIZ ONT A 348 3o,
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[0144]

[0145]

[0146]

[0147]

[0148]

[0149]

[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

[0158]

[0159]

[0160]

[0161]

[0162]

[0163]

on
J

=0l 10-1586155

A

T 032 AAd 1 2 A 29 AA WHE Yt & LHHo FEHEEFLEY FEE YR
agzolt), olwje] B4R i BAe £u A%y Zgxnl B33 B2 (Inductively Coupled Plasma Atomic

Emission Spectroscopy, ICP-AES)

o
off
_O|L
2
4
O‘:)l:,"
_O|L
3
oo

T 3% Fxsd, AA BHE FPA FS MICNT A NTY A, FH5EBEEY 2 F%(Al+FetCo)E
14, 823ppm©] A T}.

aa AN 19 ZA HHS Fa8E A CHCl; treated ONTOl 75, 882ppml & OF 94%9] F&E¢Eo] 7+
23T
wak AAd 29 A BALS £33 A Hy(5%)/CHCL/Hy(5%) /CHCL; treated ONTS] -9~ 448ppmS.Z Raw CNT

hu] 97%7} 7Askgich. AdA o & CHCL; treated ONT th¥] 49.2%7F O 7HAsts &35 Bt

A4 3
MWCNT B 0.5gS A dfraldel Y =238 7k Z(furnace)o] A3 F AL 7|78 AA =714 523}
Sid.

7]—%&7]— 7<47<ﬂ L1520 ED‘O}?ﬂ g, AL 7]iﬂ7]- Mxkol F 2 ZE(anhydrous, Aldrich)S E3&lHA] S22
o

olfe] HA= 100 ml/min®] frHor FREES FASHA HH 42 1R S FAHU

nee] ey el 2REES A Fx, wezbgeld 44E B0l ks, 1 BuZ % 1 SrRe vl
T3 FHREES ZARAL,

olgst AHA Aol HUH JMERE YA Ha BHVIA 2oz WZste AAE w@rauvik=FH(CHCL;
treated Al &)E AUt}

Fd, AANE Fol v FRILEFY
2}

% 3l HCI 71A41= 1M9] NaOH F=-&<lo]

AN 4

MVCNT B 0.5¢& Adfraldtel ¥ 4218 7FdZ(furnace)ol 33 F dx 7|73l A Ao 58 AAl &
A Heatgtt. a2t AAese =Yt W o] A} s e (anhydrous, Aldrich)E AAZ BjE
gt Felskalct.

oljo] HAE 100 ml/min®] fF&Hoz AMGSIRAE FHste] 147 T FAH A

. GES A AdE Cl o INTo 2£3d S&EeEe] et

olglgt AAl #gel Byl AR thA HAAE FuFol Adeor ¥AY ¥ AAdE @av=RB(CClL,

treated A B)ZS At}

g, oled ANt %‘—oﬂ B v whgEd BAEe 25 E(Cold trap)& o]&ste] ZYSIL, E
ARE F 3ol HCL 7h2E IM9] NaOH F&9o] &7 trapS E3le] EHA}.

T 4% AN 3 9 A 49] A WS £ T BaviefHe FHEFEY FEE YER 282
). oY BHE wE BAL [(P-ARSE Edle] 48319t

T 42 Fxed, AAWES FskA] e A MWONT B Rawd] 49, 35829 & F=(Al4FetCo) =

12,406ppm©

5
T

A

aglar AAe 39 AA HhHS 5283 A<l CHCL; treated CNTY 729, 481ppme & °F 96%9] F&HE+Zo] 7+

_13_



on
J

=30l 10-1586155

EN P

[0164] T3k, AAd 49 AA #HAS F=33 A CCl, treated CNTE 7% 597ppm© 2 Raw CNT th®] 95%7} 743+
}.

[0165] whebA] CCly treated CNT tHH] CHCI; treated CNTZF ©F 19%9] #4&5EC] ¢ A4S & 4 ).

[0166] T 5% A 39 HA ©AE T A, AA A e gayeFHe FH5ESE %S YEd 1

[0167] T 55 Fzxsd, drvnFre F2E2FS B33 3 3089 AAANLE Bk EaE gAU 88 ¢
2E <4 F v
[0168] E, 158 F AR, o wgbEAE 0% WA 1AREe] Al AR ek g 2 gA adkE BYe ¢
T At
[0169] A 5
[0170] gt AAle] 39 Al iy Y oMl FY5tE, tdE MWONT Bol 222%S F9AA gadefrEs 4
A 5, olFA AAE @b FHE Wsty] ol FEA AA dAE FrE FAstt. olwe] dEAl
< Clolt}
[0171] ol# gt FEA AA dAR O© A HHWN,), @ ol A (Et0H), @ A& HH0) R @ T2 HHH)E
242 Fegakqitt,
[0172] A AYN) ] A5, SAUEFEE FEIZF GA T GA 25(9F 800T) e 22 EoA 3AF ¢ B
AAE ShveRre] FHAA SauyefFH FRHE (1S AAS AT
[0173] ks A (B0 A, A =fREE SRRITOR FA F FA Z=(F 800T)8F &2 =%dlA 3A3F
F RS S N, HEY dto] FAE @atheRHe] $HAA BavbeREe AR 1S AAT
[0174] b A (0,9 A, BaueREE FREF0Z A F A 2E(800T)9F £ oA 3417 B¢ N,
99%2} 0, 1%9] £F7F2~E AAH @avefied F3AA ghvsfoe FE Cl& AAS.
[0175] aF7] 3 12 MWONT Al2(JC-120)¢] 222F A #4S P Fol, b 79 714 A s S8 =4
S AASL 543 X 232 e,
X1
[0176] Sample JC-120 (wt%)
C 0 Cl Al Fe Co Total
As-received 91.72 7.05 - 0.59 0.44 0.20 100
CHC15(Ny) 1h 91.77 2.78 5.45 - - - 100
CHC13-N; 3h 95.52 3.45 1.03 - - - 100
CHC1:-EtOH 3h 96.45 5.94 0.08 - - - 100
CHC13-02 3h 93.89 5.88 0.23 - - - 100
CHCls-H, 3h 96.22 3.57 0.21 - - - 100
[0177] ¥ 15 x5, AA d(As-received)ol= MWCNTO] Al, Fe % Co o] %o ).
[0178] Ny 2HIAE o)t SREFOR 1AM AAFAS AW A(CHCIs(Ny) 1h), MWCNTS] EDX #4143 As-

receivedol] A¥ Al, Fe, Co 5°] d3A AAHJLL Clo] oF 5wth 7153t HALh. o= FREZEF FEa|=H o

_14_



[0179]

[0180]

[0181]

[0182]

[0183]

[0184]

[0185]

[0186]

[0187]

[0188]

[0189]

[0190]

[0191]

[0192]

[0193]

on

SE3d 10-1586155
A U chlorine®] MWONT § 2 g3 upg®e] (=C Ad3} wesle] 7158 zoz wolth, wak A2 (0)
7b A A s & A ol MONT 343 Al vl AAAZ AFEEAE ALOZE §H Foll AlAR
Folt}.

Zz2Z A4 F Jolg= C1e AAS] s No, 0., EtOH, H, 2 Aro® a2 stk N, 3417+ 3
(CHC13~Ny 3h)©] 79 800°ColA s E#Fo2M (lo] FAskgth. ol I8 axvozn o 80%9] Cl
o AA7} 7bEsithE Soltt.

olehes wEHs] Aael FA A} AS-(CHCLELOH 3h), -H goiz= oF=w Cl 715717k s
AAF I 2k20] FFo] AUH oz Lo dut.

2 9]ol 0, 3A17F A2 (CHC15-0, 3h)F H, 3217 2] (CHCl-H, 3h) e A$E Cl 71577 a94dos AAZDS
o 4 ek

e
(o))
rlo
iy
fr
fr
|
o

2 A Ag AE MWCNTY XPS ~#HEZ g xo|t},
= 62 Zxad, AAl HA(As received) MWCNTSF 800C 1AZF FR2EZ A7) 3 AB(CHCl; treated)®] survey

scanes UERH = 794 BHUOAY SF22E A £ Clo] 7153 o Cl2p peak’F YEFRI o474 Cl 1%
3 HLe o] 753 HUY.

it
9
rlo

FrrEor AA A7 A5 MWNTS Cl12p9] ZEAFE XPS AFNER g zolt},

T 7914, AA H(As-received) MWCNT(JC-120)¢} 800C 1A EF22F A7 5 AJZ(CHCIs-1h)<] XPS Cl2p
peak& WERATH = 75 FEsHH, FREFE AL Al 3/29 1/2 levelolM 29 #Ak o] dojdrt.
200.8eVS} 202.2eVell A 3 =7} el o] (-C1(Ph-Cl) bond7} HAHEE WolFth, CHCl;-1h H$ Clo] oF
1%7} 2ghec).

=, CHCls-1he] A-p-ollwt 195 eV Wil 212 eVe] ®ffel 937} depds o 4 9tk A=, @hvflefiiel] 2

=
22F A & 24 AA dAE FPsA Fe AS, dayeFE 1Hld Clo] F3E & 4 At

L 82 EREFOR GAG F Cl 7Is7]E AAs7] HAste] Fx % MICNTS] XPS ~#ER] azolt},
T 88 FEREoR A AA F A AH(CHCIs-N, 3h), ole-E A2 (CHCls-EtOH 3h), AFA(1%) =g
(CHC15-0, 3h), <A&(5%) & (CHCls-H, 3h) 3F A]Z2] Cl 2p peakS H.oJFT}.

& 8olA i At AE FEA tiFEe 7IsstE Clo] AAHRA, 59, odwe AL & Aeole
XPS Zell Cle] 104 AEHA &ken 7158 Cle AAsE de 78 aapdolth. e Hele] A9 o
geol M EelE -0 SoZ= o =Y Cl 715717 SdskAl AlAEaL Ao o] ooz oy
¥]aL o= EDX @49} RS o Hl=d S Boler

wEbA, AAa A (N), olekE A (Et0H), 2k A2(0y) ¥ 4 A e 2L C AA dASE =33 F

G, AA @AE S daveRHEe AFE Clo] AARS & 5 Ak

T 18 Fxse], gayeFEE JFEsts ©AI(S100), AN FREEF(CHCL)E WS o83t &
o SHAI7IE ©AI(S200), =31 AA @A(S300), EAUY=FE
S A E s 9A(S500)E EEEEe] gavteFHe] A 5

U FH(JC142-P1) 0.5gS M Gfreldel Ya 48 7td=o] a4 5 24 7]57 stellAd oA FE

_15_



[0194]

[0195]

[0196]

[0197]

[0198]

[0199]

[0200]

[0201]

[0202]

[0203]

[0204]

A LEA FLanh. AR AA 2xd EgeiA HW A 7]xﬂ7} axlo] ZEEXS Enlswy Z
ZEEE VA FuE Sk 98 o ojWe] Ai 100ml/ming frEHoR FREES HEYIW F=
2ELE 7A A9k A 0.16ml/mingEE CNTOl 91313t

=

olf, FEREE VIEAA § =9E C1E AAse 9AE FAsAk. oluf FEAl AAR N, (95%) 2k Hy(5%) ]
EAVIAE ARSI oA e A, FREF 713AA 2E=800T)9 Fe 2EdAA hE FTREF V1A
= ¥ ClS AAFSAT.

S=A AA @A F AE AA L AR ZASAE
AH(5%) Aeh)e T SavbeFE 0.2g3 M G4F 50mlE 250ml &7]9 Har 3A1E

it

= 9% *‘/\1 d 69 FAl GAE AL B, AA ARt e gdaynREe ghHEes v WskE Yel

= 99 zaﬂzg Az, %iii ZIFAA A 7ro] 158 o]F o= BeBo] AAHA & BB FEU)
dgsHAl FAEHAS. 22 MWCNT(JC142-P1)E 158 o] AAlsldels 34 2atE BE450) Al0,9
MgO7F AAF A ki FolgA €.

©10E A 69 2REE A4 GARAS g2 AARAS ST
O E(a) 2@ AR s e FE(b)o]t}.

o
<
3
fitl
|\
ox
o
=
DO
o

=)
[y
l
v
o
=

T 100904 AA He sSAvFH(IC 142-P1)E 168%5¢ F22F 02 74 A @4y =F B (Ch-15min)ll
0.62%2] Clo] =g ct. 15—“&;%0& F2RE A @2 =FH(Ch-15min)E H(5%) 7]A= 1A17H(Ch-
H(1h)) A 2lslH Cl F=Fo] 0.19%= SolA|ar, 2A17H(Ch-Hy(2h)) 3 3A1ZH(Ch-Hx(3h)) S A elshd Clo] A3 #

% 112 A 69 e AAUAE £UE F gateFod T3 FEEEE S5 ASE dehd 19
hyA

118 By, AA Ao e@A2un%H(JC 142-P1) Y F&5E+ES 5130ppmo] a2 %ii O 2 800TeA 15%
1 =2

2t 71734 o, g2 eRFH(Ch) F5ETES 1640ppno2E A3IT) ZE 7)1 AA T =
Fe¢} Co7l A9 AAS I, AlF MgZh ®ol] @yt w3, F22F o2 HAHA 2l m} 11M7} M= A A 8
B FH (Ar, 3As)E 242 970ppm¥ 1400ppme] FEHETE TS Kot AbAg] AAGA Fed= Al Mg

7F A9l AA=I, Fest Co7l Ho] ot
118 BY, FEEF 71 AAGA F AAE 218 2Este] A 4 $-(Ch-Ar, Ch-As 2 Ch-3As) ®4&

UeFre FH5E3cE v59 ¥3E e, 2225 71334 & /‘\_}ngﬂ A3EZ B Ch-Are] 720ppm,
Ch-As”7} 590ppm, Ch-3As<S 600ppmlZ FE2ZE 7|4 AA| Foli= Fest Co7t A9 AAHA G 3714 A %
7] (1IM @At relfuxet 1IM G4 A2 awk, 3 At A2 wwh) Wl we) F58¢E v 2794 &

Zpol7t gltk. ol E2REF VI3AA @Al ¥ IRk (1o dFer A BAGA ol A AAGA

BA A, &
gz (a) 2 AEY

T 12 AA Y BAxeRFH(JC 142-P1)d 5,050ppme] #E&E4ES L3l
2 714 ARG gAY =FH(Ch) Wil FE£E84E 555 1,630ppnl 2 Fo]=r}. 1585t

BE H(5%) 71AZ 2A1ZH(Ch-H) F~33te] 28 AAS S
Tk, 3N GAtelA A wwlsle] AAE B H (Ch-H-3As)E 370ppme
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5

uir
M
ulo

~

&% dss Bnad.

A

Al A e AA @A Aol

s

&7

T 129 AFeA, ERZE9] 7]

[0205]

= EAU=FEB(E 129 Ch-3As)Y

te ©

dl

1 AAE ) A AAGA A <

3]

A e8] &

U =58 (Ch-H-3As) <+

-

,mW N
T No
= 4
mow
N
e

~n at
N

AR

st el
- R
o B
B

T
W
A

~
o

el

2ZAL AA
=

o
ol ok
o
ol ™
ER®
g
o~
[ap] ﬂArO
N
=
2
S w
I
N
~Tm
|
B
ou .
gy

2

1 chlorine 7155717} ol A& &3

whehA,

SEEF

gzA AA SA, AP GA dAR

71738 A A,

SEEF

[0206]

iid

] B9AA FOZHA One-

weh,

[0207]

it

[0208]

~

[0209]

o

¢

X
=

i

a3

gol A% Fogomm Al AAA o &

E
S

7}2=& CNTol

2]

3

o

~

[0210]

)
—

I Al A8k A

3

O

A

~

ol
Ho

oy

)

H,

Wi FH o] A

A

o

BN

[0211]

i

o gtz AlL0;9 Mg0

12] FATAE

A

5
T

[0212]

HE A

L
i

2 9% AAY 5 9

A
A
]

o)
%o

Y

, H HAA e} el FfA

-

Eigil

[0213]

4r

e

)

el

of Hhg
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k1
)
\Y

[\—S5100

4725 garuyeFH BRAE
FAGA

[\ S5200

\—-S300

M—S400

[\—S5500

—

Ax{a| chA|

\—-S600

!
ED

Q. 12.0k 4

Concentration(p
[=}]
=

14,823 mm Co
mm Fe
I mm Al

] 882 L 1.0k
448 1 500.0
10.0
Ea S

MWCNTA CHCI, treated

H,(6%)/CHCI,

_19_
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=4
14.0k
12,406 = Co
12.0k
mm Fe
E 10.0K- mm Al
o
o
T 8.0k4
2 597
g 6.0k 4 481 500
=
8
S 4.0k
38
2.0k ’ =0
0.0 == —
MWCNT B CHCI3 treated CClI, treated
x5
14.0k
12,407
d I Co
A12.0k- e
£ —
Q. 10.0k 4 =
o
g 8.0k 1.0k
e 625
481 503
§ 6.0k 4 464
o
c
O 4.0k-
g s
S 2.0kd ’60 90 120 150
(&)
0.0

Ref

15 30 45 60

920

Time(minutes)
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EHe
C1s ——As-received
———CHCI_ treated

e

3

©
—~——

.‘? P O1s
» e
C

(]

bt

=

ci2p - "
’ ’ 1 ’
100 200 300 400 500
A
EH7

A5y As- i

:! s-received

(4] c

et

,‘?’ 2006

w

=

3 2022

£

CHCI3-1h

L) L] L] L L L L) L) L L)
210 208 206 204 202 200 198 196 194 192

Binding energy(eV)
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on

££0l 10-1586155

k1
n
(o'}

Intensity(a.u.)

210 205 200 195
Binding energy(eV)

L 5,240

4k 4 3,680

- 2,280

2 1,640 4510 1,650 1,600

Concentration (ppm)

0
JC142-P1 5 0 15 20 25 30
Time (min)
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EHI10
(a) AP-MWCNT
M AN SN MAAAA e A S A A
Ch-15min :S Sg E
=]
s Ch-Hz(1h)
>
=
(7] Ch-Hz(2h)
c
(]
b
= Ch-Hz(3h)
266 ) 264 2(']2 2(')0 ) 168 1!;6
Binding Energy (eV)
Composition (at.%)
Samples
(b) Cis [ Ois | Cizp
JC 142-P1 99.35 0.65 -
Ch-15min 97.08 2.29 0.62
Ch-H,(1h) | 98.04 1.77 0.19
Ch-H,(2h) | 97.37 2.63 -
Ch-H,(3h) | 98.22 1.78 -
EH]I
6k
5130 =i
,gsk- - =g3
& . I Fe
c
O 3k
©
T 2Kq 1,640
3 1,400 ch:B===E, 800¢, 152 32|
e 1k 970 Ar: 11M 22, 130°C reflux, 3AI1ZH
o 720 590 600 As : 11M 24, A2 stirring, 3AI1Z
(6] 0 3As : 3M AH AP stirring, 3AIZ¢
JC142-P1 Ch  Ar _ 3As Ch-Ar Ch-As Ch-3As
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1,810

I 370
|

EH]12
6k
(a) 5,050

=s5k{

£

o

£ 4k

s

= 3k

©

s

T 2

= 1,630

2

5 1k

(&)

“JC 142-P1 ch
(b) | | Jciapi | ch |

Al 1,590 ppm 822
Mg 1,510 650
Co 660 22
Fe 1,290 133
e 5,050 1,630

Ch-H Ch-H-3As

917 167
741 88
29 16
123 104
1,810 370

Ch:2=2=2ZE, 8007T, 152 a2l
H:5% $£, 800 T, 2A1Zt M2l
3As : 3M Ak, A2 stirring, 3AIZ
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