JEMEA Bulletin Vol.3 No.1 (2017.6)

HEREYHI R

Hh—RoF/Fa—TD
A AEMEIC Kk AEESHE

Rapid Synthesis of Carbon Nanotube by Microwave Heating
EMRFERFBE TERUTER A~ — IR TS KW Fo#
T 386-8567 =By Uk [ iR H 3-15-4,

e-mail: ko52517@shinshu-u.ac.jp

1. [XL&HIC

AMFFEDI K2 IS, B1—R ) ) F 2—7(CNT)
EioTEArm—RATH ) —)U (= A FTH ) —)L)
EREAGHRTDHIETHD, £ T, TOFBEGEHIC
DWTHRANZERRD, HAZ, E 10K 67%703 8T
BTk, SElEEOTCHHRMEIRICEENE
Thd, &ZANEHOBAROKREL, SENLOR
UIARICII S TEIRL TV D, D7), 4 800
77 b b ORI, A<FIR SIS L2 I E S
NTW5, b L IO HE S-S 2 B = =
N CEHETX 75, BAO—RATH ) — )LD KEEK
NERTEAESH, LnLAans, HELS T
Tz RIS & AW 2T R e 700, flr, &
HEFOMEESIL, BAa—RARAA v A%, [RER
FRfbin e il LT~ A 7 B kv | BT
DT LEWELE Y, LLAans, REZWO
R E R D RFBRLEM DI —R T ) Fa—T
(CNT)R/' T 7 = bl CrEfli T 5, L7zi> T,
CNT 2322 KREIZHRTE 2 FIER - Tz,
F = THRAIPRAATFa—/VZER Lz, BATI,
FM T LT R bAESI, 209 H51%D 7 )5 2
TR BUHA 7 EH, 30%D 4 17 3T b o3k
IR SN, R BRI RES N TS, ZOZH
L LTHEHIRHEESN TV A RIMATF o —LE, <A
7 a AV TARLEEZIZ LT, CNT 22 TREIC
BT D EERm Lz, ZMCKREICE/R I
CNT b L, Hufibfif s U CRIHcEUE, 2hz
fErT, HMBENTVAELE—ZARNA T ANG

KREO®NO—ATE ) — VR ERTE, BHAR
TRV —BNOENBRIT LD L, B2 b5,
TERD CNT BRIED ER S DIFIRD 3ONFIT B
5 T EE =TT L—va ik b
PR REE, Lo LR, ZhsoJFEEV
b, EMliZREES SR ¥— @B, e
BB TH D, LR T, ZHHDEFRO=D, i
SIEETIHME = A M CTFRIC CNT 2 KRBICAEET S Z
LIXTERDoTZ, ZITC, T, Bxld~Aa 7ol
JNENE FINC CNT Z 2l CRpIC BT 5 72912, IR
D 3ODFMRAREEVEE TSI L TERE : ()
BBHEARIED, (2 IBAED. B) 7/ 7 Ak,

Thermocouple

Nz gas - \

Domaestic
micpowave

- . -
- Microwave radiation
" Door Art Box

1 time and power confroller

1. REAEFLUOZBE LT ONT EREE
~A 7 a i, HIROBEMRE L Y EdoE
L7z BIED%E & ArtBox (IFR: /107 — RRy 7
R) BILOFEOMEEDEEEEZAVD(X L), €O
HEFEAIL. DT 5 THThD, ZOEHIT, Z
D~A 7 aFIEEEIL, FL KX P TEHEZRT



mailto:ko52517@shinshu-u.ac.jp

JEMEA Bulletin Vol.3 No.1 (2017.6)

HD, FFREORESOBXRIF LB L VOLES
LCTHDE, BRI OBINHEREITE L VOK 3
BTHY ., BRIFITRKEOBEM BMEHITWD DT,
IIEAE NS HEFFIA 00 B, — 7, By
I~ A 7 eI EGE Art Box Z%iE L7- 2 0%
B, < ABOWERS LMl > TOno T, gl
HIH AT IEFITH Y, Artbox 1%, PBECEAR L=V
T = K3~ A 7 a2 LT, 5 5PN

900°CE CRURITMEANTE 5, Fx OAEEETIL, £
@ Artbox PNEBOIREE 1L, BN & 1R filELEE 2l >
THIETE 5, Artbox ZHWRWT, BHE, ~1 71
WNEG2 & —5U2 1500°C 2 2 D BN = 0 TR
D CTE IR TH D, £72 CNT 2 G D12iT
TRFEHE MR CEECTHDH DT, Arthox Zf#iH LT
W5,

2. 24V O;EmEZERL = CNT SRS
2-1. &R&HE

Alumina Clay

Organic metal complex

Alumina crucible

— B - .::

Microwave
Heating

HCI treatment

Magnetic
property

X-2. £EHINEIZL D ONT SRDEER
= I NVATT L— hD X D RSB RITT ¢

AT (v 7N T AT ERT 2, OREEHA
T, —RIEO= T NVEBROTA Y —DBATT Y v
DA CRMEZIRVEEN TS, ZOH T A
TSI =y I eRENG LI —AR T ) T
—7(CNT) & Z-L WV ThD, LTeido> T, FoxiTAH
BIEPERD N T L2 UBEEITT UL CNT 28T
XHLEZF, M20L9IC, =9V ATT L—h
T ORbEE S DIEOFIT AN, WRICERILZSD
1F% At Box DHIZAND, =V HILATT L— hE
ZEFKT 1 850°C, 55~ A 7 v B L ThERk L7z,
Fex OTEEY . AJEITEY Ni &EZ2NE L7 CNT

DERRTE T2, ZHUIAIZS 52, L LR G,
AEIIRIEA R 5 0 | 1g OFEEESEARD D) 10mg
ameL#Aﬁf%ﬁ‘m%% TOAREIRSEE DG
FRACIER R 3005 D, 22T, T 13RO =
77U UL E b=y 7 b TH CNT 28 TE
LOTIH RV EEZ R T,

2-2. B&iE

Clay  Alumina crucible Clay

- ) {ﬁ

/ i . Stearic acid
\\ Nickel particle

= &

/Mlcrowave

Heating CH3(CH3)1sCO0OH
NiCl,.6H,0
s |
— -
Microwave Magnetic
Heating HCI treatment property

X 3. RAEIZK D ONT SO
X 3DEIZ, FOBZDNEONEEZ = rVEE%
WL, FOLIDFIFATT VU VA ANnD, L
BRI IOFTDOATT U Uk BRI
850°C, 5 /i~ A 7 e B L CThERR L7, b D
FEWEDDEEECNT 25 TE 7o, ZONERILEE
WEL Y R4S ED -T2, ZOHETIEINI 2L
PELL TWRW CNT 8GR T E 7o, ZAUIEA 121X <
SOOI, LU, REIZE, ED52FED
WEEIZ = 7 V@8 2 AT 5 LRRICKFRI D 2308 % &
W, MENEREH D,
23 F/I7F7A1N—ik

‘ Electrospinning |

Positive Electrode [ l

Syringe ’_“_ Power
s\ Supply

RYAFL
F I ITFAN—T A

[] NiEED
NS A

NiEBEEBERIAFL Y
FIITFAN—T A

Microwave
Heating

‘ Carbon Nanotube ‘

Rotating Metallic Collector

K4 F/ T7AN—EIZK B ONT ERLDELER

K4DEHiz, RVAFLUPS)T /) 77 A3 —%=



JEMEA Bulletin Vol.3 No.1 (2017.6)

LI hrAE=ZICE0ERL, 20F 7 774N
—DRZ=y I VEREEESED, £FLT, =7
WHET ) T 7 A N—H IR EBRE O TIZ AL, EHR
AL T 700-900°C T 5-20 43fi]~ A 27 w1 BANER L TRERR

L=, BURFLUPS)F /) 77 A "—T#&E L=
=y I NVERBITIEFICRE RRERHE 2D, =L
BB L U CTRRANE < AEICLY Ni@E%
WEL L7z CNT BB TE Tz, T bAIZ< 22,
LDLARRS, AEFZT LY hrAE =Tt =v/r
IVFEAF TR & =L X —3 8 D,

PLED X 91z, Frexld~ 7 aifnEha VT CNT %
EIRAT D 3 DO EE . FillChFE L Ok, =
NOHDHIET, HERIEICHAT, CNT 2RI =
FNAX—TEHRTEDRERH D, LLeins, =
B0 3 SOFEICIE, £ERRAD -T2, =%
NX—ZHET L IRERHY, EARIEETH D L
o WD - T,

3. FRUGERT/ MTFEDRRE

0 nooooooo

[ ]
(00000000
D(%]DSI]PD\[I/QIako Chemicals, degree ~ (NTBase, NP-N100:

of polymerization: €@ 2000) ~ average particle size: 100 nm)

I
i (00000 P SOO0no0oog

Thermocouple

Ngas  ,—— 4 — »N; gas

=1v
Quartz tube WD

Len

Microwavze radiation
time and power controller

Ddor Ar/bOXTM

Mixture of granulated PS
and nickel nanoparticles

0 [ooooqoo

1) conc. HCI

(To remove bare Ni)

_— 3
2) Neutralization =z

= and gryness

N7

=

Black carbon
products

E5 £ES/HFEICES ONT RO
FITHEAIL (BB 7hiE Lo b o —o8
LWHIERBISE L, ZoFEE VUL, B
PHTHTRT CNT ZERETH Y 7 LEITRE

BRTE %, THTRBOERZFVWIEx 0 7T A
B TR TEDEA D, RETIE, 5D EHICL
T, HROBLRAY AF Lo =y /vt kst
—FEC~ A 7 o INETRERR T D, R b, =v o
VT REAE, FERICRE RRAE LR > TV HD T,
fibfht & U CRhRATE K B TH D,

o (a) 600°C 10min (b) 700°C 10min
Ni () 800°C 10min (d) 900°C 10min

6. 600 &L 700, 800, 900°C, 10 /T LBE=IZ

L-BDERMD TEN EE.

BRE, 970m g DRLRAR Y AF L& 30mg D=
v 7T )R- DIREW A . FONREE : 600C £ 721X
700°C, 800°C, 900°C. FJ&#fE : 5 min, 10 min, 15 min,
20 min @ 16 FEFHDHL 2 5 FUGSRMC ZE LBEXIT LT,
BT, USRI AY 600°C, 700°C, 800°CDNEIC E23 51T
O, BIL7Z, LarL, 900°COYLEIT 600°C &[] L
AKHEE TR T Lz,

Fo, K6 Z A TH2 D X HI, Ni &ENLO CNT
1%, 700C L 800 C TIETE S i L7z b DRT=< S AL
SIDHH, 600°CTIX CNT X TE Iz, Ni NaEh—=R
) T RIVIRTETNSD, 900°CTiE CNT 1372<
SAMTTETORY, 20X 92, BTIEMEEEE)
O Bl /e O RESARE, 7000C L 800CTHH Z &
WbhoT,

600 & % \Z 700, 800, 900°C T—EHFEI(5 & 5\ M i
10, 15, 20 43)7& LBEXIZ L CTE AR D X #REHT
NE—=nb i, CNT OfaE GRS Z RDT-, Fx
I Ni(U) & 7T 7 = L (002) S8 DFREE I TEH L=,
Ni(111)iZ CNT INE &= v 7 VEJBICH KT 5,
e D, HO= v T VERITERMLEIC LV 52U
PREINTNDINHTH D, £ I T, 600CICHITH 7
77 2 (002)l2% 35 NI DR &2 D L. Zhb



JEMEA Bulletin Vol.3 No.1 (2017.6)

ORENE, FEFITHTH, ZDOZ Eid=v 7L eRN
CNT EE A AR L TN EEEKRT S, Zh
&, BTl TEM BEOR R & —83 5, —J7, 700,
800, 900°CIZ331) % Ni(111)Ds&fEIx, 7T 7 = -(002)
DOIFEL D HREV, 7T 7= (002)DFREIX, KU
RN E L Ud 72 2128, K& o TWD, ZD
R USRI A RLS TR LB, 77T
RN EDICKETAZ E2E®R LTS, Lo
T, NiQ)DFEEEIZx 92 7T 7 = 2 (002) D 5# FE b
(Gr/Niratio)i X, = 7 /LT CNT Ok DOFEE &
T 5 ENTE D, GHNI DR KEE 5 % % D%, 700,
800, 900°C T, =N Eh 1547, 1043, 5y TH - 7=,
ZDOXDIT, CNT BRROFarESOGIRRIE, R & <
72 BTN THEL 725 T,

P EOWE, TEM BEE, X #REHTZ —> 03T
DRERZEZBET D &, &R /R HEICB T 5 X
JEEEERERETIX 800°C, 10 /3 Th D Z &b oT-,

4. £EfTBONTOERIZRIFTNI 7/ HiFiE0E
EoRE

oz 1A 100nm DS EAEZRFO Ni T/ k-
ZRWTE 72, ZO Ni 7/ Kif1%, #E NT Base #1:43
TIRAREEANTHIE LD Th o7z, Zhid
100nm DIELEZRFON . FEFITIRIRY VRIBE /34T &2
FFo T Ve, MEE, PROKIBE AR 28D K 0 R/ )N
72 Ni 7 /R, S CWenoTz, fall, K
BRF: &8 B BE L P LRI 7 L — 713, RS0
B2 L7 vx V#H K % K > Ni[(dialkylamino)-
(diformato)|$E(k D47 % ) —RiR &, ~A 7 a
B 22 LTk 0, FERITHRORIE M CITE D ER
ZHT DN T R OERICEI LTz, £2T, #i
% EFE(10, 20, 50, 90 nm) &> Z 4L H D Ni F/ ki f-%
ANWT, xS b7eohst s LT, WRIZAEED Ni
TR OERRD, AT D CNT OB KT T2
A 0] N N

ZORER, A L 72 D8R T R OEEEDY Inm 7>
© 90nm DRV NP T il D4 JE F /R 7- D E (D)
25 Inm #8095 & | AT % CNT OAME(Denr) B8 1
nm 95 Z ENRBAL NI o7, Fox DHAIED |
fihiiE AT KA DEADS Z D X 9 I ITIRIEL

T, Dy & Doyt PREINC Z D X 9 70 BV NERMED ST
ENTDIRDTTHS Y,

B 7 RIVRFLUEZYTILF/RFEEHITEL
WMECTDHIEITEY ONT ANERT HEXR.

[X] 7 12 CNT 23RS AR 2 -7, RORAR Y ZF
L % 700°C £ 7213 800°C THIEA L 72 Rf, Z U311k
DIRFEETHIEIS N, =y T/ TF KA ETiAT,
= NV ERBOEEERETERT 5, HEREE T, i
fFn U7 R BIT T  RLF-OBEEERN D = v v kL
FOFRETHMGREL, A—R T 700 —
RF ) Fa—TxEKT D, EOIHAZRT D &,
fFN U7 RSB EARN D BEL T, h—AR T F
2 —TPRE LR 5, Lo T, RENEBICH
T DVEIRIE S, —R T ) Fa—T RIS 5k
EMERTHD LEZHND Y,

5. #bhylc
FE kit & U CHW A 726, CNT ~OER A AN
KPP T T X<ifre 8 CETH TH 5,

51 ISR

1) H. Fukushima, The 91% Spring Conference of The
Chemical Society of Japan, 2011, 1S7-09.

2) Y. Takagaki, H.-D. Nguyen-Tran, K. Ohta, Bull. Chem.
Soc. Jpn., 2010, 83, 1100-1106.

3) T. Ohta, T. Ito, M. Shimizu, L. Tauchi, H.-D.
Nguyen-Tran, J.-C. Park, B.-S. Kim, I.-S. Kim, K. Ohta,
Polym. Adv. Technol., 2010; DOI: 10. 1002/pat. 1723.

4) RFFFES 5874994, Y. Takagi, L. Tauchi, H.-D.
Nguyen-Tran, T. Ohta, M. Shimizu and K. Ohta, J.
Mater.Chem., 2011, 21, 14569-14574.

5) K. Ohta, T.Nishizawa, T. Nishiguchi, R. Shimizu, Y.
Hattori, S. Inoue, M. Katayama, K. Mizu-uchi and T.
Kono, J. Mater. Chem. A, 2014, 2, 2773-2780.



