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Macromolecules, 2001, 34(12), 3819-3822.
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300MHz

T .o /sec 163 0.60 0.88 0.94
UTps — =) 1.05 0.52 0.45
100MHz
T\H gns / sec 0.52 0.33 0.40 0.42
UTp  — - .11 0.58 0.46
Tensile yield
strength (Mpa) 64 85 80 69
% Elongation
(Sem/min) 40 17 60 50
AENE (TEM) Good Fair Not Good
- Montmorillonite
1/Tpra=1/T IH(obs) - VT, (nylon6) CH,(CH,),5sCH; CH,(CH,);5CH3
H3C—I|\I+—CH2(CH2)1 sCHj H3C—I|\I+—CH2(CH2)15CH3
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t5> D bMME & M HE — D BE ( Aldrich library of 1*C and 'H FT NMR

spectra, Aldrich Chemical Co., 1993.)
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Atsushi Asano, ef al.,
Macromolecules, 2002, 35, 8819-8824.
Polym. J., 2004, 36, 23-27.
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1 1 1 1 1 1
IH—WZZPMAAﬁ‘F(l_ZPMAA)m @:ZPMAA—LLMIHS+(1_ZPMAA)—43.3mS f
I !
(A) 40 (B)
I H: 500MHz H: 56kHz
7]
” = 30 F \
= 2.0 T\Q_
= =20 F
1.0 10
PR TV [ W — 0 || 2 . . .
0O 02 04 06 08 1.0 0 02 04 06 08 1.0
APMAA XPMAA

PMAA/PVAcT L >V KNDERZER (A) COE%R (B) OT,OME/MLIKT (FiRIFIBHTV

% T DM T20-50nmDIPIZ THB. FICPMAAY W F T L NIE2-5nmDRIE TETEIC B,
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- N T 27 —— ° = 183 ;
1-7. ANINBSOITER SIS ORBATE CHERITESOT HREMEED | garie

PMAA-COOH
(pure PMAA)

300 ms
/’/\(‘/ 1/2
I ms OY
l L] ' L) l L) l L] l L]
200 190 180 170 160 O 1/3
Chemical Shift/ppm
I T I T I T I T I T l T I L) I T I T ]'_|_
200 190 180 170 160 200 190 180 170 160
Chemical Shift / ppm Chemical Shift / ppm
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ABEEREAIOL Y BT gi
NE———— 1 HO o O\H/

T1E6S/ Yopan

80 B ﬂ O
' 0
70} A
"-{f, [ O 200 195 190 187180 175 170 165 160 155 °
© . 60F 0= ¢ o s pon OH +eeeeees O:\/
B~ \
3 . -
50F -
- A . teman JLvksp  PMAA - PVAC
40 F _Co _ (179ppm) (175ppm)
0 "OH - - -
- . 3/1 obs. 33% 27%  45%
30} \%\E\Eﬁ i (12/4)cal.  31% 25%  50%
' s ' 211 obs. 34% = 27%  44%
- -— - --=--0
20F -8 g0 y (10/5)cal.  33%  30%  40%
I S P ST S S— . 1/1 obs. 30% 36% 25%
Xpman 1/2  obs. 24% 39%  18%
(7/14) cal.  24% 43%  14%
@ 47E55/ ypan O 1418/ ypyan 1/3 obs. 15%  43% 8%
(7/21) cal. 18% 43% 9%
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~ x:yDIEERTHEERIDEIRE

179ppmic &Rl =1 2PMAAMDCOOHE gk
175ppmIC &3 8l=1125PVAc(DCOOE g 1
£ COMMEL TR IIDIET
PMAA(183ppm) | PVAc(171ppm)
XPMAA 187ppm  183ppm 179ppm® 175ppmP 171ppm + 117759|c|?;|[))rr1r]:I
[ 3/1 22 28 19 (27%) 14 (45%) 17 33 ]
2/1 22 21 16 (27%) 18 (44%) 23 34
1/1 17 11 16 (36%) 14 (25%) 42 30
1/2 10 Ji 11 (39%) 13 (18%) o8 24
1/3 1 5 9 (43%) 6 ( 8%) 73 15
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31 LN =124 JL Y RD161_-w hH 585
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A. J. Rossini, et al.,

Angewandte Chemie, 2012, 51, 123-127.

J. Am. Chem. Soc., 2012, 134, 16899-16908.
M. Lelli, ef al.,

J. Am. Chem. Soc., 2011, 133, 2104-2107.
A. Lesage, et al.,

J. Am. Chem. Soc., 2010, 132, 15459-15461.
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DNP-NMR;% (Dynamic Nuclear Polarization —- NMRJX)
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131.5 GHz, 30W

B,=4.692T NMRIE A <

F. Horii et al. J. Infrared Milli Terahz Waves,
33, 756-765 (2012).

1H = 200 MHz RBIEEHEA p .
BRE EBF
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il {0 5P SCM B e —
= .. SCM | | 2l |
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A. Lesage, et al., J. Am. Chm. Soc., 2010, 132, 15459-15461.

e- CW MW on / off
/2 : \\ 263 GHz / 9.4T
H II":;#; ! Spinal-64
; t, BEDERS 2 fEE
1 NMR/EJ]IEjj_Ii
13C WA
'/ V V.

____________________________________
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BF: SVAHL o°

H.c | cH,

TEMPO HSS’ACJLCH:,,
o Ny O
TOTAPOL N fi
0
H

~1.5nm

bTbK
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BHaK

e === TH (JK)
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C2 +C4
TOTAPOL (25 mM) ﬂ

MW On C3 surfactant
8|-| =25 %
Ec 256 CH3CH,0-Si
C1 CH3CH,0-Si
. I _Tms

TEMPO (30 mM)

MW On

Eq=18 .

€c217 ’\ A An * *
MW Off

WA Mo AW AWV ety

T
250 200 150 100 50 0 -50
carbon-13 chemical shift (ppm)
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N N
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0
H
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Soc., 2011, 133, 2104-2107.

M. Lelli, et al., J. Am. Chm.

SiOSI(CH,),

) 13 10240 scans
Sol-Geli 1 2:8h
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MW =On a
Post-Grafted SBA i i 26624 scans
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40 20 0/ -20 -40 -60 -80 -100 -120 -140 -160
29Si chemical shift / ppm
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