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oooao
# o T (YDA BT DB ABRAE
F v
1 [NM334A1|T i O ,~F L1 »E(olitec) MV U RIT A B H., LY
2 |NM334B1|T i O ,~A4 LA UE(TNO, RJ110313-1) | F Lz U NIZ4 K Wil
3 [NM3384B2|T i O ,~4 LA B(TNO, RJ110313-1) |h /L= PIZ4y L %
4 INM334C1|T i O ,~A L4 »E(Plasmachem) 2o TN H. ZE
5 [NM334C2{T i O ,~A4 11 »#(Plasmachem) MV NS B H. &&E
6 (NM334B2|T i O,~4 LA »(TNO, RJ110313-1) {0. 5m 1 / bz +iEH
0. 5m 1~y
7 [NM334B2|T i O,~3 LA »#(TNO, RJ110313-1) |0. 5m 1/ F = +{EH
1. Om1~¥Hy
8 [NM334B2(T i O,~4 b »B(TNO, RJ110313-1) |0. 5m 1/ F x> +)BEH
1. 5m1~¥Pyv
9 |NM334B2|T i O ,~A LA »E(TNO, RJ110313-1) [0. 5m 1/ h x>+
0. 5m1 THF
10 [NM334B2(T i O ,~4 v 4 »E(TNO, RJ110313-1) 0. 5m 1/ Mz +HiEH
1. Om1 THF
11 [NM334B2|T i O ,~# VA »E(TNO, RJ110313-1) |0. 5m 1/ k= +HiEEH
1. 5m1 THF
12 [NM334B2|T i O ,~F LA »E(TNO, RJ110313-1) |0. 5m 1,/ h x> +[EH
0. Sml=x—%/—)
13 [NM334B2|T i O ,~4 LA »B(TNO, RJ110318-D {0. 5m 1/ by +EH
1. Oml=®/—)
14 |NM334B2[T i O ,~4 LA »#(TNO, RJ110313-1) |0. 5m 1 / bz +iEH
1. 5ml=%/—n
15 |NM334B2|T i O ,~A4 LA VE(TNO, RJ110313-1) [0. 5m 1 / bz +iFEH
0.5m12%)—)
16 [NM334B2(T i O ,~4 VA VB(TNO, RJ110313-1) {0. 5m 1 / x> +iEH
1.0m 1% J—\
17 [NM334B2(T i O ,~A L1 »B(TNO, RJ110313-1) |0. 5m 1,/ b +HiEH
1.5m 1% ) —\
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# Y VAN IO T AV Y 15 Z ¥
VAR (B&FE, nm)
1 | NM334A1 | TiO,~F VLA kv RIS Peak 1: 473 nm (89%)
(Iolitec) Peak 2: 38 nm (11%)
2 | NM334B1 | T iO,~* LA B v RIS Peak 1: 76 nm (77%)
(TNO, RJ110313-1) Peak 2: 12 nm (23%)
3 | NM334B2 | T i O,~F LA 8 RV L PRI 45 40 nm 20
(TNO, RJ110313-1)
4 | NM334C1 | TiO,~F VLA B b IS B Peak 1: 129 nm (97%)
(Plasmachem) Peak 2: 18 nm (3%)
5 NM334C2 | T i O,~F LA & |17 S A Y 4 | Peak 1: 183 nm (94%)
(Plasmachem) Peak 2: 3463 nm (6%)
6 | NM334B2 | T iO,~A LA 0. 5ml,/trxr+ | 284nm
(TNO, RJ110313-1) 0. 5ml~¥Pr
7 |NM334B2 | TiO,~F VLA 0. 5ml/ x>+ 1| 294nm
(TNO, RJ110313-1) 1. Om1~%¥v 30
8 | NM3384B2 | T i OQ,~A LA L 0. 5m!,/ A+ | 31.5nm
(TNO, RJ110313-1) 1. 5ml~F¥
8A | NM334B2 | T i O,~A LA K 0. 5ml/bAxi+ | 84.5nm
(TNO, RJ110313-1) 1. 5ml~FHu
(—He)
9 | NM334B2 | T iO,~A LA 0. 5ml/Fr=>+ | 89.1 nm
(TNO, RJ110313-1) 0. 5ml1 THF
10 | NM334B2 | TiOQ,~F LA B 0. 5ml/klxz+ | 39.6nm
(TNO, RJ110313-1) 1. Om1 THF 40




(16) JP 6430485 B2 2018.11.28
oooooo
11 NM334B2 | TiO,~FVvA VB | 0. 5ml /x> + | 385 nm
(TNO, RJ110313-1) 1. 5m1 THF
12 [NM334B2 | TiO,~FL A 8 | 0. 5m1,/ b+ | Peak 1: 82 nm (81%)
(TNO, RJ110313-1) 0. 5ml1x# /—)b | Peak 2:11 nm (17%)
13 | NM334B2 | TiO,~FLAvE | 0. 5m1,/ Az + | Peak 1: 82 nm (81%)
(TNO, RJ110313-1) 1. Om1=#/)— | Peak 2:11 nm (17%)
14 NM334B2 | TiO,~F VA v | 0. 5m1l,/ bz + | Peak 1: 102 nm (81%)
(TNO, RJ110313-1) 1. 5m1x#/—) | Peak 2:19 nm (17%)
12A | NM334B2 | TiO,~F LA | 0. 5m1/ x>+ | Peak 1: 70 nm (83%)
(TNO, RJ110313-1) 0. 5m1=x# /—)L | Peak 2:10 nm (17%)
(2[FH)
13A | NM334B2 | T i O,~A VLA 0. 5m1,/ hvx+ | Peak 1: 96 nm (84%)
(TNO, RJ110313-1) 1. Om1=#/—) | Peak 2: 14 nm (10%)
(2[EH)
14A | NM334B2 | TiO,~FVv A | 0. 5m1,/ b+ | Peak 1: 96 nm (84%)
(TNO, RJ110313-1) 1. 5m1=¥/—)v | Peak 2:13 nm (15%)
(2mH)
15 NM334B2 | TiO,~F VA B | 0. 5m1,/ ki + | Peak 1: 91 nm (99%)
(TNO, RJ110313-1) 0. 5ml1_v& /) —n
16 |NM334B2 | TiO,~FbvAvE | 0. 5ml,/ ;i + | Peak 1: 188 nm (82%)
(TNO, RJ110313-1) 1. Om 1% 7 —)V | Peak 2: 30 nm (18%)
17 NM3384B2 [ TiO,~F VLA | 0. 5m1 / k= + | Peak 1: 188 nm (81%)
(TNO, RJ110313-1) 1. 5m 1% /—) | Peak 2: 27 nm (16%)
REF | NM334B2 | TiO,~A4vAv® | 0. 5m1,/ kAT + | 43nm
(TNO, RJ110313-1) 1. 5m1
(&%)
oooooo
gooooooooboooooboodooooooooobooooo,bObo00oo0obood
pgodooooooooooooooouooouoooooo oo oo oooDooooOonoao
Oo0000000000000000000000000000O0O0O0O0O0OoOoOoOoGOaQ
uoob,0o0oobbooooboooooobooooooboooooooboobooOoobood
gooooooooooooooooooooooooooooooOoooooooOonOoaon
0000000000000 000000000000000000O0O0O0O0OOOOan
0000000000000 0000000O0O0O0O0O0OOoOoOaQ
oooOoooao
godoododooooooooooouooouoooooooooooooooDooOonoao
Oo0000000000000000000000000000O0O0O0O0O0OoOoOoOoGOaQ
go0ooo0ooo0oooooobooooooooooooooooooooooon0oanOao
godooooooooooooooouooouooooooooo oo oooooooOonoao
0000000000000 00000000000000000OO0OO0Oan
Ooooao
oooOooao
pgoooodoooooooooouoooooooooooooooooooonan
0000000000000 000000000000
oo0ooooooooooao

10

20

30

40

50



a7

goog

JP 6430485 B2 2018.11.28

gooooogooooogd

O

O
O
OJ
O

O
O
O
O
O
O
O
O
O
O

O
O
O
O
O
O
O
O
O
O
O
O

[ o i |

[ oy i |

[ i

oo oo

[ oy i |

[y i

OO oo

[ oy i |

[ oy i |

oo oo

OO oo

[ o i |

I s A A e o A

o A e 1

O
O
OJ
O
O
OJ
O
O
O
O
O
O

]

O|O|ooo|o|o|o|(oojo|g|g

|

O

O

|

O
O
O
O
O
O
O
O
O
O

O
O
O
O
O
O
O
O
O
O
O

O
O
O
O
O
O
O
O
O
O
O
O

o A o i

O|o|ioioo|o|g|o|oiojo|o|g|o|oiojo|g|o|o|jojojo|o|o|oiojo|o|g|o|oiojo|o|go|o|oojo|g|o|ioioio
o s e A e A

I s Ay
O|Oo|oo|o|g|g|o|o

[ i I o I o
I o I O
O OO oo
[y N o I e
o I o O
O |O|oO (oo
O oo oo
I o I o O
[ o I
O|o|io oo
[ o I O

|I:II:II:II:II:II:II:II:II:II:II:II:II:II:II:II:II:II:II:II:II:II:II:IDDDDDDDDDDDDDDDDDDDDDDD

O
O
O
O
O
O
O
O
O
O
O

|

[

[y i o

[ O o I

[ i O o I

O |g|o o

10

20

30

40

50



(18)

JP 6430485 B2 2018.11.28

goooan

O
O
O

O
O
O
O
O

O
O
O
O
O
O
O
O
O
O

0

0

[ i O e
[ iy o O e
O|Oo|ooo
O oo
[ iy o O o
O OO oo
O oo o
[ i o O e
[y i i e
O oo o

O
O
OJ
O
O
OJ
O
O
O
O

O
O
O
O
O
O
O
O
O
O
O
O
O

O
O
O
O
O

O
O
O
O
O
O
O
O
O
(]
O
O
O
O
O
O

I i I
o o o s I
o o I
I I
O|Oo|o|oooc|g|g|g

O
O
(]

DD'DDDDDDDDDD

O |a
O |Oa

O
O
OJ
O
O
OJ
O
O
O
O

O
O
O
O

[y i I A
[ i I O
O |g|o o
O oo o

O

O

O|o|o|ooo|o|g|ogoiojoo|g|oooo|gig|ooo|o

|
O

O

oo |oia

O
OJ
O
O
OJ
O
O

O
O
O
O
O

goagao

goooan

Oo|iioo|ooc|o|o|o|ooo|jo|o|o|oooc|jo|o|o|oojlc|jo|jo|o|ololjlo|jo|jo|o|.a
I e
Oo|o|io|o|ooo|g|io|ioiooo|ig|ioioioio|oigo|iooioioc|;g|o|ioooo|;gig)ioo
I e o
I e

O|O|o|ooo|g|g|g

[ o I

[ o I

O oo |a

[y o o I

[ o I

[ i i

[y o o

[ o I

10

20

30

40



(19) JP 6430485 B2 2018.11.28

oooano gooao

SAMPLE #1 SAMPLE #3

Size Distripution by Irtensity Size Distribution by hiensity

Intensity (Percent)
Intensiy (Peroent)

Size (d.nmp

{————""Record 367: NVI334C2 TIO2-0keke (Pasmachem TO2) / tokiane 1]
Record 391: TIO2-oleic {lolitec TIO2) / toluene 1 Record 392: TIO2-oleic (joltec TIO2) f toluene 2 e Record 388: NVM334C2 TiO2-aleic (Flasmachem TIOZ) / toluene 2|
Revord 393: Tio-oleio (lliteg TI02) /tolene 3 ————_Record 399: NMB34C2 TIQ2-okeic (Pasmachiem TiC2) / tokiene

Fig. 3

Fig. 1
goaao goaano

SAMPLE #2 SAMPLE #4
Size Distribution by Intensty

Size Distribution by intensity

Intensity (Percent)

Intensity (Percert)

Size (dnm)

Sto (dnm) ———  Record 388 TOZ-oleic (Pasmachem Ti2) / toluene 1
g ————— Record 389: TO2-oleic (Plasmachem TiO2) / tokiene 2|
———— _Record 390: TiG2-oleic (Resmachem TiOR) / toluene
- Record 385: TIO2-oleic (NO TiO2) /toiene 1 ~——— Record 386; TiOR-olek (TNO Ti02) / tokierie 2
- Record 387; TiO2-olelc (TNO TIO2) / tokiene 3 Fig. 4
Fig. 2

googao gooo

SAMPLE #5 SAMPLE #7

Size Distribution by Intensiy Size Distribution by Intensity

Intensty (Percent)

fntensty (Porcent)

Skza (dom) Size (d.nr)

Record 404: NV334B2 TiOR-okic (TNO TIO2) / loluene + hexane (0.5 + 1 4
Record 405: NVB34B2 TiR-ckic (TNO TIO2) / tolusne + hexane (0.5mi + 1rr) 2
Record 406: NVB34B2 TioR-oleic (TNO TI02) / toluene + hexane (0.5mi + 1 3

Record 394: NM334C2 TiO2-oleic (Plasmachem TiO2) / tokiene 1!
Record 395: NM334C2 TiO2-oleic (Rasmachem TICZ) / toluene
Record 396: NM334C2 TiO2-cleic (Masmachermn TiO2) / toluene.

Fig.5 Fig. 7

oooano gooao

SAMPLE #6 SAMPLE #8
Size Distribution by irtensity
- Size Distribution by Intensity
[ =
5 g
i £
- 2
:
E
Size (d.nm
Record 401: NMB34B2 TKO2-oleic (TNO TiO2) Holuene + hexane (0.5mi +0.5m) 1 Size (dnm)

Record 402: NM33482 TiO2-oleic (TNO TiO2) / toluene + hexane (0.5 +0.5m) 2
Record 403: NVB3482 TIG2-oleic (TNO TiO?) / toluena + hexane (0.5m +0.5m 3|

" Record 407: NVB34B2 TiC2-oleic (TNO T02) / tokuene + hexane: (0.5rf + 1.5m) 1|
- Record 408: NVI834B2 TiC2-oleic (TNO Tix2) / tokuene + hexane (0.5 + 1.5r) 2|

Fig.6 Recard 409: NM33482 TIC2-aleic (TNO TiO2) / foluene + hexane (0.5mi + 1.5m1) 3|

Fig. 8
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SAMPLE #8A SAMPLE #10
Size Distribution by intensity Size Distribution by intensty

8 g

& g

2 2

Size (dnmy Size (d.nm)
Record 440: NVB34B2 TIO2-oleic (TNO TiO2) / foluene + hexane (0.5mi+ 1.5m) overnight 1] — Record 413: NVIB34B2 Ti2-oleic (TNO TiO2) / toluene + THF (0.5ni + 1.0n) 1l
Reoord 441: NVIB34B2 TIO2-oleic (TNO TiOR) / foluene + hexane (0.5 + 1.5m) ovemight 2 Record 414: V33482 TiC2-olefc (TNO TiC2) / toluene + THF (0.5m + 1.0ni) 2|
Record 442: NVB34B2 TIO2-olsic (TNO TKX2) / toluene + hexare (0.5mi + 1.5m) ovemight 3| Record 415: Nv334B2 TiO2-oleie (TNO Ti02) / toluene + THF (0.5 + 1.0nd) 3
Fig.9 Fig. 11

oboood gboooad

SAMPLE #9 SAMPLE #11

Sizo Distribution by lotensity Size Distribution by Intensity

intensiy (Percent)
o

Intensity (Parcent)
o

Size (d.nm

Size (dun)

Record 416: NV334B2 TiO2-oleic (TNO TIO2) / toluens + THF (0.5mi + 1.5m) 1)
— Record 410: NVB34B2 TiG2-olelc (TNO TiO2) / tolusene + THF (0.5 + 0.5m) 1 Recard 417 NVB34B2 TiO2-oleio (TNO TIO2)  tolune + THF (0.5 + 1.5m) 2
———— Record 411: NVB34B2 TiO2-olek: {TNO TiO2) /toluene + THF (0.5 + 0.5mh 2 Record 418; V33452 TIO2-oleic (TNO TIO2) / touene + THE (0.5 + 15D 3
- Record 412: NV334B2 Ti02-oleic (TNO TiO2) /toluene + THF (0.5m +0.5m) 3 4

Fig. 12
Fig. 10 8
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SAMPLE #12 SAMPLE #14

Size Distribution by intensity Size Distribution by Intensity
15

Intonsty (Percont)

Intensiy (Percent)

10000

Size (@d.nm)

-~ Record 420: NVB34B2 TiO2-oleic (TNO TiO2) / tokiene + BIOH (0.5m + 0.5m) 2

NV33482 TiO2-olek: (TNO TiO2) ftoluene + BIOH (0.5 + 1.5mf 2|
————__Record 421: NM334B2 TIO2-oleio (TNO TiC2) / tokuene + EIOH (0.5 + 0.5m)

{———— Record 419: NVB34B2 TiC2-oleic (TNO TiC2) / tokiene + EXOH (0. 5mi + 0.5ml) j
2 NV33482 TiO2-oleic (TNO TiO2)  tojuene + BOH (8.5mi + 1.5m) 3‘

Fig. 13

Fig. 15
SAMPLE #13 SAMPLE #12A
Size Distribution by intensity Size Distribution by Intensity
_ B
£ g
[ R T PO PO PRSP SR TOTPIO - S
g g
z / =
st 4 .§ oh
£ B :«,{ﬁ/ < =
o e
a1 1 10 100 1000 10000 01
Size (d.nm) Size (d.om)
‘Reoord 422: NMB34B2 Ti2-oleic (TNO TIOZ) / toluene + E20H (0.6l + 1.0rm) 1 [ Record 410; NVB34B2 TiOR-oleks (TNO TIOZ) / tokiene + HOH (0,6 + 0,510 1
Record 423: NMB34B2 TI2-cleic (TNO TIO2) f toluene + EXOH (0.5l + 1.0 2 [~ Record 420: NMB34B2 TIO2-oleic (TNO TiO) / toluene + EIOH (0.5mi + 0.5m) 2
|-e Rcord 424: NV334B2 TIO2-oleic (TNO TiO2) / toluene + EIOH (0.5ml + 1.0m) 3 —————__Reoord 421: NM334B2 TiC2-cleis (TNO Ti02) / toluene + BIOH (0.5l + 0.5mi) 3|

Fig. 14 Fig. 16
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SAMPLE #13A SAMPLE #15

Size Distribution by Intensity Size Distribution by Intensity

@
5

3

@
Intensiy (Peroent)

intensiy (Percent)

10000
Size (dom) Size (d.om

oc

= Record 422: NVB34B2 TIC2-oleic (TN TiC2) / foluene « EIOM (05 + 1.0mi) 1/ [ Revard 443: NV334B2 TIQ2-olelc: (TNO TIC2) / toliere + pentanal (0.5ret + 0.5md) 4
———— Rocord 423: V33482 TIOR-oleic: (TNO TiC2) / foluene + EOH (0.5t + 1.0 2 - Record 444: NV33482 TIO2-oleic (TNO TiC2) / folusne + pentanol (0.5 + 0.5md 2
i Record 424: NV334B2 TICR-0leic (TN TiC2) / foluene + EIOH (0.5m + 1.0m) 3 | Record 445: NV33482 TIO2-olelo (TNO TiC2) / toluene + pentanof (0.5mi + 0.5mi) 3|

Fig. 17 Fig. 19
goooao goooao
SAMPLE #14A SAMPLE #16
Size Distribution by hlensiy Size Distribution by Intensity
3 4
2z z
£ i
Size (dner) Size (d.nm)

Record 446; NVB34B2 TIO2-oleic (TNO TIO2) / toluene + pentanol (0.5mi + 1.0m) 1;
Rocord 447: V33482 TIO2-oleic (TNO TIG2) / tokuene + pentandl (0.5 + 1.0m)
—-———_Record 448: V33482 TIO2-oleic (TNO Ti02) / toluerte + pentanol (0.5 + 1.0m) 3

—""Record 425: NVB34B2 TiO2-oleic (TNO TIO2) / toluene + BXOH (0.5 + 1.5mi) 1
————  Record 476: NVB34B2 TiO2-oleio (TNO TIO2) / toluene + BIOH (0.5m)-+ 1.5m) 2
——— _Record 427: NVB34B2 TIO2-olekc (TNO TIO2) / oluene + EXOH (0.5mi+ 1.5mi) 3

Fig. 20

gboooo

SAMPLE #17

Size Distribution by itensiy

Intonsity (Percert)

Size (dnm

[~ Record 448: NM334B2 TiO2-ckic (TNO TiO2) / toluene + pentanoi (0.5ri + 1.5m) 1
—— Record 450: NVB34B2 TiO2-okeic (TNO TiO?) / foluente + pentanol (0.5mi + 1.5m) 2
——_Record 451: NVB3482 TIOZ-okeio (TNO TiO2) / toluene + pentanc! (0.5mi + 1.5mf) 3

Fig. 21

ooooao

SAMPLE #REF

Size Distribution by Intensiy

Intensily (Percent)

10000

Size (dam)

[~ Record 426: NV334B2 TIOZ-oleic: (TNO TiO) / toluene + taluene (0.5mi + 1.5m) 1
- Rogord 429: NMB34B2 THO2-olsio (TND TIOR)  foluene + toluene (0.6mi + 1.5m) 2
Record 430; NVB3482 TO2-oleic (TNO TiCR) / tohiene + toluene ©.5m + 1.5m) 3

Fig. 22
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