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v 3k ks Sl B, xdd 9 owile| o}

gk g gule fERady, EfERRddd 3@ FRE I o).

b gk o] 24 A= 1-og-3-vgenthEE FReel=, 1-YE-3-wHonuEE FRe|=, 1-oE-3-
dE-oluthEE JEAddolE, 1-dd-3-HE outtEF HogExAdolE, 1-dd-3-wE-ont}EF t]A et

olu| =, Egla-(2-3to]=E Ao d)-HE IRy wedMdmolE, 1-od-3-HE-o|nthEF E|QAJoIO]E, 1-9
g-3-vg-o|nttEE HEHZFORRYE, 1-dd-3-vd-olntEF EEFavasX e, 1-dd
-3-dE-olntEF va (BEgZFozreEId)on=, 1-dd-3-vd-ontEfF wd-7lRyolE 9 1-4
g-3-vg-o|nttEE davtrdo]Ee|tt. 7bg npgA g o] HAE 1-dd-3-wdolntEE FReol=
9 1-Fg-3-vdoju|t}EE SR efol=olt),

ik gk AA viAE B, W, Jdueg, oihZageg, Z
(NWP), 2-olg-2-9]Z8]&= (NEP) 2 tldd £ZA|= (DMSO)
Aelgct, o nldze vl B NP, NEP ¥ y-FE|RE

N

A

= ,
= A7 8ule ERER o]FoR Fo
2 oogd F8E %
=¥

)

i

itk m Al P o
Ao Bol Sau: o

Zo Al 4
s} thettolohe A2mde Eeta, 1 e B F0 AAS] o

BASD AHe& v=

o,
o
P
dlo
k)
ko
i
BN
i)
=
=
tlo
o
=)
%
i)
5

Y
o
o
ox

s thmttelobRE A2



10-2072186

s=s4

ALl Al

=3
)

03
<

g
il

N
w

ojp

N

w

-

P 2717F Ao w7k A

ol

7 Al=E el M eghEnh, el wiA] 4kt

o
=

I

N
Ho
Caal
Nk
o)
e

[ul
)

RH

X

‘Duo

M

)
il

m

A E= ojd gl TEE AT A

[0082]

A2

TA el A, BASD

el g
e A

i

[0083]

oy

=
-

A v 2]

=
—

NA & 99 o

S =u}
= o =2

el

& Wi, wh

pHOll A +35mV

et

[0084]

= 450 mV

SHAl

3, b ks

+40 mVE 9

Ae

et

].

o

2} z)
=

g ", v

= 7 ©]3}2] pHollA +50 mV

o] Alet A4

[0085]

Her

+60 mV=

Ae

et

24

el

uo
=

AEF AY7F +35mVE

ehl

=
:‘—X

[0086]

1o}

S

=l

F AAF 27 BEE 2 m A 30 m, vk

3

3 tpmtpolobZ = 4k o] DI0 %

Hhga]

et

[0087]

3 nm WA 12 nm ©]t}.

A=

2 WA 14 mn, 743 v

A=

2 nm WA 20 nm, H=

Ae

0.2 WA

&A=

ol% 0.2 wt%, vt&3]

S|
&

A Es

A

O

A

[0088]

0.5 WA 8 wt%o|t}.

A=

10 wt%elaL, o= nhghs

et

M

[0089]

2 WA 100]t,

A=

1.5 LHX] 120]:‘]17 7]_20], H]—]\“ﬂj’?_]'

A=

15 WA 13, oS vg

[0090]

et

A
.

T o=

<
il

T

[0091]

AsEm, 7] A

R

[0092]

=

11
)
vzel

X
Ar

o JA =7

3

tololzE g1Ake] D50

[0093]

2 nm WA 100 nme]t}.

s

2] A% 2 nm WA 400 nmm, ¥}

[0094]

+60 mVE dET).

A=

50 mVE dar, 748 vhE

A=

Ak 49 +40 mVE @i, ¢S npgh

Ar

_—

pH 1.5 WA 13914, wu}

23t herholobz s Qo] AEk A9

kg

R

[0095]

pH ¢ 2 WA 1094 +30 mVE dit).

she

<
]

9 2 WA 1194, ©

28 A= pH ¥

[0096]

Fohe

-
£

3} YxtlololE e 9xtel A wjHE

[0097]

[0098]

o JA A7)

e

8t tpertholobE = 1%ke] D90

[0099]

nme] t}.

_12_



[0100]

[0101]

[0102]

[0103]

[0104]
[0105]

[0106]

[0107]

[0108]

[0109]

[0110]

[0111]

[0112]

[0113]

[0114]

[0115]
[0116]
[0117]

[0118]

S=54 10-2072186

AA ThAE AAR oM AAl AR Abssich. A WAL wFASAL T4 FPAY S0, T4 Wy

23 &, o= wFEA Y &, WES &, st v, o4 A, Ee= Y] viAle] EfFER oF

A FoziE A,
WA 34 AR Sl B olee, dan vee, due, oliZewd, e, A4 APE oL,
v olgd FF, 1,32, 14RR0e, 150908, 189908 24 08, o 1,2
29Ue, 1,3-500e, 2,3-500e, 1,3-50808, 1,2-9808, AR, ple-3,8-08, 2-vd-
2,4-MEHT) &1 W F2BAL oA EEAL olHExbolt

WA G4 P gl HEGSel s, g shelE ¥ FE, ody) N-Wd-2-3 2
= (NWP) ¥ N-olel-2-3] &2]= (NEP)o]t}.

A gk oA Rl gule AR, dAY olAE E WU EAE (MEK); o2HZ, oA wWE oA
HolE, oE oA EelE; NN-HE-E5oluj= 9 trd &HZA|= (DMSO)o]t}.

MRS gEs guls B2, AU D @l
£2

2, EE22odd 2 SRR X F |},

A ek o] AAE 1-dE-3-wHe|ntEE FRefo|=, 1-Fd-3-wdolntEE S2gol=, 1-9"-3-
He-olntpEF e olE, 1-dd-3-wE o|ntEF togxavo]E, 1-dd-3-HE-o|nttE&H At
ofH| = Evja-(2-3lo|EE A E)-vE gy wEddelE, - E-3-WE-olu|t}EH E| QA oo E, 1-9|
gd-3-vE-o|ntEF HEHZFLRZRYE, 1-dd-3-vE-olntEZg EEFoavetEidoE, 1-dd¥
-3-rd-olntEE vA(EYEFearesid)oln= -dd-3-rd-ojntEE vEstRyolE ¥ 1-7E
-3-mg-olnthEE wdvtrdel=o|tt, Jp i g o] A dA= 1-olg-3-HdolvttER SRge|E H
1-Fg-3-weelntpEF F2eo]=olt}.

s AA wAE B, deg, dug, oiazZegs, AY ANF 0L, BA 0L, N-vd-2-vEE
(NMP), N-oll€-2-3Z2]& (NEP) 2 tlold &Z A= (DMSO) T+ 7] &vE =

AgEck, O g AsAs §uls &, NP, NEP, y-FEZSE 2 qddIYE w47
2 olFojzl womFH AuHEn. v& o utEAsAE, &= &, NP, NEP B y-RERSHE EE Y
5] EER o]Folxl FowiH HdeHT,

7P vk EAlE A mAlE Bolth. B& deolestd S it

s s, A 2 @:EL UAE S8 vherhololEE BAHEe] Aleh A9 7% Wi pHol A +40 mVE

A Al A, Ae FE A
_1

= A E F43} titololrs BibE2] Ael AY = 7 o]sk2] pHollA +60 mVE
da1, B E A= 470 mVE dE

PUHRAA A 24 42 UAE 2R ertololBE QA Rt Holw 0.2 wih, HEA AL
0.2 U4 10 wit%, B WHEASAE 0.5 WA 8 wiseltt.

Aet A de HAE F23 detelolE= ko] D0 Hyr AR A7) EXx= v SHAE 3 o WA 12

At g dE UAE 438 etolol s Ek=e] pliv 9714, T4 e Aot mhgrH sl plie=
L5 WA 13, "S5 whgAsiAls 1.5 WA 12, 71 skl 2 WA 1004,

thgold owge Aol ol B FAHOR AR Aotk AAde BAe W wwel WelE Al
= AL oy,

_13_



[0119]
[0120]

[0121]

[0122]
[0123]

[0124]

[0125]

[0126]
[0127]
[0128]
[0129]
[0130]

[0131]

[0132]
[0133]
[0134]
[0135]
[0136]

[0137]

[0138]
[0139]
[0140]

[0141]

[0142]

[0143]

[0144]

[0145]

S=50 10-2072186

H]= 2 X]: Buhler PML2 (5<% Buhler GmbHA})

jins
2
1

7] 2 Aet A9 A =7 Malvern Zetasizer NanoZS.

AEe] AR A9 w2 0.1 wthE FME BER SAST. AES A A7) FE= 0.5 wthE 34 E A&

- 6-= 43 78 HAYX (6HIF):

-4 =71, 47 99.7% Al,0; 100 ml £H

- B wAd Mg A WE - Aol wjg 2AAUA 10 mbar 2 AT @R, 1 e 74

- A Fo 71A 352 200 ml/+E.
HitpolopZ =
- wbiamond®Molto WizthelopE= Rk (CarbodeonAtZH-E 5 7h5). Ymtjololi= B2k AR 33},
- Heyuan ZhongLian Nanotechnogoly Co., Ltd.¢] YiztjololE= Bt yi-tjololz= B BR A3}
&)
N-mlE-2-g1 52 (NIP), #Agk = 99.5 % 3= VWR Chemicals/Prolabool A 5331, &4k = 99.5 % ©]
=
1-€-2-9 &= (NEP), &A%k = 98 % &= AppliChem Panreac.llX F+53}3it).
y-HE|ZEE (GBL), #A13k =99 %= Sigma Aldrichell Al #5391t}
gz SHF (B6), =2rF2, 44 99.9 %= VR Prolabool Al ++53H31tt.
LA YitololR e RAME ] =i 3L Ketek Oy, Finland®l Karl Fischer el o A=),
EDX¥2A& Zeiss Ultra Plus Gemine el o]l = vt H8H 7F& 92 20 kValtt.

XRD #ele A vkl &8 (37] 0.8059° )5 zrAw, Ak muwmgRwolEE 2k &= MoK a-HARA (Ka
0.70932A)& ©]&3 Philips Powder X-ray Diffractormetere] &3] 5-45" Z}%= (2 AJE})  AloloA
715 At

WARA 98 1757 Witk B4 &= VITo| ol 435},
Lpimrfojolt e =4 3]
500 ColMe] 43}

16.63 g (M= A), 17.59 g (M= B), 17.63 g (M= () ¥ 17.58 g (BZ D) YictlololRE i A2 & ]

of TAlE upe} o] AFw} o] FAgth. V1A ¥ste g dAR FPE, HFode w9 A~

A 10 mbar® AF BREL 1 ohS o= U9 4 4o Fa A (i 1A 99.9999 % wE)E EQlET),

T T ol2E VA E5L 200 ml/mino 2 ZAE AT

500 C9] A7 2% =gl upel, BES 6 AZF 5o A7) 7|A EF bl fAskaL, vhs
ojle] Aoz dAHoZ YAAZLE. HE L= TES T 2 YEUY. dofFl Fa

= B AN vE 9 &3 AZS vehdoh vzl AEd

3a % 3bell YERITE. 2SS FFEtn FFE o FE&2 97.4 92 S A

Fa8} vrfololi

k. dol A

520 ColAe] 43}

Uitjolop = Buk A 2568 g W YkrlolopE= Bu B 23.74 g& F fo &Fuy =rke] @Ak, 714

Mo
A
=
rlo
=)
N
o
v
b
o

[0}
o
r

%‘%J AE 0.5 g& Dol 100 mlol &gsbar, dojxl EES 1 AR &9k 259
° ==

BXE 302 mZ SA4HY I, A A9 +52.0 mVit.

1> I
ﬁ
o o
ol
o
i)
P
i
i




[0146]

[0147]

[0148]

[0149]

[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

E=0dl 10-2072186

0|ﬂ

S Al FAEAL, ALl M 2AAYA 10 mbar® AF WL, 2 kg op=E 9]
) o

=
(72 71719 £EE 99.9999 %) & =T Fa FF k2 1A B8-S 200 ml/minl 2
AEATE. 520 CollA9] Ay ek wdstd, MES A7) 7k 55 el 6 AlF Sk A8k, 14 AR
oje] Hhg HUAE Ao dAFor WA, EFF of7|M, o Fa4d} vinrjololEs Rure w
He YetlelolEe Rt @ A8 Uehdc %U—J% TRt AFegon, &L YrrioloprE &
Ao el 95.8 %, Uxrlolofr= BB thal] 93.4 9= =AHE AT
43t Yoo e B %‘Qﬁﬂ ME 0.5 g & & o2 100 mloh E7atar, 1 E9ES 1 A7 §< 259
Aaatdeh. doj7 Ao AE A9 +68.4 mVE SHE )

600 ColAe] 43}

20.00 g, 20.00 g, 20.00 g 2@ 20.00 g¢] Y=tlololR = Euk B2 oZuju} ko] @uv). 714 WslE o
9 @Az FPHYOH, WA 10 mbar 2 AFL RAAAA FFebar, 1 GG of=E el 4 %9 F4 7
A (99.9999 %) w38t £ T o2 7)A S 200 ml/min® Z2AEHATH. A L% 600 Col &
D3t wE, AES V) 7 BE Sl 6 AlE e AIA7IA, WhE HU a0 2EE 14 AIZE oyl A
o2 FAHE YAAAG. =3 7|4, dojzl 45 yrolohEs BHe wx] mtjolopit= R B
o2& s JeERGIth B3-S FHEa AFA Y. A%E AES AFE SHE 8L 92.2 93t

EDX #2418 Z3] AFxd ¢4 U3 yYtololrs Ruote Haxog 3w A7) did HALE 214 &
e Aol waAY

XRD #4& T8l AxE F438F Yito|olEs ot Aol EAEHA geve ZHeol wE R
AzH 43} YetjolofZ s Futo] ol Graf. (002)/Diam.(111)9] WARE 0.012 FAHIAL, =L =4
etfolopZ = ko] Aol 0.0930 . YntlololE= AR 7] (111)2 31-33 AT)

Fa3 BAME AMZ 0.5 g& "ol 100 mle E8ta, 1 EIES 1 AT B¢ 2&uA gy, Aoz
e AEF A= 460.2 mVE %‘Xéﬂi’iﬂ, AMZ) A A9 FAE = 49 JEHATE

TA3} Yperjojopr e B R o] 2ow HE HlE HAF (600 T F43])

wih A g Fashherelolis w B 7008 S A4 warle Edstel e
il A2=3dS H14 Edol=9) 40 % HHE o]§3)o] 30 &1t
NS B A BW100 o) SUTA EAS] ool 2z WA,

I g A7) Aa3AE 30 IR AEFYol HEE o8&ty 23 HE HE BT, 2F SEe
259 E95 0.5 Aol FdlA 0.72 AH3AIFT.
th. do] 180 mle] E=E wg AMYAH, 1.5 wtbe

z Bu mlo] FHET. B2 pHe 6.42 SAFALL, A
Ax A7) —5"_—2% Tﬂr%ﬂ %Tﬂr D10 3.16 nm; D50 5.81 nm; % D90 9.78 nm (% 5).

9= +61.2 mValL}.

THEolH 48t YetololR s BEAES AXAY|AL, A% BT (TGA). 100 T & (9 52 &) A
o A 7M7hE TGA F4& YethololZ = A5 w9 Hgs AstE vERY, webA wle w2 1 #
29} Ata S UERT. 1x2d 4t YetololEg s BAHES] TGA 42 & 89 YERAT.

s> AE Y Y OAE $£Y yerojopiE ke, pH 1.4 YK 12.19]48] AEF {9 PPy HEH)

YietlololR e Bu BE 600 CollA 6 Az Bt $43A713, olojA] &3 HE H= EAxgste] 1.5

wth FF HAE 23t Ymtoloh s Bibed wEfdh. ® lelA 1.4 WX 12.1 9] plelM dF HA

E 43 YtololZe BAkEe] SAdE AE A7t /A EY. FA4RE] plE HCl EE Nal,0OHZ Aloj& Y

, 30 Bt 22HAYFA. AEr A
]_

j— 1o
Bl 4 HE YUAE F238 Yol
1 .8 H

_15_



[0158]

[0159]
[0160]

[0161]

[0162]

[0163]

[0164]

[0165]

[0166]

[0167]

[0168]

[0169]

S=50 10-2072186

pH Ae A9 (@V)
27.
48.
47.
50.
56.
57.
50
42
35.
30.

9.
10.
11.

O |© [C0 [N |O [O1 | | Do =
= (00 |O© [ |W O [ | [O | [ DN |

—
—

11.

pH Z=AE 43} Yiettolop= Eabs HE9 pH 1.4 WA 12,1014 9] BAF SHgAE &= 60l =Al€tt.
T8} ool FE B e JIZe] 29 HE HE B (500 T 4351

& FAast YetololZs B BE T A4 wRbR E3ste] o
A2AHE Hl4 Edol=er 40 % HEo=zm 30 =l
FTH ] A4 wH7| 2 wHkstHAl (100 rpm), Aol ofo]-u] 2= Y7}t

312.5 g9 ¥ o]24¢} 17.5 g9 A
LtpololE e MAadHME AN
Agedt. AAmAS

A7) q2aAlAE 30 b

=1
rpnS 2 ZAE I, 20
Az
]

r«{n:
il
0,
b
dlo
k)

2 AE2FAYol HEE o]&3dte] 25T B = 4 APt dY See
By AP A7 F 253 £9E 0.5 Alo]FolA 0.72 ASAHT. dd AZ
HEE 2 AR ﬂal 80 mlo] =& W A7) wZel 3.5 whel F=2 Al
Bl YA 43t vYthololzE Z 53] 500 mle] FHEAG. BAIES plE 6.622 SAHHJL, A
Bl A9E +54.6 V2 SAHJT. 42 27 2EE v &tk D10 3.97 nm; D50 6.33 nm; % D90 10.9 nm
= 7).

=
—
=
fr
El

B
—OL
¥2
)
=)
mlo
—

NP H]9] 32& AE} Y 3.0 wth JF UAE 723 rjojolZr FHEo] A5

7] F2E 45 T2 J9ednt. 36.5 g9 2.74 wt.% 549 =& At A F4 #53 Ygolojzs B
AbEs E e ovhe SEhedel 250 ml AR, 33 gof NP 8V FUbehdle. defd Edes 5w e A
Al wRksiith. 1 v, £¥RES v oAl wel FEAIZT 1000 mbarell 4l 200 mbar (3% &<, o
1 & &ke] % <t 100 mbar 2 317, thAl F7F S AR F<F 50 mbar® S, 1otk A T A
7+ 10 & ol 15 mbar vRte® 3. A7) GAES Zetaas T 2 el 9AAYIA Ga e,
I o, FHaaE T 5E U AAANHEZN TS AEA A (T =45 C), 32 &£55 10 & &<t
60 T2 AsAxth, zgla, AA FL Azlo] 29 Ho] & uiztx] Fuhs A&7

-
2
Sh
2
i

o
i
i
off
flo

BEALELS 33.2 g o|Qith. o Karl Fischer A9 2 1.46 wt%® A AT, S
B Ax® ywtholopRs MZ 10 go2RE AxE NP A YxrtiololRs EAES Urtlo|olRt Er=
:

BAELS 0189 9z 77 BXE YEhYth: D10: 1.94 nm; D50: 2.78 nm; D90: 4.38 nm. #AFES] AE} A
Y= +40.7 mVE SAHESC. e F4 IFst YerpololEE BAlEo] dxt 7] E¥ = = 90 EA|H
Sk,

oS Qlzk A7) BXo NP W 4.2 wth F4 #%
1.80 nm; D50: 2.64 nm % D90: 4.37 mm. ¥zt F, 7] HihEe] A
waE] vl3) Fbec,

=

MP 1] <& AEF WY 2.0 wth FF GRE F45] vpmrjpojolirs FilEo] A%

7] FZE 45 TR A F3}. 42.0 g9 2.38 wt.% A9 =& At ¥4 4 B53 Yietlo]oliL
S T2 g Egk2Ad 250 ml FZFska, 50 go NP SvilE FUsiith. doix =

2 ofy
o

_16_



[0170]

[0171]

[0172]

[0173]

[0174]

[0175]

[0176]

[0177]

[0178]

[0179]

[0180]

[0181]

[0182]

S=546 10-2072186

SHA aRbellth. 1 v, EES v oA mheh SEAZE 1000 mbarol Al 200 mbar (3 &3b), U
b s =1} 50 mbar® &7, 1 the A =

& Egtaas %‘ﬂé T el fAAANZIA i s, 2
0

A
A (T=45T), & 2251

S} HoZ 1.18 wth® ZSAHEUT. &
A NP A thetololBE BabEe] thetoldl B Fri

ozl EatEe g Ax A7) £EE e DI0: 2.21 nm; D50: 4.71 nm; D90: 8.21 nm. YAF =271
TEE & 100 =AESAT. 2aEe] Alek A9l 55,1 avE SAHUT

Hop-LE[Z 2= (GBL) 9] 58 AEF ¥4 3.1 wth YT CRE 23] tli-rjojollm s HREEO] A%

S FXE 45 T2 AFsISitt. 36.5 g9 2.74 wt.% 49 &2 AEt AAE 2z, 4 A58 vrholo}
=5 EabEs ARkl 250 ml S vie EFpase] ¥al, GBL vl 33 g& FUMSIivh. ol E9ES 5
T et AEe A wdsdth. I vy eSS v oAl we SEAIZE T 1000 mbarell Al 200 mbarZ (3
E del), tAl 1 29 =3 ot 100 mbar®, F7F 1 29 59 F¢F 50 mbarZ, Z 10 #o AA = A
Woll 15 mbar wRto = - *(}71 GAES Ze2aE Y 72 Y AAATIA & Aol s E AT
I oS, ZgA3E SR (T =45 T) oo ¥a, 2 L85 7 B %9 60 TE 281 ¢S AEANY.
i, A 8 B3 TEE Xl-i%f‘&ﬂr

Aox BAES] Bl 32.2 golt}. Hojx EAES] =8 =& Kark Fischer HAo| 251 0.23 wt%o]t}.
2 AxdE YrvololEgs MELS 1.0 go2 AFHUoM, Aojx GBL A HitjololZ = FAbE9] U)ol
ofEE L= 3.1 wthTh

Aojzl EAES &9 Yat =27 Ex2 Yehdek: D10 0.844 nm; D50: 1.77 nm; D90: 2.75 nm. =} =
7] B F4E = 119 YeRHATE. B4R AE A9E 61.8 nVE SR AT

ol A A7) EEE A= 401 wth GBL T #ed UkerelolEE BieE e Ak Tt
D10 Zh= 5.0 wt% GBL 4 %

1.16 nm; D50: 1.82 nm and D90: 2.75 nm. o], &9 YA} A7) £EE 2= 5

3} YyntojolEe BAES vl AT 7153 42 99tk DI0: 1.05 nm; D50: 1.65 nm and D90: 2.67 nm.
d7] FAHESE WA ) 401 wth A FHest YetoloEr FAHES ti3dtE 3.1 wth wAbEel HE|A
oF7F U] & AEE YU, 5.0 wth EAME0] =t}

g gl el (E6) e 5> A Y 3.0 wth 5 OAE T35} tperjojolym e Falro] A=

7] 25 65 TR od3tl. 126.0 g, 2.38 wt. %9 49 =2 Aet ¥4, 4 @53 Hto|ors
BAES 1 gy S utd Zea3e Awsta, 100 g9 EG &wE Jlelgitt. 9ol EF}ES 5 B Zoh
AEstA Rkt 2 e, EEES US oA wEt SEAIFT: 1000 mbarollA 200 mbar® (3 & W
o), thAl 1 &< T §<2F 100 mbar®, F7F 1 &9 S FF 60 mbar=, B 7 &9 AA 2 AIZF Ul 20
mbar 2 . 7] @AES EEaaE T 2 U ¢ 1 AZ1A e AdEfel A FaE Y. 1 vs, S
235 $Z (T=65T) ol Wi, 2 £55 10 & 5 80 T2 &1 TS ASANY. 18]a, tA
78 e e A &S

2 Kark Fischer Ao 93 0.71 wt%o|t}.
Az EG Al YxtiololE e AL LT}l

wEo]zl EAES th8o dAt 7] EEE Jeldidel: D10 0.749 nm; D50: 1.32 nm 2 D90: 2.34 nm. YA
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