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R’ | R’j. Riprea| R >| CV [+5372
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an

PD (UL)
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0.045
ORP2 3.17 0.001 0.045 0.212
ORP3 3.77 0.001 0.045 0212
10
ORP5 3.70 0.002 0.045 0212
ORP6 429 0.001 0.045 0.212
ORP7 3.73 0.002 0.045 0212
ORP9 332 0.001 0.045 0.212
ORP11 3.25 0.003 0.045 0212
Contour 0.003 0.045 20
PD(LL) PD (UL) lem?
ORP1 4090000 2000 0.000045  0.000212
ORP2 3171000 1000 0.000045  0.000212 112.04 0.11
ORP3 3767000 1000 0.000045  0.000212 133.10  0.13 20
ORP5 3696000 2000 0.000045  0.000212 130.59  0.13
ORP6 4289000 1000 0.000045  0.000212 151.54  0.15
ORP7 3731000 2000 0.000045  0.000212 131.83  0.13
ORP9 3322000 1000 0.000045  0.000212 117.38  0.12
ORP11 3249000 3000 0.000045  0.000212 114.80  0.11
40
Contour (##%) 1768200 3000 0.000045  0.000212 62.48  0.06
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AT AR
2 0.570 0.050 0.240 0.000 1.68 -89.8 26.9
9 0.520 0.050 0.290 0.000 2.04 -85.5 24.7
7 0.562 0.017 0.213 0.068 2.10 -83.6 19.7
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EFET NV ANOVARE B
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A. Si MAS-NMR {t2£ 7 | (ppm) B. ’Si MAS-NMR #i& (ppm)
5 % ERT—%  HEF—H B EBR7—5  HEF—¥ =
(%) (%)
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R R t(h)  tw (h) Ymax (PPM)
ORP1 4.938 7.123 7.948 7.953 0.9808
ORP2 4.003 5.776 3.932 3.936 0.9427
ORP3 4.840 6.982 2.860 2.868 0.9594
ORP5 4.523 6.525 2.663 2.669 0.9660
ORP6 3.926 5.664 2.650 2.653 0.9604 10
ORP7 3.771 5.440 2.605 2.607 0.9605
ORP9 1.379 1.989 5.515 5515 0.6575
ORP11 4.044 5.835 3.189 3.193 0.9669
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AR t?(h)  tw()  t(h) Y (Ppm) R’

ORP1 15.70 22.65 0.3583 0.3706 0.9550

ORP2 14.64 21.12 0.3446 0.3585 09181

ORP3 18.28 26.38 0.2980 0.3089 0.9239

ORP5 12.63 18.21 0.2772 0.2828 09713

30

ORP6 16.00 23.08 0.4494 0.4669 0.9645

ORP7 10.20 14.72 0.3201 0.3262 0.9666

ORP9 6.786 9.79 0.4188 0.4202 0.8559

ORP11 9.671 13.95 0.3096 0.3129 0.9749
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R t2 () tw®h) () Yux(ppm) R

ORPI1* ~0.233 ~0.336 0.1980 0.1980 0.9661
ORP2 2.563 3.698 0.1875 0.1875 0.9815
ORP3 4.300 6.203 0.1861 0.1862 0.9878
ORPS 2.885 4.162 0.1801 0.1801 0.9876
ORP6 2.885 4.162 0.1801 0.1801 0.9876
ORP7 2.885 4.162 0.1801 0.1801 0.9925
ORPY9* ~0.000 ~0.000 0.1920 0.1920 0.9867
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AR t? M) tw®) () Y (ppm) R

ORP1 57.52 82.98 0.11 0.1111 0.9639
ORP2 74.21 107.10 0.07 0.0721 0.7802
ORP3 9.50 13.70 0.03 0.0261 03176
ORP5* ~0.05 ~0.01 0.05 0.0460 0.2356
ORP6 58.01 83.69 0.11 0.1058 0.9656
ORP7* ~0.00 ~0.00 0.05 0.0460 0.1572
ORP9 7.71 11.12 0.08 0.0751 0.4458
ORI11 3.91 5.64 0.04 0.0372 0.1779

gboooaod

0000000zZn?*01200000000000000000000000000O00O0
0000000000000 0000000D0000000D000DO00DO0O00DOzZe?200
gbooooooobooboobobobooooboobobobooboooooboobobao
u

oooooao

OSi“*000Na®*0 0000000000010 00000000000000000
0O000000SiI**0000000000.720000.780 R0 00 OORP3D D OO0 OO0
.81000.870 0 00RO DDODONST0D0O0O0DODDOOO0.6300.540 0 0 0.670 R?
OD0DO0ODORPEO 90 0D 11000 0.71000.900 00 DRDO00DO0DODOOODODOO
ugbooboooooboobooboboobooooboboboboobooooobobobaa
gooboooooobbl1zo0b000cO00O0bODOO0OO0O0obODODOoOoOoODbDOoOO0OOan
gbooooog

OORPOD 00D ODDODDODDO20300000000Ca** 0000000000000



27) JP 6049637 B2 2016.12.21

U00000000000D0000000000000000O0RPIOCa* 0000000
000000240 00000000000C20000000000000000000
020 00000000000Ca*000000000000000000000000
000000000000 0H,0'000000000Ca? 0 0000000000000
ugbdoodooooobouobobobooboboooboboboboobooobouobobobaa
oooboooooobooooobooooooboobooooobobooooboboooobooo
0000000000000 DOS000Ti**000000non

gboooaod

00000000OM?> 000000000000 00000000000000000A0
gboboooooboobobobooooboobobobobooobOobobOoorPID OO La
0000000000000 00D0O00D0DO0O0ODO0ODODOaO

uboogood

MTIT/LDHO 0 000000000000 O00O0O

00000000 o0oDo0o0o0o0Doo0D0o0oooDoO00oo0DO0OO0OOoaoaazre /25bar0d 0 20
OO000ODDDOOAMSCO MedallistO O OO DODOOOOOContour(CO)ODOOOOOOO
O Lot No.[0 134739270 0 0 135992010 0 0 0 0000 O0O0OOODODDOOOO.1gd0 00O
000000 O0RP1-30 ORP5-70 ORPOU ORP110 0O O O Contour(D O )O 1OmLO OO DO O O O
O0Sigma-Aldrich0 0000020 00000370 0000000000000 00O0O
OO000D0OD2iz00000000Q0COODODDODOO0DO0DO0DOOOO0OOOO.20mMOO000O0O00
Sarstedt0 000 0O0OD0ODOOODO0OO0DOOOODODOOODDOOOODOYODODOOODOO
oooooao

ooooooao

0150200 00000000 0DO0ODOOONIH-3T30 American Type Tissue Collectiond
ManassasO VAO 0 D 0000 DO0O00D0DO0O0O075-em?000000000050000
DOoOO0D0OFRCSOS00600 000000000000 OOOOOODODDOOOOODMEMO

oooboooooobOoooboboood2mlbo.25000000O-EDTADOOOO 70000
gbobobiioboz2200bobooboosmODMEMO DO D ODODODOODOS7O00O100C
o,00ooooooobbooooooooooooobooboooooooooooobooao
ooooooooobOooooobooooooboboooooboooobobooooooboooTo
000000000000 000000-EDTADO0DOOODOODOIx 10*00/mO00000
gbooboooooooboboboboooogonn

ugboogood

gooooogooMTg oo

ONIH-3T30D 0 0200p LOO9G-0000O00DOOOOO0DODODOOODNODCoStard Corning
000000D01x 100 0/m00000000ODMEMOSOFCSO OO OO OO0DODOO
ooooooooobooooobooooooboobooboooobooboooobooooobooo
gbobooooobooboboboooobo2soso07sbgblocob0ooooooooDoOonn
Oo00o004000000000000003700000C000C000OC00O00OGOGDO100C0,/79

S0000000002000000000000240000501000 015 LOOODO

goobOoooooboooooovysgsooboo2s00b000000D0O0OO0OO0OO0DODOO
gboobooooobobzop LODODOOOODODODODODOOOODOODODOD
0370 0000000000000 0100C0 /9500 00000000024000000
00000 7‘0MTTO O O M21280 Sigma Aldrich Canadal O 5mg/mLO0 OO0 0000000
gboboooooboboboboooboboboo.20pmbobOoonoOobD24b 00
ooobOoooooboooooboobobooobloccooooooooooMITOODODOOn
ooooboooooob400O0b0DbOOCO0OO0O0ODOOOO0OO3xmOO0cO0OOoOoDbODOoOoOoOobDOnOO
ooMImOboooooooooobOoowveiobcooobooocooobooooobooo
gboobooooooobgobobobooooboobobobobooooobobobao
ooooboooooobOooooboooOoobbObooOobOoDbO0OnnDnsynergy HTO BIO-TE
KDOoOosS7onmDOOOOOoOODOOOoOooODoOOoOOoOooOobODooooboooOoi1eoobooOod

10

20

30

40

50



(28) JP 6049637 B2 2016.12.21

oooobOolo0boboOoooboboOooobooooobooboooobDooOoooDoDn
ooooooooboboooooobooooonn

ooooao
gobooooowHoooooag

050M60790 O Sigma AldrichD0 0 0 000 O0O0O0O0OODODDODOOOO0DOOOOOOOOD

oo
ano
00
24020
oood
uod

O

t
O
g
t
u

g 20 10

ogoo
uod

g
u

gwbHOOOOoooooov/s0o0bOO0OO0O0oODODOO0OOO0ODOOOOoDODDDOOOO

OoooooogQgdg
Oooo0oooodgdg
OOooooogod

O 0o0oooDoDoODOoO0o0o0oDOoOoooooOoLwwHOOOOo
oooooDoDoOoO0oO0olwWLHOODODOoDOoODOoODoODDoDoODDODOOL
25270 000000000000 0O0O0OL22770 00
000D0DoOO0o0o0oooogyou LOOOODO4x 96-0
OCoStarOCorningd D 0D O OO0ODOODOODOODO
goooo2s050075000100000000000
AIDDDODODODO0DODODODO0DOODOODODDODOOOOOO0

OO0OOAINHIODOOOOOMTTO O OO0 O DbMEMO 50

g
O
O
0
ooobooooobowbHDoooOooooooDooooowHOOoooToX-7O0 00000
O
g
a
O

OoooooogQgodg
OooooooQgdg
OOooooogogdg
Oooooogogdg
OoooooogoQgdg
OoOoo0ooodgadg
OOooooogogdg
OoooooogoQgdg
OoOoo0ooooQgdg

FCSOOOOOooOoODOOooobOoOooooobooooboboOoobobbooooboobooOoo

gond

O

rgy HTO

od
gd
od
od
od
050
ORP10

OO o0goio;o
O Ooogoi;mo
O 0o ogoo|io

O

OoooooooooogoQgogoao
Oooooooooooogodg
O

oo

B10-

oo
O
O
O
O
O

gbobooboooooogoboboboboobobobOobob0dsyne
TEKODODOOOesonmO OO OOODODOOO490nmI0 0000

O00O0D0O000Prism 5.000 0000 0GraphPad software, Inc.0 00O O
o000 0oU0oo0oo0oo0d+x00D0OO0O0OUDOOO0OO0OO0DDOOOO0ODOOO
ANOVADO 0D 000 0o0oDoDOoOo0uooDoOoo0oooDoooooooononpoo.
O018AD O 2506000 01000 0000000020 000000000OO0

30 ORP5O 7O ORPOD O OORPIID OO O Contour(C ODNODODODOOOOOOODODOO

O

g
g
O
O
g
g
O
g

OooooooogoQgoo

L

oo

oo
oo
uo

O+SbO0000obooOoooobobopbo.O5S0000O0O0ODODOOOODOO
gbooboobooi1sBg 2050070001000 0 0000000240000
0 ORP10O 30 ORP50 70 ORPOO O O ORP1IO O O O Contour(d O )OO ODODOO
ooooOoogo+xsbOO0o0oOooooOoOoOoobooObopgo.O50C0O0O0D0OOO
goobOooooobooooboi1ecoooooocooobooOoo4bD0n
0.0170 0O 19A0 0O 0.0330 0O 1980 00 0.0420 O 19CO O O O 0.050 O O O 19D
gbobobdobooobooboboboooooboo-oobobobooboooad
o

Pseudod 10 0 0000200000000 000000RPOD0OODOODOO
OANOVAO O O OODOOANVAODODOOOODOOOOODOOOODDOOO
gboboobooobooboon

10

20

30



(29) JP 6049637 B2 2016.12.21

ANOVAREEE

R’ Rl Ropea HE> CV 5%
F (%) WE
e 1 +66.63Zn0 — 145.51La,0; + 0.9999  0.9994 09817 0.0179 036 123.770
AR 338.30810, + 815.98Ti0, +
265.33Zn0 * La,O; —
(%) 365.03Zn0 * Si0, — 10

913.28Zn0 * TiO,

2 +1236.37607Zn0O —
1029.59161La0;5 +
393.36925S10, +
1798.32577Ti0, +
2295.21826Zn0 * La,Os —
3157.72134Zn0 * Si0, —

7900.33004Zn0 * TiO, 20
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0022000000000000000000000000000000000
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MR AGRE (%)
H T A EEBRT—H SD  EEHFT—¥# R
()
ORP1 73.790  °19.77  73.954 -0.164 20
ORP2 84.120  °1703  84.087 -0.033
ORP3 81270  °16.15 81153 0.117
ORP5 91.790  °1374  91.885 -0.095
ORP6 72370 °1705 72301 0.069
ORP7 71440 °j090 71323 0.117
ORP9 62240  ©9903 62278 -0.038
40
ORP11 60.760  °0349  60.798 -0.038
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0000000000000 O000O000O000O000O000O000O00: 000000
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