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S5l AAd 2 vadd s, A2E HEDSO| SR F(THR) 02 1 ng/nLZ 8)Astar, at7] 2oz o
A AzvtEadRy A B4 (LC/MNS)S S48

HPLC: ACQUITY UPLC(HZ B ZAF AlZ)
MS: SQ Detector2(R3E HEZAF A X)

: ACQUITY UPLC BEH C8 1.7 um, 2.1mm<50mm(<E 8 2AF A=)

o] 5 A 2mmol SFMEA dRF 8
o=} B: 2-Z 232 /THF(80:20)
oA T3 AIZF @ &3 H]E(A%): 08 (50%) =5 (5%)—12% (5%)—12. 12 (50%) — 145 (50%)

40 0.25mL/ 5

A AT 14

Ay 25 40T

o] R ESI(HA} 23xgo] o] &3H) XA HHE E= U7 HE
o] FA: Positive #&E EE EE Negative A& BT

gau) 7bx~ §-3: 700L/hr, 250C
& 7}~ 70L/hr

o4 d]H: 150C

Tt AAd 9 HladoAE JIS-K00709] W, 5 ol EA-FEHOR A8 F A E ofM gt
T, 7MeEEE Aslal, @ oM EAS - g o A IS S
<AAld 10 a-vEHE7E S5k ZEdAHE =4 (1a)2] 4>

(1-1) a-mE@iA7IE SFdhs WIS dstol=5A g2 ()9 &4

HO = OH
Z

Wik AR, 2EA 2 ZhAZE FzhE 47 8 ZEkaTe, 4] A (2 YEROX E o]E FEol A mEtel
zoﬂﬁﬁziﬂmiﬁ 2, 7-t)slo] =F A el (A 9F) 224.0g(1.45), aﬂjaﬂwﬂﬁ)%1@@8%L

Ab Fuj A st E A EL - 1= (A %F) 5.2g B WRE BuiEA EF4 1,300gS TS, Tl F9
4ﬂH1mC%ﬂ”&Nﬁq 0% 100TCoAA 6A17F WA AT :lT,iE§6mwvlmﬁH,%%¢
300g3} Fshell ATl 48% F4ts UEF FE&AS Hrlsto] AA B, st5e HA A95-TS 717Ekd
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471 54 el wEbA 7] nd el FA7] FEge S5kl 187g/eq. (O] 24k 184g/eq.)
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A7) 884 (1) & Uehfol A= o2 Fx
al

|
= Aol FAH A

0

<o

~
LN
n
a4, ewA, "s AN R Ak ke AGTE FRE 4T B Fehaae], A7) 34 (Lo ekl
oAt ol & FxeIA ngkel 1.00)3, B4 AzH=] Yol 220g/eq. 7t HE ZAWEA, 7] T (1-D
A e a-Mgid Wy PR st S5 SR (1x) 441.6a(FA7] 2.43), 1-UHEE(Aoh) 345.6¢(2.4

a =
=), olAXEit FRHol=(A9F) 487.2¢(2.4%), HEZH-n-FEIEFHEIrlo]=(Al¢F) 1.3g 2 &5
1,100gs FYstar, A 7l=E Bo] YomA wykste] 3] falAIH T, 30TolA 25% 7Hd 4t 89

B = [e) bl
771.7g(4.838) S, Hdo| FostAA HTHOR 60CT/HA S23EF 2A1E 2y Heslgity. 1 ¥, FUkR
60Tl A 2A17F MRk AlE&s Foll | S7/5 300gS H7Isted A=A B8t 3152 A AA55S 717819
o E3, B SHFE HUISIA 23] ¢ A ol 7Fdste] FH] Eeidnh. o3l §4S Ay
o] sle] BB AAT T, Hu 2% 200ColA SFAL 74 F7/8te], 1 E 950gS Ayt
271 54 Wl wEl doji nygEe] Hyg AHAEH(EAEH o] BE)E S0, Y AHE-A

m=2/n=1A4e] A= m/z=917, m=2/n=2A4ol A8} n/z=1,4159] z} 2~HAEZ 77} HAEHJY. o=
2 BAstes 4 &, & 7] g8k (la)E YepdolA = o2& 3ol o}

Slo] =2 A] 313 E (2x)9 A

[u,c? ] m (ZX}

HO 1 [y N
AN
OH
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ST Fd Al SAS el ZF AskEel distel, 5719 Al@el tiste] S4E& #atal(n=5),
B skl

(3) AAd 9 A 16 R vl 29 A3}

Y,
jus)
=
2
[\
IS
e
X
iih)
_ﬂ
i
el
—
o
T
o
s
£
el
—
o
>
N
o
A
L
o2
L
av)
S
e
i
ol
ir
ﬂllﬂl
T

* 1
[E 1. 2Ad 9 YR 16 2 vlud 29 A¥]
A A vl a4
9 10 11 12 13 14 15 16 2
ZYo=HZ | 1a 23
FA
2a 23
3a 23
4a 25
5a 25
6a 26
Ta 27
8a 28
9a 25
850S 11 11 11 11 11 11 11 11 11
NC3000 11 11 11 11 11 1 11 11 11
DMAP 0.2 0.2 0.2 0.2 0.2 0.2 0.2 0.2 0.2
44 =4 | Dk 2.6 2.7 2.6 2.7 2.7 2.7 2.6 2.6 2.9
(d2) Df [ 0.0057 | 0.0058 | 0.0058 | 0.0059 { 0.0059 | 0.0059 | 0.0058 | 0.0057 | 0.0070
44 =4 |Dk| 2.6 2.7 2.6 2.7 2.7 2.7 2.6 2.6 2.9
(g0°c) Df | 0.0072 | 0.0073 | 0.0074 | 0.0073 | 0.0075 | 0.0076 [ 0.0075 | 0.0073 | 0.0094

<6 17 WA 24 9 wlLe] 3>
(1) 44 4% v %

F 20 YeElE Aoz §A3 Zed2HZ 4 (la) WA (9a), Bl2dE AY A4 o FA] $=4(DICAL A
Z 18508y , oZEA] T 183g/eq.), HHLolELAY o ZA] FH(WE FFOFFAL AZ 'NC3000H, , oA
T 291g/eq.), A-tHdoelu| =g (Foo] F7F FuwAL AlZx TDMAP, ), HHA] FH| (R Z=8]A] AW HAL
Az TYL6954BH30, ), 3 A 7h(elmmtel~Al Az 1S0-C2, , Hvt 4= 27 0.50mm), =lE el " 7= (MEK)

9 AbelFRANES Eqete], 54 2R WAAE A,
(2) 4 AES A%

E Al E Eeoldd " zgdelE A& (FA 38m, ©l3k, PET H&F, olgta oFH %)
Fo] Zx 2AE =9 A7} A0mr) HEE , 80C WA 120C(H+ 100T)ol
=z

AAN A AES AT,

2o
(o3

K

i)

u

H

H

2L

k]
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[0505]

[0506]
[0507]

[0508]

[0509]

[0510]

[0511]

[0512]

[0513]

[0514]

[0515]

[0516]

[0517]

[0518]
[0519]
[0520]

[0521]
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AER Zskzel thete], sh7] Lo |UF AES Fsiin.

X61>

A
=
)
A
oX
A
rfo
©
e

A 17 WA 24 9 vl 304 Az AEAN AsEdd diste], AAlel 9 WX 16 2 vl 29 5U
S8BoR fx 54 B7F Ags dsksinh

<znjo] AAA e H7k>

(N 713e] sk (P A 2))

Y 7#o2A, BHel| T8-S zhe §E|E 74 AEFA] 2 i 5 ASH(Fe] FA 18m, 7] F
A 0.8mm, IaEAL AF TRIS15A, VS F=WSAT. 7] WS 7] B Fuks ulo| AR A A (W=
AF A2 TCZ81014 )E AMESlel, T oA 1mz ol A3t 23t TS sk, 2 %, 190ToAH 30& A
=2 P,

(A ANES A& 2 43}

g7) Al BoHatdel A A A AES, wiFHA g 7ksE etrdlelH (A mE Y d
=g gtedlely TCVP7004 )& A&, A A= Tol AV uiT 71 Heste

of sldlolEatATt. 7] EuldlelEt, 30%7t gtetel 7S 130Pa olFE ¥ F, X 10T, ¢
0.74MPacll A 30%7F FAsEo =R AAEAT

T ooed, eldelER £ AEE, W2¢ s, 1000, ¥ 0.5WPadH 6037 A ezl
ARselrh. Ea oA, 130T o¥e] sl 3087 Adata, 1 thgel 70T LEOE §7A 30

w3k ks, 71 kel ofsl A 2AE Tol AstHe], A 24E Ai=S e ATl
dojxek.  webA, A7) 22l o8, PET BE5/4AS /WS 719/ HAS/PET 5] & 78S He 33 7

(HlobE FA4)

Hlopul7be AL Az €0, #lolA 7FE 7] (LK-2K212/20) 5 AH&3te] HATE 7heate], Aol vlot&s ¥4
oAtk A7) 7bES, FIE 2,000Hz, B F 3px, 9 0.950, 2E 4 39 Fo® vk, Eo,
GaE votEE, AT FudlMel | AF(AA)0] 50um, AT vigRelqe] Aol 40meltt. H AE
ofgh, Hlok& o] JNTH-o] AFS vERG. EF O %, PET FEE Hressld.

(3} #2)

T3 71EE, AEAQ o Y ARAF Az AdE H AT E Pl 60T 103 FASAG. thEel,
= &, 230 ofEH WAL Ao AAMECIE HAE P(KMnO,: 60g/L, NaOH: 40g/Le] =8-<)el
80T 203t HAslhk. 1 5, &3t 7I9E, T3 okEH AL Az 2Hd 54 - AFETE

o] %

1 T3 7185 W7F 7)1 Akl e

A

(&=uo] 2A1A el F71)

B7F 718 A9l wlobEe] mpehR(vjof WE) el Fo5 AL AR AWAB(SE o2 wFS ATt 3] AR
AojR spFo i, HopE upete] Mo gRE o] A sulo} Holg FAskaL, ofste] JFor Priet
ATh. ol zuje} Aol vjohge] wpeid] FAH = Ano] F 7P 21 Anjoje] HolE vEhiin

'O A v} deolrt 5 HRE.

<y Y 2nje} deolst sm o]

<gm F7p

Hq7F 713 Aol tisto], FIB-SEM ¢ A (SIT Yiedlas=AAF Az "TSMI3050SE, )& AR&ste] o d35
dspaltt.  AAsHA=, FIB(RE ol W& AMgstd, dAdse, 47 ddee] 74 el FYsta =3
HlopEe] mlop wHe] FAE Faehs wle] UEhREs oyt 3] WS SENe® dFSlth. wE
| shgority, vokze] HE AE 3 " A5S SASAT. BE AFolw vopEe] gl A4S
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[0522]

[0523]

[0524]

[0525]

[0526]

[0527]

[0528]

[0529]

[0530]

[0531]
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B, & Agolet HlobEe] e A7 vk,

ER, SO o)s) BAE Sl ok nH9l AARE Akste], FAFe]l WE slwe] Fuozye u
datel YT TR v webd, B2 B SFoRyE, vl wyd FHozYE vl nyel 94
A9 A (HFe) WF WAl 4 rizh, wloh wEY] FHORNE AV (AFR W Ho| @Al A
JFHE 93 wPel FY) r28 FASL, o5 A risk Ae r2e] Aol 12 - r1E, 37 54 A
Hloh wElo] Azl B2 Az AEFA,

W) EAe FAE e slae) delEeld @sigith.  aea, 4 s7as) welEe @ Ag
e, A7) BB 23k A Fo F AT LA A, ER, S 5744 wokEe] ny g
P, 47 AES 2ok AP Fo Y AF Lb2A AT, w8, 249 57ae) vopEel F2q A
o) Bitg, 47) B ol nEe AAzREe] B2 A WA A8,

7] 574 A2 EE, d2YY] Hb(Fg A2 Fo vjo} HEle] AXZRE S &2 Az Whek, 23 A &
FEo nlo} BElel vk (Lb/2)2] Bl TWh/(Lb/2)E AH&E&d. 2 n|(Hb)7} 50% olste]d O, =
WA, FEYB|(Ht)7} 50%8c 2 "X, 2 Bt

o,

jod
>
o

(5) AAd 17 WA 24 2 vlae 39 Az

ARl 17 WA 24 2 vlmel 3ol 27 AnhE F 20 hehdch. T 2004, 7k ARe) el wgln APy
£ ehdath. Ea#, ® 2004, FH9) jnl: d7)e art,

Dk: Hl+7d&.

Df: A

x 2
[E 2. AN 17 YA 24 R v]ae] 39] E3}]
AA ¢ H] o]
17 18 19 20 21 22 23 24 3
gi{“ﬂ—’}-ﬂli 1a 23
2a 23
3a 23
4a 25
S5a 25
6a 26
Ja 27
8a 28
a 25
8508 11 11 11 11 11 11 11 11 11
NC3000H 11 11 11 11 19 11 11 11 11
DMAP 0.15 0.15 | 0.15 | 0.15 | 0.15 | 0.15 | 0.15 | 0.15 0.15
YL6954BH30 15 15 15 15 15 15 15 15 15
S0-C2 300 300 300 300 300 300 300 300 300
MEK 15 15 15 15 15 15 15 15 15
Atol 22 AL 30 30 30 30 30 30 30 30 30
zza%sﬁ_,—)g Dk 3.2 3.2 3.2 3.2 3.2 3.3 3.2 3.2 3.3
Df 0.0022 0.0023 | 0.0023 [ 0.0024 | 0.0025 { 0.0024 | 0.0023 | 0.0022 0.0028
A 24 | Dk 3.3 3.3 3.2 3.3 3.3 3.3 3.3 3.3 3.4
(90°C) Df 0.0026 0.0027 [ 0.0028 [ 0.0028 | 0.0028 | 0.0027 | 0.0027 | 0.0026 0.0036
2uo] AAA o} (o} o) 0 O 0 0 o x
29 Hs}t (o] (o] o] O 0] O @] (@] x
[(HE]
1% E 20 ERE uhsh o], 54 2Bl B odne] B4 olaH2 £AE ZPshE A, weolA
o §7 Eiol $53 AaEe] dojWg Felakgrh. wa, B wel B o iHE FAE 4 suAz
A AbgERE AeehE, medA FEd f4 54 dehile FaEe 94T S A5 FAsAt. =@,
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