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ACN, CH,;CN TEr=FIA
Boc tert 7 F¥ T AR =
DCM TR AR L
DIPEA AU VAT I
DMAP CAFA-EN A A N-T I
DMF NN-CAFAVTFAART I F
DMSO CAFAANVEFTR
EDTA TF L VT I T bR
EtOAcE ZIIEA I AT ET— | 10
FCS 7 MR
h IRF i
N-(ZAFAT I/ )(1H-1,2,3- D 7/ a[4,5bl°0 20
HATU 1A AFL | N-AFNAZ L —F I A~ FHT
ANAoHRAT z—IN—FFF
HPLC el R s U N5 T 4
KOAc FAY 7 AT T— ]
LiHMDS DF I AN RAFATDIAT IR
M EI
Min or 20
mL IV vk
MS B0
N =
NMR B Sy
PE al=—7n
PPh3 M) TV RAT 4
DIBAL A TFATAI=TAE KT R
RP Wi
Rpm 147247 v oblindk
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STAB FrITANITE RS ARE RY R
TBME tert 7 F A F L o—F
TEA FUxTFAT I
tert %3k
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wt% HEAA—F b
sat. 10 40
Ar Filk
oooooo
0000000000000 DO0D0O0O0D00DO0OD0O0O0D0ODO0ODO0OO0DOD0OODOOaD
0000000000000 D00000D00000000000
oooooo
oo
0000000000000 D00000D00D00000D0000000D0000DoOO0aDn
0000000000000 DO0O0DO0OD0DO0DO0ODO0OO0DO0ODO0ODO0OO0DOoODoDOoODOoOD 50



O

Oooooooooooogooogao
|

Oooooo4ogooooogoggooao
Ooooooo0oooooQgooao
Oooooooooooogooao

O 0Ooooo
O 0Ooooo
O 0Ooo0ooao
O 0Oooo
O 0Ooooo
O 0Ooooao
O 0Oo0oo0oo
O 0Ooooo
O 0Ooooo
O 0Ooo0ooao
O 0OoOooog
O 0Ooooo
O 0Ooo0ooao
O 0OoO0ooog
O Ooooo
O 0Ooooo
O 0Ooo0ooao
O OooT 0O
O 0Ooooo
O 0Ooo0ooao
O 0O oO0ooog

0

Oooooooo0ooooo0o oo oDooUoo oo oDooo0oooDooogooao
Oooooooo0oooooo0 oo oooo0oooDooooooooogogoQgdg

0000
Doooo
O00oano
Do0o0oo
0000
O000an
00000
00000
O000an
O0ood
0000
0o0ooo
Ooooooao

HPLC:

A7 A

Fecgit:

Bith:

oidL:

E)RL:

000000

gbooooaoan

O
O
OJ
O
O
O
O
O
O
OJ

[ |
[ |
O d
O O
[ |
[ |
O d
[ |
[ |
O d

O

O

(32)

O
OJ
O
O

O
O
O
O

O
OJ
O
O
OJ

O
O
O
O
O

|

ugbooboooooooboobobooboobad

[ |
[ |
O d
O O
[ |
[ |
O d
[ |

oo

O oOooo
O 0Oooo
O O0Ooo
O Oooo
O 0Oooo
O 0Ooo
O Oooo
O

uo

33B3B L O33R T

oooooooooobooo

gbobooooooobonob
oboooooboobooad
ooooooooboooao

JP 5959754 B2 2016.8.2

gboobooooooobonn

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

O
O
O
O
O
O
O

ugbogodoooooobodgaan
Ux O00OoOoooooooao
gboboop0b00Ox 00
gbodooogooooobgan
ooooocoooooooao

s,>00o0dooboboouooboocdoooboooooobooboooobooOoobobooOoan
gbooooobooboboooobobobobooooobooboboobooooboonn
8 I T B I W TS

5 ,000,00000000

ooooocoooooooao
ooooocoooooooao

Oo0ooooo*ooooao
gboobooooooobonn
ooooocoooooooao

Waters XBridge C18 OBD. 10 er. 30X 100 mm. 5%

186003930

A: HLOHN®10 mM@®NH,HCO,; B: 7 ¥ += k Y {HPLC

7 L—F)
UV/Vis—155
50 ml/4y
0.00~1.50%3:
1.50~17.50%3"
7.50~9.0043:

1.5% B

gL
100 % B
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HPLC:
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Feipit:
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333B L3RS

Waters Sunfire C18 OBD. 10 er. 30X 100 mm, &% 51
86003971

A: H,O + 0.2 % HCOOH; B: 7 b= D JL{(HPLCY
— F) + 0.2 % HCOOH

UV/Vis—155

50 ml/5y

0.00~1.505%: 1.b % B
1.50~7.5043: #ith
7.50~9.0055: 100 % B

gbooboooogaon
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HPLC:
MS:
b1 AN

A

Bt
B Eib:
AL

717 KR

IR
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HPLC:

MS:

F17 A
P

B

B EPR:

b g

X G ARPE:
AR

Agilent 11003/ Y —X

Agilent LC/MSD SL

Phenomenex Mercury Gemini C18, 3 en. 2X20 mm.
i 500M-4439-B0-CE

A: HON®5 mM®DNH,HCO,/20 mM®NH,; B: 7 b=
FU A (HPLCZ L+~ F)

MS:GtER L URtEE— F

120 - 900 m/=z
1.00 ml/%y
40 C
0.00~2.5043: 5% > 95 % B
2.50~2.8043: 95 % B
2.81 — 3.10%): 95 % > 5%B

Agilent 1100/12003- 9 -—X

Agilent LC/MSD SL

Waters X-Bridge C18 OBD, 5 te, 2.1X50 mm

A: HLON®5 mMONHHCO,/19 mM®NH,; B: 7 b=

FUs (HPLCZ 1— )

MS:B4EB L Ot — K

106 — 1200 m/z

1.20 ml/4y

35 C
0.00~1.25%: 5% > 95 %B
1.25~2.00%3: 95 % B
2.00~2.0143+ 9% %> 5%B
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HPLC-MS:
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Agilent LC/MSD SL
Waters X-Bridge C18 OBD, 5 te, 2.1X50 mm
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A: HOAR®5 mMONHHCO,/19 mM®NH,; B: 7¥ k=

FU A (HPLCZ L— )

MS: & #t— FESIEfES L ottt — F

106 — 1200 m/z

1.20 ml/5y

0.00~1.2543:
1.25~2.0045
2.00~2.01%3:

35C

HE% > 100%B
100 % B
100% > 5H%B

Agilent 1100/12003 Y —X

Agilent LC/MSD SL
Waters X-Bridge BEH C18, 2.5 rs. 2.1X30 mm XP

A: H,ON®5 mMONHHCO,/19 mM®ONH;; B: 7k k=

FU A (HPLCZ L—F)

MS:BtEls L OBtk — F

100~1200 m/z

1.40 ml/%y

0.00~1.0043:
1.00~1.3743:
1.37~1.404%5:

45C

b% > 100%B
100 % B
100% >5%B

Waters — Alliance 2996

Symmetryshield C18, 5 mm, 4.6X250 mm

A: H,O + 0.1% TFA; B: 72 b= F Y A(HPLCZ L — F)
MS:BtER L UBEEE—- F

100~1200 m/z

1.00 ml/4y

2.00~8.00%):
8.00~19.0043:
19.00~20.0043:

25T
20% > 80 %B
80 % B

80% > 20% B
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Agilent 1100/1200% Y —X

Agilent LC/MSD SL

Waters Sunfire C18, 5 te, 2.1X50 mm

A: HO + 0.2%¥BE; B: 72 b= bh Y A(HPLCZ L — )
MS:BatER L URdEe— K

105 — 1200 m/z
1.20 ml/4¥y

35 T
0.0+ 5%B
0.0~1.50%): 5% > 95 % B
1.50~2.00%3 95 % B
2.00~2.0143- 9% % > 5%B
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