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O

c-NH-SAL-Resin
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(10)

NITFE# s
D1 GLAMAPSVGHVRQHG-NH2
C18-D1 C18-GLAMAPSVGHVRQHG-NH2
C18-D1(1-7) C18-GLAMAPS-NH2
C18-D1(4-12) C18-MAPSVGHVR-NH2
C18-D1(7-15) C18-SVGHVRQHG-NH2

D1(GalNAc-ST)

GallNAc
GLAMAPSYGHVRQHG-NH2

C18-D1(GalNAc-S7)

GalNAc
|
C18-GLAMAPSYGHVRQHG-NH2?

D1(0-15, GalNAc-SO)

Galf\IAc
SGLAMAPSVGHVRQHG-NH2

D1(1-7, GalNAc-S7)

GallNAc
GLAMAPS-NH2

D1(7-15, GalNAc-ST)

GaIINAc
SVYGHVRQHG-NH2

rD1(GalNAc-87)

GaIINAc
GHQRVHGVSPAMALG-NH2
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D1(Glc-S7) |
GLAMAPSYGHVRQHG-NH2
L
D1(Lac-S7) 0°
GLAMAPSYGHVRQHG-NH2
afagalis
000000000000 O00000000000000
0000000000000 O000000000000000000000
afagalis
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OOO0ODDDOOFmoc-NH-SAL-PEG-ReginD D 0 000 O0O0O0O0OCOODO
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0O 0 0 0O 0O 1-hydroxybenzotriazoled /0 O O O N,N-dimethylformamideO O O O O O 4-me
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O000D0O0OdiisopropylethylamineD 0 000 O00OOO0ODOCOOODOOOOODODOOOO
0000000000000 o0oDoo00o0oDoDo0O0o0o0oD0oDO0O0O0DOOdFEFmoc-Serd Ga
INAcO ACO 3-a -DO -OHO 0.6 IPED 0 00 OO OO ODO O code MO19800 O OO DO OOO
0oo00OoOO0oO0U0oo0oDbDOO0oO0oUoboDoOOoO0OobOoDbDbOOoOoU0DbDDOO0Od tetra-0-acetyl-p -D-
Glc-Fmoc-Ser0 00000000 O O code 3-0267000 Carbo Mer, IncO O OO OOO0OA0O
0000000000000 0o0o0Oo0OdooDoDaohepta-O-acetyl-B -D-lactosyl-Fmoc-Se
r0 0000000000 DQO code 3-026720 Carbo Mer, IncO OO O0ODOO

oooDoo
gooono

K2 WEHEMARTFFERORICEHE

s 3o RIG& N2 R EH3
(7. 5%8) (BFE) (5%&)

fEEE 120 mg (170 rmol}  43.0 mg (60 rmol)  70.8 mg (100 rmol}

PyBOP 88.4 mg (170 mmol) 31.2 mg (80 mmol)}  52.0 mg (100 mmol)

HOBt 26.1 mg (170 nmol) 9.2 mg (60 nmol) 15.4 mg (100 nmol}

DIEA 14 ml (170 rmol) 56 m (60 rmol) 9.4 m (100 rmol)

DMF 2 ml 0.8 ml 1.3 ml
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HhoTIVER RS BREARTFR
— % TpEFH AgS8EF HSer8F
trifluocroacetic acid 900 m 900 m 8256 m 826 m
thioaniscle 50 m 50 m 50 m 50 m
1,2-ethandithiol 50 m 50 m 25 m 25
2-methylindole - 1 mg - -
ethyl methyl sulfide - - 30m -
thiophenol - - 20m -
5% phenol - - - 50 m
H20 - - 5 m 50 m
A aA—kEE 2% 20% 68 B [l 6B [E
goooaono
Oo00oooo0ooooooooooboood
O00o00O0o0o0oo0ooO0o0oO0oo0o0oo0ooo0oo0oooo0ooo0oo0ooO0 Oooobo/s/h O NaOMe-MeOH O
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Oo0o0o0oooo0oooooooooo oo oo oo o oo ooooooooooobanoaono
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Ofodoooooooboooooooooooooooooobooboooboobooan
Ofdoooooooboooooooooooooooooobooboobooboan
Oogoog
goooaono

od

F3 V= RADHITILOBEAE VA o FaX— 5

goooooooboooooobooboooobooooboooooooboooooao
goobooooobooooooobooboooobooooobooOooooooboboooooao
goooboooooooogooobooooooboogoooooooooDoboooooao
ooooooooobooooooobooooobooooobobooooboooo

O

O

10

20

30

40



(13)
D000

R4 ARRTFFOUE. IRE, HPLCEHEH
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~TFFEE  WE (mg) WE(%) WE) H54

73 IMBE AR REY) BHEHE (5)

D1 68.9 75.8 100 oDS 0—60% (15}) 12
C18-D1 3.6 9,99 100 C4 0—100% (2543) 14
C18-D1(1-7) 28 307 100 C4 30—90% (5093) 35
C18-D1(4-12) 16 36.1 100 c4 30—90% (5043) 25 10
C18-D1(7-15) 0.8 6.45 100 C4 30—90% (5093) 20
D1(GalNAc-S7) 14.1 41 99 0oDS 0—60% (1543 12
C18-D1(GalNAc-S7)  11.7 245 98 oDS 30—90% (4043) 27
D1(0-15, GalNAc-SQ) 06 1.74 88 oDS 5—50% (8043) 20
D1(1-7, GalNAc-S7) 20 18 100 oDS 5—50% (8043) 17
D1(7-15, GalNAc-S7) 1.6 6.85 91 oDS 5—50% (8043 5
rD1{GalNAc-S7) 36 104 99 oDS 10—60% (3043) 17 20
D1(Glc-S7) 10.5 31.3 89 0oDS 5—40% (3043) 17
Di(Lac=S7) 2.9 7.79 99 oDS$ 5—40% (304}) 17
*Ai%: 0.1%TFA/H,0
Bi#%: 0.1%TFA/CH,CN
ooooaoo
0000000000000 000000000000000000000000D0000
0000000000000 D000000000000000D00DO00DO000DOoDOooao
0000000000000 D00000O00 30

oooooao
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__BHEH
RTFRE nFE HEME A EE
D1 151547  *[M+H] 1717.79 FRAIZE
C18-D1 178220 [M+H] 1782.05  1780.01
C18-D1(1-7) 91125 *[M+Na] 93259 932.34
C18-D1(4-12) 121860 [M+H] 1218.77 1218.66
C18-D1(7-15) 124153  [M+H] 1241.78 124157
D1(GalNAc-S7) 171893 [M+H] 171888 1719.54
C18-D1(GalNAc-S7) 198540 [M+H] 1985.13  1985.40
D1(0-15, GaINAc-SO) 1806.01  [M+H] 1805.90  1805.41
D1(1-7, GaINAc-S7) 84798 *™[M+Na] 87041 870.02
D1(7-15, GaINAc-S7) 117826  [M+H] 117860  1177.40
rD1(GalNAc-S7) 171893 [M+H] 171888  kiHIFE
D1(Glc-S7) 1677.87 [M+H] 167887 1677.87
D1(Lac-S7) 1856.01  [M+H] 1855.88  RAIFE
* H+M: O AN F144>
¢ H+tNa: RO LMY FAA4
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