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rt0 0 O

RO ODODOO HPLC/LCO O O O)

TBTUO O-(OOOOODOOO-1-0D0)-N,N,N ,N -O0D00CO0OO0O0DCOO0O0oDbDODObOO
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THFO OO OOoOooooo

TLCogooooooooood

vPLC-MsOOooooQOoooboDboooob-oogoao

oooooao
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UPLC-MSO O HPLC-MSO O

ood1

0O O 0O LC/MS Waters Acquity UPLC System DAD, SQDU O O O OO O DO O OO O HSS C18
1,8y m 2,1x 50mm, 0035000 000A =H,0 90% + 10% CH5CN + CF3COOH 0,1%, B =
CHZCN 90% + H,0 10%; DO DO o0.00 0% B - 1.200 100% B - 1.450 100% B - 1.55
O 0% B - 1.750 0% B; DO OO.70mL/0O0 ; OO OUV 254nm; OO OSQED, 0000 OO
0000000 0ESI+; OO 0O OO 90-900amu

ogz2

O O 0O LC/MS Waters Acquity UPLC System DAD, SQDOD D O O OO O DO O OO O BEH C18
1,70 m 2,1x 50mm, 0035000 000A = H,0 90% + 10% CHzCN + NH,COOH 5mmol, B

= CH5CN 90% + H,0 10%; OO O 0.00 O% B - 1.200 100% B - 1.450 100% B - 1.5

50 0% B - 1.750 0% B; D OOO0.70mL/0 ; OO OUV 254nm; DO OSQED,00O000DOO
0000000 0OESI+/ESI-; OO O O O 90-900amu

0oads3

0 O 0O LC/MS Waters Acquity UPLC System DAD, ELSDO OO , SQpOD OO OO DODOOOO
OOOHSS C18 1,8y m 2,1x 50mm, O 035000 00 OA = H,0 90% + 10% CHZCN + CF5C

OOH 0,1%, B = CH3CN 90% + H,0 10%; O O OO0.00 0% B - 2.400 100% B - 2.700 1

00% B - 2.800 0% B - 3.000 0% B; O O0OO0.70mL/0 ; OO O UV 254nm; O O O ELSD
Ooo0DoDOoOO0oOosb,0 0D 000DOO0OOO0ODOOOESI+/ ESI-; 0D OO QO 90-900amu

04

0 O LC/MS Waters Acquity UPLC System DAD, ELSDO OO , SQpO OO OO0 OO O0OO

OOBEH C18 1.7y m 2.1x 50mm; OO O OA = H,0 90% + CHgCN 10% + NH,COOH 5mM,

= CHZCN 90% + H,0 10%; O O O 0.00 0% B - 2.400 100% B - 2.700 100% B - 2
.800 0% B - 3.000 0% B; O OOO.70mL/0 ; OO OUV 254nm; OO OELSDO OO OO
goseb,0000D00OCUOODODODOOESI+/ ESI-; O0O0OOO90-900amu

00 4a

0O O O LC/MS Waters Acquity UPLC System DAD, ELSDO OO , SQDOD OO OO DODOOOO
OOOBEH C18 1.7y m 2.1x 50mm, 0 035000 000A = H,0 90% + CH5CN 10% + NH,

HCO5; 5mM, B = CHZCN 90% + H,0 10%; O O O 0.00 0% B - 2.400 100% B - 2.700 1

00% B - 2.800 0% B - 3.000 0% B; OO OO0.70mL/0 ; OO O UV 254nm; O O O ELSD
0oooooOoseb,0 0D O0O0O0DODOOO0ODDOOdESI+/ ESI-; O00O0O0O QO 90-900amu

o O OO

gods

O O 0O LC/MS Waters Acquity UPLC System DAD, ELSDO OO , SQpOD OO OO DO OOO
OOOHSS C18 1,8y m 2,1x 50mm, OO0 3500 0 00 OA = H,0 90% + CH3CN 10% + CF5C
OOH 0.1%, B = CH5CN 90% + H,0 10%; OO O O0.00 O% B - 2.400 100% B - 2.700 1
00% B - 2.800 0% B - 3.000 0% B; O OOO0.70mL/0 ; OO O UV 254nm; O O O ELSD
oooooogoseb, 0000 o0obDO0OO0oO0oO0oDbDDbDO0OOESH+; OO0 000 90-900amu
ugboogood

ogode

10

20

30

40

50



(65) JP 6590927 B2 2019.10.16

0O O 0O LC/MS ThermoFinnigan HPLC Surveyor DAD, LCQ Fleet lon Trap; O O 0O O Simmet
ry Shield RP8, 5y m, 4,6x 150mm; O O O A: 90% O + 10% ACN + HCOOH 0.1%; O O OB
= ACN 90%+10% H,0 + HCOOH 0.1%; O O O 0.00 5% B - 1.50 5% B - 11.50 95% B

- 13.00 95% B - 13.30 5% B - 15.00 5% B; OO O 1.0mL/0 ; UvO O O 254nm;0
0 O Finnigan Fleet, lon Trap; OO 0O O 0OESI+; OO 0O O O 100-900amu

ogv

0 O O LC/MS ThermoFinnigan.HPLC Surveyor DAD, MSQO 0 O O O O O O O Synergi Hydro
RP100A, 2.5um, 3x 50mm; O OO A: 90% O + 10% ACN + 0 0O OOOOO 10omM; OO
OB = ACN 90%+10% H,O + NH,COOH 10mM; O O O 0.00 0% B - 1.500 0% B - 8.000
100% B - 10.000 100% B - 11.000 0% B - 12.000 0% B; OO O O0.7mL/0O ; uvO O
0 254nm; OO O O O APCI+/APCI-.

00d7a

0 O O LC/MS ThermoFinnigan.HPLC Surveyor DAD, MSQO O O O O O O O O Synergi Hydro
RP100A, 2.5um, 3x 50mm; O OO A: 90% O + 10% ACN + 0 00O DO O OO 10mM; OO
OB = ACN 90%+10% H,O + NH,COOH 10mM; O O O O0.00 0% B - 0.500 0% B - 6.500
100% B - 7.500 100% B - 8.000 0% B - 9.000 O% B; O ODO1.2mL/0 ; UVO OO 2
54nm; O O O O O APCI+/APCI-.

Ooadv7b

0 O O LC/MS ThermoFinnigan.HPLC Surveyor DAD, MSQO O O O O O O O O Synergi Hydro
RP100A, 2.5um, 3x 50mm; O OO A: 90% O + 10% ACN + OO0 ODOOOOO 5mMm; OO
OB = ACN 90%+10% H,0; O OO 0.00 0% B -~ 4.000 100% B - 5.300 100% B - 5.5
o0 0% B - 6.000 0% B; OO O1.2mL./0 ; uvO OO 254nm; OO O O O APCI+/APCI-.
oods8

0 O O LC/MS ThermoFinnigan.HPLC Surveyor DAD, MSQU O 0 O O O O O O Synergi Hydro
RP100A, 2.5um, 3x 50mm; O OO A: 90% O + 10% ACN + 00O OOOOO 10mM; OO
OB = ACN 90%+10% H,O + NH,COOH 10mM; O O O O0.00 0% B - 4.000 100% B - 5.30
0 100% B - 5.50 0 0% B - 6.000 0% B; OO 0O1.2mL/0 ; UVO O O 254nm; OO O
O O APCI+/APCI -.

ogdo

0 O O LC/MS Waters Alliance 2695 HPLC System DAD, Quattro Micro Tripled OO O
O000DO0SunFire C18 3.5y m 4,6x 50mm; O O O Az H,0 90% + 10% CH5CN + CF5COOH
0,05%; O O0OB = CH3CN 90% + 10% H,0; 0 OO0 O0.00 0% B - 4.500 100% B - 5.80
O 100% B - 6.00 0 0% B; O OO 1.3mL/0 ; UVO OO 254nm; OO 0O O O ESI+.

0010

0 O O LC/MS Waters Alliance 2695 HPLC System DAD, Quattro Micro Tripled OO O
O0OO0DO0DAtlantis dC18 5up m 4,6x 50mm; O O O Az H,0 90% + 10% CHZCN + CF5COOH
0,05%; O O OB = CHZCN 90% + 10% H,0; 0 OO O0.00 0% B - 0.700 O% B - 4.500
100% B - 5.800 100% B - 6.00 O 0% B; O O 0O 1.3mL/0O ; UvO O O 254nm; O OO
O O ESI+.

0011

0 O O LC/MS Waters Alliance 2695 HPLC System DAD, Quattro Micro Tripled OO O
00000 Xbridge Phenyl 3.5u m 3x 30mm; O 0O O Az H,0 90% + 10% CH5CN + NH,HCO4
5mM; OO OB = CH3CN 90% + 10% H,0; O O O 0.00 0% B -~ 4.500 100% B - 5.800
100% B - 6.00 O 0% B; 0O 0O 1.3mL/0 ; UVO O 0O 254nm; O O O O O ESI+/ESI-
oooooad

0agdi12

0 O O LC/MS ThermoFinnigan HPLC Surveyor DAD, LCQFleet lon Trap; O 0O O O Xselect
CSH, 2.5y m, 4,6x 50mm; O O O Az H,0 90% + 10% CH5CN + HCOOH 0.1%; 0O OB = C
H5CN 90% + H,0 10% + HCOOH 0.1%; OO O 0.00 O% B - 4.000 100% B - 5.300 100

%B - 5.500 0%B - 6.000 0% B; O0ODO21.4mL/0 ; UVO O 0O 254nm; OO OO OES
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1+/ESI-

OO0 12a

0 O O LC/MS Waters Alliance 2695 HPLC System DAD, Quattro Micro Tripled OO O
00000 Zorbax Eclipse XDB-C18 3.5y m 4,6x 50mm, O O 350 O 0 0O O Az H,0 90%
+ 10% CH5CN + NH,COOH 5mM; O O OB = CHZCN 90% + 10% H,O0; O OO 0.00 0% B - 4.
500 100% B - 5.800 100% B - 6.00 O 0% B; OO 0O 1.3mL/0 ; uvd O O 254nm; O
O 0O 0O O ESI+/ESI-

00 12b
0 O O Agilent6110MS, Agilent6110MS, Agilentl1200,DAD200-400nm; MS: Pos 100-1000 7
OV; 00O 0O 0O Chromolith Flash RP-18e 25-2mm; O O O 400 000 0O 1.5mi/0 ; OO 0O A: 10

H,0(0.0375% TFAO O ); O O O B: CH5CN(0.018% TFAO O ); O O 0 0.00: 95%A - 0.70:

5%A - 1.15: 5%A - 1.16: 95%A- 1.60: 5%A; UvO O O 254nm; O O O O O ESI+/ESI-

00 12c

0O O 0O Agilent6110MS, Agilent1200, DAD200-400nm; MS: Pos 100-1000 50V; 0O O O O Ve
nusil XBP-C18, 2.1x 50mm, S5y m; DO O50000001.0mi/0 ; OO O Az H,0(0.0375%

TFADO O ); 00 O B: CHZCN(0.018% TFAD O ); O O O 0.00: 90%A - 2.00: 20%A - 2.4
8: 20%A - 2.50: 90%A - 3.00: 90%A; UvVO O 0O 254nm; O O O O O ESI+/ESI-

00 12d

0 O O Agilent6110MS, Agilentl1200, DAD200-400nm; MS: Pos 100-1000 50v; O O O O Ve
nusil XBP-C18, 2.1x 50mm, S5y m; OO O50000000.8ml/0 ; OO O Az H,0(0.0375% 20
TFAO O ); O 00O B: CH3CN(0.018% TFAO O ); OO O 0.00: 90%A - 0.40: 90%A - 3.4
0: O%A - 3.85: O%A - 3.86: 90%A - 4.50: 90% A; uvO O O 254nm; O O O O O ESI+/E
SI-

00 12e

0 O O Agilent6110MS, Agilentl1200, DAD200-400nm; MS: Pos 100-1000 50v; O O O O Xb
ridge Shield RPC18, 2.1x 50mm, 5pm; DO O50000001.0ml/0 ; O OO A: H,0(10
mmol NH,COZ)O OO O O 0OB: CHZCN; OO O 0.00: 100%A - 0.70: 70%A - 1.10: 70%A

- 1.11: 100%A - 2.00: 100%A; UVO O O 254nm; O O O O O ESI+/ESI-

opooooag
GC-MSO O 30
0013

0 O O GC/MS Thermo Scientific TRACE GC ULTRA, DSQ Il MSO O OO OOoOOOOOODO

0 Agilent DB-5MS, 25mx 0.2 5mmolx 0.25py m; D OO ODOODOOOOO, Im/O0000O
00000000000 Os5000100 /0 01000 0 0 200 /0 O 2000 00O 300 /0 O 3200
g@oooo); oogobsQ M MSOooooooooOooOooDOoODEN; O0O0OODO 50-450amu
opooooooao

Discover(0 OO O)CEMO O D100 O 3BmLO 0 0 0O 0O O

NMRO O O

0 1H NMRO O O O O O O Bruker Avance 111(500MHz)0 O Varian 400(400MHz)O O Varian
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