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. ASCEI T A 2D-LC-IT-TOF #AEERFE N St ST TAY R R MR T %, 1ZT77EEH
IEHERMEAE T XA (+ B AR ) (EUREEX BB B S TE AR T 28, FiEid LCMS-IT-
TOF fE 253 BARZ ST MS DT, ZRGHRTARERDMATAREME, Bit, TRUSZMMNTTEEREE,
RRTET IEFRARKEE, FEFRIET RPUEMrERE.

X5EiR . HREMIE TAREFRF 2D-LC-IT-TOF L ERS

B, RIBHANOAENDBNER, EHTHE
BRI, FEERNBFIANIEFELMEZDE (10
BIRE. FERET ) BT, BRXEIFER
PEEL, TREHNGE, XERKEE LEWT FugiEA
EMTREHMRFEREE LMEM, % 2D-LC-IT-TOF
RREERGHERZR, HIRYMEME] B T7ELR
( IEERREL AR R MR EL ) REBFUELE,
BXENENENNIE, FEEUEEAFREREN
BEMEE—LERMAR. BMRRHEPEEE T

1.1 Y28

DT ES: 2D-LCIT-TOF #REE R 4, B3
LC-20ADx4 ( #ii& % ) , SIL-20AC ( BEh#REES) ,
CTO-20AC ( #£i@%6 ) , CBM-20A ( RG#EHIgE ) ,
DGU-20A; ( EZ B S41) , SPD-M20A ( ZiRE &S
&M S8 ), SPD-20A (UV # U 28 ) , FCV-12AHx3
(B ERBEFEIR ), FCV-14AHX2 ( Bt i
i) , LCMS-IT-TOF ( B FBf - X478 {8 R ) #0
LCMSsolution Ver.3.60( T{Euh )o
1.2 A&
1.2.1 RIEEIEL M

<LC 1stD>

iE+E: Shim-pack VP-ODS, 4.6 mm [.D.x250 mm

L., 5um

MmNt 0.69 g BEEL $278 T 1000 mL 7K+, F3
VKEEBRTE pH B 4.7, SO 4.43 ¢+ IR ERBERM, B
41945, TEEBEE 600 mL 5 400 mL ZESRSEIE.

Wi, WTESBAUERSERKR, srERTRES
#7o 2D-LC-IT-TOF S ERF R T X LFHR, A
FEMEE AR R RN E S B TR, AL
/3 IT-TOF ${7ZF&EE. A 2D-LC-IT-TOF %
REFRGEMRN T BRRFEM ST A IR R
AR MAR, RAEPERT BT (+ 2k
WS ) UBERFMENTSRENE. HEXARS
%o

B 8 2 Ff: 7 %B (0 ~ 40 min) ~ 40 %B (40 ~ 80
min) ~ 7 %B (10.01 ~ 95 min)

SRR : 1 mL/min

& 40°C

BEREARR: 20 uL

SMEAS: 190 ~ 800 nm (4gM: 259 nm )

<LC 2ndD>

& 3% #%: Shim-pack XR—ODS 2.0mm I.D.x50mm,
2.2um

TENE AL 0.1 % R

MENEB: 2B

BHEFERE: 10 %B (0min) ~ 60 %B (5min) ~ 95 %B
(6~16 min)~10 %B (16.10 ~ 25min)

SRR : 0.3 mL/min

HR: 40°C

HHEEFR: 5 Ll ( Loop FMARR )

S 259 nm

SSL-CA09-971
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1.2.2 ks FHS: S 1.5 L/min
ITYEE: LCMS-IT-TOF FI&S: &S 10 L/min
BTE: ESI(+), ESI-) REES: 55
EFREOSE, ESI(+), 45kV; Hﬁi@%ﬂ%i&ﬁ%: 200°C
ESI(-), -3.5kV; HARBRE : 200°C
SMRRRE: 1.7kV Jﬁzﬁﬁz Sl m/z 50 ~ 150, m/z 150 ~ 500

1.3 RGEREEE
1D Column: Shim-Pack VP -ODS 4.6 mm x 250 mm

FCV 12AH
2D Column: Shim-Pack XR -ODS 2.0 mm x 50 mm /2N
== Conversion Coupling 34

UFLC Joint ,ﬁ\

. ) spD 204 i

1D Mixer SPD -M20A Manual Injector 2D Column 1

1DColumn = —-: /— —
FCV-12AH
RV.L
I LCMS-IT-TOF
: Posmon 0 POSIUOn 1

3
4

—_ 7R N
FCV-14AH: C FCV-14AH: D /H) 'Q\\a fl

1 2D-LC-IT-TOF FI R BRI E

1.4 FEmblE

BERREMSNITR T 105°CHik 4 /NI ERREMMAR, FREL0.15 g, 010 mL RENMBEBEERE 10 min, B0 10
min, JERES IR EFHEDT

RN RREMSTERNT:

%) X EFR TLAR DFR 48 | CAS No. =M=
HCI HCI
H
. .. —_ | Betahistine N N
ERS | BEREMENT | | CgH,N,-2HCI | 209.12 |5579-84-0 N e,
dihydrochloride |
=
ZFRitie

2.1 LC 1stD 2M4F4s
IstD ST EE B 09 0 #E B AR R REBRE, DUETHHES LOOP IR, BT 4o, &K%
IstD BEEINT, BFRFNRMIFERERDHIBIERBEI 5. 7.244 min F1 10.460 min,
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mAU (x1,000)
P59nm4nm (1.00)
175
150
125
I
i
1.00 2
H0
ﬁ%
0.75 1 f\ﬂ
f
050 |
i J “
f |
025 ¥
% |
I\ N A
00—~
025 7\ v T T T I v I v v [l v v [] v I
0.0 25 5.0 75 10.0 12,5 15.0 175 min

2.2 LC2ndD 974t

BAREZST (RT. = 7.244 min ) )% LOOP 3K 1 th, £t

2. LC 1stD & igE

id 2D LC 247, B UV 21EE. MS eEEMFUERNT:

uV (x10.000) B
1.00 — ‘
0.75
0.50 —
0 ] EAMS
0.0 25 5.0 7.‘5 ‘10‘0 ' ' ' ' IZ.‘S ' ' ' ' 15.‘0 ' ' ' ‘17}5 ' ' ' ‘ZDY‘O ‘22.‘5 ' ‘rrn'n‘
B 3. REFER=4 UV BEE
{x10,000,000)
T-TIC (1.00)
1:299.1589 (1.00) i
25
2] ESI” @ik
15
1.0] TIC
0.5
77
0'07“"I""‘"'I""\“"I"“\""I“"I'MC_'
0.0 25 50 75 100 125 150 175 200 225
4. RHMZFR 4 MS BIER] (m/z 150~500)
Inten. (x10,000,000) Tnten. (x1,000,000)
] 299.1589 263.1367
1.00 .
] MS! 3.0 MS
0.757 Precursor m/z 299.1589
1 2.0+
0.50
] 299.1591
b 1.0
0.25 ] 137.1065
0.00 1 _ - 263.1369] _ 4441420 | 1 106 ‘()652‘17‘9}1\‘18‘3\\‘ ‘ ‘ ‘ |
100 200 300 400 mz 100 200 300 400 mz
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Inten. (x100,000)

Inten. (x100,000)

LCMS-IT-TOF-040

263.1374 215.1175
] 5.0
3.0 MS3 | MS3
170.0816
] Precursor m/z 281.1480 Precursor m/z 263.1366
2.0 |
] 2'5f 106.0664
1.0
i 147.091
f 170.0815 24%.1266
0.0 b————— — ‘_H‘O.O‘_‘““‘H“‘_w”_ —————
100 200 300 400 nmz 100 200 300 400 mz
4.0 Hten. (x1,000) Inten. (x10,000)
: 147.0860 1794.0640
3047 3
MS? - MS
3.04 ]
Precursor m/z 215.1159 ] Precursor m/z 137.1065
2.0
2.0+ 172.0925
134.0856 ,
1.0
1.0+ 1
1 106.0731
0.0 =——F—— — — — 00— — ———
100 200 300 400 mz 100 200 300 400 nz
Bl 5. RIS ZREIERE ESI(+)
23 RS
g sy, R . TR
RIEFOEERERY FR IR MFRD T D FRTUNERIE 6,
[ Formula Predictor - 20140227 _Beitasiting water-ms3_2ndD-LCMS_Loop1-20140227-ms3led L= [ ) i
File Edit View Help
DS & 7
Event#: 1MS(E+) Ret Time:5.122 -> 5,396 - 3.822 > 4.686 Measured m/z: 2991589 Charge: (1 = Active Mn | Max *
H o oo )
2 000e7 C 0 150 +
1.500e7 259 [1589 P
1.000e7 +-  Adduct Use *
5.000e6 0168 + H v 4
01 ; T | T T T + N x|z
150.0 2000 250 0 300.0 3500 4000 4500 Error Margin:
Measured region for 299, 1582 m/z 5
_ 259.1583 DBE Range:
100.0 VIFixed 20 - 1000.0
50.04 Electron Tons:
0 1616 e ——
0 T T T jl\ T T T
2590 2995 3000 3005 3010 3M5 HC Ratio:
C14H22 N2 05 [M+H] + : Predicted region for 299, 1601 m/z [¥] Limit 0.0 - 3.0
10004 2991601 Apply Nitrogen Rule
Use Fragment Info (MSn)
50.04 500 Maximum Results
300}\633 Advanced Settings...
- 2550 2995 200.0 2005 010 015 [ Calculate
Rank Score  Formula (M) Ion Meas. m/fz Pred. mjfz Diff {mDa) Diff {ppm) Iso Score DBE
1 85.80 C14H22N205 M+H]+ 299.1589  299.1601 -12 4,01 92.78 5.0
2 80.84 CI10H1B8NB O3 M+H]+ 299.1589 299,.1575 14 4.68 89.03 6.0
Ready 16:5¢

6. RAMFEIHY ESI(+) BUEEIXS R Y > F R IFUNLER

ML, RMAREFFRR m/z = 299.1589, TEEMDFRA CH,uN,05, IRIR{E [M+H]+

BESERERELURZE —4.01 ppm,

BEHIZEEMNZRTUER, ENHTEND TRRBAENT:

= 299.1601, MK
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C;H;N CiHiN;
106.0664 172.0925
- C2H3O C9H10N2
_C;H,NO; CuMiNO - Cuplio—> 147.0860
-CH0 215.1159
-CsH,N  CisHisN2Os < CsH50
CHuNOy o 7 T s 1367 CsHoN,
170.0816 ' 2H:0 [ cp0, 134.0856
-C4H304 CioH14N,O
-H,0 CyHpN,Os— 1791183
299.1589
_CGHI()OS
_H2
CsHoN,
C14HoN>04 137.1065
281.1480 -C,HsN
CeHN
94.0640

Inten. (x1,000,000)

7. REAZFH) ESI(HZBRFUEHE T

Inten. (x100,000)

137.1079—
2.0 7.5 2
MS'! ] 94.0653 MS
154 ] Precursor m/z 137.1078
50
1.0+ ]
2.5
0.5+ ] 1067673
00— 1279805 ||| 0o +———Ar
50.0 75.0 100.0 1250 nv/z 50.0 75.0 100.0 125.0 mz

RAUEMEEHRET m/z=137.1065, H_HFUERSEREMETT —REUEREA—E, MMESHDI T
KRR CHLN,, TREABMENT. FAERMARND TXEBENRMT, HENHRMARTENEEINT

N N
| X \CH3
F
OH
HO
OH
HO
CHO

8. EhRRMEMthE) T ZRIFIERE ESI(+)

N N

N N CH
OH OH
N g / OH
X CHO
HO
Or | Or

P~ OH OH ol

HO

CHO



~J =B
u.u?l 1=
SHIMADZU

Excellence in Science

LCMS-IT-TOF-040
B &g

AR T —FMERIEER MR T AT - + e EmERIAIERENME, 2D-LC-IT-TOF ZtREE R ELE
MG NERR M S TN RAR R TTE. 12T AR T ERERO AT AEVREME, BIRIET ZFUE R AR,
XARRTET FEFFEAN R E,

[ BN ARARFRZFFHL

LT ESAEST0OS AITER ZiEEIE: 021-22013542

http://www.shimadzu.com.cn



