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 Agilent 6220 i iff it & TOF
LC/MS % Agilent 6520 ¥ fifi 5
# Q-TOF LC/MS

o (ATEH: 1: Agilent ZORBAX SB-
C18, 2.1 x 30 mm, $7if2 3.5 um

o (A8 2. Agilent ZORBAX SB-
C18, 2.1 x 150 mm, #f% 1.8 um
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k/j"\/\/N\N/)\\CH3
AEME R
\ CyyH3,N0 C,sH3,CINSO, /
B1
#Fliteprsains ¥
& « F4<: 10 L/min, 300 °C

Bt &% 5-C Btk A% R H g
(MAS). AR HER TH(BP).
fik flie — FR S e R 2 e i 34 g
Sigma- Aldrich, DA HBEI i -l
W B A 1 mg/mL I & W .
1 mg/mL [y =] H P F R0
Alltech. FTA RN BE Z20R &
7 10-30 ng/uL., i€ T — &5
M R DR OB, W EEVEH A
2 ng/mL # 100 pg/mL. (FEFERA
1 uL,) fLAE LA 1,

LC TOF %

HPLC 5 #7141

o IRFHIA: & 0.1% FERI KRR

o IAFI B: & 0.1% TERH PREATR

o J#iK: 0.5 mL/min, 90%B % EE:
i 1 min

o fEili: 45 °C

Agilent 6220 5 i BT & TOF

LC/MS B RESH AT

o BT Mm% (ESI) E®T
B, R 55 2% 4 S LUARMERS IE

o« FILAE D . 45 psi

o« FUEIEHEl: 100~ 1000

o FHfHE: 3 k/sec

o WS MBI 125 V

o HHUHE: 60V

o BANEHIE: 4000V

o (LARAE: 1700 m/z, 1. 2.
4 GHz

LC O-TOF R

WA AT GE T & T

o A A: & 0.1% FERA KT

o X7 B: & 0.1% HERN CHETRIR

o it : 0.5 mL/min

o BAFE 1. (EH G 1, iR
45 °C, 4 7 BhNIEFI B BILEL B H
20%F % 60% (ZAi%&M4HT
wH MR S )

o BEJE 2. (EHAER 2, iR
60 °C, 15 7 BFiNIE7 B HILLHI
M 5%+ 2 76% (1% it H
Y L e R AR T4 )



Agilent 6520 5 i i & Q-TOF
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o BT BEE%E (BESI) EET
B, U2 2% 2 LUAREERR IE

o T4 <: 10 L/min, 300 °C

« FlLasE D 45 psi

o VL : 80~1000 (MS FiI
MS/MS)

o TfEE: 3 k/F

o BlEAEDS SRS 200 V

o HHUVHE: 60V

o BAIFEHIE: 4000 V

o fffERER: 35 V (Rl A
E) =55V (FIHMEE)

o EER MS/MS #5 Figfrit,
BT ER AR (4 m/z)

o (LERE: 1700 m/z, 1. 2.
4 GHz
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iy L 338 S35 P 40 B SR 12 i AL
# 1,

L IRIVEC RS & (e
A 1 GHz B, 7EAK m/z JEHR
HRAECL B, FE0r pERm i (KT
{LERRE N . 1 GHz FURFEHZEAH Y
T4 1R RAE 1 ik, Bk, XF
m/z 118 ALIETE Ay 1 RPN ik,
RAERECA 1,595 F, 1 GHz I,
I m/z 118 W HE2774 4000,

Mo Praift At Bt =l
1 GHz %4 4 GHz o7 PRl 4@
2~3 %, (HHAREW] B g B K
B, WE, X T REIEE Y 100
~800 ZIEHIL &Y, B EA
1~2 ppm., £l & & i% % 1E
10 ppm LA_ERIRESE, B2 HiAth
L& Wy 2KEEAR R BB S

B ARSI, Bk, SRR
T2 o O A A i R S BT R
&, M AT LA MS Fi1 MS/MS %
P SR AF IE BT 53X,

TOF BX TH R E

Wi, AT TOF #8845
LA 1 GHz 14 GHz #47%807 1k
BRI ZE . MAS 5 BP 194 1
wAHZE 36 mDa. KFF LA YLL
128:1~ 1:1 W& LLBR A, iR
SFALL G, X PR & (e Gl
HARERR R 8. /£ 1 GHz T, A
BAFEMPI BRI ZE, W& 2,

wR RERE (ppm)
128:1 2.89
64:1 3.25
321 5.09
16:1 10.13
8:1 17.13
41 33.17
21 64.06
1:1 12051
=2

BbEER 1 GHz B, MAS REIRER
MAS/BP Et{ERIE

m/z  EikBtiE] (nsec) AM (mDa) At (nsec) 1GHz T 4GHz T £
FWHM B9 R FWHM B SE

118 20,000 12 1 1 4

1522 69,211 76 1.7 1.7 6.8

=1

MTFFIEE m/zf, REE. HEZURBERENARERRSE (ADC) REREMHHY. FWHM AR

T E AU 5T



ft 4 GHz, Bl M+H] & 52
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/NF 1 ppm, M2 Agilent 2> 124
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{# }H Agilent 6520 F7fi il & Q-TOF
LC/MS *f— Z 71 & A 252 e i

FrAsm, 18 A4 ) 2h &G —
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2 pg) FREMIEE WM (b E

100 ng) (&l 4), XFREHREKE,

sl
2 ppm, il REA
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G2 T 451

4 N
x102 146 151
1.
MAS BP
08 EIC(195.0576-195.0726) EIC(195.0938-195.1101)
0.6 1
0.4
0.2
~ — {—/\/ -
0 — — 7T
10 12 14 16 18 20
Counts (%) vs. acquisition time (sec
\_ (%) q (sec) Y,
B2
7 4 GHz TRESEZIN MAS 71 BP 2B F &iE (EICs)
4 N
3
X107 195.0653
24 ] DPE = 12591
] RERE =-0.63 ppm
2]
16 | 195.1015
122 DPHE =11012
| RERZE =0.28 ppm
0.8
0.47
19492 19496 19500 19504 19508 19512 19516 1952
Counts vs. mass-to-charge (m/z)
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AN s &l B — 0, 7 N\

, HE2pg
FEWR £ 10 ng/pL HIHRREE £7 /£ MSFE: 4702311
3
RS T 4R B 500 f/u 92 | Gy B2 DARBRE. 13tem

A) HIR EHRtL: 3.3

BTN (B 5), SRR | ¢
N R AT S 436 28 | O o
Beo, i EAEmE TR Ay | 9823 g

3 1B) LAHER MEBMRE: 4702325
R, IFRA /T 1 ppm. : EHRRAE. -1.62ppm

fZM2Lk . 14,260.5

x108 1 9861 HL 100 ng
C) 45 MHER A MSHEE. 470.2315

X RERE: 0.59 ppm
{52tk . 38,836.0

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16
Counts vs. acquisition time (min)
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Ea
Q-TOF WEFZWMPNAEE, AT 4.5 MHBEARERE/NT 2 ppm. FEUFSFX
[M+H]* = CpgHyoN;0,Cl, MRRE m/z=470.2317. EREE 2 #ITRENE.

0.5

x106

+Scan (4 31-35, 5 scans) macinamide_erythromycind

BAEE gg] 123085394
3x107 :
8.2 9x106 counts

18

74 WBERE, 10 ng/pL
7 [M+H]* = 123.055289 m/z

6.6 {RZ = +0.8 ppm
6.2
5.8
5.4

5
4.6
4.2
38

34 AR SR
3 9x106 / 250 = 3.6x10%

1 | mxa

1.8
14
1

0.6 329.056151 159.355249

0-% 207.007866  425.138434 659.287]/15

TB/E, 500 fg/pL
[M+H]*+ =734.468518 m/z
34.468956 (== — 40,6 ppm

~

735.416113
250 counts }-4 736.387755

I

0
734 735 736 737 738 739 740
Counts vs. Mass-to-Charge (m/z)

3x107 / 250 = 1.2x105

922.009798 1221.991581 1521.971969
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MS/MS BX TR MENRERE
Agilent 6520 Ff #ff it /& Q-TOF
LC/MS fe4h i 245 B /£ 5 ppm
CANEY MS/MS %48 . X /E % % 24
BRI A S5 44 77 T B A 2],
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W B AT X 4, o et
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w R RE P AR X R R T

SV 2 &5+, Rl
MS/MS 47 A, i e — S i g
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Fr AT A AT, KB SEPR A A
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0L 1 GHz BB, el
PrX PR B o, B RTEL
I3 P R R B - RO RS A T =

Bl6E/nT{E1. 2. 4 GHz RE

1) m/z 156 25T MS/MS Hk K.,

) IH e B B 7 — R A B R
(40 m/z 95, 119, 135, 147, 161) ,iX
L A Al RO =
25mDa (& 7). W T2 %W A
AN, BSR4 GHz WU LESHRA
REMIfT 2 g e i s fd, B8 B
R TR BT m/z 95 BIE 454,
{£ 4 GHz T, sr#%—MA 15,000
Fofa o W EENS 5 A B X
Z5ME T REFIM MS/MS R TE E
LM, BRI sk 3 B
TRe XEE A BMEMRE, Fh
BRI T & 2R/, 3

T 1 mDa, iMHS5EE AR,

4 Product lon Frag=170.0V CID@35.0 (311.0800[z=1] -> **
156.0774
1GHz -4.04 ppm
156.0097
10.8 ppm
2 Gtz 156.0752 ~o0
9.83
Vo L
il 2 | N
o} 156.0099 \OJ\)\NHs
9.31 ppm
CgHNO,S* CeH1oN;0,
156.0769
4 GHz -0.73 ppm
156.0113
0.48 ppm
155.6 155.8 156 156.2 156.4
\ Counts vs. mass-to-charge (m/z)
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Product lon Frag=200.0V CID@55.0 (329.2600[z=1] -> **)
95.0606 95.0857
4 GHz
] 95.0741 2 GHz
95.0782 1 GHz
95.02 95.04 95.06 95.08 95.10 95.12 95.14
Counts vs. mass-to-charge (m/z)
\_ %
8
SIEWE m/z{E% 95 R BT
SME 7! RE Rz ¥R EXKRE ERSFR FE
m/z m/z (mDA) (ppm)
95.06151 95.06037 -1.13 -11.93 CgH,N,  234.19837  CygH,60 3495
95.08624 95.08553 -0.72 -1.53 C;Hyy 23417321 C,4H,N,0 3337
119.06040  119.06037 -0.02 -0.18 C,H,N,  210.19837  C,,H,0 357
119.08578  119.08553 -0.26 -2.15 CqHy, 21017321 C;,Hp,N,0 1990
135.09166  135.09167 0.02 0.1 CgH,yN,  194.16707  C,;H,,0 628
135.11642  135.11683 0.41 3.05 CyoHis 194.14191  Cy4H.gN,0 389
147.09201  147.09167 -0.33 -2.28 CqHyyN,  182.16707  C;,H,,0 376
14711785  147.11683 -1.02 -6.96 CHis 182.14191  C, H,gN,0 301
161.10823  161.10732 -0.90 -5.60 CygHqsN, 168.15142  C,,H,,0 112
161.13242  161.13248 0.05 0.32 Cy,Hy7 168.12626  CyH,N,0 190

%3
MEIIEEES m/z{E 5B 95, 119, 135, 147, 161 WER EFES BN S 7K




Doug McIntyre Fll Pat Perkins A&
LAEICFHE 23 7l FE R b L7
5% , Edgar Ndgele 2 Z1EFHE
2y m] A b L5

www.agilent.com/chem/ms:cn

© REREHFAT, 2008

2008 ££ 1 BHEEIR]
5989-9215CHCN

Agilent Technologies



