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i o

5 BIHET—AFT

A EUR 2 SRS A BIP A1, T35 Pk JEE R R Ik 15 4)
BEAT SIM 2347, I Ly SR A i

6 EEBESH
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%5 4. AL F5HIE 58

%3 2.3B17F5 60
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ZI1.0EBTEENNAZE 62
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155 6. FSTBUARRIERNETT 72
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1
FEFTH

31 EELCLLUEITHS 8
5 1. BehkF I 8
5% 2. M%R 9
%3 EENTAMEIERE 10
%3 2. EED AR 12
%3] 3 MELHF MS BIEEHFELERBE 14

AR FARAIL T —Se ] BT AR A AT DN BRI
o HERH T 00T LC A a1 At

o WEAAEIXEELE ) vh o AT A b

o Ffr MS AU E IFAE b N R

HEETE

o ITIKER: LG HBEIZE LC WNFEN, 27FE 59987-20033.

o T 1%4:: Agilent ZORBAX SB-C18, 2.1 mm x 30 mm,
3.5 um, F1FES873700-902.

o faAT DU ARSIl (O R, (E R AT AE T EEH 9 HPLC 4%
PELAS B R A7 o 25
o MRTRHIME SR e
o [ Agilent 6100 ZAYVIHRFF LO/MS F 4 HGFEA 1457 7 Rl
Agilent 6100 F VT FF LC/MS F 4 K275 I 2 5

R R 7



1 E&SHR

23] 1. )& LC LUEITH M

XFLURAES, ks PP bk, mRTEE 2 1A, 1§
A TP AL R PR 4 ]

5 1. BatfL=TTIEus

S 415 AR R
1 $THF “U T &0. C BESELE WETEE BRI
EElf. - WIS
m FRAER > RERLS T >
19058 1 BEHL.
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HEESH 1

1% 2. iR

X e AU TC AL AIX LE R« 152 WAL A2 AR SE IS B, LA
IRIPAT KB AR B -

Bz LM AR P 2
1 BR “AEFMETES” 48, - EETHORBERERXE, B4
FAEMEITIES.

BRETHI&RN.

HEE XL HM RS RERR
BRI
A—5mM BEZERIK R
B-5mM HERER B ER AR
FRIERIRAE ST R F R ERES
il

FTHEG M.

FFREF B 4 H4IA 5 mL/min A
50%, 7EIBE A RIERK, E@E
B R{EFAHER.

FRRFBNELDISIE.

&) FEmETES

a £ “NUER RBEBEEZR> BRAE:
B HPLC RITH “TITH” 3 . vz LR s kRS,
TEAE.

b EERFNIREHE-

a 7EZEB 1A HPLC FkHIBEEHR, - HERIRHIEMES 4 G1946-85021,
AN 1mLBY 5 M BRERER. - GREHMAEE 22mL BERERSSAT.
b 7EXEH 1 F HPLC FEERASE
B, N 1mLEI5M BB,

- BIREIE A 5i8iE B HIR TR

a (SIRATIRAY B R R I A S BE

HHE.
b FRBIH O LM 250 mL = E
KBYAO#MF.
a BEHERERR. « L WMER HPLC BT,

b EFRER.
¢ MASR 6 PRSI EEME.

a ERFER, FRET “EH @] - RITKRL) 3 SHLURIES 3 &K
wE R 7 EfrA T AR RBBETIEIT TR,
NE . © BHAUERRREENEE,
b BN KUBRENEHREE.
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1 E&SHR

BZ FELH5 AR pict 23

8 H=IBHEK. WATHRE, MRE a HRPELRE
1B AN 1 mL/min F1100%. b EFRER.
c MATRSFHFSH, AR

HHE-
9 MP—=)L, RRXARER. a BEKRA—)L. BXHMARMESER, BS0RME
b XABER. RMHHSEF M.

155 3. EE oA &IEE

FE T JLEIIZGRH, Bk o DU M s SAL SRR 4 . 20T
LU Z 5 i 20T, I A0 2 AP (il i

TB 1475 R pa st ]
1 B &iLsE 502550 MS &9 a BEBE AETENE (R - BERGENSETE, JERE
. EltrE T AR MR X HoEEEEE#EAERRO
EE e,
b EFF @&iLHE S50 EEF0 MS #9
EIZ,
c FeitFd QB LNTF AR
KOS,
2 F100% BYEREELL 1 mL/min BSRE a FRER. - R RS EEIUEA 20
R EIERE 5 B 10 4. b LUES 2 (FE8) PRIEKHFH F) 30 fEFEIAFRAY 100% BFEE (X
ZORBAX SB-C18, 2.1 mm 30 mm, ESE NI 24458 75mL) k.

3.5um, EBHEE 873700-902
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HEESH 1

EZ

FELH5 AR

pict 23

3 ERES 2 (FR6) PiFFIE

FlaNTR E L @it
FIE — 0.4 mL/min
100% B 545 1/2 /7Bt
50% B 3F4E 1/2 /B

VAT St R E i ik 2
1.
12% B #45 1/2 /1B, BEA
40°C

Yt e, RE MSEX
FWSE, XHETALIRE
HEE.
FIRESFE:
ZEWEED:
FIRSEE: 300°C
EMEBRE: 3000V

¥ R IE SRR AR Y
6150

BSE: 12 L/min
$SIBE: 360°C
MEMEEE: OV

8 L/min
35 psig

6 EIIFEILHEEEZ DAD 1 MS.

b
c
d

£ NERT R BHREMNE
Tk, ST CREFHE” FEIE.
BHFIEDIF.

HWNTIR 3 PEYRIE.
EEFIBH, WA 100 HEEK
RiFd.

e %30 2%,

b

a0

EBEFIBH, WMAS0HEEH
RLF -
£ 30 4.

EEFIBH, WA 12FHEEH
WE.

FEOREAZR MBEEPESE
TCC AL+ .

ERE P, WA 40 HRTHE.

ARBRHAGMEL

9 MSD ElfR , Fit =~
BELE. sl
NS IE 5 R 4B HY

S,

BEHE.

EIRIE MS ZBTEZES 10 904,

« LL0.4 mL/min BFEIE, #IGEIL

FERziZ =4 K% 70 £ 80 bar BY[E
51 (BB O EEERE
BIERTME .

c EEBITTRESRZE, MR

BEUEEHMNRERS, BITHY
ikt SB-C18 (ZBHE
873700-902) #&it.,

© MREHEEE AR, WA

KFg5a 2 1L BB R BT EHKE .

c AEZARTEREENFN,

TEATLASE A 25 3] Y B 6,
ARHEITAEPHERES. §
DTSRG, BHAAT—E.

o SR “4:3] 3. IE P MS

EEFELERIFE B, 7
LUt i+ %122 DAD #A MS,
WA ARERE; BRAEFE
25 “BUFzTHABEA
B PSS ZEIIE FEEH
EE.

Agilent 6100 Z= 5! 4% 4F LC/MS REZGENI14ERE
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1 E&SHR

23] 2. & ST AR

NH,

AR g

12

E R ILERI S, GOk AT DU R L S IR &) . FEE 5
LC RS (FAES 59987-20033) , B4 5 Wi, HpLIF
A4 100 ng/uL:

o TG M (M+H) = 271
o Tl — FmERE (M+H)' = 279
o T EMAR (M+H)" = 285
o Tt —H4WE (M+H)" = 311,

O _—
—_— N —
N
Ny 0 N /
N/< / N
/" N
HO
~sL MOl
~0 ~0
NH, NH, NH,
TEhE — FRIENE TE R S kR miz_REk

BEPAT LR BT B4, 205G LA PR R LE B ME 2 K o SR
(IR IE A 1. 5 Fl 10 ng/uL. B EHERS AR H .
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HEESH 1

T gEZ 1N past ]
1 E1-mL BEh##ERPR 10HRE  a FI100pL MBERIESYIENBS - RIGHEIRIESYIAAR 70% /Y

2

3

4

RIgHE&.
=mERIKE 7 10 ng/pL
WHSIGHATE 2 Eh S
t, UREIZFEL EHE
SIM 2 #f.

£ 1-mL B shi#tsEfh hi% 1:20 #%5%
RS
=IERRE 7 5ng/pL
HERIEHATE S ZFPAYSIM
S

7£ 1-mL B shit s di% 1:100 #%
BERIBHESR.
REHIRE S 1ng/pL
R IEHTE 5 ZHhy SIM
SHf.

£ 1-mL Bahi#sEm o EE—NE
=8,
RIS ATE S ZHAYSIM
ST

b

Cc

R .

fBN 900 pL B9 90:10 7k: FREE (&
B 5mM HEZEE) (NH4HCO,).
EIFE.

1% 50 pL RYEERR IR SMENB Bh
HAERA
fBN 950 L B9 90:10 7k . BAEE (&

£ 5mM B ERERER) .
EIFRE.

%10 L FERRE S YIEANE B
AR

HIN 990 pL B9 90:10 7k: BREE (&
A 5mM R ERERR) .

EIFRE.

1% 990 uL &Y 90:10 7k FEE (&
A5mM BRERE MA B3
BT

=i,

K530% B ZBEEMBIRS IR
Feh,

Agilent 6100 Z= 5! 4% 4T LC/MS REZGENI14ER
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1 E&SHR

Z53) 3. T LT MS FHIEEHELER AR

MS JEHR G, AT LN

HH, A LA T K,

B % — K BT DU IR ) A “ R Rk
B MS 277 S i .

E2 ]

TEZRi5 A

iR

1 38 “MSDEE” ME.

2 EEFIRIEH.

3 BITREIFE.

4 MBRTRIER SN EAL
SROH, TR

5 MREEFERERTREERE
(RREMSIKETERIR , 1F

BITEER “BFE".

A2 0

c AEETAMAEEERE, BF

o

MSD g .
C%' MSD Tune

FOEBIEXH” MIEES,
1%L#% ATUNES.TUN.
RIFREEERGE R .
BHME.

F£ “MSD 1% " L E BT ARRE
BRZSER, BiIEEREAEHER

UTHE:
154 API-ES
EHESI (REE)

- ERERES, EEFAERE.

b

FEE, “REEE FENL
REAFAIEPRIALRE. B
BB E AR EIRFIET.

FRERES, ZFHERE
3T -
RS RS, RERIERDH.

© NIBIEREH, EEBERNIEE >

EARM.

© FRRIEXTHER BIRIE R T HE R Y

IR

© “REIRE BEEETERIA

MS iw B R EEMAFERNITH
PRARIE.

- MREEFIEIETEN MS RE

B, BREPITSER4F0/
HHES.

© EFMPEIUERES TR

RARERRE, EH AR5
fuAR o B TR
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Agilent 6100 %I [ t&4F LC/MS R4
NBE T

2
L_L;#\_ '_:El:fEEI 7'3_/%

3BT ERL 16
EE1LBALCRESE 16
£5% 2. WA MS RESE 19

F3) 2 UERAMAEREHE 23
EZ1LBAERER 24
155 2. FZEHIFE 25

PAUN 5 2 U T e s i - (REIETR 540D e S Fil 8o R e
Jrik, CLR A S5 R B

HAE DL NI e 25 5] R NI LC S80E H TAR7ER) Agilent
1100/1200/1260/1290 RYBAH A (LC) R4, NG T
B LC 85 H) LC 4.

LAFLLFHAMER, WS IWH 35 etk ot .

HEEIE

o [#iE Agilent 6100 FZYVYHFT LC/MS F 4 HFEA 11757 Rl
Agilent 6100 ZIIVIHFT LC/MS R4 L& 155 W 3 i,

o g 1T CHER AT PridHER LC. B A RIRE i

X LA JLUCH TS5, T2 A T 2 AR TRAN U (20 3R . 2R
W E 2D, AL R TE A U .

'% LIEERHE 15



2 BEuFEITAMAE

S BIUSHAWMXERZE

PRZ o) W] S SCERINTHE IR L T A7 7 i BRI LT JLIN
155

o 316 T “4T55 1. i\ LC RESH”
o W19 BN TS 2 A MS SRIESH

EFE1L.MALC RESH

BZ

FELH5 AR pict 23

1 BIR “HEMBITES” RE.

2 $TFF 7% DEF_LC.M.

3 LI$F& TR SULFA MS SCAN 1.M £
FhHE.

4 AHEHEE L.

c E UFEIEWN BOAETAS

MELEEXEF, BEHEMIE
178,

&) FEmETES

®FEH > BA > &
WMREFE, FNRE
C:\CHEM32\1\METHODS.
%% DEF_LC.M B 8% .

EREXH > 57 > Fk.
EFHERE R BRI SULFA
MS SCAN 1.M.

BHHE.
ERERBERIED, MAER.
BEHE.

£ NEE ERGBEGIREMNSE
73k, FIF CREFFE” IHEIE.
B ALS I+ .
BEREHE.
EHHEEED, AN 1 REF 1L
pi =3

LRI R MRS A S L
REINBEEINGZ.
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BIFETARAE 2

EZ A5 AR pict 23
5 MIARSH. a £ “RERE WIEERRER
pridily o

b MNTHATEESEH:
% =0.400mL/min
=1L Rt 8] =7.00 min
RizfTh}iE =3.00min
AT A=88% A7k
BT B=12% By B

6 BIUBENER, WTERT. a IFANFTHHNERRE, OTHATRENBRSH:

BEEN, ARMAE—1T. % 117RHE 1:00, %B=12,
b BEBEMAMANE 1T, e 0.4
¢ EFHRbD LA 3740 & 2 {TRF1E) 3:00, %B=100,
BA1T TR =04

% 3 17A3i8) 6:00, %B=100,
IR =0.4

% 4 4THE 7:00, %B=12,
iR =0.4

7 WNHRFEEE 40°C, a £ “REFHE” MAEPESE
TCC 3£+
b 2 °C BIIETIRS.
c HiN40.0 {EH °C.

8 MIATIREMHSIRNIGE DAD) B a T “BBAE” FHEEDSEE - EABIRERT DAD, B2
BH. DAD T+ . I3 P AT 2538 46 AR M S8 (VWD)
b MMTERIRBIASEL:
FRESA: KEK272nm, &

% 16 nm
ZLhifi€: 360nm, SiEEE TR
100 nm

FILEEE: EPEIEER
I£%%: >0.1 min
c BEMEXHEESMEEEN
“REFE” IEE.

Agilent 6100 %MK+ LC/MS RHENITIR’E 17



2 BuUFETHERE
7 LRI AR i =3
9 {UERE “SITRHETR” P8 “& a £ “ITITIES” RBEFREHET - BRBER ‘BUBSN G8E
BRE” . RHE % . “IBITRHEIRER” B, BEUT
b EFEBERESIEIE. GIPIEBEEIE TR
c BEHEME- D PEEXLELER.
10 BFHSEURTFRIFHETH a EEXH > REF > FE.
SULFA MS SCAN 1.M H1. b EFEREIFED, BNER.
c BEWE.

18
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BAUFETAMAE 2

£55 2. i\ MS RES

TB 1475 R pEY >

1 MATIRFFBGE (MS) 28l: a ABRETRZUEL - ATEMETE, BEREL
55 1. AMEXIERME B9 MSD ElfR , Frik ik l <Hf*;&1ﬁﬁﬁ% E
FHSERE: 100 2 500 FigE MSD 2. #) . BR, YEBNEBEARK
EEREA=S A b WIANTE 1 kNS ﬁﬁﬁﬁﬁﬁﬁ@/ﬁqﬂ%ilﬁﬁ%

¥ Agilent 6120 215, J3100V;
¥t F Agilent 6130 % 6150 Z! =,

A 125V

s 1.00

H1E: 150

FH1Z: 010

#35: 0.05 min
EH‘EH%HET“ fi: E48
AHMES: X1

&, MTEMRT.
89 MS B SHEMN RHEIE SRS

BE.

c BEWME.

RRESDSS

nso A

v R Nsomy
mubatial o) [ERRE -
TEEH FIA

=

g

BFiE GIAPI-ES
BFEW 0100 win
TEEFATIE

1,06  secfayele

[ B )

v AR (E)
HERHETFE )

TSR >
BiEES:
Y —
7
B —
B —

~ RESHQ
BT EIC #H1)

=EE (W

EERMASE BN, BoSUREFMRETRRER
EIRGEE. (HREEiEEsE =
D
@
|hSD EEHEE
ESw:ft ~] RHEESHENT
B (B~ B~ % {EERRE: (500

mE  wx GEeR TR e mE se

t[ oo ¥ | 10000 [1ooo00]] 150 | 100 [ 150 [ oo |
| S—

%t F 6120 ?"g%', ®EH 100
FtF 6130 % 6150 B 5., i&E /4 125

g | #mx | @ | mw | = | |
Ealll: HEETRENF
B [ -] Bt [E - w fETmE:

ma mx G teen  ME ex mm se

t[ 000 [ 10000 J100000] 70 [ 100 | 150 [ 010 |

#a | #ma | #m | | = | #m |

B | s |

Agilent 6100 Z= 5! 4% 4T LC/MS REZGENI14ERE
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2 BEuEITAMAE

EZ

A5 AR

2 MABTFEREELENSY:
FIESFE: 9 L/min
FUSIES: 40psig
FIERSIEE: 300°C
EMEBRE: 3000V

x5 A R HEAE ST R B AR Y 6150:

ZEWSEH: 30psi
FIRSFZE: 7L/min
FI&=SIEE: 350°C
BSEE: 12 L/min
$ESBE: 360°C
EMERE: 4000V
BIEBE: 0V
RiE S SR, 200V
{Simeems. 3

a ARBRLZRFENEL
B MSD El¥r , FHik
BELE.

b HWINTE2 kS
#, WTEFR.

c BEHME.

ESD Fik=

FEEHE:
FERWFILE

T,

API-ES

BE. [EATE

FARE  REE

FHRSEHE L/nin) @) [
FHREH (psic) W) B
FRSHIRE C L) fE0

=]

BREEE L) 5000 0

A3 (L
7% 7

8RR ()
FifE

mAD | FEme |

g

TE @)

By |

= |

M ERRECBHTEAMARARS (6150 BSERIM)

MSD Spray Chamber

Method Spray Chamber

AJSES =

Installed Spray Chamber: ~ AJSES

Temperatures, Pressure, and Flow
Actual  Setpoint

Drying Gas Flow i/min): [rzo
Mebulizer Pressure (psigh [5
Drging Gas Temperature (‘C) 5
Yaporize Temperatie (0R | WA
Sheath Gias Temperature [Tl I
‘Sheath Gas Flow min: (I

LLamp
o
€ OFF

r

Maximum
30

Rik

73

T

e
=1

[ |

i x|

it Posiive_ Negative

Copilary Valtage [Vl [1200 | [1300

Corona Curent (). 78 [

Nozzleollsge [V [2000 | [z000
[~ Time Table

Time fri) Parameer Valus
st | apperd | fw | o | Pase
Help

Cancel

X A RIEE ISR B AR 6150 215

20
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BuyFETAMAZE 2
7 AR BA i =3
3 BuUEEMNETHEPFMEINE a AREFRAGUEL
FERBEHE. B MSD E#R, Fik
BRIEH L.
b EFRHIEFSEE
-1
¢ BEFMIRAE.
d BHMHE.
e o B @)
) - -1
A= 13 it (]
WEL -1 ¥ 2EeE )
HLEEREEE D [5 |
WEQ | mE | o |
4 REFE a EEFE > REFEUBER %
SULFA MS SCAN 1.M.
b EFEREIRED, BNER.
c BFHE.
Agilent 6100 %MK+ LC/MS RENITIRE 21



2 BEuEITAMAE

BZ FELH5 AR pict 23
5 FTENTT%. a EEFZE > TN %

b &N T E R & IRAE .
c BEHITENR.

HBHE: #F 1

FHIEHTETET _ sirw |
HETR O

W HEER W
e
W SRR €

{88/ Rk @)
I 45ilsE @) Iv SR/ AFC v FEAHREEE W
v + BTIEIRR v + BHERE v + BTIEIRR
- EHEST )
M RERED [~ BRaE W
[ HIEEHE 6) [~ EERFSH L)
R TENE A
& TEMHL () It E)

FTED () | HRin FER (1)

22 Agilent 6100 ZFIARFF LC/MS RFENITIER



BIUFETAMAE 2

23] 2. LA AR ELRE

DUAE f CHE 2 2 P S MR 32E F) J7 i R AR TR A O Bl B
B LT LIS -

o B 24 WU AEST 1 RIAREARE R
o #5256 T “AESS 2. REHEE”

Agilent 6100 %MK+ LC/MS RHENITIR’E 23



2 BUFESITAMAE

15 1.

ﬁf)\*i AA 1I=I 15N

BZ

FELH5 AR

pict 23

1 BF CBMHRT TR,

1 BR “HRER" MEE.

2 BIANERIER:
BRIEEHZ
FHFR: Sulfas
BI%%: Sulfa_scan
fIE: HSm1
HMmEZFR: Sulfas 10 ng/uL
R PSS

- EMEITEES, 8 wpm =
HERNMERERR .

¥ F1

a £ “BITIES” SRER BT

nnf‘_E\ o

a WATER2MANSH, WTE

Fi7Ro
b BEHE.

#Famls2: /T 1

< AFLESFRIGR / TS, WSCH
ZEFFEEITRAEBIE.

X
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c E C“UFEIEW AOAETAH

MEEEXE S, BRI
ES T T

BExH>iBA>FE.
IR
C:\CHEM32\1\METHODS.
TR RS BETRE.
EREXH > ZEFEH > k.
UL
C:\CHEM32\1\METHODS.
EXHAENBTRD, WA
CAFFEINE CALM.
BEHE.

e EAERBERIET, MNERE.

BEMRE.

62

Agilent 6100 % MiKFF LC/MS RENITIEREE



52 REEEATBES
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