57 XFEREN S D LRI ) — L H =45
— {8 B ERBR VE 0D 2 Y MR A —

PRAER 73R

1 FC®IC

B AR -CEREHRINY (LU, BIEERS) 1L, 5
KO TG, fE O ERRS O B CHKEDIC
RS, BELIEROMGICFHFLG LTV,

—J7, W18 4 5 AICEMHIERE T D RIS IR
T 47U R MIEREA S, %< OBEERFIZON
THEERMELLT, R NRESh. S5l F
B 22 12 A TREHICIRE 3 5 BRI B3 238k
EOZYMWFlAY A KT A 220 T) (CAF, HA K
FAY) DRESNE--00 2 RsERICEDL N
7o HRR L~ D3 S PE I D TR 24T 9 3B X
nodZEklpodn.

WETCIE, [EERkse~ Nr77 - 2057 2008
BHrEr (LC-MSIMS) 12 & % & /KEY - OBy A 15 35
hEO—FRBRIE] (2OWT, RISIERAICRE 2244
A A M, INERAECHEALTNEY .

WRE 27T 4E 6 H, 9 R EMLAONERE T, PEFED
HREMIGEMNS, LAYV — LR —AERELBEE LT
SN, LAY —WIFARERAITH Y, BN
W2 L COMEBBREEIT T2, —HENEAIBZ D L
BHEMER & 2D, 22T, ZOmBEANCHE, B
FEEBF LD THETS.

2 REAE

2.1 &M

ELURR TR 27 4 6 BIZINERE TRibIAEN T,
HERED 9 72 EINLinD 5 72 Sk z W 7e.

Z U VERHIEER B K 27 4F 6 ICUNERA TR
HIAENTRIED 5L, LAY — AR Enen-o
TIERED 5 72 TINLELRD 9 72 FBEE AT,

2.2 HE=H
TS RS OHT A, TR E R F I3 e A
EHA L. LRI Y — g, ROEHEE TSt
DU — VIR (99.0%) 2 L7z
02um 74 E— 1 7T RAVT v 7 BEEER)R
DISMIC-25HP % f##H L 7=.

LT HE

AT RNV T w7 B () B ARKBAZHEA L.

ROT 47— RUEABGRY Fr L SN,
i GL A = A 15mL A7 Y 2— 31 T )L PP
et L.

Z DM OFRIE : HPLC & 7 137884 1R 3630 F 2 A
L.

2.3 AEE L OVRITE &
2.3.1 LGC-MS/MS
Wik u~ 2757 AgilentthH 12603 U — X
BESHEE (MS/MS) : AB SCIEXAE#HL  TQ5500
N —FHRETOEN
I B A FE 0 L 72— A e BRIk, A (oR Lz
FIRIZHEL T T o 7.
M T o Waters 8 Xterra MS C18
2. 1mm i.d. X50mm, 3.5um
TEENFE - A WK 0. 1%FEE, BiR: 7 F=hU L
T MM R IR
75 BIREE © 40°C
VEAE :bul
A Ak ESI( +)
A A AT L—EE : 5, 500V
A GV —RRE . 700°C
(BBt 21T/ L. LA Y — LSz oW
TIEETRY o LFb & L=,
# 1  LCMS/MS IZ & B —HFRBRIETD
VAV AN S

IRF A B i
(min) (%) (%) (mL/min)
0.0 95 5 0.2
3.0 95 5 0.2
15.0 5 95 0.2
20.0 5 95 0.2
20.1 95 5 0.5
27.0 95 5 0.5
27.1 95 5 0.2
30.0 95 5 0.2

#2  LC-MS/MS IZ & D —FaBrik Cofbamatt
N e *pp  *CE
feaint M) ) (W)
VYT R 2049>1781 0 29 28
M.W. 204.1 EME 204.9>91.0 79 12
*DP : Declustering Potential
CE : Collision Energy
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2) LNV IILOZ SR TOEYE
HTH T Ao Waters fEHL Atrantis T3
2. 1mm i.d. X50mm, 3.0um
BENH © A R 2 0. 1%FWE, B : 7 =RV
TV NEM R 3 ITR LT
717 MR 40C
HEAE :bul
A F Ak ESI(+)
A AV AT L—HEJE : 5, 500V
A A Y — AJEEE  600°C
LB W&ft : & 4 \TRLT-.
# 3 LCMSMSIZ KD LAY — LDz MRl R ©

DERBER A
IREFH A B P
(min) (%) (%) (mL/min)
0.0 90 10 0.2
15.0 90 10 0.2
#£ 4 LCMSAMS IZED LN Y — D S TR Bk
TOLEMSE
(Lo Ef-(f;  ¥DP *CE

(m/z) M ™
| ZARVARS TE 205.0>178.1 29 8
M.W. 204.1 EME 205.0>123.0 37 16
*DP : Declustering Potential
*CE : Collision Energy

2.3.2 LG/Q-TOF-MS
’ik7 v~ ~7'Z7 : Agilent £
Agilent 1260Infinity
BEONEEE (Q-TOF) : Agilent %
6530Accurate—Mass Q-TOF
DHERHBRTOEYE
S T A Waters fH8 Atrantis T3
2. 1mm i.d. X100mm, 3.0 um
FEENME A UK 0.1%FHE, Bik: 7 F=FU L
TV NEY RS ITRLE.
717 KIRE : 40°C
HAE :5ul
AFANEB L OF v 7 Y —FEJE : ESI
(Positive, 4000V)
F T T AWIES 50 psi, WA A 10L/min (280°C)
7T A —FEFE 180 V
A HPH : m/z 100-1000
U777 L A< A :121.0509 3L TR 922. 0098

#F5  LC/QTOF-MSIZ LD LI Y — LR D
VA AN i

RE A B iR
(min) (%) (%) (mL/min)
0.0 90 10 0.2
10.0 90 10 0.2
20.0 10 90 0.2
22.0 10 90 0.4
22.1 90 10 0.2
25.0 90 10 0.2

2.4 ABRBHEDORAR
MBI 7 e —F ¥ — b2 1 IR T.
SRE3g(50MLIBBEILE)
—7RBK1.5mL
SHOORN—TILETES
—10% A2/ —ILEBFT7 L= LT
30mLET B
—7Hk=krJJLERFIN-~NFH 2 15mL
REDFHAX 1min

3= 105> B (3000rpm, 15min, 4°C)

AR/ —)LI7HEE=F)JL[E 5mL57 ER

iRiEEzE (TR —5—)

REY
| =7++=FyL0.5mL
/EZ %(305)
| —#% & ka.5mL
A8 (0.2um24)LA2—)

HEBRIE (L0 EABIEY)
1 RBREEHRD 7 1 —F % — |

2.5 ZHMHETMEER

O IREFREITINT, —HEEMEIREE 0. 01ppm TOWRMN
[RGB % FEhiE 3 44 C 2 OMT 2 BTV, A RIA
ATHENERPUWE - B - R (DMTRE - EBE) %
A L7z,

2.6 ERBEHFOEE

LAY — R SN FEED ) 7 EWBEIC %
U, ZY4MERMG 7 7 O akERE & AV C 5 [alis L ikER &
FEHE % &[RRI, 0. 01ppm TOASMEIGAER (n=3) % %=
i L7=.
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3 WBRBIUBE

3.1 —HFHBREICLIBRERER

SRR 27 4E 6 A, DR E I TAOIREREIZIVT
LC-MS/MS IZ & 2 &K EM OB AIEIENED —F R
BRIECTHEZEM L. ZORE, PEED S R2EIT
LIRS, LN Y — LS — R YE AEE L TR
ENTz. B, RHEBE»S, tholtEWidkb sShi
Mol
IEEMEMET 2720I120F, £4ITRTERY, T
AT NTINZTEA A HERPVETHD. 2 2R T
LBV, RHBREOERA A TlE, hEY—7 TR
LIRS TD, EMEA A (204.9>91.0) DE—27 D
BAICRKRERGEL— I PO LN, LC D
FOEMA A Ot E B Z o7z,

K] NI (2 g |- 204 S T 104 s Epeeided AT 2.2 D0 150 Liwiriboks 1 frsa Sarmgke 17 {1 ppbd ol Dakaa 150491

am
o o 0.0lppm EEL .
i i TEA A 2040> 1781,
o i) :":. : T 40 & e M de T owa de va
2 B

Tira, rin
W35 o < AR (R i |- 224 SR 000 army Fxpecied RT3 3 I 150, Lewnmiande & rom gl 11 (1 pphi of D 150415

B

1884
1,504 r 0.01ppm 2 & |
. | EEA A 2049 910,
= coms |4
12 ‘.\2_".‘!1:.11:
. o 2 30 an & L1 b ab B L ]
m 151 e

0.
W G of AR (243 peirsl: 204 900172100 krw Expected RT- 2.2 102 150 Livarmade | o Sampla 23 V21 of Daa2tn Soes,
LEeS e =
vmesd | oM FRE CL0EAREL FE
i Il
g e ' TR A 2048 1781,
= sw |
T . e —
Er] o 3 an 24 a0 e £n [0 Mme  na
] 151

Tire, min

] 341 ERE L0 EAREY HE
i i T A 2048> 910,
ot !
'-—u—;}u—u—g\;—— ;!;JI l?l.l 1] a0 T _!U wd 1] na

B 2 INERAROE R - ENEA A TOMRR 7 n~ b
77 n

3.2 LOERBRUEMA A DEE

EMEA A LEY—7 L ONMEEREIT 5120, Y
W1 7 K& BELE Y ORFFICE L. Waters 115
Atrantis T3IZAF L7z, S5I2, R4IRTERBY, &
WA D 78 b= b VLRSS 10% /< T5
ERIFRZ, AV IT7 4y 75 L, kel
BRIE OSSP A GEIC R TE D L 9 20 i
Mg Liz. ZOMEERIITRT. BEAA VL, PEY

— I BEDOENTE— IR BRI TH 7208, EMEA
0 (204.9>910) 1%, PEY—IPEMAS A E—
DRNZFRD i, BEL 5 Tl o7z,

FZT, MSIMS &0 fFEITo72. ZOREE,
M 412773 B0, 205.0>178.1, 205.1>123.0 DA F
YEWTRYL, EE—2 3R =2 BRLBEFTH
S7-. -7, 205.0>1781 ZE&A A & L, 205.1>
1230 ZEMA A & L.

2eh
leb
15
203
O=0 De0
TERA A A A
204.9>178.1 204.9>91.0

B3 97 EVEREREID LC AR Z D m~ b

a bz 1.0e5
a5
50=4
15
Q=0 0.0=0
ERA A TEPEA A
205.0>178.1 205.1>123.0

K 4 S 7REHBEREID MSIMS UL FEHR D n
NN

3.3 LC-Q-TOF/MS [Z & A FERAER
LRI Y — )L ORERAER & LT, LC-Q-TOF THIE =17

STz

Compound Label m/z RT Algorithm Mass
Cpd 1: C11 H12 N2 S 205.0788 4.9 Find By Formula 204.072
o 5 [P 1-C11H12 N2 S: +ESI EIC(205.0784, 227.0613) Sean M2-1d
! 4.900

2|

18

0y

1 3 a4 5 8 8 9 10 11 12 13 14 15 16 17 18 18 20

Counts vs. Acquisition Time (min)

MS Zoomed Spectrum
[Gpd 1: C11 HIZ N2 5. + FBF Spectrum (4.800-5.067 min) M2-1.d Sublract

x10 %

05.0788I([C11H1ZN2S]+H)+D

|,
180 a5 190 195 200 208 210 215 220
Counts vs. Mass-to-Charge (m/z)

X 5 97RO LA =y TcoltA
Frruavw " NI LETAANRT [
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LC DIRBEHIE, LC-MS/MS TOMESRMELF L & L=2
7TV FEMEE LC-MS/MS TORIESRME LY baE<
L7z, BT LIZO0WTIE, LC-MS/MS &R U Waters #HU
Atrantis T3 ZfEH L, 50mm Tl E™— 27 JER D E ) 7=
7=, 100mm |[ZZ8 % L7,
ERRAEOREORER, Fohic TIC 22H, Agilent fh
BLOMEMNT Y 7 b Mass Hunter Z VW TH 2 (CiiHiNoS)
o ibamomt (£ 74 Y My 7 BE&E
204. 072, BRI . +100ppm) E1To7-. ZOFREE, ¥
S5IRTERBD, 4.9 5 OEEIERIC LN Y - Ui
AFUEHRTDHIENTE, BROBREFThH-72. &
7o B A A AT LA =D a b AN M)
P (m/z 205.088) THHZ LEMRTDHIENTE.

3.4 LNZY—ILOZELMIMARER

LC AR L2 &2 D, MR EEE L 5
T2OIIE, EHE%ORBRIEICH L YR AL B L e
Slz. FHIEAT O RBRIEE, EXRA S LRI Y —L
USNDALEIIH S N o T2 2 & s, —FiBRE
TR LAY — LERBIRERE L U, FRMRE L
HAETH S 0. 0lppm & L7-.

LS Y — LERBRIE D 2 Y PR BB S 2 2% 6 1R
T T RTCOMERART A —Z THEMEICHES L.

6 LN — L ERIERBRTE D 2 4 PR AR R

PR T A —H TR B SRR
—_ WiEY—r WiEv—7

(1) IR L R b

(2) ELFE(%) 89.1 70~120

(3) PHTH;FE (RSD%) 1.9 <25

(4) =ENIEE(RSDY%) 2.6 <30
e, 0.01ppm

(5) EHEIRS SN Jbo117  SINH=10

3.5 ERBEARERR

LAY — AN SN R EED 9 72 TRt
L, U Y — Ul BIERERYEC 5 [k U4 32k L
o, MXIBBERICEIV EELAKR, BEEYEIT
0. 04ppm (RSD%=6. 7) TH~7=. S BT, —HFEEHA 0. 01ppm
TOWRMENL R (n=3) & FHi L 7= #5 5, BRI
102. 5% (RSD%=5. 7) & R4F CThH - 7=.

INHOFERNS, LAY — LB &N hERE
D9 e THREIL, —HEEEL IR L 7o BUS S E RO K
ThHbH LMWL,

4 FEOH

TRk 27 £ 6 A, 97T NTREOIEREICENT,
LC-MS/MS |Z & % &K EW T OB AE K ED—F
BRE TR 2 920 L7 5R, hEED 5 22 ST 18
RING, LN — LS — LR i L TR Sz,

L AN, BEY—IRROLNIZTZD, LCHKMFo
st & O MSIMS SR D Ffat 21T o 7.

£z, FeaBBRE LT LC-Q-TOFIMS 12 L v 4y %
Eo AL EH ORI E T 7o 25, LRI Y — LD
o N AN TR RERR T D 2 N TE .

LC SMhaLFE LIZZ b, ZEHDLAI Y —)L
TERERBRIE I ) U 2 M MR AR BR & 1T o 7o/ 5, MERe S
T A—Z T BEEICEE L.

FE R CIE, B (— AR UEIREE 0.01ppm 2 TRN)
IXRAFC, REEXIHEN 0.04ppm Th 572,

INBORENS, LAY — L S ERE
D H IR ETEREE, — IR R U o B SR SR
ThHoD LW L.

3K

1) JEAET AR AR 1115001 5 & ISR T
2 IR B 2 RBRIE O Y RS A KT A i
SWT, PR 19411 H 15 H

2) BASEE BB LIE 1224 55 15 - RAATIEE
T2 BEEIET DA MEH T A KT A v o—Hik
EIZDWT, PR 224:12 H 24 H

3) WILNE —, R IEM 1 LC-MSIMSIZ & 55 /KEEMT D
A EIEAFEO—FRRE (V), @ R eEREE
ZeTeR, 37, 95-100, 2011
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