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i, : ASCES T 2D-LC-1T-TOF & ERGE Mo N E — REME 4 MR ( BRRREEE. %
f — FRELIEIE . BERZ(E) R SRR MBRRE DR WE ) B9777%. 277 A AR MR BIRE R E N 29 a0 AN ot
TTHE, FEE 4 LOMS REext BARREU#T MS DT, ZR SR TERTRIEELMEPERERAER T
ZHEL, RRPETHEFRARMNNE, FEFRIET EMRNERE,

E5RiF) . wERRE " REBIELR 2D-LC-IT-TOF ZRLEEZR S

BRI ERHMRBETNEREAR. 6%
VR E XY BB ERRT SRR, AR R
o XTAYHEXLERR (B8 >0.1% ) BE#
TEE, BRXEREhEHGRMHNLIE . &R
BX RO Z Z5 A B R AN o] SR F B

HREMABRNTELZE LC X, BEERE
BREL . ERESLYSRXERENZRR, BE
FERBETXNAT, MIBT YRR ERHRERE. 2,
FFERMNEARIEARMBR T AN AR FET, H
I, WRFEAFUENFHTEN, BERERIEER

1.1 {438

DAL ES: 2D-LC-IT-TOF X REE R &, &
FE LC—20ADx4 ( %R % ), SIL-20AC ( B =h ik #%
#% ) , CTO-20AC (#£iR46 ) , CBM-20A ( RG#&H|
22 ) DGU-20A, ( ZEZBISHL) , SPD-M20A ( =
REEFENEE ) , SPD-20A (UV M2 ) , FCV-
12AHx3 ( SRR ) , FCV-14AH=2 ( B3
PR ) , LCMS-IT-TOF ( BF 8 - K7 iERIE )
F1 LCMSsolution Ver.3.60( L{E#h ),
1.2 A&t
1.2.1 RIBEER MG

<LC 1stD>

IR, Shim—pack VP-ODS, 4.6mm I.D.x150mm,

Spm

% o 48: 0.01 mol/L % BR 4% R £ (pH 2.6) /

MeOH (7/3, v/v)

REE. 1 mL/min

HE: 40°C

HAEAFR: 10 uL

SMPEA<: 200 ~ 350 nm (4&: 270 nm )

<LC 2ndD>

RPN IR R ERREHTT. BR, BRI RA
B, ZRORENEFEFEAETN, XESBEIRAR
AR A Y

BENBAT RXIZGURE IGH )@, R T
2D-LC-IT-TOF #RLEEFR G, HAZRARALTER
IEIERMERERRYR AR, RITT A BUE(Y (IT-TOF )
Xt BARS BT RUE 2 4T. RIMRIE T 2 BUE MR ER 1
XRRTET TETFRA R [E,

A 2D-LC-IT-TOF i E R G E M4
T g R = REIEIE TR 4 MR, BAERARSE,

B i /. Shim-pack XR-ODS 2.0mm |.D.x75mm,
2.2um
RENFE A: 0.1 % FA
MENtE B: MeOH
FFE)#2RF: 10 %B (Omin) ~ 50 %B (10min) ~ 10 %B
(10.01 ~ 20 min)
SR 0.3 mL/min
Him: 40 °C
HFEAFR . 10 uL ( Loop EFRAFR )
SMEAC: 270 nm
1.2.2 g &4
SHTUES: LCMS-IT-TOF
BEFR: ESI(+), ESI(-)
B REOBEE.: 4.5kV
SREESERE]. 100-1000
FH=: S 1.5 L/min
TI1E=. /X 10 L/min
wiES: @5
FiAFIERE. 200C
PFAAEHNREE . 200°C
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1.3 RGERERE

1D Column: Shim-Pack VP -ODS 4.6 mm x 150 mm FCV-12AH
2D Column: Shim-pack XR -ODS 2.0 mm L.D. X 75 mm, 2.2 um
I Conversion Coupling

M= UFLC Joint

1D - SPD -M20A Manual SPD -20A
Injector 2D Column
E—

Mixer 1D Column

LC-20AD LOMS i
21 %3 Position: 0 Position: 1
3 61y
4 5 z 1 2 1
2D , . N L0
Mixer FCV-14AH: C FCV-14AH{D "N )5 ;°\\7 _J}su

LC-20AD

LC-20AD

El 2D-LC-IT-TOF IR ZomERE

2DLC-IT-TOF RHEN T RE:

1.1stD ¥I3RIRTS, A FEmitsE, 18 2 R, WWECESHEM LC —5, TTRAHRPINR G ETEREE XK,
SR —NEE B N THE B iR AR EE R IE]

2.1stD B EETR S ( 1RIB B FRZ AR BT IE] )& loop 1, 2, 3, 4, 5( TAUEE 5 N RED , INHIWEFE L H Y,
FEEHRESMNNSER, SE LK ), a0 3 F1E 4 Fror. Loop 6 AIYIHR{X B{ELL Valve C, D AYFES=IMATET AL,
AR EEIZIFIRAE, UGEME loop | ~ 5 HEYES

3.2ndD 734, HRRGMFT loop 6, 1,2, 3,4, 5, F#F770K, & 5 FIE 6 Fror. Loop 6 AT T Mt EER,
TRTUWEBES .

4. SE47 1stD RS, AT T —HD .

5. 28 124 PR, REANERTERTHER, BE=ALUE. TEMNHAEME 7 Frr.

6. BRENZ AR SAYHENBIINERHITIL R, 4R, FER IT-TOF BRINZ R FLES#E
T2 RRIEERS
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Initial State

Non volatile buffer goes to drain after PDA

CTO.RVR

| 10ul Loop x 6 |
| [Option Box vp] Valve C 1 [Option Box vp] Valve D |

2 HIERIRZS, 1stD 934f

Just before the peak
elution of impurity

Non volatile buffer goes to drain after PDA

[Option

CTO.RVL . CTO.RVR

| 10uL Loop x 6
[Option Box vp] Valve C | [Option Box vp] Valve D
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When the peak topreaches
at the centerofloop:

Impurity was fractionated in the specified loop.

[Option Box
M
L
S
Go to

| \

| IOIuL Loop x 6 |

Position[Option Box vp] Valve C |

[Option Box vp] Valve D

B4 HETENABOIAPRE, RVLE 0 £, Fikis.

Initial State

[Option Box

CTO.RVL

CTO.RVR

/ Impurity

[Option Box vp] Valve C

OuL Loop x 6

[Option Box vp] Valve D

5 2ndD FIAIRZS
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At measurement

Volatile buffer pushes impurity out
toward MS.

[ 10uLLoopx6 |
| [Option Boxvp] Valve C [Option Box vp] Valve D

6 2ndD BN L RPENE ST T B R i

[Foider: CWIDLC
Analysis | Vial# | Tray Name | Inj. Volume | Sample Name | Sample 1D | Method File | Data File |
1 1 1 0 [#20LC¥1 stD-LG fractionatelem 201005 15t0-1C fractionate Jod
2 -1 1 10 O 20LC¥ 2nd D-(CMS _oopBlem 2N 0053 _2ndD-L5MS._looph led
3 A 1 10 DWIDLGYard D-LEMS,_loap] Jem A0 _ndD-LEMS. loop1 led
4 A 1 10 OWIDLCH2nd D-LOMS looplem WNOA_IndD-LEMS. loopTicd
5 A 1 10 D201 CY¥2nd D-LGMS oop3 lem N D0FH _IndD-LEMS. loopT Jod
6 -1 1 10 ¥ 20LC¥ 2nd D-LCMS _loopd Jcm 2010091 _Ind0-LEMS._oopd lod
T -1 1 10 D¥2DLC¥ 2nd D-LCMS _leopS lem MO0 _2ndD-LOMS_loopS Jed
2] -1 1 10 D¥2DLCH] s10-L1G equilibrate bem 009721 _1510-LC _equilbrate lod
[] 2 1 10 D#20LCH st0-LG fractionatelem | 20100971 1610-1G fractionste blank Jod
0 -1 1 10 [¥20LC¥ 2nd D-(CMS _ooph lem 20100931 _Ind0-LOMS loopé blank Jed
1 - 1 0 Do OLCY 2nd D-LOMS . oop] Jem 00U IndO-LEMS loopl blank Jod
2 A 1 10 DW20LCH2nd D-LOMS ooplem 00921 Ind0-LOMES loop? blank Jod
3 A 1 10 O 201 CY¥2nd D-LGMS Joop3lem IONG21_IndD-LEMS loop3 blank Jod
4 =1 1 10 Ce¥2DLC2nd O-LCMS. loopd Jom 20100921 IndD-LOMS loopd blank lod
5 -1 1 10 D¥2DLC¥ 2nd D-LCMS _leopS lem 20100921 _IndD-LCME _loopS blank led

El7 seEaftahEsR
14 #mbl&E
3 R ENABECHI E R IR A 500 pg/mL, ZBUREH 0.5 pg/mL,
FRFEH B ERERNT

In%) HRSCERR FECEFR A AFE | CASNo.
ERLSY | BERRIE) = FREELE Sulfadimethoxine C,H,N,0,S | 311.0809 | 122112
EAY5 AR R EIEIE Sulfamerazine C,H;,N,0O,S 265.0754 127-79-7
Zm | BEERZHEMRIE | sulfamethazine/Sulfadimidine | C,,H, N, 0,S 279.0910 | 57-681
FR | FERRE) RS Sulfamonomethoxine C,H,N, 0,8 281.0703 | 1220-83-3
PN TERLIEEMR  |Sulfachinoxalin/Sulfaquinoxaline| C,H;,N,0,S 301.0754 | 59405

B £Ritig
2.1 LC 1stD 974E

1stD TN EE B A E B ir AR B E, METHES LOOP 3R, AT 4R Eatr, &KW
IstD @EENT, £ 4 MR HIERESFUA . 3.59 min, 4.60 min, 6.61 min, 17.82 min F1 14.65 min,
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mAU
1270nménm (1.00) K
75 | Jﬁ
1 |
50 |
il — | |
] LS o .
] > ‘ <
25 fxow L E
] I i R R
00— o -
I I I \2.5 I I I \5'0 I I I \7.5 I I I \10.‘0 I I I \12"5 I I I \15‘0 I I I \17.‘5 I I I \20‘0 I I I \22.‘5 I I \n]\ln‘
Es LCIstD iR
2.2 LC2stD HER
22.1 ZJR1HSTER
Z&FR 1 PI#RE) LOOP 3K |/, 3¢ 2D LC ofr, 8E| UV &iE. MS SEERMEEELM T M MS FRiEE ]

MBI 1 EBFRER m/z = 265.0757, ABERRBEIIE, 9F= C H,N,0,S, BI{E [M+H]+ = 265.0754, M

RMESEREREAN 1.13 ppm, FHBN " HINESEBEREREMIERN — R EER, RERN TR,
uV {x100)
75-]
] UV &E
50
26 =AM
mé
0.0 ‘ 2‘5 5.|0 I 7.|5 100 12‘5 I 15|.0 175 min
{x100,000,000)
100 TTC (100)
{10 20 MS 3
075 ]
050 TIC
: P
025
0.(!]—:‘ T L B B Ry B T MC' T
00 25 50 75 100 125 150 175
Tnten. (x1,000,000) Tnten. (x1,000,000)
5.0 — 1 2
265.0757 ni, MS ] MS
] 1.0
25 /C /©/ — 1720159
] )\NH \\ }0416556 o4
] 1 ] 248.9880
0.0 T ‘ T T ‘ T T ‘ T T ‘ 0-0 ‘ ’/\ T ‘ T T ‘ T T ‘ T
250 500 750 mz 100 150 200 250 mz

222 T2 (REER

ZeJ51 2 P)#REI LOOP 31 2 Ha, &

Zid 2D LC 94, BF UV @iEE. MS &L E i

EE T M MS FHERET]

SFR C,HLN,0,S, B E [M+H]+ = 279.0910,

B HZLR 2 IEBFAER m/z =279.0905, SRR — BRI,
FEE, FUEEM TR,

HESERERZEN -1.79 ppm. EABE—RINEFEIEE — PEEERN —
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uV (x1,000)

10

UV &EiEE

00 25

&0

T
125

— T T
180 175 min

oo
1'"“721!@11}\16) MS EREE
075
] TIC
050
z DY PN
000 ———— (I 1 T 1 | CE R R
00 25 50 5 100 125 150 175
Inten. (x10,000,000) Inten. (x1,000,000)
1 1 ] 2
. 279.0905 o MS 186.0320 MS
1 ? NH 1
Lo ] “ . 2 10 -
] | .
] T ¢ L wee
0.0 T ‘ T T T ‘ T T T ‘ T T ‘ 0.0 T T ‘ L T T T ‘ T
250 500 750 mz 100 150 200 mz
223 Z& 3 HIDITER

ZJ5 3 P)#RE] LOOP 3£ 3 o,

254 2D LC 70, 8% UV 2R MS BiEREFIRIE

LRI T, M MS FUEE e

IMEH LR 3 IEBEFIRR m/z =281.0706, ARERZEREELE, F= C, H,N,0,S, BIE [M+H]+ = 281.0703, M

HESERERZER 1.07 ppm. EABZ)

uV (x1,000)

T RINERE R ) R NI — RFUER], FUEEW TR,

10+

05

00

UV EE

— — : — — — ‘ —
00 25 50 75 100 125 1650 175 min
{x100,000,000)

1005}1'(:(;%)474)

; ' MS & EE

075
] TIC

000l ——F———F—

050—; \"\H
025—E e

00 23

T
50

5 100

T T T T
125 150 175
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Inten. (x1,000,000) Inten. (x100,000)

T 10706 MS' ] 2UR.9876 MS’
507 . ] 65.0190

| 1 0 |

] A\Y B i
25 7: II;C\O)\/LNH/S\\ 4

1 ] L,
0.0 T ‘ T T ‘ T T ‘ T T ‘ 0.0 T T ‘ T T T T ' T T T T ‘ T T ‘ T T T

250 500 750 mz 100 150 200 250 0 mz

224 ZXfT4 IDITER

Z4FR 4 TIHRE LOOP 31 4/, 39 2D LC /1, 85 UV BiEE. MS BiEEFMFUEERN T, M MS FHEETD
MBI 4 IEE TR m/z =301.0752, JARAEE D% Wk, 7F= CLH,N,O,S, EIR{E [M+H]+ = 301.0754, Uik
BESIEREREA -0.66 ppm. £H BN " RINEREREIIETEMA —REUER, FUERIMN TR,

W {x100)

7.57; UV BiEE

L s s S s B 5 ey e s S By B ey B e B I
0.0 25 50 75 10.0 12.5 150 17.5 min

{x100,000,000)
AT {1.00)
10 19.05) MS EREE]
075
050% TIC H]
: W
025
: _ vcE |
oo ——— - e e e e
00 25 50 5 100 125 150 175
Ifltell (x1,000,000) Inten. (x100,000)
1 ]
] 301.0752 MS 1 1560107 MS*
25 /©/an 50
] N\ ]
C{ L
] | 146009 Bsis I
0.0 — ; —_— 00—
250 500 750 m'z 150 200 250 300 mz
)
Zig

AR T A 2D-LC-IT-TOF R R GuE AN RR 8] — R EMEIE R Y 4 NMRRITTIE. 1277 AL R#
FRE MmELE AR ANER Y E R D IR T, FEH IT-TOF X B IR TS, HTFERIZRSRE
THESTITTE, BMRIET REUEMAVERME, XAKTET IEFRARMEE.,

[ BN ARARFRZFFHL

EBmEBEKETOS LTER LiEHEIE: 021-22013542 http://www.shimadzu.com.cn



