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1.1 (kEMER

B EME R EYERNE |

®1 HEMER

S BFR RXH CAS No.
Al SR P-Bromophenol 10641-2

A2 B /R m-bromophenol 591-20-8

Bl 3-ZIRIAER 2,3-Dibromophenol 2851445-6
B2 5 TIRRER 3,5-Dibromophenol 62641-5

Cl 2,3 A= RKE 2,3,4Tribromophenol

C2 2,4,5-=RAKE 2,4,5Tribromophenol 1440161-7
C3 3,4,5-=RAKE 3,4,5Tribromophenol 25376-38-9
D1 2.3,5,6-;REE) 2,3,5,6Tetrabromophenol

D2 2,3,4,6-URZER 2,3,4,6 Tetrabromophenol

D3 2,3.4,5-TRAE 2,3,4,5Tetrabromophenol 576-55-6

El  2,34,56-TREE Pentabromophenol 608-71-9
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AL F AR EEESRUREEIE LC-30A 5=F MR RIEN LCMS-8050 BXA R %, EARE AR KIS
3 LC-30ADx2 (ﬁ;‘&? Bo PO oTAREAEELL B ) , DGU-20ASRX2 ( FEZAHS41 ) , SIL-30AC ( BEh#H#ERS)

CTO-20AC (#iR#E, &

FCV-34AH S EMBEYIHRIR ) , CBM-20A RE#2H#R, LCMS-8050 =Z MRHTRH TX

Method Scouting Solution Ver. 1.00 ( &R R TEuL, ) LabSolutions Ver. 5.60 SP2 &3 T {Euf,

1.3 &+

A2 7K (0.1 % Bfg )

RAAFAF A3; 7K (1 mM NH4Ac)

& 3 #%. Inertsil ODS-4 3.0 mm 1.D.x150 mmL.,2.0 Bl. FAfig

pm B2. ZHg

Shim-pack XR-ODS III 2.0 mmI.D.x150 mmL., 2.2 B3: HEZ/ZBE (1. 1, V/V)

pm SRIE . 0.4 mL/min

Shim-pack XR-Phenyl 2.0 mmI.D.x100 mmL., 2.2 yum R, 40°C

PIEIGIER AR BRI

Al: K

%2 BEREABES
Time (min) Module Command Value

1.00 Pumps Pump B Conc. 25
20.00 Pumps Pump B Conc. 90
25.00 Pumps Pump B Conc. 90
25.01 Pumps Pump B Conc. 35
30.00 Controller Stop

A S IFAAREVRE : 400°C

YRS LCMS-8050
BB ESI, iETERANH
E{SME: 3.0 L/min
DIFSARIE: 18.0 L/min
igm;m)g; 350°C

L BE. 300°C

FIEESE: 8.0 L/min
R ZRNEN (MRM)
TYEREFE]: 15 ms
MRM $4§. %k 3
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%3 MRM 4%

EYRS BfAET YEF QI Pre Bais(V) CE(V) Q3 Pre Bais(V)
Al 171.10 78.90° 13.0 23.0 30.0
A2 170.90 79.00° 19.0 22.0 28.0
B1 250.80 79.00" 19.0 23.0 29.0

250.80 81.00 19.0 22.0 30.0
B2 250.80 79.00° 18.0 25.0 30.0
250.80 81.00 18.0 25.0 30.0
Cl1 328.80 78.90" 12.0 31.0 30.0
328.80 81.00 12.0 30.0 29.0
C2 328.80 78.90" 12.0 31.0 30.0
328.80 81.00 12.0 32.0 30.0
C3 328.80 78.90" 12.0 31.0 30.0
328.80 81.00 12.0 29.0 30.0
DI 408.60 79.00" 15.0 35.0 28.0
408.60 81.00 15.0 40.0 29.0
D2 408.60 79.00" 15.0 34.0 28.0
408.60 81.00 15.0 32.0 29.0
D3 408.60 79.00" 15.0 41.0 30.0
408.60 81.00 15.0 40.0 28.0
El 488.50 79.00" 14.0 34.0 29.0
488.50 81.00 25.0 36.0 29.0

. CRTERET

14 A REIEC )
FAERES / 7K =50:50 AR BMCR#REA 0.1, 0.5, 1. 5. 10, 25 ng/mL RIREA T IEdL.

B SRitig
2.1 FRER R — RO TR G A
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183 75 7EFF R Gt Method Scouting Solution ¥R {4 B 4 piHtANESR (4NfE 2) 7 3 # A 48H0 3 7 B 4RI UK 3

MBI R TERE,

2BE R 3x3%3 3

£ 27 M EIERETT o

Analysis | Vial| Tray |Inj. Vol Auto 1Purge | Sample Name Golumn Position | Pump# | PumpB
1 -1 1
2 -1 1 [+ G mMMHHE Ac
3 -1 1 [v] B0 1fa-w
4 -1 1 [v] Cacn—met
5 -1 1 [v] B:MeOH
g -1 N 1 [v] bromophenal 1:00E-IIE0C 20MPa Atiiater AAGN
7 1 1 1 [] bramaophenol 1:00E-TANC B0MPa Ariater AACH
g -1 N 1 [v] bromophenal 1:00E-IIE0C 20MPa Atiiater E:MeOH
9 1 1 1 [] bramaophenol 1:00E-TANC B0MPa Ariater BE:MaOH
10 -1 N 1 [v] bromophenal 1:00E-IIE0C 20MPa Atiiater Crach-met
1 1 1 1 [] bramaophenol 1:00E-TANC B0MPa Ariater Crach-met
12 -1 N 1 [v] bromophenal 1:00E-IIE0C 20MPa BT faw AAGN
13 1 1 1 [] bramaophenaol 1:00E-TAENC B0MPa B0 fa—w AACH
14 -1 N 1 [+] bramophenal 1:00E-IIE0C 20MPa BT faw E:MeOH
15 -1 1 [v] bramaophenaol 1:00E-TAENC B0MPa CmhitHeAc Crach-met
16 1 1 1 ] bramophenal TODS-MIE0C20MPa |Gl mMMHYAc Crach-met
17 -1 1 [v] bramaphenal 20054 50CE0MPa Ariater AACH
18 1 1 1 ] bromophenol 20054 50C50MPa Arirater AAGH
19 -1 1 [v] bramaphenal 20054 50CE0MPa Ariater Crach-met
20 1 1 1 ] bromophenol 20054 50C50MPa Arirater Cracr—met
21 -1 1 [v] bramophenol 20054 50CE0MPa B0 fa—w Ciach-met
22 1 1 1 ] bromophenol 20054 50C50MPa B0 fa—w Cracr—met
23 -1 1 [v] bramophenol 20054 50CE0MPa G mhitHE Ao Ciach-met
24 1 1 1 ] bromophenol 20054 50C50MPa CmhMHHEAC Cracr—met
2R -1 1 1 [v] bramophenol 3:R-Pheny|,60C60MPa | AWater AAGH
26 1 1 1 il bromophenal FHR-Pheny| 60C.60MPa | AMiater AAGH

2 A IBRE A
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HANESR D BRNERBAEAA 17 AREMBAIREERMEEAENFENEZE . FENHX M ERIERR

ENRFREEBEETEETKENNEZEERANEN, BRATEYNANSES, BEEZBRESIRNTGE
FREEARE, BMMEYFIEBNEETRE (MRM ) 0E 3 Frir.

75000
100000 — 50000
50000 | 25000 Jﬁ\ &
0 K r\(\ N\ A 0 M JI A l
00 so T e s i S 0 s T
1 mM NH;Ac-ACN-ODS4 1 mM NH,;Ac-MeOH-ODS4
1 500000
75000 i
] 400000
o000 ] 300000 1
1 200000
25000 1
1 100000
0 [\" 0 A
00 50 100 150 min' 100 150 200 min'
1 mM NH;Ac-ACN-PHENYL 1 mM NH;Ac-MeOH-PHENYL
40000 125000
30000 100000
75000
20000
50000
10000 M { f\ 25000 M J‘M
0 I\ 0 A
100 150 i 100 150 200 i’
1 mM NH;Ac-ACN-ODSIII 1 mM NH,Ac-MeOH-

3 BOWTEEEE
MATEFEXRGHITRANBNEEATFERES N EY MRM BiEE, RIEER, 18E, EREFEER

HIMrE A F A | mM NH,Ac-MeOH-ODS4, X$ 1A AR ATRIBIEISEIUT AR AT S, ¥I5aEERIZ 0.1
mM NH,Ac 7K /MeOH=65/35, #HEAFRA 10 uL,

% 4 KBRS

Time (min) Module Command Value
5.00 Pumps Pump B Conc. 45
15.00 Pumps Pump B Conc. 70
25.00 Pumps Pump B Conc. 90
25.01 Pumps Pump B Conc. 35

30.00 Controller Stop
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N

LCMSMS-155

BN TR S, ZMSEE 0.1~25 ng/mL, A ERE 5B
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2.0

1.0

0.0-4

Area (x100,000)

10 20  Conc.

E1 AL,
6 BRMITELZL

5 REMESE

P BFR RAEMLZ r’
Al R Y = (17382.0)X + (-3150.36) 0.9994
A2 ERES) Y = (11675.8)X + (4.10090) 0.9996
Bl 2,3-ZRKE} Y =(33600.4)X + (-3060.03) 0.9998
B2 3,5-ZIRE Y = (41653.4)X + (-4649.61) 0.9999
Cl1 2,34 =R Y =(19018.6)X + (-12762.21) 0.9996
C2 2,4,5-= R} Y = (24366.8)X + (-4680.74) 0.9993
C3 3,4,5-= R} Y = (78603.7)X + (-3443.51) 0.9999
DI 23,56-FRER Y = (11627.7)X + (-948.602) 0.9999
D2 234,6-FRER Y = (14569.2)X + (-997.748) 0.9998
D3 2,345-FRER Y =(32953.2)X + (-5715.46) 0.9998
El 23456 FRER Y = (11364.4)X + (-1211.69) 0.9997

24 EREHESR

LCMSMS-155

FHEREE / 7K =50:50 AR RECHIRED B 0.5, 5. 20 ng/mL BARK, ENREHME 7 XERTENES M, %4
RINT, {REBATEIAY RSD % 7E 0.01~0.18 % = 8], IEMEFRAY RSD % 7E 0.72~5.49 % Z |8,

&6 RENEMETREEMHER 0-7)

RSD% (0.5 ng/mL)  RSD% (5 ng/mL) RSD% (20 ng/mL)
HmBR

R.T Area R.T Area R.T Area
SHRFER 0.11 4.17 0.07 3.31 0.05 2.10
EPEES 0.18 4.19 0.04 3.32 0.06 2.73
2,3-ZREE 0.05 5.32 0.02 5.29 0.02 1.71
3,5-RER 0.04 4.56 0.02 1.86 0.02 1.70
2.3,4-=REm 0.07 5.33 0.03 1.33 0.03 2.07
2,4,5-=RK/ 0.08 5.32 0.03 1.96 0.02 0.72
3,4,5-= KK 0.04 3.12 0.01 1.20 0.01 1.05
2.3,5,6- TSR 0.08 4.60 0.05 3.10 0.03 1.96
2.3,4,6 TSR 0.09 4.27 0.04 3.28 0.05 1.89
2.3,4,5 TR FEE 0.07 4.75 0.03 1.54 0.02 1.54
2.3.4.5.6-F % 0.07 5.49 0.04 343 0.03 2.64
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B Sk EMEES TEER, FrdFIA LC-MS/MS EERNA MUK T L &M B b 24 TR,
R EMNNBEXREE, HTIZZEUEYNI BORERBAURNTEFERBRR KN, AXBRERS
18 UHPLC J575FF A 55t [E) LCMS-8050 B A, XL LR FA9EL S54RI LC-MS/MS FIEEI#TT e, Bids
3 FEAIAM 3 MUKAER 3 SREIEREEMN 27 FASANIRERE, SFEEEFERLIDBHR, ¥ZHETE
BIZEUEDDITHIREENE AT RS ETTE, NHE—TEUTTERE T RANTY,, LHAETRNERT %
TR RGN BASUESASR, FENELMDH LC-MS/MS &AM AR RN @ %R T8 BsTEN
1, ATEFROBHIETSE T NE, E#EETERERNRES,

[ BN ARARFRZFFHL

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



