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ERANAEDI T FAMREMNE
BRERPEIEEEE', RIEICH 15
7 Q3A(R2), MXHHERAHEE
F 0.05% BI{E (HBXF API) HIZER
BITIR S, MXLRE THZEHTT
DB NABRANPENE, LH
HRRENSEEAYR S (API) B
AR,

Iif

AR B B3R AT IRE R 100% &
0.05% WA AMA RN AR REE
B, BRTEDYE (HiRes) FiF
THREBIEERRSBESKRINFH
WA, f$/ Agilent 1290 Infinity Il &
SEE R EMEFINEE (HDR-
DAD) B i fRRA RIEN 4%
M2 BT LU — IR B AN AR E
FEWE. UBMBERERREAEL
RO, UBTREDHERE
2D-LC/MS St A BB R Z+ERY
o, ek, —#HREEEFARH
i, BNE LD BAIERRET
B, BRE—4HEFRPNESHEE
HAMS BFREREFINGS. EH
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Agilent 1290 Infinity || Z4E&KEEIE
RS REIELUTIEIR:

& Agilent 1290 Infinity Il &i&
R (G7120A)

Agilent 1290 Infinity Il
Multisampler (G7167B), Et&
Infinity || #5258 (&M
#100)

A& Agilent 1290 Infinity || &
=185 (GT116B)

=& Agilent 1290 Infinity II —#k
EREHIKRMEE (GT117B), B&
3.7mm. 10 mm. 60 mm FAN
3R ER TS (G4212-60008)

Agilent 1290 Infinity i®@3X5H
(G1170A) #0 2 {iI/4 BN EfE
(ZHREEILES, G4236A)
™ Agilent 1290 Infinity f®3XE)
(G1170A), EC&™ 40 uL EEIF
I ZHLTIEIR (G4242-64000)
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AR DR, ¥ Agilent 1290
Infinity I| Z4ERIEEIERAFRSREE
LRECINBETA ESI BFIRR Agilent
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HIR AR RV, R EER
1T MS DRBIE, EERETHL
DNE—DHERRSINE R,

Ly¢es
THLECIHBRERERYE (F
fuARZS A.01.03 [025]) #1 Agilent
HDR-DAD ChemStation & (7=
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hiz C.01.07 SR2 [255]
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FRrERFAENNREBRER. £
EAIRER A B Merck (Darmstadt,
Germany), Q. AR, ARSI
MUKEEER — S5 B Sigma-Aldrich
(Steinheim, Germany). #fliB4l
KFBEEE 0.22 pm BERXRigdIE
2% (Millipak) B9 Milli-Q Integral 7k
itk 245 (Millipak, EMD Millipore,
Billerica, MA, USA), 5-§-2,4-—_
AR, 3-2-2,4-“HEXFRE.
2--4,5- “ @K PR UK FFRBR BR
REFERYWE Sigma-Aldrich
(Steinheim, Germany),

H#m

FA 50/50 By7K/ZREECHIRE A

1 mg/mL R ZHEXRRES K. B
XEER R REIRE LN =1
EYRREY.

pH /3 2.55 B, #REH 1 mg/mL
RIBER AT 25 mmol/L BIBSER Fh4E
MR, NERIEMRBRENL, &
BRRERAKN pH ERAR 9, HEE
BTHE 12 e,

RAMEREZHRESIES TR - AERERNGE

B IOMZE
Fo& 10 mm &AJEEFER @A DAD

BRI
HDR-DAD /R /5%

E— Agilent ZORBAX Eclipse Plus C18 RRHD,
2.1 %100 mm, 1.8 ym (ZpHS 959758-902)
ot Agilent ZORBAX Eclipse Plus PAH,
2.1%x100 mm, 1.8 pm (ZB{FS 959764-918)
F—HR
BFIA K +0.1% R
BRI B ZhE
TR 0.2 mL/min
HE 0 min BY B /9 30%
10 min B B 79 30%
12 min B B 79 80%
14 min BY B 79 80%
15 min B B 79 30%
BHR
AT A 7K +0.1% B8
A5 B ZhE
R 0.5 mL/min
RE 0 min B B 7 20%

4 min B B ¥ 25%
5min B B 9 25%

FAEFESLERYE 5.00 min
EHD AR 6.00 min
{Z1ERYE] 15 min
[Spay =S
EFEtiE 6.54 min 7.83 min
e ENIE) 7s 9s
IEIRER 9 10
SABHEME
E— 30°C
gt 30°C
Multisampler
HEE 1L 5uL
BHEEHER FA 50/50 FRRg/KiEHR 107
F—H_IREFES
owlEs
Vi8IS 210 nm/4 nm, £tk 395 nm/10 nm
HIERERER 40 Hz
-t g
DAD (10 mm FEiiith) HDR-DAD
Vi 210 nm/4 nm, &Lt 395 nm/10 nm

HIBREEE

40 Hz




BOYERE 2D-LC/MS DHRABRERRNSE (B8) °

B & S &
B|IEE EAEEME
B Agilent Poroshell 120 EC-C18 L 40°C
2.1x150mm, 2.7 ym (BB#FS 693775-902) g — iy 40°C
E_4 Agilent ZORBAX Bonus RP Multisampler
2.1 x50 mm, 1.8 pm (&B{4F 857768-901) .
w_ms e E3=<) 1L
S SHREEHES 50/50 FREZ/7K;E % 10 7
AR A 60 mmol/L Na,S0, + 40 mmol/L NH,H,PO,, AR 3 50/50 R/ KRR 10 B
pH 2.21 FE—H_IREFES
&3
&7 B Z.i8/7K 80/20 =l
S 0.3 mL/min PEEIS 195 nm/4 nm, &Lt 395 nm/100 nm
AL .
HE 0 min BY B 79 29% HERREE 40 Hz
28 min B B 9 43% B IREES
29 min B B 3 90% Ll
30 min :ﬂ‘ B 79 90% B 195 nm/4 nm, £tk 395 nm/100 nm
+ B 39 29% —
- 31 min 8 B 77 29 HERIEE 401z
jﬁ ) MS B2
AT A 7K +0.1% FAEg "
= ;j . i e 5oy FEF
N | . % A N
i; B Zhs/7 89/20 +0.1% BE mRRE 200 °C
;;; 04 m"/j m'njj StEmiE 13 L/min
£ 0 min B¢ B 39 6.25% - .
0.1 min B B 3 23% B 35 psig
2.6 min BY B 7 35% HRERE 375°C
S o BnE 12 L/min
2.9 min B B 9 6.25% EHERE 2500 V
F_HEESLIERE 3.00 min M5 BB & 300V
B SRR 5.00 min B E 175V
fE1LEdE 38 min HFLEBE 65V
= R Oct 1 RF Vpp 750 V
EFatia 15.64 min FE#EE 100-3200 m/z
KR 4s REREK 2 i E/fb
PIEIRER 10
MS 43 iReY 1R
BYjEl[ElfR4mS FriREYiE]l (min) SREME | FHEERGES FIREE (min) 27REUE
1 0 MS 13 42.02 MS
2 16.02 BER 14 46.02 R
3 17.02 MS 15 47.02 MS
4 21.02 ER 16 51.02 ER
5 22.02 MS 17 52.02 MS
6 26.02 ER 18 56.02 ER
7 27.02 MS 19 57.02 MS
8 31.02 ER 20 61.02 ER
9 32.02 MS 21 62.02 MS
10 36.02 BER 22 66.02 R
1 37.02 MS 23 67.02 MS
12 41.02 BER
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DAD RO ITUR R R AR E
EEK, ETHNNBFE 10 ki)
ZIR 9 s HURIERE A gEBEED
E—IETE, Eit, REEENIET
27 75%. NFBHRESENS S
MERREE, RRBRERERH#HITH AL
B, RATXRYIBIEXRERER 4 7
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General settings | Advanced settings
2D-LC Mode Solvents Flow settings
() Comprehensive m *D Gradient stop time min|| A | 0] % [AL: 100.0 % Water v.03 | 20 Flow mlimin
i i *D cycle time min
() Heart-Cutting M B | 0| % [B1: 100.0 % Acetonitrile V.03 | [ useidie flow bl
(@) HiRes sampling Aﬂ.
2D Gradient Sampling table Operating values
Time [min] + %%B Time [min] Mode Sampling Cuts | Loop filing
% D0 S time [s] [%] Solvent consumption
400 2500 | * 6.54 Time based 7.00 9 58 A B
20 Purs ,
+ - x + - x
Preview
2 ) Qi |4 A | |5
——— DAD1 A, Sig=210,4 Ref=360,100 —— %B *D-Pump —— %B<0
—— %B 'D-Pump 00 I
100 7 2500
0 I
80 H 2000
s T
3 80 1500 % 2 L
40 1 1000 4 T
20 o0
0 T T T T T T o
1] 10 20 30 40 50 7O 6
Time [min]
Advanced 2D pump settings ... Cancel
3. B ERMAGEIRE
S
ZR51TE 0y OH 0. -OH 0._-OH
Cl F F
— et £
S RF R
. e F Cl Cl
HEERABSWERE SRR I I I
ey — — =
XN=FFHE 2-R-45-“HEFER wam wa 2 wams

(k& 1) . 5-8-24-—EKEE R4S RETR

(ke 2) UKk 3-8-24-Z&XH
B (k&1 3, EMIE 4) RERE
LEERSR ST, WECE 10 mm
RANERREUBMA Agilent 1290
Infinity Il DAD 1EJ958 — 41628
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5 BRTRMEGYINSE 4
HE, 2308 =MEEYERBYE
RERSHFINESYEIEE (I
B), URKEY 3. LEWw 2 Mk
Y1 231 100%. 0.05%. 0.05%
HETKERENFSINEESYE
EE (d8). TEesEEYS, 7
UMRE = MEE S BEEIE, ATTE
deaEER, KkEY 2 (EsKRE
79 0.05 %) REELEY 3 (IR
EHN 100 %) 27T, TEFADTEN
EHTHRM, EXEXESYN 4R
HEeEDFR, ERSIPRXEX
g 3 MEBMEFEHITREE, BETES
T HEEE EXNIRYIEIHITIELR

o B 6 BR T E—HIERIRET
RUNERHITIE] 2-5 BE " HEBIE

B, Y& 2 ARLNEE, T)F 3
ERTHEY 2 MLEY 3 HHEESD

& 4 TEEZUEY) 3 UKIRDE
BEY 2. 1% 5 RRENELS

ENE, XM NMEEF—HEPES, ¥ 3
mAU
20
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L /\. ——
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JAYAVANEE.
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7
BYiE] (min)

5. MR SN E—HEIZE, Hhba¥ 3. La 2 Mea 1 BT RE S 3IA
100%. 0.05% #01 0.05% (£Itaphsk) LUM=F{bEWRIERTIREN 0.05 % (HEfEihsk)

—— DAD1 A, Sig=210,4 Ref=360,100 (Chlorodifluorobenzoic 2017-02-03 16-18-291007-D1F-C1-0.05-0.05-100.D) ]
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ATIRE ICH FEEAEMIREHE
WEARBENTAMY, BEHlT=%
R _AARBRNTRESY, 88
MEXRE A 100% L&Y 3 5485
WREJN 0.05%. 0.10% 3 0.15% B9
wE 1 M2, WA 7R, £H
Chemstation 4K HEIEEE2S
EAETEIFLEY 3 (3-8-24-
“E®EXFR) 5hEY 2 (5-]-24-
“HARR) SENEZHETR

mw: 20-LC Viewer

‘D Chromatogram

—— DAD1 A, Sig=710,4 Ref360,100 (Chiorodiflucrob;

anzoic 2017-02-03 16-18. 28\008.DIF -C

B, BMESMEE DR,

R2ERT=MARREEMHNTY
IEEFR AR AEI R ERZE (RSD). B
a 1. 20 3 FRERENLEY 2
R FH{E1EEE (S/N) 2515 3.2,

595122, XEEUFHHFE
2[R (LOQ) EE. XWEETHKS
¥ 2 IEFA538Y RSD &iX 7.95% MIE
H. 0N KEY 2 5HEYW 31
&M Z b 535079 0.03%. 0.07% LA

% 0.14%, £EFHMUEME—H#iT
TRNENMNEFR 1.7, iHEES
IR EMEERN 71.6-108.5%, ZE
HAFEUEYMERRENKREERR
X, XEAR—TRIFMNER, X—
£ KRBA, 1RIB ICH $555 Q3A(R2) 44
HAVEREIRSHE (0.05%), F
AEDBERE _AREEIE AR

I APl FRZRfR (ZRFRTESE—

IE3%R) 9D B SN,

2 | Repot = & N @ | @ [ S DY | DSignal DaD1A, Sg=210,4Ret=360,100 (Cho... ¥| DSignals 04D2 4, Sg=210,4Ref=360,100 (ho... 2 | LIFUI*DSignal

Cu 87 from (DAD2
— Cut 88 from {DAD2 360,
—— Cul #8 from (DADZ A Sig=2104 Re! 2

fR5E

7. Chemstation Z#REBIEEERFTETNR _AXHRT 2
S5k&¥3 (3-8-24-"“H&FPE) MIEER

1.0.05.0.05-100.0) Cut® D Cut Sampling  Trigoer D Run start
start [min]  tme [s] [}
= signak DADL A, Sig=210,4 Ref=360,100 (Chlsrodifluorobenzoic 2017-02-03 16-18-2..
B 700 T | 3118
I3 6.66, 7200 Tme | 25.19
3| 577 7.00 Tme | 19.19
|4 689 700 Tee | e
8| 701 7200 Tme | 7.9
s 713 790 Tme | sL.19)
1= b 7% I s
[l 7% 700 Tme 519
8 7.47) 700, Tme a9
.
50 &
|
cuts "_"':‘F’"f'.i" Area Heght Width  Symmetry
=l Compound: 1
3 a7 2647 o02%] 0022 1007
RO 1AmON [ a97|  esasei 6309 0.7 0933
12.03 16.18.294008-D1F.C1.0,08-0.05-100.0) 5 soa| eseasez ssaas| 0.0  08%0
2.03 16-18. 200006 01F-C1-0.06-0 06 100.0 . [ asm| siem3] mimss| oar]  oem
7 4943 0599 1920 0.9 0.914
8 a963| 33182 308 0.3 0948
] 4967 1832 1s68 0.3 0983
3-Chioro-2 4-difluorobenzoic acid
=) Compourd: 2
B 4617 a8 029 0419 0.7%
& y ] 41 4645 118 0.0 0.8 2007
‘&"-" s 7
; 9-Chloro-2 4-difluorobenzoic acid

K 2. AT 10 mm RAEBRENME MY Agilent 1290 Infinity Il DAD 1E5E Z4KNEE, R

BEL7RIEITHY

3 MEERLLIA % R ATIHEARE, BRIEE—HIETESINMNETF 1.17 ZEBER

RSD (%) S/N &

A
) 2)
AL (%)

HERFMTEN=NFRESYMHNTHIERRSENITERE. KEW 2 5KED

R (%)

SE&¥1(0.05:0.05:100%) 10685.64 0.26  3.39 795 32 0.03 71.6
SE&Y 2(0.10:0.10:100%) 10616.72 0.39  7.47 322 59 0.07 82.3
SEA¥ 3(0.15:0.15:100%) 10548.79 0.13 1467 2.71 12.2 0.14 108.5

PIEERE HRIERES TSR, HPEEKEY 2 (5-8-24-=

AMARR)



AT H—

2MESHH

FTRABENERE, FH
Agilent 1290 Infinity Il HDR-DAD %*[&
DI ERIR TS RIFRE Z KNI,

ZRABERAAEEFRANERK
FRRER MBI ZAREFEFIN
HELUB RIS LM

RiERARRR SR

ZAE LT

SEE. Xi¥, WEY) 3 LA EKXEY
HIFEEAZBHRIMAIETER, B

&1 1-3 WEEERYETF LoQ,
23K 20.7. 24.1 5 34.0, tkEY 2
HIEEFIEERE TIRANNE, B
B RSD {E1KTF 1.58% (X 3) ., HH
ESEEN 96.4-108.5%, iIFAEE

TERIFE LB,

X
o
w

% 3. LA Agilent 1290 Infinity Il HDR-DAD 2
REBITHERFITEN=ANTERSYMHNTEYERRSENIERE. KEW 2 5HEYW 3 1Y
IEERREE L % Riv. AT IHEARE, BREF—HEHTEFSINMYET 1.17 ZEBER

RSD (%)

ERM RS T RIRER D BB E
%, £RERRNLGYEXYFRRIE
Frtfmm. ERmPIIIERF 2D-LC/MS
M. fEF MassHunter
NEZHEIZEEMSER Agilent

OpenLAB CDS ChemStation hRAJNIE
385 MassHunter #1745, ZH4
WS REMFRE S 4 MS BUREM
FHEIEE, BE—HRERTIE
ER— 1 BEE, XEBEERKER
7£ MassHunter 1, 5 OpenLAB CDS

REDITBRRS RIERE LN, RIFESIS

Es

F-24-
S R

(ks 2)

IEFEFR

RSD (%) S/N I£MERLL (%) HEHRE (%)

RAY 50072.70 1.19  23.30 1.58  20.7 0.05 108.5
(0.05:0.05:100%)
SRAY 2 49020.63 0.85  42.02 1.44 241 0.09 99.9
(0.10:0.10:100%)
RAY 3 48698.74 1.34  60.37 1.47 340 0.12 96.4

(0.15:0.15:100%)

12345678910

e 7 ER 43
OO0 00O0O————=PN o
ABRANONPOIOCONBDIOIOON

X
X
o o2

£0.8
E 0.6

Eo4

0.2

izls 5 3faals 4 sleslr 3 gssp 2 gfwopr T m

FKEEBS(E] (min)

213

F s

13.213.413.613.814.014.214.414.614.8156.015.215.415.615.816.016.216.416.616.817.017.217.417.617.818.018.218.418.618.819.019.2

s 10 15617 9 17fmspis 8 1ofeofer 7 2ifzzfs 6 23

x108
201 C
1.5
1.0

Bos
E o

=

-0.5
-1.0

]

1T 3 5 7 9 11 13 15 17 19 21 23 25 27 29 31 33 35 37 39 41 43 45 47 49 51 53 55 57 59 61 63 65 67 69

SREEBY(E] (min)

8. Agilent MassHunter 2 RIMELILIE D EDTIES, A) B—4 UV (55, EESONERRIEHITIEIREB) BNE_HMS S

C)EBNMEZ#UVIES



ChemStation frF 44 RIEBIEEE
FIRMEAIAEM,. WE 8A FiR, &
BRETRUBNESHNES, F—4HEK
SMBIEEA]TE MassHunter FE TR,

8B BT T ¥/ 2D-MS 55, E 8C
BT MassHunter HE4 2D-UV 15
5o M MassHunter fY5 _ 4 @ik
BEMEEETA 10 REIEIS 5 62 EIh
HEigE, B 9 FUBEARETRT
10 RIBIN B FREIER (TIC), 7%
BRE_ALDBENE—DHN, BI

0 a5 15 64 95h7E) 1-1

it MS DRBERAETRNER.
B 5 9 SR & B b B LU Fh 5 U HE
BRTE MS BFREZ M XFE 9 Y
8|1 TIC, 1EE1TEYEN 1 98T, 7]
UEI—NEm, LS miEtik
B3R, BIERERAN MS, tE] 2-10 &
REEBYIEN 2.06 3 FPET, BILATHERE
FRBENRSREIE, FHEFE
BE— R ENEE, BIA 90% B #
HEIEE, XSHEERE 3.2 ST
BEPRASAEREE. B 10 2R7

04 J

x107
J % 15.71 DENE 1-2

04
x107

J % 15.77 DERNE 1-3
0

X107
J % 15.84 EREIE] 1-4
0

XWJ %1501 55721 1-5

0
Ehqor SIRIDEHRE MS
= ‘ %5 15.97 D8I 1-6 ¢

L

aN
SN _/

04

”01 % 16.04 DRI 1-7

0
x10°
j %16.11 DEtNE 1-8
0
x10°
j %16.17 DERIEI 1-9

0
10 @ 1624 93504781 1-10

04

T1E] 7 89 TIC FIERIAYEE Z L RIME
SHMAME, ZMEEE—HERED
RTBBROHITRE, HE_HE
TEERY MS 1 UV ESHIIMERE T 7
Mg, E 11 AR NMERRIG
B, &1 NEUREXTEERRER
B [M+5H]™ BF, 1§ 2 MRIEEER
T X F— AR B R B — R B A
MR EER (PHRENEER
0.98 Da) » tIEl 6 A LU MEIAER
ey FEXEBBRER) o

01 03 05 07 09 11 13

1.7 1.9 2.1 23 25 27 29 3.1
SREEETE (min)

9. Agilent MassHunter Z 4 8% E 4 pi 28 4 R BIPT B I BV 2 IR 55 — 4 B IEE

10

33 35 37 39 41 43 45 A7v



1
<10° 2.067
g 81 7 MS (TIC)
5 7 2
*.;;1 6 2.349
. — e
=S p———
4 sy
0 B 1
’ %] 7 DAD (195 nm) 2.065
2-40 2
=60 2.343
20 e . RS
- M

T 12 13 14 15 16 17 18 19 20 21 22 23 24 25
SREBYE] (min)

10. 08 7 S 4EIEE, B MS (TIC) F1KIMES (DAD2) £/

81 A

1147.5244
TIEI 7 B9l 1

1147.7254

1147.3243
1147.9259

1147.1236 1148.1266

1148.3257
1146.9223

ML
- N W s~ o0~

1148.5248

26 27 28 29

18l B 1147.7214

PIE 7 i 2 1147.5222 1147.9214

1148.1231

u1.2
=1. 1147.3211

=

0.8
0.6
0.4 1147.1228
0.2

1148.3234

1148.5240

'I'|48.720'I_H4&9215

1146.8 1147.0 1147.2 11474 11476 11478 1148.0 11482 11484 11486 11488 1149.0

FRfRrEE (m/2)
11. 18 7 B EEE PRI IE 1 51& 2 BRIEE

11

3.0



it
AYAERBRTERS S PHERX
B REeENERTSEER
EMEBHEMNERRERERRHN
. 1RIE ICH fEmxt /R Z
FEMEXIME, EAR-AXR
BECRESW#HITIIK, ERETRE
STREAN 0.05%. 0.10%. 0.15%
M 100% EEE—HEPNPLER
BENIWEEY, TBEISHH
ERXRE_HEREBIEBEEBEEZ
HEEFHHATIE. RNINL
&Y 5-8-2,4 ZHEXHBRIVERE
B3 71.6-108.5%, IEEIEENR
2.71-7.95%, LA Agilent 1290 Infinity
Il HDR-DAD ZB D {XfRR A E1EN
FTHKNBIA LUGINEHESE, R
BT LABE RS (96.4—-108.5%) FILEE
FEE (1.44-1.58%) LUBRELRZAR S
RENEGER, RSO PERRE
2D-LC/MS #1734, £ Agilent
MassHunter B95 — 4 & i E 4 58
TEEIE. ERARTIEI BT R AT
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