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BESMNEZNS . AT, NRERTAIF-LERBRBHLEY, ENAFENT
SRR E. RUMEEER,

A EAT BT RE, SFALRRAFRRERSROEHEZER(SPEEARBR,

SPE T RERME SN, HERST. FIH HPLC WIRIE, SPE ATLLER M ME
MER, MEH. MEERTEDHERTRETRYM/SREE N, SPE HEEERTK
/TRERL, WRAHUR D AFIEFE,

BEZ, ERERMTRELNERNFAXZEX,

K% SampliQ R~ MATHI, REFCMETHEREREHGENLEREFNEE
AR AE, RIREXEHNERESHARNEENRSY. EEME R
REARMEREREX,
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Agilent SampliQ X &% A/N/B ERH %

pKa 2-8 pKa >10

G EIAEY

pKa <1 pKa 2-10

pKa 3-10

s LogP <15 LogP>1.3 LogP<15
 §: Samplia SCX F: Samplia WEX
FasbheE R0.1% FERMFEAR B Rz
i B2%PRRKIKER K K
L TR BRI BRI
Ei 2% P& B5% - 10%FEHIKER 5% NH40H
M 1 100% FAEZ BB £0.1%PRNFEAR 100% B
b5l S5
i 2 &5% NHiOHHIFEEA T R0.2% PRI REEARK
SRR St s HEATE SR
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SampliQ Polymer SCX El#HEZRE G S

SURAR @ RN EE R PR F K

BRI (4 ARS 5990-3235CHCN)

515

REFFASRER L PARERRAR 25-30%. FFRUTER
FEA—RFEER, IizRTRRAMEREEH—ZRIKE
K, FHARBREANRGENFEEIERHESERMBLR,

EARIBEABZERF HPLC A FER T PR LR ER TR
HEE.

HmAES

FRE 10 g E2it, AABRZE 100 mL, BEBEENRES 1 24,

BHBENEREBE 250 mL T, B 2 mol/L SR
WG pH A 10, BHERSH 23 3 HET 50 mL BEREELD

&, F 4000 rpm B0 10 S84, EEREHE—MEEEAT,

L ER 5 AF

HPLC &4

Bk ZORBAX Eclipse Plus C18 100 mm x 4.6 mm
35pm (EM4S 959793-902)

TR 1.0 mL/min

HHE. 20 plL

KR - 288 nm

RahiE: BEREBENE-Z5E (73:27)

FR4bEE . 3 mL B
A 3 mL 0.15 mol/L E/KA T 3%k

I
10 mL < 1.0 mL/min

R #1:
2 mL 0.15 mol/L SKAK

T #2:
2 mL BEE/0.15 mol/L E/KAH (3.7)

I #3:
2mL 0.1 mol/L BEAR

I #4:
3mL BEE

R <
5mL 0.5 mol/L §KAR

B 1. ERHHRER I SPE HR
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EE
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A T T T
1 2 3 4 [} ] e
B 2. 100 pg/kg WMARERHERYHEEE (1. ER ; 2 BHR )
A=L] ARIRE ] % RSD
(ng/ka) (%) (n = 6)
SHER 25 98.6 3.99
50 99.4 3.24
100 95.9 327
BER 25 99.0 2.38
50 921 490
100 93.0 379
& 1. ERTHHER T SPE # A ENG EFIERTE /472 (RSD)
TTEER

Agilent SampliQ SCX, 3 mL, 60 mg. &S 5982-3236.

Agilent ZORBAX Eclipse Plus C18 LC i, 100 mm x 2.1 mm,
3.5 um. #BES 959793-902.

Agilent 0.45 pm JEfE, F4S 5185-5836.
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A Agilent 7890A/5975 GC/MSD F1#TEY Aglient J&W DB-5ms i 5 514 & 1%
F SampliQ SCX /MED T R RYRE =B FAL (1 AR5 5990-3282EN)

i HEHE

BT RATEENEMIIATH R = RERLE GC/MS %,

TR, SERFIMHEREZT SampliQ SCX SPE VAL LIREY -
BEINTEMNE, BERAHHE Aglient JAW DB-5ms BEEMHEIEE, — Aaml TN B 5 4. iﬁﬁfé;ﬁ%, #8715 ﬁs% Jx 229/t
A% EI B GC/MS, BUEEE TR/ 2134 (SIM/scan) 48 NZIRH. ST TAA SIS mL. 4000 rpm B 1 58,
REEXHTHR.

1 FRAME / .
ﬂ(%&%ﬁ: 3 mL BEE/5 mL 7k
SHEEES
- Agilent 7890A/5975C AR R/#EL i

Agilent 7683 B B {RiHHEES 5mlL 445 LF
=i ze Agilent J&W DB-5ms BE S B EIEH,
30 m x 0.25 mm, 0.25 pm (¥F4-5 122-553201)
HEORE: EPC, #i/A4#NO: 250 °C Ek.
HEE: 1uL, #iFEE 3:1 3mL7k/3 mL BEE
#HR: £5, \EREX, 1.3ml/min
FiEtER: 75 °C (1 min); K1 30 °C/min FHEZ 300 °C (2 min)
R 290 °C HERs -
3mL & 5% SKHFEAR
R
ik El, SIM/scan
AFIER - 4.2 min AR
MS B BFE 230°C, MARHF: 150°C 50 °C N, iF
AHEER DFEEE (40 -450 amu)
SIM &K BF (342,327%,171,99) .
ERET £ ~
= i1 600 pL MEAE, 200 L BSTFA, 70 °C f&i8 30 £%h

H1. #RtEaErEs
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Abundance

1000000 3B
800000 _ "
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400000 _A
200000
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Time
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4.50 5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00

B2 ZBEEH GC/MS SIM EB(3A: F4 SPEAIE ; 3B, #13SPERE, 3C, t/kdm)

5.00e+005

1. IR A B F A E DT

HER

’ : ; S 5982-3236.

Concentration
Agilent J&W DB-5ms B E1EHSHEE L,

B3 ZRE %

Agilent SampliQ SCX SPE /M, 60 mg, 3 mL.

30 m x 0.25 mm, 0.25 pm. &S 122-553201.

B IFRRE Bl & RSD (%)
Respanse ] SEER ey (mg/q) (%) )
1.00e+006; =RER 0.080 82.1 2.04

1 triTMS 0.800 828 4.88

1 1,600 808 358

MEEEXBTENNBIRE . 1B % www.agilent.com/chem/cn M5 E # 5990-3282EN
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BIREE BE R A REFENRAE DR SR =BRER%EY
(41 KRS 5989-9950EN)

el SPE B
FIBRE T3 Agilent 6410 ZE REIARAT LC/MS REE
ATNEANRPZRERNRES . FIRNHKAFAR
FERH™ R SampliQ SCX /MEFH{ TR BRI EIHHZEER (SPE) B A5 1% 5 L FEER 6 mL 7k SampliQ SCX /MK

7
£
#Hﬂ
.
s /A

BRI,

[ P
B
L EE 5 AF
.

B Agilent ZORBAX 300-SCX f&i#, 2.1 mm x 150 mm,
5 um (E5{4S 883700-704)

HEE: 10 pL

T 0.2 mL/min i 5 mL 5% Sok/FERRK

iR 40°C

ikl 10 mM B§B$%/ 28 pH 3.0, B: Z#5, AB=20:80

ELERTE 10 min AR
FRER 1 LRSS

R RS

Agilent 6410A =& HEEMUARAT LC/MS

EE'}%’ :gf st B 1 #BHETETER

EUR: as

BFHERE: 4,000V

FRSBE: 350 °C

FREFE: 9 L/min

BREEN: 40 psi

PWE. Q1 (unit) Q3 (unit)

1



x102

2% =5.00; SNR (7.087min) = 16.2

1 7.087 1

& =5.00; SNR (7.119min) = 23.6

7.119

0.5 1 1.5 2 2.5 3 3.5 4 45 5 5.5 6 6.5 7 7.5 8 8.5 9 95 10
WARL Vs S EERFiE] (min)

B 2. K RERFIE 1ppb = F A AN EmAINE

R = 50 ppb R = 80 ppb TER

(n=3) (n=3)

Agilent SampliQ SCX R A& ¥BEHZERVIME, 150 mg, 6 mL.
R4S 5982-3267.
RFCEETERE, 0.2 pm. 345 5064-8222.

Agilent ZORBAX 300-SCX &iff#E, 2.1 mm x 150 mm, 5 pm.
#3445 883700-704.

K (%) 834 625
HHAHRAERE (%) 278 1.02

B 1. O = AT BT GG EIIG 3 — A0 50 ppb F180 ppb = AT BEHT /A BRI EINL
X, IMFEit B ER K 83.49%F0 62.5%. RSD INF 3%,

N

MEXNTBHNFARE . 155 % www.agilent.com/chem/cn M5 ZE #; 5990-3282EN
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A Agilent SampliQ 54 SCX EfHZ K
0 Agilent 1200 &3 HPLC/UV &N E
MHABEPHN=BEEZEY (LRSS 5990-3365EN)

Bl EiEERER
B TRNDMINSER=RERNTE, REPEEAEKRIE
MR HPLC/UV . Hatl&XAREMREEAE Tk H4NE .
Wi, B HPLC/UV BT EFIE, 3 mL SR mL
== 3
10 mL #RAH
{388
R R G
A Agilent 1200 7 3IiKAR &I ZREFEFIR TR HER
22 Agilent ZORBAX SB-C8 AR EEHE 250 mm x 4.6 mm,
5 um E3{4S 880975-906)
TR 1.0 mL/min
Hig: 40°C
KKK 240 nm
HEE: 20 pL
ikl ZFE-& i (15:85) oz‘stm S
i 10 mmol/L 1B, 10 mmol EASTRERM, 6 ml & S%SKMFRRR
pH 3.0
BENE. £
N J SWTFERARHAER

B1. PHSES=REMREEERTER

13



>nm

2.080

[11
P
7,662 Pﬂm
&

2243

B 3. 2 mg/kg IFRRIAGE HEd EEE
TS &
LAy ERSER EEEN (*:gﬁ/pfg) RS
— - 0 Agilent SampliQ SCX X&) SPE /M, 60 mg, 3 mL.
- ' ' ' &S 5982-3236.
1 RRRHRURRSLR Agilent ZORBAX SB-C8 & &iE, 250 mm x 4.6 mm, 5 ym.
R4S 880975-906.
MARIKE Bl RSD
tah & (mg/kg) (%) (%)
=RER ik 2 845 2.83
5 85.3 2.56
10 86.7 1.18
BE 2 952 3.00
93.0 2.01
10 95.7 2.89

2. A Agilent SampliQ SCX EIEZEBUR{IMHIGER G = EMBHI BN EFERTT R E

NEEEXRTBNNARE . 155 % www.agilent.com/chem/cn M5 E # 5990-3365EN
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F Agilent 1120 —&TURABEIELH 1200 50 BED BIRE
MK SampliQ SCX Bt ZEU)\EE =73 1Y)

RIABIERR
P=RE K&

O
AA

(41 KRS 5989-9949EN)

—_

51

ZRERSMEATLRUFER, BRCEU—MERHagERT

REEESRMAXEARYE. BEESHNZREARXTENES,

M=REARMKRACEREE, TEMWAERR, ERKHEEES
WA RPH=RERN, TUREERERERNT (BEQ
[T, HEZEFORERR) .

LERs 1

B 1120 — U 1200 AR RIESUHTE MM S SRA &I 2T
- SRR Agilent 1120 —X IR RS (WERSH), BFifE, 8
AT TR A MES (VWD) EETF 1200 7 5IMLESARER S

« EZChrom Elite Compact 2U##5{ ChemStation 2X{4 (B.04.01 Rl E &I

=i re Agilent ZORBAX SB-C8 g &ik#t (R Agilent
ZORBAX Rx-C8), 4.6 mm x 250 mm, 5 um
(BRS. 880975-906)

Zi 10 mM 4715, 10 mM EEBEEH, pH 3.0

TREHE: 92:8 . 2k

TRIE: 1.5 mL/min

HEE: 20 pL

R 30°C

TR - 240 nm

TR : 20 min

FEmH&

TR, k. PhEk. AOEMANgERER .

« FREX 2 + 0.01 g BB 50 mL BOEH, IIN 15 mL & 5%=
SZBAKRRIMSmL 28, =F=

< 87 10 min, AGIEEREEERESHELES 10 min. 4000 rpm,

il 10 min
- 4 5% ZSCBIKRRTIEHRERER, REELERIER—
25 mLREMT, AS5%=SZHBERE 25 mL

< %8 5 mL REUAREBE - MEERER, KA 5.0 mL 4k,
RIEMERS

15

FNEE. PRI R R

« FREL 2 + 0.01 g K, 0 8~12¢ BRI EMERN—EBHE, K
#BE) 50 mL BLER

A5 mL =R ZEKBRERMESRS 3 &k, FkikEBE 50 mL
BOE], KRMASmL 2

- R, RESRER

-MRERESEREMEN, EEERERZE, AS 5% =S8
KB EZ A AA R TR R BRI Bt e

SPE BF

SH5mLEEE, KEA 6 mLARAEEBERIME

LR EERZTEM/ME , 5 mL7kIEE 5 mL BEES%

HEETRME, AER 5mL & 5%E/kH REA TR

50 °C @SN

B 1.0 mLiREHAEEA, RHE 1 min, 0.2 ym F4EZIEREEHES 5064-8222)
A — N IR G R

B 1. il = R AR EEE R B



|
N
2
|

3
>

—_
ol o o1l = O N o C

Lo b b oo oo b

N

o

o

—_

6 8 10 12 14 16 18 min

-

B2 A: 20 pg/mL ZEEEHRHEG . B: SampliQ SCX EIEZEREIABTE R A BE . =EEBRERE 14.2 min

MBEERR

TRONARE

HES

Agilent SampliQ SCX E4BZEEVIME, 3 mL, 60 mg.
ER4S 5982-3236.

Agilent SampliQ SCX EHZERUIME, 6 mL, 150 mg.
Eh4S 5982-3267.

Agilent ZORBAX SB-C8 84 (B] Agilent ZORBAX Rx-C8),
4.6 mm x 250 mm, 5 pm. EBS 880975-906.

155 % www.agilent.com/chem/cn M5 &+ 5989-9949EN
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MERERY TR RS, A8, REEWNERSEHNHIERR.
R, SRENFER (RECHWWERKER) BEENEY. A, BE, BHEE

hE, e EEENKERE

AR5 R —ERIAA TR R A R LR,

17



F SampliQ OPT E#EEE-REEEENEEE (#l6) PR
(£ kS 5990-3845CHCN)

515 EiEERER
HEE—MENNERANF, NRKPBESHATHELSSHALRERE
R, HSERMEN AR AR T B AR D S —
RE, AU TEHRZERNSRREEA, BFREFNES S

/BB 16 FiME. .
A5 mLkEE

5 mLIREW) (HHEF069&MA)

LR AF

B 5 mL & 30%FERR k%
TRAREER S
B ZFE{L ZORBAX Eclipse Plus C18 LC ik,
250 mm x 4.6 mm, 5 pm, (¥B4S. 959990-902) 1 6 mL BEER
b 1.0 mL/min
HEE: 5L
iR 18°C Tig, BRESR
HMiRAK . 230 nm
FEhHE: K- Z BB
RHE) (54h) % 7k % ZfE
0 70 30
10 65 35
23 50 50
30 20 80 B 1. BHFHER SPE 1B E
. /
Er
1.7REN200 R#IER , A%, HEES . BHEEP18°CT
R
2801 g WRER (BHR0.019) , E10 mL BRES LA,
N5 mL BEE
3.iRHE1 2%h

4. KR TBAERE 10 4

5.4000 r/min HETED S5 2%, B3 mL LiER
6. EFEHAED . 40°C U THESRT

7. A5 mL & 5% BEMNAER

18



Norm 1 M=E 5 RESKER 9 R-KM 13 M~ EE
2 SRR 6 fEtbki 10 BERE KR 14 BEERTTROTS
25 3 ST 7 HEEKN 11 BSERS AR 15 FEEM
4 B 8 BfRthEEE 12 ERERSRAIIL 16 BEER
2 2 4
3 12 15
6 14
9 5 °7
1
1
05 ]
0
05 T —
5 75

B 2. 5502 mg/kg BEHREAH R EEE

MERRE (mg/kg) RSD (n = 6, %)
W=z 2 100.4 2.2
SHERH 2 89.4 38
SR 2 85.3 6.7
SRR 2 825 72
RESWHLRE 2 83.2 8.3
ik SN 2 88.3 8.9
HZEAAR 2 79.1 43
EREAR R R(E 2 86.7 8.4
3= IR 2 78.0 6.6
S AN 2 86.9 73
FRER S FTHOHA 2 873 6.8
ERERSRIIHA 2 76.7 77
I — 2 2 78.7 42
EREATTAY#A 2 82.8 6.9
REEH 2 82.9 34
i3] 2 76.2 6.4
% 1.406 s E G RE EI E FART R R
THEER
Agilent OPT Polymer Box, 30 x 6 mL ZEUE, 150 mg.

=
2

RBEXRTE

IR AR &

155 3% www.agilent.com/chem/cn M52 % 5990-3845CHCN
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#3445 5982-3067.

Agilent ZORBAX Eclipse Plus C18 LC &4, 250 mm x 4.6 mm,

5 pm. E4S 95990-902.

Agilent PTFE 0.45 pm £ i HH= 3228, E54S 5185-5836.




ERZERMSRURMEENESAPHMNIAER (HhRS 5989-9735EN)

515

F&T7T—HAERAUEGASDE 7 R EEREY (ZRRLHK
% 1EZ MRE. XFESEZR. £2EZ. BELEZES
BF) WAE. XM EPEREEZERM HPLC/UY &, 5%
ERERER A EE—E,

1L B85 1

RGN RS
&g, Agilent ZORBAX SB-C8 {RtAfiL#E,
250 mm x 4.6 mm, 5 ym, (445 880975-906)
IR 1.5 mL/min
Hig: 30°C
HHEE: 100 pL
WK - 350 nm
ikl BB ZFE-10 mM TFA ST, HREEHERG
FFiE (53%h) % FEz % ZHE % 10 mM TFA
0 1 4 95
75 6 24 70
135 7 28 65
15 1 4 95
. J

20

B8 EHE RERF

FRALIE -
5 mL g

R .
5mL 10 mM TFA (pH = 2.16)

.
10 mL#& , EE 1 mL/min

&t
3 mL TFA & (pH = 4.5)

B -
8 mL 10 mM EERH FEEAR

1. DFEEBERERF



g 1 ZRERMmRE
218%
14 3 W&
LERESER
05 5 &EFR
. 6 FFELER
3 1BNBER
" 1 2 3 4 6
g 2 - S 5 i
-1+ ~ e § o = - -

5983

]
o b b e ANA

Ll
O
~ -
0 -4
© -
3
5
=
2

B 2. 50 pg/kg IEFIG R FE R SR

tam IeRIRE % RSD
(ng/kg) (%) (%)
— HBRMIRE 50 87.6 413
100 80.8 5.68
200 81.3 419
1EZ 50 68.8 6.49
100 63.0 4.87
200 59.4 4.35
MifZx 50 81.0 4.46
100 70.0 3.47
200 72.3 4.38
<HEEEZ 50 92.0 2.06
100 94.8 3.78
200 92.9 1.92
£EZ 50 93.3 3.16
100 92.4 4.01
200 87.7 2.54
FiETEZ 50 93.3 2.89
100 91.9 2.51
200 86.6 3.39
BHEZ 50 95.6 4.38
100 96.4 1.00
200 92.0 3.02
# 1. EHEEIUGHR R I BT
1TafE B
Agilent SampliQ OPT E#HZ£E/ME, 60 mg 3 mL.
R 442 5982-30360.
Agilent ZORBAX SB-C8 8 &i#, 250 mm x 4.6 mm, 5 pm.
R 442 880975-906.

2

NFEEEXRTBNNARE . 155 % www.agilent.com/chem/cn M5 E # 5989-9735EN
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515

FAEIE =B AR 8 38 8 Bk BUE 7 E A 9 P Y BRBR 251)
(i FRS 5990-3713CHCN)

MmHE

F Agilent SampliQ BEEEPARE F35# (SCX) MEREEZEE, 3F 81 mL 2BEF9HA 20 pL 45%FERKAR (BEH 10 mL
SiEERT 9 RESREEAY (RRETEW, BREE. Bk 90%BERM 10 mLAEAMES), MEEAMER. AEEED
BRI TARRFREMAVE. ERRE M. MR FREWE, EERFEnE,.  HR7ES000 rpm H 10 % (Eppendorf 5810R 15 amp,
MRS — A NE ) HTIREL. A Agilent 6410 =& Westbury, NY), RTAZE 3500 rpm Bl 20 £, BH—E 2 L
BEMRAT LC/MS-MS RGBT THBMNE. REE  F (BN, MEE Samplia SCX /MEL,
2B XA Agilent ZORBAX Eclipse Plus &ig#(C18, 3.0 mm x

50 mm, 1.8 ym), 3 0.1% BB/ ZBHELAR.

B 1. SPE kel

FshiE .
2mL & 0.1% PR FEAR

T .
2 mL & 2% FEHAEH

N
% 5 mL FlEM 2R THREI MEE] SPE MEL

i1
2 mL & 5% FEMKAR

i 2
1mL 0.5 M HCI

i 3:
2 mL & 20% FEEMKAR

R -
25 mL & 5% KM EEAR

B BB R

5mL &RE4H, F 45% BEIRES /MR ;
By, FE—FRELE ISR )

HETTIE 3 o4

ETTFE1 o4

22



1851

RHEELRE SRR
4 . . (ng/mL)
it Agilent ZORBAX Eclipse Plus C18, 3.0 x 50 mm, -
1.8 um (BHE 959941-302) TR 5 : :
TR 0.42 mL/min AR 150 32; 2171
HR: 35°C 10 83.2 47
0 10 84.8 06
ikl A K/ZBE(9:1)8 01% BB = 1
B: ZFE w/ 0.1% BB W= 150 333 ;15
TR 8 3%k B REETR 5 78.4 70
RIBTRTIE : 3 S 10 945 5.3
B FiE 0 35 8 TR 5 76.3 6.2
%B 0 0 65 10 86.9 22
TERR SN 5 78.3 9.4
HREEFREN 10 843 6.0
SIEBE 350 °C TR PR 5 74.0 43
10 87.7 6.4
SHTRE 12 L/min
o . B 0 5 75.4 3.1
TRES 40 psi = 10 82.5 5.4
EHE 4,000V

B 1. ZBRFER 9 FEIYA O E G R B

x102 +TICMRM (**- **) 5ngml_std_v5_r3.d

-

112 314
gg 3a: 5 ng/mL #RHE
0.4
0.2 A
2 M_A AN

%102 +TICMRM (**— ") 5ngml_spe_v3_r3.d
i i et

-

I il k 3b: 5 ng/mL 40

B 2. EITRRAE , HF MRS EI TR S B F B (3a); (3b)FTEFME ng/mL, HIGEITIEIA SPE %L ; (3c)4BEH

ooco
oM o

EER

Agilent SampliQ SCX X&) SPE /M, 60 mg, 3 mL. #FS
5982-3236.

Agilent ZORBAX Eclipse Plus C18 & &ili#E, 3.0 mm x 50 mm,
1.8 pm. #BHS 959941-302.

NEEEXRTENNARE . 5% % www.agilent.com/chem/cn M Z# 5990-3713CHCN
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FZ3E SampliQ OPT EARZERARMEEERBERL INEEETHNEER.

51E

AALEMANER

(k&5 5990-3615CHCN)

BIT-HMERNEEZEFRHESEER(CAP). AXER(FHMBEMBER(TAPZRBNAEFHITTHEFEE, FMAR/ RZERM
E#8%E (SPE) #ifk, BiAGit - BREHERBRILE (LC-ESI-MS/MS) AiEFERMKEN (MRM) BXEE., BREX-D51EA
WiR, ZHEZWIE, TRETESH. RENTELER,

HmlE

FEEHELS g BE(+0.05g) , BT 50 mL BOEH

BN 0.5 mL WARAT (50 ng/mL EBE-D5KATR) , RIEES 1 94

MANSmLK, RIERE 3 S

MAN5mL ZEAZEE , #RIES5 H4h

3200 rpm Bl 5 90, B LEFVIEEBE

H—MAER

BHEEBRNENE (814mL) |, 50 °C TAESKT

5mL/KA#E , RIERA 3 2%, BFE 204

B1. HatlE- BETREFELN W0/ BER

HEZHT SPE

Bl =R

3mL BEEEL
5 mL Milli-Q 7k £

E#smLIERE CREAENERHE, 25mLx2) ,
itHSEENREETIME

FA 5 mL x 2 kiR RERINE
HET 3N, BTk, BREEHETE

A 5mL2:8 ZERZER/FE (25 mL x 2) Rt

50 °C THF, F05mL20:80 ZBE/7kER , RIERA 30, BF 20

3200 rpm Bl 2 340, #BE 2 mL BHBHREREDE

B 2. taig i — ZAEE SampliQ EIEEE

B F M
AR EERS BE .
=i ye Agilent ZORBAX Eclipse Plus 150 mm x 2.1 mm,
5 um (R4S 959701-906)
TE: 0.3 mL/min
TR 30°C
HHE. 20 pL
et pH 85 7k(A), ZF(B)

B8] %k #IE (mL/min)
0 20 0.3
05 20 0.3
6.0 80 0.3
6.01 100 05
6.50 100 05
6.51 20 0.3
7.00 =ik

24




m; MRM (355.8 & 185.0)
1
5 s -
N Florfenicol
3
2
14 i
i
MRM (354.0 & 184.9)
1
¥ ““ Thiamphenicol
8
4
24 mn | \
[
""1: 1 MRM (325.9 & 156.8)
EDEE
‘2: Chloramphenicol-Dg
07
03
025
=0 !
. MRM (320.9 & 152.0)
: sia  Chloramphenicol
2
14

o2 o4 ok o8 1 % 14 1k 3 b 2% 24 2k 2% 4 o2 a3 ak ah 4 4% 4d 4B 48 4 s2 s ose oS3 b a2 ed ek 8
Lounts vz, Acquisiian Time {min]

B 3.0.2 ng/g IiREEERYRI EE R

MR EME RS (%) TTIER
WA (ng/g BE) (%) n=6
5.00 98.88 0.87 5982-3036.
20.00 107.32 0.46
AEER 0.10 100.67 9.77 Agilent ZORBAX Eclipse Plus &8 &if#,
5.00 100.28 2.84 150 mm x 2.1 mm, 5 pm. £35S 959701-906.
20.00 107.49 2.55
FMEZ 1.00 76.00 439
5.00 74.89 2.34
20.00 89.81 383

FEBEET 4K
x2. MR EPIEFEN SN LIS ERET

2

NMEEEXBTENNBIRE . 1B % www.agilent.com/chem/cn M5 E$ 5990-3615CHCN
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SRRHEBE(HPLC/UV) NS AR E-BRERRRELNEATEER
2 E(H RS 5990-3364EN)

i}

El

BERE ZHNATRTINERNTERES M. AXEHT
Agilent ZORBAX Eclipse Plus C18 (100 mm x 2.1 mm, 3.5 pm)
RAHAR BRI R A SPE M (Agilent SampliQ 3l FERALE
OPTATFEESZREBENMEAAR. REXBHNSPERRHA
HPLC/MS/MS #4T T,

EHERER

3mL & 0.1% BRIk AR P&

E#1omL (5¢REUER)  (&EFR 20 mL)

R

TR RS
hk TRsrh
it Agilent ZORBAX Eclipse Plus AR it 2mL & 0.1%FERHKER AR
2.1 mmx 100 mm, 35 pm (EBS 959793-902)
R 0.6 mL/min
AR A /10 mM B B: Z1K 2 mL pH 8.5 BB MR
IE{THTIE): 12 min
JRIETT: 3 min
HiR: 30°C N
L ZHE
g3 B 10 L 3 mL ZHgRE
BREE Rt ] %B
0 2
12 2 e s
20 10 Fig, RYWER, Rk
6.0 30
8.0 40
85 80
};g 30 B 1. Agilent SampliQ OPT BIHZERENPHEEE
~ Y,
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SR

%109+ TIC MAM (462.00000, 335.00000, 402.00000, 470.00000 ... -» =] MEATLOQ4A1.d

N 2|3 3|4 415 5
: 810 2a:1ng/g A
! i
i el ; 1. AT 4 ST
) o 6 2LEBR 5. RREM
L H o2 : 3. W 6. MEAEH
04 A O
%103 + TIC MRM (462.00000, 335.00000, 402.00000, 470.00000 ... -» ™) callngB.d
12 2|3 34 415
“ 2b: 1 ng/g ¥Rk
3,
21 12 , 1. AT 4. ST
1 5063 9314 6164 6 2. 5B% 5. FRAEM
| 7310 3. KWEH 6. MEFEH
0 FAR

B 2. 1ng/g MR ERRZTIRERFIEERRG (2a), WEHRERRAEEZERERIM ng/g bR EZE

p
EEZOE
110.0
90.0
- 70.0 +
B
= 50.0
[EL
30.0
10.0
W& F bk FBZ FUFH ST EREH WS
[ 1ng/g W 20 ng/g
B 3. WEERYHE 1.0 ng F120 ng EBEMIEINFHHER
ITHER

el

Agilent SampliQ OPT R &¥IEHZERIXH, 150 mg, 6 mL.
#1445 5982-3067.

REREFR TR, 13 mm, 45 ym PTFE. 5445 5185-5836.

Agilent ZORBAX Eclipse Plus LC &i&#E, 2.1 mm x 100 mm, 3.5
pm. EB4E 959793-902.

NEEEXRTBNNARE . 155 % www.agilent.com/chem/cn M5 E # 5990-3364EN
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RAHEIE- SRS ARAR T4 F E5AE N R RGN
(KRS 5990-3816CHCN)

HE

BiaeRAE I BB RL B AR AR RN RMZMAL TN 10 MEE%E, QFE_FRNTE. 018X, ZANKFE. MR
%. ZN&EX. ZPELEX. $8F. FH1IEE. SENENLIER. RECEHRZERHEFMRIE Agilent ZORBAX RX C8 column
(5 pm, 150 mm x 2.1 mm)BEEER G EPHAB FHANEENSE. SASHRMURNTF 0.5 E 10.0 pg/kg ZE, EER(L0Q) M
50 pg/kg. MR ERMZASERER 5 X 1000 pg/kg. SEIKERTE 76.4% Z 101% 28, HBMHRAERZERSD, n = 6) M 8.4%.

1L EE 7R AF

EHERER

28

HPLC
=iy ZORBAX RX-C8, 2.1 mm x 150 mm, 5 ym
(S 883700-906) 5 AR (FIZ 001 9) F50 SFELEES , BT 01 M/L
IR 0.3 mL/min Na,EDTA-Mcllvaine i, EHZE 50 2
ikl A:7k/0.1% BE B: BEE
B 0-10 min, B MMs% 2] 5310%
10-12 min, B A 30% % 40% ROV s mA =
125-18 min. B 65% RIEES 1 A4, RGBSR PBE 10 28
18.5-25 min, B 95%
25.5 min, B 5.0%
REATRIIEL: 28 min BREBEBE 50 BAERRBOEDHSNE0°C~4°C
JRIETTHTE 5 min
Hig: 30°C
PR . 5L
e ' BRI 15°C T, 5000 r/min B0 10 55h
RS
BFR HBE
BFUERS EBTER FAbuEELRTR
FRRBE 350 °C
TR oL/mn B 10 ZFHEEGR (T 19 #@), EARER
= poE . 10 EFHREUR (T 19 #m), EAKEEL Samplia
BBEN 45 psi OPT REIABZEANKE (RDI4S 5982-3036), REHEH—E
EMEHE 4000 V
& il g i
fLa & ﬁﬁﬁﬁw, BRY BT HRRER ﬁ,ﬁ?ﬂ HETERRE Fﬁzﬁz‘ﬂﬁﬁﬁsm; JKE pH 4.5 FEREEERA
ZHBEmTE 120 458 352 35 REEFFARLHN
441 20 858
ZRIEZ 120 445 410 20
427 10 8.60 E20kPa RET , HEIHZERE 5 4
ZEMIHE 120 461 426 20
444 15 9.47
MIRE 120 445 410 20 ; — i E R T
127 1 0.90 A 10 mL & 10 mmol Z ZERHY B ESA R
1EZ 120 461 426 20
443 10 9.95
£BEELEZ 120 465 430 25 WEEERR . 40 °C TRERET
448 15 11.25
E0SEER 120 479 444 22
462 15 11.59 R
e 0 79 ) ” A1 mL BV SR A R R
462 15 12.95
RHELEE 120 443 381 25
426 15 13.98 A 0.45 ym BOIRREETE  PAEIERE
SEHE 120 445 154 30
L 428 15 1408 |

B 1. (L SampliQ OPT EIHEERME N F1EREEE



%105
24
2.2+

2
1.8+
1.6
1.4+
1.2+

0.8
0.6+
0.4+
0.2+

+TIC MRM (** = **) chaxiangsihuansu_01.d

A 4-EREMFE

5
x10 1

+TIC MRM (** - **) sihuansu_01.d

B MiRE

\

T T T T T T
0 11 12 13

14

T T
15 16

17

Counts vs. acquisition time (min)

T
22 2

T T T T
3 24 25 26

T
27

B 1. B ER e EE IR F A EEE

Sy ok ]y RSD % RSD % 4ok E i RSD % RSD %
(i 50 ppb n=6) ({5 SMmkEZ n=6) (BFtt n=6) (K. 100 ppb n=6) ({5 SMmkE n=6) (BFtt n=6)

ZHREHE 96.5 49 2.1 101.4 16 1.0
EEMIRE 89.2 3.8 15 96.3 16 0.9
E6TEE 84.4 5.4 13 88.2 0.9 06
7 86.1 25 1.2 90.7 1.1 12
18% 776 38 16 825 12 0.9
*HESER 79.2 2.0 3.1 84.7 0.9 06
EHEER 76.4 55 5.4 84.3 1.1 05
®EX 943 45 15 100.9 18 1.1
FEIEZ 86.3 1.0 1.9 91.2 12 08
BHEER 78.7 3.6 6.7 82.4 1.0 0.8
%3 FEFEH R ENEEEE

BEER

Agilent SampliQ OPT REYIEHEZEUME, 60 mg, 3 mL. 5 5982-3036.

Agilent ZORBAX Rx-C8 LC &if#, 2.1 mm x 150 mm, 5 pm. &F{4S 883700-906.

MEEEXB BN AIRE . 5% % www.agilent.com/chem/cn M5 E$ 5990-3816CHCN
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A Z £ SampliQ SCX BB 2B Rk A8 2 15/ 28 B ik Bk AR A M8 A
i) B2-# s (H k= 5990-4180CHCN)

B B ERERF
B2-HHFRT ZRAFREAET P —MIEEERRHF, FE
RENTEEHHREAARNPLERREN B -H3H (ReH
%), AEARERATRECAANEHEMEEER (SPE)
FERFRBARERARHN B -HBFH, FEA LC-MS/MS H1T
o,

3ml %k

T
N%E%ﬁ: 5 mL JE PR
AR R S .
i . L ZORBAX Eclipse Plus C18 fi#E | 'ZH%LA;(
50 X 2.1 mm, 1.8 pm (S 959741-906) mL.7
TR - 0.4 mL/min
e . 40°C it B:
HEE 5L 2 mL 2% FBERKAR
RahE - K (01%BEERB+2mM 2Bk, A) |
ZH (0.1%F®&, B)
BE . EHE (%) %A %B H
0 % 10 5 mL 5% SR FEAR
05 90 10
18 20 80 oo g
5 %0 10 40 °C BERF
35 90 10
. J

BT 1 mL0.1% FEMIK/ZH (90:10) &k

B 1. B EEFRE EEE T
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SR

102 +ESIMRM Frag=100.0v CID@20.0 (226.1 -> 152.1) beta-agonistpork16.d Smooth
|-i, 2fs
084 1)

5 A At H

0441

029 |
i /

102 +ESIMRM Frag=100.0v CID@E"™ (240.1 -> 1481} beta-agonist-pork18.d Smoath
i oft

084 H

o) BT BREE
| |

024| j

\

102 +ESIMRM Frag=100.0v CID@"™ (277.0-> 203.0) bela-agonist-poik18.d Smeoth
191

08| ; ‘? AN
08| | FE | tl:#g
044 KA
024
[ 2202 262
ol
102 +ESIMAM Frag=100.0v CID@" (3451 -> 148.1) bela-agonistpork16.d Smocth
13
|
on{ =
o EEEEEY
04
02
0 . - L . al —— -
01 02 03 04 05 06 07 08 08 1 11 12 13 14 15 18 17 18 18 2 21 22 23 24 25 26 27 28 28 3 31 32 33 24
Caunts (%) vs. Acquisiion Time {min
B 2. 10t7 1.0 ng/g 9% Wi ZEEYR B E
s o~
R BER
(ng/g %5) . . N S
proemymy 05 887 54 Agilent SamliQ SCX RA&Y/ME, 50 x 3 mL ZERE,
1 98.0 72 60 mg. EB{4+S 5982-3236.
2 100.8 5.9
T 05 1005 18 Agilent ZORBAX Eclipse Plus C18 LC &il#E, 50 mm x 2.1 mm,
1 92.9 21 1.8 um. EBHS 959741-906.
2 97.4 39
ROHS 05 823 5.0
1 915 6.3
2 90.6 43
BEES 05 85.1 19
1 83.0 4.0
2 71.9 25

% 1. REZHER SampliQ SCX H{TEIRZERBEAF £2- 550 7IRI BN EFETLE
(BB 5982-3236), FHIEUGZE 90%, FIHERIEFElRE 4.4%

2

NEEEXRTENNARE . 155 % www.agilent.com/chem/cn M & 5990-4180CHCN
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{ A Agilent SampliQ QUEChERS R FI & I M it iz
FHRILRLE

Agilent SampliQ QuEChERS X #I& X B QuEChERS 773%, fiidie, H&MEFRENE, 55
'© QUEChERS IREURXFIEARRE . SampliQ MR ME A MEER KBEF, H7 UIRRIR
B QUEChERS 27, ABER T IMEEBCIRMEBRERS,

B, BT QUECHERS X7 E#B=2 Agilent SampliQ &%) SPE = 95K 5 . SampliQ SPE /= f7E
EEAFHIEH BB T 150-9001 t0f, EFEMBFNRATURENEEMN. BEFM
HEMNFERFERENSRESH RS, USHKRELEAR, BHE.
www.agilent.com/chem/SampliQ:cn,

MEWE QUEChERS A ERIERFEBWM, 1EiHi.
www.agilent.com/chem/quechersdemo

KBMEARENR ML ITKEE LE#
Agilent SampliQ SPE /= :
www.agilent.com/chem/SampliQ:cn

ZHEERRRERNBRITR.
www.agilent.com/chem/foodsafety:cn

ERGHNRERT AL

www.agilent.com/chem/contactus:cn

ZREAEFRE L
%L 800-820-3278
400-820-3278 (FH.EAF)

BREIAN:
customer-cn@agilent.com
www.agilent.com/chem/store
ZHEERRKF:
http://www.Isca-china.com.cn/university

EEREYROER. BT, IATE. EREESHERRERER.

EARTAR. 010-64397370

© RIFEAHE (PE) BHRAT,

0 ARG 010-64397504

5990-4917CHCN 010-64397385

Agilent Technologies



