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HE

XY ABEREFHRNZaNHARN, ABT—F#FA QUEChERS 44
HPLC-ESI-MS/MS £ ARBHIMZKRF 21 MEMERKBATRINGE. 8%
BE 1% ZERNZEXF@EITEER, AREMBRENTFETER C18 ki
Fi#1T410. {ER Agilent Infinity UHPLC 1290 & 4:1E C18 it L9 BFh
BHAR, HERLREN ESI-=ZEMERATRIZBNESZ RN (MRM) 3
THTHM, RAERTEIMFIERER EZHITEED . X FRMAIFESR.
. BE. aENBTER, B 21 MUEEYI9RIMEH 0.10-1000 pg/L
SEEA 2-3 NMIERMNCHEL TR, HXAMET 099, ZHENKH
FE (LOD) F1EEPR (LOQ) S3I7E 0.020 pg/kg—6.0 pg/kg 1 0.10 pg/kg-
15.0 pg/kg ZiEle FFREHREY, TIIMIFEIREE 73.0%-111.0% B
BERN, BEMRERE (RSDs, n=6) 7 3.0%—17.2% BSEER. %5
AR, BB, BN, RYEER, FEXKRAXEEYE KA TR
EEK,
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EYEKIATR (PGRs) BEEREMMLEY, HEW
FEIBINEES AR BB ERM. TI1T8EE
HREYIIE . (RHEYARSHNERKUKIRSE
YEEMREsmAEXRER. B, BINEr 2K
BFRIEd, BE, FRZEBNERTIEFER
XLE PGRs, FIRESHEREM/KRF PGRs HEEF S,
MMaIBEEBN A EER, Bai, FZERNERRERE
SIEMRREN, MET ZMKRHHELE PGRs WRASR
FEEIRE (MRLs)e MEBEEMEARZSHFEKERT
EERBH. MEFRFEAINSFAEI MRLs 937 0.02. 0.01
0.01 mg/kgl?, B 7% 78 I #7151 Bis B9 MRL BR 1l 79
0.02 mg/kgl®l; FEBEHEDIMARAN MRL R &K
0.05 mg/kg, HRELKR (WERMHE) HF24-DBY
MRL BE%I 0.01 mg/kgll, EHtt, F.k—FER&H
EREMAEX R RPHXLE PGRs BB EXEE,

R ARIRERA LC/MS & ELISA. GC f LC Ff%
S5 EFKNE PGRs HBB-7, AT PGRs M%RZ,
UFEEMERER, XEFRNSTZE PGRs miRIE
BARBMG. BaiRENKZE LC/MS FiENKE/L
X PGRs, AN AEIRNAB—MBRSZE, ZHEAR
QUEChERS 12EUEC 755 HPLC-MS/MS EAREE i
Sk, FRERE Z MK RPHYE B PGRs.

FKIEERS

ESIST v S

21 FMIEYIEKIET ) (PGRs) B1E T Bk, 2R, B
HE. SMUBER. 245-ZHMAFRR. RER. KR
B, BERER (ABA). |MLAR. 6-FREIZM. IEXLE.
2,4-D. BARER. 4-|EXEIEL (4-CPA). 1-EZFR. M
IR-3-ZF (IAA). EIRR. ZR0ME. IR, HIZFILAD
EEs, ©i123M% 8 Dr. Ehrensterfer (EE) , 4iE
=F 96%o

FHEE (HPLC 4%) ECHIMRE 100.0 mg/L BUPRERR,
FREREFRE 4°C T FEHRVBRERERIZBYE
BEERE—THERE—RTIKRE, BFIMIEZ,

Hmai i

HEHFREX 10 g #E&R, IO 50 mL BOEH, REMA
10 mL BRI ZBE (1% ZERMZBEAR) « REEEYIIR
£ 2 %0, ¥ 4 g MgSO, 1 1.5 g ZERFANINIESHEH,
REBERICES 1 2%, BLL 4000 rpm Zil 3 5%
B 2mL DERESARENERN 2 mL ERIEF, %
FE i E 25 mg C18 IRFfFIF0 150 mg &7k MgSO0 0
Bt mARITRES 1 2%, 7AFLL 16000 rpm Eilh 5 5
fho fE LERET 0.22 uym FEENTIE, fETEE4°CTF,
#F LC-MS/MS 7310

a5

REEIEIEMR MG

+ Agilent Infinity UHPLC 1290 —JT3R (G4220A)
- RIBCEEEE B ThiHIESS (G4226A)

- ZiEC Bah#EERRIT (G1330B)

- REECHIESE SL (G1316B)

BIEF Agilent XDB-C18, 4.6 x 100 mm, 5.0 pm

e 35°C

BEE 5L

BIEEER %O (100% BEE) , 5%

FREhiE A) 5 mmol/L ZE%$%/0.05% FRERKBR
B) ZB&

BERR 0.5 mL/min

BRI INR 1 PR

#1. BESLEMLE

Bia] BRA(%) BBEB(%)
0 95 5

2 95 5

12 20 80

18 20 80

18.1 95 5

24 95 5
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* IERERBSTRE FIRN Agilent 6460 = EIMARFTETIEX

BEER E/ABFER
RN % RN % (MRM)
EMELE 4000 V

T30 B R 500 V
ZEUWSEN 45 psi
FIESRE 300 °C
FIRSE 10 L/min
WRRE 375 °C
SR 11 L/min
LR 511ie
BRigt ey i

&4, FEMUESYIBIRAERBENBIENPRMILE
EREFRM. ERRENESETF, HIMNEESFEIXTH
M+H]* AEBEFIRIUTH [M-H]” SEieH—T R, &
sy (30 6-BA. EXRE. SMEMFER) FIRE
BYAERY [M+H]* A [M-H]™ ZEEILEYIBIIERF R 8)
EUR ST A mpp EE, RARBFEIEN
6-BA. IEREMIMA, RAERFEICNTTER.
ERERETE, ARMUEREEUEEEFRERS
WREE. AREIFBEFEEN MRM FEREESD
BEFNRBRERBFMEESE, MTEEENME
YIEmN R A gER, THRATEER. LY MRM BF
W RABNZEINE 2 Fimmo

# 2. 21 #1PGRs A9 MS/MS &%

EAREERT

BEF FEF CE WHHHE
x| (m/z) (m/z) V) ()
0-5 2%h
SLAEH (+) 104.1 451 23 100

60.2* 17
BH= (+) 1221 58.2* 33 130
63.1 21
BiH= (+)114.2 58.2 29 140
98.1* 28
TEER (+)161.1 143.1* 8 90
61.2 10
5-13 53§
RER (-) 3449 143.1* 25 170
239.2 8
6-EEEIEN (<) 224.1 133.0* 21 140
106.2 36
IAA (=) 174.0 130.1* 7 70
128.1 20
ABA (-) 263.2 153.1* 2 120
204 12
1-E7 8 (-)185.0 141.3* 4 100
IEAEE (=) 219.1 100.1* 4 80
71.2 35
2,4-D (=) 219.0 161.0* 8 100
125.0 25
AR (=) 199.1 70.9 4 80
127.0* 10
2,3,5- = A B (=) 498.8 126.8 18 45
454.8" 1
A-SFEE B (-)185.0 127.1* 10 100

(-)187.0 129 10

SUAR (-) 246.1 91.1 26 130
127.1* 6

b2 NG (<) 272.0 160.0* 15 100
227.9 2

13-24 f%h

HERE (+) 339.2 321.2* 17 140
80.2 33

nEEE (+) 253.5 69.2* 17 70
185.3 7

S (+) 294.1 70.1* 21 120
125 44

fe s (+) 292.1 70.1* 26 110
124.9 35

mTEm (+) 264.2 67.1 37 70
70.1* 25



R EEFFIER

RUERAERATMMNESZ 21 # PGRs, BEZ, BT
21 # PGRs Itk MEREA, FHLtik4R2ENEEY (0
TERRH. R, BIEEMELER) 7% 2 28%AM
BIEMEFRERL, B ESI-MS/MS 1M HAEIAY R B T30
MR XL B RN INEIEE™E, EABNEE
#* Agilent XDB-C18 (4.6 x 150 mm, 5 pm) &M, Ff
BUEYNREREBIKT 2.5 2%, ERPOERHT
ME—EERENMER, Flth, 1%+ Agilent XDB-C18 &
EERSBEMRKEY.

BAEFHIB/KARN ZTRmE. AREEHE
NOBMRNREE, EEFFRR. CREIFRSZ
BRIZEVESYIMNKIESR, FFTDBEERENRBE,
= MRBBRAEERHITILR, BREM, RESD
779 5 mmol/L ZE2$%M 0.05% RERAARRILE T
RHEBHNESBEEMIER, RIEFRESHNFKER
YEJI7K 48,

ELI MBS REBIESRMGT, 21 7 PGRs AYEL
S0 MRM BiEENE 1 FiR.

x 103

3.4 2

3.2

3.0 )38

2.8 1, 16 1. S{LREH 12. BRER
26 : 8 2. EHE 13 KPR
2.4 3. BpiE= 14. 4-CPA
gg 4. THRH 15. SRR
2 3 9 1 5. GA3 16. FABLERE
Ehg .\ 6 14 6. 6-FEEER 17. iR
=16 ‘ 7. 1AA 18. HifElEs
1.4 . 7 8. ABA 19, B304
1.2 9. NAA 20. &R
1.0 5 1 10. BEEE 21, s

08 ‘ 1 11.24-D

0.6 |

04 \ h "

2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19
SREBTIE] (min)

E1. 21 7 PGRs HY#ZE Il MRM &iEE



QuEChERS {ZEXFIS#L P IRAIAIL

[ZF QUEChERS 75 Z#1TH miv B # b, NEIFHIM
KREFRPIRENEFIY, XNTHE. ZHE/N1% .
ZBB/2% ZBRFZBE/1% NaOH 17T tbik. & 2 F
T, FERIE/N% Y, ERERPAE 21 # PGRs
BIINAREIUER TR 80% HEE. Fltk, ERZEE/1%
ZERERIREUE o

RH—E ek, SHERZBRRKFT (FI07E MgSo, =
£, PSA. C18. GCB H=FBAHE) HHHAEHBE
BY (dSPE) #1T7£%, W& 3 Fiin, 8 PSA fEA%
M, (NEMEEY (SIESMAR. MER. 2%
M EREMEFIINEEIE) EIWESTF 70%, AT Hfft
EYHIEIRERIGET 40%, 3§ PSA 5 C18 5 GCB 45
aftd, KRRMHEMAHRE, HLZT, 7 MgSO, 7
ETER C18 1ERR IR, AIEMEI 21 Mot
¥, EEIREIYST 75%. Ak, %&#F C18 #iT#1k,

m 75
ZBE/2% 28

FHYEIULER (%)

B ZBEN% 2B
W Z#5/1% 1 mol/L NaOH

B MgSO, + PSA

E 3. FERHIFIXT ST EI R =0

MgSO, + PSA + C18
B MgsSo,+C18
B MgSO, + PSA + GCB



FiETERE
£ LC/MS piridigd, ERTFIMARZE, ©rlael
SRS EI EAR D ITRIIEL, MR EE 2D HERE,
NREDIERE, DA ERTETIHE, SN
RAEYRERAEERNERMN, EAHRS, &
IEREXS A RITEERBEY (BRMEZ ME% = &
BRI ER/ AT P RIIEEFR x 100%, HAZH ME%
>100% BNTZEEBUGRMNL, MIE ME% < 100% B 171
EFEIRL) . NE 4 FiiR, 48% ML EYIRIB ME%
B AR ZHIEEVAMERN 12 EE (80%—120%).
HRREERMBFERYF, 2NBENA=02—HKksE
MR E PR MINEIRLL, XRATES TS ERR
BE R B ZE RN,

ME%
12 B >150%
B 120%-150%
80%—120%

W 50%-80%
W <50%

R 5 =5 wa BT
E 4. FEMKEEFEF 21 7 PGRs HIEFEM 77 (WU ME% 2T5)

#*3.  AMOKEEFEHLYFALOD f1LOQ

NEAREERRBEERYNIENEESFRE, &H
REAERLERNIMPERITIE, B 5 Fin, EE
MUEEMEBRIEER, LMAXABIIST 0.99,
RMHLFHLMN, RESRTREERLERRAEN
BYNEEREFIRINBIEE, WETER LOD (3xS/N)
M LOQ (10 x S/N)o SNEFR, FRAELEYIRI LOQs 1
FARRTRENMMENLRIATAN MRLs, REFZT
FEARRBMEANSREER,

RZ
M >0.9999
W >0.999
>0.995
W >0.99

N
o

N
o
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PGRs ¥ 2
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o
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R S B85 AE BF

E 5. BMKREFRFRFILEIRERLHIZE (R

2 LOD (ug/kg) LOQ (pg/kg) HFR LOD (ug/kg)  LOQ (ug/kg)
R EL 0.050 0.30 JBEE 15 8.0
EH= 0.050 0.20 =T ERER 1.0 5.0
B 0.050 0.30 4-CPA 1.0 5.0
TEER 0.50 2.0 SUMLAR 0.020 0.10
GA3 6.0 15.0 FREERR 0.040 0.20
6-EEEIEK  0.80 3.0 FiBIRE 0.050 0.20
IAA 5.0 15.0 HiEIES 1.4 5.0
ABA 15 5.0 e (3 0.020 0.10
NAA 4.0 10.0 R 0.080 0.80
B 0.050 0.80 =2 0.040 0.40
2,4-D 1.2 5.0



HEHRENREE

RHE—PIMEZ A ENERENREE, WEEER.

. B, FENRFEANSHERBITON, &F
REMB BRI RENTEER. B=MRE
NEMDPITMMATBERR, BEESHR, ABEXT
INAREE R ITIRENAD 1L, SAR#IT LC/MS/MS 231,
WE 6 Fin, EMTEHERS 21 MR R
KIYTE 73.0%-111.0% HEEA, BETITERE
(RSD) 7£ 3.0%—-17.2% BSCEINAN, HEFXREZDITXTE

RENBEENER,
it

ANAERBR T —MENEENE 21 MEYMEKE
THINAE. EMERLERE, MARNAZAER
HEhSLL M SERE, LMEXAMET 0.99, ZHEER

mieE, EREUNERTE 73.0%-111.0% BSEER, B
RSD A 3.0%-17.2%. Lt9h, ZFERBES, 21 #
PGRs B9 LOQ 7£ 0.10 pg/kg = 15.0 pg/kg BISEEA,

—EEEERT B aim BRONE 75 EFE M E 89 R
2KF, FATLUSERTFKEHXLE PGRs KB E
FEE o

SE R
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