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AXEUT-HMEMNEEETRHRIER (CAP). BREAXE (FFMAMER (TAP)
REBMAEHETTHEEERE, SRR/ RERMEHEER (SPE) 4k, AkE
BIEEREEERERIE (LC-ESI-MS/MS) REFERMEA (MRM) EXEE. A
SEZ-D EAMIR. ZHEERIE, TRETESN. HENEELER. BED =R
HENEEMR (L0Q) AL-ng/g Fl ng/g KF. EINETE 74.9 F 107% ZIE, RSD EA
05%9.7%., SERMAXEZRNEEHTEER 0.1 220.0 ng/g. FMERHN 1.0 3
20.0 ng/g. MRGRKM, ZAERE. §E TEHHENEEIRENEER. 8F
ZRMEMEE.
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SEZ (CAP) ENMEMURER. SURBETENRAEER
(Streptomyces venezuelae), HFiXMZ5# A G BEREIE
B, ERTFRERERNAENER, BB TEERLNET.

CAPEAEY, BE—HENMAATHMZNRESR, AKLNEE
HEERIER S ERIIRE. AW, BTFEMAGNSHE,
CAP EFRERM (BFREE) PHERAZIEEHES.

B2 (EU) MEMEER AP CAP HRAKER (MRL) A
0.3 pg/kg [1], FE/ MRL 5 0.5 pg/kg [2]. FMBE(TAP)FIE
XEE (FF)= CAP MR EY. TS EFKHHAE CAP HER
ERHEE. BaRRTH MR EENE, #3124 TAP (50 ng/g)
FFF (100 ng/g) [3]. F 1 R TX=MUAMM L FEBIMR,
FURARERET —MHENNEEET = HIEZLXUEYNS
&, FHITTHEFEEER,

* 1. ERTHYRLZENTER
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FBERFAMBAIGA HPLC R A4, ZBEMEEBEUWE
Honeywell, Burdick & Jackson (Muskegon, Ml); iR Z B
B JT.Baker (Phillipsburg, NJ), ZHBETMME Sigma-Aldrich
(St. Louis, MO). tRERMEENFXFIIME Sigma-Aldrich,

K (pH 85)HIHIEAER, £ pH ITENT, @ Milli-Q 7k H i
0.05% NH,0H &% pH Z pH 4 8.5, % 40 mL FREZ#1 160 mL &
BZEERMRES, AR/ BEERZ R 20:80 MATR, BX 40 mL
ZFEIA 160 mL Milli-Q 7k, BEHIRLZBE/7K 20:80 MR,
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FAZHETH (DMS0) L HlE 4 EWHREMEER (1.0 mg/mL),
RTETE 4 °C kFEH, TIEAK (2,500 ng/mL) B M 20:80 ACN/
KGR, 7 4 °C RETRE., BRAVERREHES, TEAH
F Milli-Q 7KE§ 20:80 ACN/7K# R,

AR (1S) &% (0.1 mg/mL) B DMSO E2#l, {RTE7E 4 °C ik
FH, RIRRIAR (50 ng/mL) SAES, #&KA Milli-Qi&
LER, 4°C R,

L EF0HE
Agilent 1200 %5 HPLC (Z#E{£RHE, Santa Clara, CA, USA)

Agilent 6410 =& BEXIUARFT LC/MS/MS R4, BB EBR TR
(LR, Santa Clara, CA, USA)

LR SampliQ OPT EHHZEEUME, 50 X 3 mL, 60 mg (BM4S
5982-3036) (RIELRHL, Wilmington, DE, USA)

CentraCL3R B\l (Thermo IEC, Needham Heights, MA, USA)

KL (Glas-Col, Terre Haute, IN, USA)

HanlE

&/ RER

FREX 5g % (+ 0.05¢), BT 50 mL RERRFBRXER., MA
0.5 mL AFRAR (50 ng/mL) , WIERA. BN 5mL Milli-Q
K, SHRRIERES 3 2%, AEMAN S mLEBRZE, 55, &
EIAE 5 2%h. 3,200 rpm TEL 5 8, HELEAKNBNERZE
F—REN, EEMAERZE. RE. Bd. BBENE2X
ME, &FmELE. R T 50 °C ESKTF, A 5 mL Milli-Q %k
g7, RERSHEE, FRETLAE, HFRAESHTERE
B4k, B1 BRTERRE.

FERTRELS g BB (+ 0.05g) , BT 50 mL BOEH

\

AN 0.5 mL BARER (50 ng/mL SEZ-D5 KA ) |
RIEGRESE 1 9%

Y
RITRA 3548 |

Y

\ MAG mL ZBZE , 85 5%

Y

3200 rpm Bl 5 A0, BLERIHEERE
F—MRESF

Y

EBHAEEBHENE (414 mL)

Y

5mLKER, RIERS 3N, BE 29

Y

HEZHIT SPE

| A5 mLk,

~—

RRE
g2k

, 50 °C TH&ESMT

E1. HatE - BEPIBEENEYHR/ BER

El#HZER

SPE ZEUITEMNE 2 iR, R SampliQ OPT /MEELR 3 mL
FEEEWL, BA 5 mLKEE. %5 mL HRZER EET/IMEL,
SENFEHLBEFRT/E (05 mL/min). &R 5 mL Milli-Q 7k
Wik 2k, BES 1 RERMESR, FELDMER. MR
EZ 3%, HERETE. &EM 5 mL 20:80 FE/ BB ZE
(2.5 mL x 2) X 1 mL/min RIEE BN Bk R REET
i%ﬁ’]ﬁ”ﬂh 50 °C TRHESKT . &ER 0.5 mL 20:80 2K /K&

B, REREHERE, ElETNRETLAR. BEREBE
BOER, 3200 rpm Bl 2 250, BEREFE 2 mL B3R
EHREPEN,



3 ml FESE, ‘ %2 BIMLBYERESN (MRM) HHr5#

+ L MRM (m/z~> m/z) TEBEE (ms)
- RWEX 354.0 > 184.9 (EEET) 50
5 mL Milli-0 & ¥4 ‘ 354.0 > 290.0 (EHEF) %5
+ AEER 355.8 = 185.0 (EEEF) 50
L#5 mLERE (RENENRSHE, 25mLx2) 3558 > 336.0 (R1EHT) 25
iR EENBEET M % 320.9 = 1520 (EEEF) 50
+ 320.9 = 176.0 (EMEF) 25
SEZD; (IS 325.9 - 156.8 25
75 mlL x 2 AR BB |- BR05 (19
ZR5e
MEZ 3N, KTk, BREEHETE
y gt BAR
m 5mL2:8 Zﬁzga/mﬁg (25 mL x 2) ;‘%H}‘a 02 ng/g gﬁ'f’Kﬁ%E@EEﬂ%%ﬁ%‘:@m 30 gEﬁ%m?&ﬂx%%
+ MEERRTE, Aoy, RRELEHEERRY Bk

LAWK EETTHR.
50 °C FHF , B 05mL 20:80 Zi5/KER , BIERA 3940, 85 2 %

i AR ESE BT T TAP (50 ng/g) MRL K E R
(LOQ) [3]. EAFRAZRH TAP WEZMR (LOQ) 4 1.0 ng/g, H
S200pm WL 255, REE2nl RAERERANREN #4388 1.0 2 20.0 ng/g.CAP (LOQ 0.1 ng/g, MRL 0.3 ng/g)
B2 HEE - ZHH Sampli0 BHTER FF (LOQ 0.1 ng/g, MRL 100 ng/q)RI£& 1435 0.1 2 20.0 ng/g.
. . WCAP M FF RMEIERZAHRLHKERSE, REKEHA
BRI BE R F S B S
0.1.0.2. 1.0, 5.0, 10.0. 15.0 #120.0 ng/g, TAP E9iRINRE A
HPLC & fF 1.0. 5.0. 10.0. 15.0 #120.0 ng/g. 5 ng/g EBE-D5 (EAM
Bkt Agilent ZORBAX Eclipse Plus 150 mm x = 13 JIER (3 — -
21 mm. 5 pym (BEE: 959701.906) FRe uwmmmmﬂrz (%&ﬁ*ﬁ%ﬂémﬂ/ﬁm&mﬂ) PO
TR 0.3 mL/min Th&g (%&ﬁ*ﬁ%iﬁﬁ/ﬂﬁlﬁﬁ) {’E, ?EEUEIEHH%‘: {EH?TEH:
fHE. 30°C 425 FAKMNER (LOD). R3IFIHTEMAE. HXRHY
i 4 0L (R?) #1LOD. SEZNKEHLIE 4,
BRAILiEE pH 857k (A), ZH (B)
HE: R %ZHE FRiE (mL/min) £3  GEZEUEYHLIERNLOD
0 20 0.3 WAt SHEAFE R? LOD (ng/g)
0.5 20 0.3 SEZ Y =0.5643X — 0.0001 0.9957 0.02
6.0 80 03 FFER Y = 0.8790X + 0.0006 0.9932 0.02
6.01 100 05 FMER Y =0.1510X - 0.0018 0.9953 0.20
6.50 100 0.5
6.51 20 0.3
7.00 STOP
MS &

ZMAYRGBETFERAEN, SREBNEENR 2 7.



MRM (355.8 — 185.0)
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MRM (354.0 = 184.9)
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MRM (325.9 - 156.8)

SEZ-D;

MRM (320.9 = 152.0)

FSEER PR R SR REEAC L SGE T YRIRIC - ALY | WY JAGttic SHRHr VA SRS U HET ULt v SR\ Bl TRy By v
AL FEE (55

0.2 ng/g BHEERTYHIEEE

94 SEE -7 MREAE, RA 7 NREAFE, 148, KA 141,5630Cs

99 R~2 = 0.99589657

LiEPOpES
|

&4.

y=10.5643 " x - 1.2945E-004
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FEL(0.12200ng/9)9KIERE . - RTREBESHHRER, A RTREHHRER




Bl Z=fnE 314

@Hﬁz%%ni&mﬁmﬂi, MEEPRAMIBREUSYIRER
fEARERR (QC), KEKFEHR 0.1 ng/g (TAP A 1.0 ng/g).
5.0 ng/g %1 20.0 ng/g BERRMEEIRRE 23X L ac #
RHTEENE, BMREKTEEES6 X (TAPRKKEERE
4%), EIEMENE (M%RSD FR) BHEILF 4. CAP FFF
A QC K FLEBRERTRIFHEREMEN S, TAP EFE
RELMERZREBREANEE, EYPHRIT.

F4__BUBESTEZRNEYHENENEGLE

IRE Bl RSD (%)
oy (ng/g %) (%) n==6
a8% 0.10 96.94 351

5.00 98.88 0.87
20.00 107.32 0.46
ARER 0.10 100.67 9.77
5.00 100.28 2.84
20.00 107.49 255
FREZ 1.00 76.00 4.39*
5.00 74.89 2.34
20.00 89.81 3.83
CXRBESTAR,

&b

ZHEE SampliQ OPT SPE MEABETRIER, AAERMAM
EZNAUSEE. RETHEMERNAE. ERFIRER
WESEMEREMER RN, BETSEZRENNES
FERBEMPEZANEKR, BEPHRRMERMLRD, 3
B AYNEEEETH. ZHESRLXNAYH Lo Fizin
XX MRL.
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