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Yanyan Fang, Hao Zhai, and Yun Zou MAEXMEZRINEHBE R FERTUH, AXNETREEE- FHERITHEREAR
Agilent Technologies (Shanghai), Co. RGNS DMZYAR T 10 MRERKE, ER-_RENTR. Z015%. Z@0

412 Yin Lun Road 200131 HE&. MHR. ZN£EX. ZHEEEXR. £8%. RF18x. SENENLIER.

China LECERZERAEFRHE Agilent ZORBAX RX €8 column (5 pm, 150 mm x 2.1 mm)&
IEHAERAEPRATHRNANINS S, SESNEMRAT 0.5 F 10.0 ug/kg Z 8,

Jerry Zweigenbaum EE2R(L0Q) /MF 50 pg/kg. SKMRKIEHKZEEERZS £ 1000 pg/kg. SEWEE

Agilent Technologies, Inc. 76.4% E 101% Z I8, H3HRERZE (RSD, n = 6) INF 8.4%., FFEHRE. RE. #E.

2850 Centerville Road g, TUATENPEERENFEREREE RS,

Wilmington, DE 19809

USA

Agilent Technologies



Al
MEREHFEERE 2R FRHIEERANERERRERE
M8, MARERERR R ERER, BmE M.
BR. EPRNHRPEEIENERIVMDHR L,

(ERRARTER(FDA) RETHRE, @FLERZNEEERN
HAFRANZAD)EMFRIFRE, TLUEMERBNER
FEANEAD)REXETRINE 25 M. HAFRNE(AD)K
60%—FTH, 40% —RRAL, RIE\EHLIFENE (ADD), &
MAMNRER, BFLEE. SEEVNNRENZRBRERHE

mi

1. KHEHFHLED

81 300pph, MAEMZEKBRERIZE A 300ppb, =MW
ZHEMASHIEER 300ppb LEEHIES.

HERREE, RAERREE 2377/90 SELRAUMF PP NFENTATRK
BBRE A 100 pg/kg (100 ppb). ZEHE., B4R (GB/T 21317-2007)
HWRETH MMM ALR P XU EYMNHRES L. ZEAT
2008 £ 4 B 1 HERX %X,

FHARHEMREIF A Agilent 6410 LC/MS/MS ZFR M4

MRNFEREREINTE. AFEREMSH. DFERE
REMHERRR 1.

FS AL A CAS 2 iR

1 Z MR 10118-90-8 HsC._ _CH H3C\§/CH3
2 18% 6153-64-6 tlle

3 MR 60-54-8 Het CHy
4 FREEER 127-33-3 HiC. _CHs

()



x1. ZHEFHLEY
FS Lahan CAS 2 ZEHE]

5 £EZ 57-62-5

6 BEIEZ 914-00-1
7 SHIRE 564-25-0
8 ZRMRE 64-75-5
9 ZR1TEZ 35259-39-3 HsC Hs
SN UOHue  oH
HO
0
OH
NH, O OH ©
10 E0&BER 14297-93-9 OH o OH OH
H
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TRAEERM AP, URFREFWA Fluka, HREREE
Sigma-Aldrich,

WE T3
£2. LC/MS/MS &
HPLC
Bk ZORBAX RX-C8, 2.1 mm x 150 mm, 5 pm
(%R 45 883700-906)
i 0.3 mL/min
mEhiE A:7k/0.1% g
B: FEE
HE 0-10 min, B M 5% % 30%
10-12 min, B M 30% E 40%
12.5-18 min, B 65%
18.5-25 min, B 95%
25.5 min, B 5.0%
IE{THTE 28 min
BTG/ 5 min
iR 30°C
HEE 5L
Rt
BFR HEE
BFHER EBTHER
TRIER 350 °C
FRERE 10 L/min
EUBEN 45 psi
EHERE 4000V
MRM S5 &
tah&n HEES BEF IEF GiEgE RE6HE
FREHE(V) (min)
“HEEFE 120 458 352 35
441 20 8.58
E6TEZ 120 445 410 20
427 10 8.60
EEMIRE 120 461 426 20
444 15 9.47
MinE 120 445 410 20
427 15 9.90
1E% 120 461 426 20
443 10 9.95
BEEEEZ 120 465 430 25
448 15 11.25
EnEEE 120 479 444 22
462 15 1159
£EZ 120 479 444 22
462 15 12.95
BEIEZ 120 443 381 25
426 15 13.98
SHINE 120 445 154 30

428 15 14.08

HmAIE

RELR:
1. 5 YR (BRE 0.01 g) AR 50 ZEFtILBED, &
F 0.1 M/L Na,EDTA-Mcllvaine &M, E&ZE 50 EF

2. R 1 90, REREKKESHEPERS 10 58

3. BHREBE S EARREBLERFRANE0C~4°C
4. #mFE15°C T, 5000 r/min Bl 10 84

5. HRERITIE

Bt
1.0 EAERE (HEF 19 #R), BARER SampliQ
OPT RUEI4AZEENHE (#1442 5982-3036), EEAGH—iF

2. YEXRL2%ME, B=82Z8&AY 3 mLKE pH 4.5 F%EHE
EOH, AREFEFMERHY

3. #£2.0kPa WIRET, HHEIMEZERA 5 S
4. F 10 mL & 10 mmol Z ZERKIFRESATRIARL
5. WERMK, 7 40°C TESKZET

. B mL AR SRR R B

7. P 0.45 pm RIRRETLIR, PASRHERE

ER5WE
A
R S W EARE AL (CE) Bt

R, ZERKNRTRREAZE2AA. BANEER

mERTERUAMNRELIR. ATRESSHME, S
MASMRASHBER T RN, MEES SRS B ENE
HE. AENMEFSRERERA TREBFRALLERE
RENHHR. SEMMEEERHSKTETHNREFENEE.

—H AT ERE—RIBTHIREA R RIRLES S HE R ER kK
ZRiteE, 1 R-RRNFRERAZAENET, SRRH,
MF_RRNRER, BEREEN, SEFWEEMRY. XA
EHHAXMUEEE, NIARNERLE 2,

[=p]



RITRFECADIEE THEBMENL (Optimizer) F, EF
B THiE R SRS R ENEEENRL, FEERRER
F Optimizer HEER., FIARXMEFNTREHIATEIEHE
MimshHEES, BRPREGAERUNLEYBIRFISFXRD
A, RERESRESFAEDHITEL K. BARPEEREEE
AEHEXATAREIMEY. MNRELR. EAEEHRNEF
MREEXANAE (RPEEGS). —BERRIET, BFET
B PR — R mE FiaiHE, BESEFHAMASHS
M EEERTHEFSRERENMRL, AREFEERE™
EREFENEET. B3 2UREXBZALENER.

MEZXERFRETFETAE, ARERNIESFENT
BT, ERHHIFIET MRM RESTBTHRIAIEEE.
EERERESTETHNMEEES BHREFFNMRE.
MFORRRANAEEENERTITE 4, B 2B THERH
%, HFBTHLESNSERRSARRNRESTRET,

x10% 4 TIC Scan erjiaan_Frag_01.d
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+ESIEIC:3 (444.7-445.4) SIM Frag = 90.0V tetracycline_OPTIMIZE_MS2SIM.d
—— +ESIEIC:1 (444.9-445.4) SIM Frag = 50.0V tetracycline_OPTIMIZE_MS2SIM.d
——+ESIEIC:2 (444.7-445.5) SIM Frag = 70.0V tetracycline_OPTIMIZE_MS2SIM.d
——+ESIEIC:4 (444.7-445.5) SIM Frag = 110.0V tetracycline_OPTIMIZE_MS2SIM.d

+ESIEIC:5(444.6-445.7) SIM Frag = 130.0V tetracycline_OPTIMIZE_MS2SIM.d
——+ESIEIC:6 (444.1-445.8) SIM Frag =150.0V tetracycline_OPTIMIZE_MS2SIM.d
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+ESI MRM Frag=82.0V CID@25.0 (445.2 > 154.1) tetracycline_OPTIMIZE_MRM.d
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M ERHEEEDIENMEAE, ENEERRE LEGREN
AFAMEHNBAEF. EMENAEHEENEEF. TS
FHEEBRTF. ATESHBERERE SN (RRLC)LIZFIF
WLEN, EPMPBERZSITREEN, BEHERA ZORBAX
Rx-C8, 2.1 mm x 150 mm, 5-um FEBEKEERE, ERRA=
TERUEBATRERSE. SHEERGERERNEK 2. B7
EOREMERNIFMEREES BN EILE.,

x105
2.4+
2.2

+TIC MRM (** = **) chaxiangsihuansu_01.d
1

1.8+
1.6+
1.4+
1.2+

0.8+
0.6+
0.4+
0.2

e

a. ZEMIRE

108 +TIC MRM (** = **) sihuansu_01.d
x
1

b. WIRE

!

1 1 1 1 1 1
0 11 12 13 14 15 16 1

Counts vs. acquisition time (min)

[
7 18 19 2

1
2 2

[ T T ]
0 21 2 3 24 25 26 2

1
7

E7.  EREMEHIERNE NS EN S B ek E




it 129 (LOD) FTEM (L0Q) FUREKS, BHATHREE LER AT HRNRRS
AR ERERADEREE TEMEE, RNRNEER, & 5o CEREREERLNY 101 2N, —RRLRRORER
BIFH I, BREBFERRNEDEROGIAL, g ZLAS.

FH— AT 099, MFERNADEREERTFEHTHE

* 3 BRIEPERPOTFENESER

AR SMERNERER"

TER i iR
e R? (L0OQ,S/N=20)  (LOD S/N=3) R? (LOD, S/N=3)

HEpg HEpg HEpg %
ZHRBEmRE 0.999 415 6.2 0.990 16.3
EmLEBER 0.991 108 16 0.994 8.7
EmMFER 0.996 147 2.2 0.996 12.8
m3RE 0.998 9.4 14 0.994 10.2
18% 0.996 107 16 0.991 8.6
LRERER 0.999 22.8 34 0.993 8.1
E0SBER 0.986 38.2 5.7 0.987 119
£B% 0.986 8.1 12 0.994 76
RELIER 0.999 20.8 31 0.994 12.3
BEIE 0.999 32.2 48 0.995 11.2

i RIERZASEERZ 1 ppb-1 ppm , HHES Ul

jiaxitumeisu - 7 Levels, 7 Levels Used, 21 Points, 21 Points Used, 0 QCs
1.4 - y=143.4386 " x -442.6564
R?=0.99960865

T T T T T T T T T T T T T T T T T T T T T T T
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B8 AREMKERSZ, SEEL 1 ppb Z 1000 ppb




EERET #itEiRE, SRETARRENER L. B RTELEEE
1 BN ENENEEENAR, FAAANENEE. TIPSR, BTORERGRBNEN L ANHRHARE

F 0%, BRTUKHEEN . SARPORTEARAET—H L ELR,
0F 5%, BRETHF 2% AFUANWANETHOI0RE

F4.  FPBERPHEREYEMET M

FHERPHELE= RSD % RSD % SHERPH L= RSD % RSD %
tam (¥R 50 ppb n=6) ((ESWEn=6) (EFLtBIin=6)  (3RE. 100 pph n=6) (fESWRin=6)  (BFLLHln=6)
ZHRERE 96.5 49 2.1 101.4 1.6 1.0
E6TEER 89.2 3.8 15 96.3 16 09
ZRMNRE 84.4 5.4 13 88.2 0.9 06
MihE 86.1 25 12 90.7 1.1 12
1E8% 7.6 38 16 825 12 09
LHESEZR 79.2 2.0 3.1 84.7 0.9 0.6
ZREEE 76.4 55 5.4 84.3 1.1 05
®EF 943 45 15 100.9 18 1.1
FEIEZ 86.3 1.0 19 91.2 12 08
EHINE 78.7 3.6 6.7 82.4 1.0 08
+MRM (443.0 > 426.0) std11-r002.d 2 443.0->426.0,443.0 > 381.0 +MRM:10 (7.846-9.272 min, 22 scans) (445.0 > ...
x10% _ 1021 0% mzym =127 x102 ~
1 ' 1.25- 1 410.0
0.95 - L 5.75 -
0.9 ‘-1‘?’ 5.5
0.85 105 5.22 1
0.8 N J
0.75 0.95+ 4.47?
0.9 -0
0.7 0.85- 4.25
0.65 13 N S 4
0.6 0.0737 3.75
0.55 4 — -7 3.5
R 0.654 )
2 0.5 & 06l , 3254
5 0454 #0551 € 34
o 044 = 0.5 3 2.75
0.35 | 045 © 25
1 0.4+ 2.25
0.3 0.35 2
0.25 03] 175
0.2 0.25 '] 5 )
0.15 0.2+ ]
0.15 1.25 4
0.1
0.1 14
0.05 - 0.05- ) 0.75 4
0 0 051 154.0
—0.05- —0.05+ 0.25 4450
e — o 1
12 13 14 15 16 12 13 14 15 16 150 200 250 300 350 400 45
RERE (9%) RERTE (9%0) BTtk (m/2)
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BT IMEI R R

BEBRRETUERUFRS,
RAMBEAMSREEHER. A, EEPSEOLSNTE

RE TR KRR, B

HTAZIEENE T, RAMIER
EmMSEFELENRAERREEFSRERNF, HEWTE
FEESTHRETRHE, TG SERERNERY

SMUMFONETL. B10 ARELESHNGERRnRg:  LOREHL
MERRNESHENLE. SEHSHENERENENER

(ESTD) HHTKIE,

SBHETIHISAL.
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E10. 4MEFFEFEEFIMHKE ; 1) BEFIRIES N 2) FIHEFHEAS



Fib

ZRRA, RER 6410 ZEFBMMITRRBEAZRERMA, R
FEMEG M, ERFUPNARERRERRBRNMIEBREN
2, WERMERE (GB/T 21317-2007) ZXREYHAGRE 50 ppb
(HHE 100 uL ). FHEENHRILEER, B, ZERER
B8, BUESUTASER. MIEXRBNGEER T HEMR
KR, BEEENSBEREHREERTIE, RETENEY
TELER. B, BUREZRENEAAFMSFPERNESH
ML RERTEFMHNEMNZMm, FFIMREEN, BIE
HRHSHEKEXT 80%, tEERERERNIRERREL
KRERZHITEENHT, IHTUREEABNER,

EZER
RMESHXRNFRNMEHES, BN RN M

www.agilent.com/chem/cn,



www.agilent.com/chem/cn

ZREWARHTHANGR, URETRESEAEEY
FRERMBXRATRIERE,

AEBPSRAER. RAMER, NHEE, BA5T
B,
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