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Agilent Ultivo U ZJLIUEMR LC/MS
YATLICELBBEAE L UFEINFD
ERBEAEREmO—F DT

IEC&IC

FYRERRIEEICHER CRILEVDSERINTE D, TROABRETH. MEDRE. 5LUH
KR OHE ICBILERASNTVEY, A HARBETHEICA>TVWS0IE. BBRRORREHE
BHIZE, WRERNICEELTVWAEMAEERICED T LI —RIEPMEYEREE5 | SR THE
NHBEVNSHRTT PHXIHNBRERRRB (US FDA) ISNREEZTZ7-0.2015 F 6 BETD E)
YREEHETE) ICBL T, MEROEREZREIT - 00RKBAIZREZLZLL EU ICK5RH
IF175% EDIRZE 2014/0257(COD)” ICER# TN TV E T A, Chidiss 2001/82/EC #EEIEL T
ISEREINEHDTT, COFHLVIRGIOBRIG. FETMICL>TRE SN BIZDERICE DA
. MEFIMMEORNREE R IICHAT 2T, PETIE. BYRKOBRTOESNBERZE
HEEDLRERTET B0, BHMAEHIEH 235° #RERLEL . DITRRYP IR YIRS
JGLT. EHEATEEXEMT D DEMNIE ppt LARILDS ppb LA EFTOERICHIED T, W
BEERIEDEHAIETETIN VI RRFEIEMICR S0 (FIZ 1. 252 pH T TOEKMED
RZEMR ) 1 B0 CTERODEODMTRY ZIEHT 5 CHREEICHRD E T, —MRAIRIREX
VYRAIELTWAEMBERRODEIE. 1 DREIFEMLIED B/ NEEDIR— T, 81
BEZRENENICEZZU I L TARFEETZOICIE. 1 B0 TEBD DB O RY)
HRHTBFENNEIIRDET,

Agilent Ultivo MU ZJLIUER LC/MS 1F. CORICEWVWTIERICB LIS AT LTY, Ultivo 1. $FIC
RESLIUVEBRLZEMNTFICEVWT. L—FYEEPOMETOTIANER T 2L OFBICTNT S
SOICERETINTVET, COVRTLICIFEBOBEAN R BEHIZMAMEAAENTE D, MEEZIER
HFICHERDO N TIILOEES T LEDBHRBI/NEIEINTVET, Fiow TaTIAFTFR—IL
BEICED. BNIcA AV BBMEHNRIRELET, N—RUTFEILINOZIZADFEMbELELTY
B, METIDBEINSERLLTVET, I5I1C. Ultivo TIEA—H—DIRTFLXTF Y RDEB
MERINTH O, VacShield LEXDA LATEEAIRHERAEEIN TWE . BEAZEMFL LA
WMS A—H—H > RATLDERPA YT FH Y RADEBETOI_ENTEET,



COF7TVr—oav/—rTlE Ultivo FUZILIMER LC/MS %=
Agilent 1290 Infinity Il UHPLC c#EAEHETERAL. R CRIIF
D 27 DFEICHT3 161 BEOBHYABERRE DI 30X IU—
ZYOXYYRIZDWTEBAL £, 3512, Agilent EMR-Lipid #>7)L
BIALIEFy b DIBEWVESHICDOWTHRLET, EMR-Lipid 13, E%)
REOT NV IRDSIEEEBEOB VD ZENICHREL. B
AERERICEVWTBERBINEZZERL LT

R 1. DR B2 1651 BROBYBERER

REF &

Y EXE S OZEE R L Dr. Ehrenstorfer GmbH. WITEGA
Laboratorien Berlin-Adlershof GmbH. Toronto Research
Chemicals (TRC). F7zl& AccuStandard, Inc. h58EALE L7,

£ 1IE COBRBRTHMLI 161 BEOLEYMZRLTWVWET, BENIE
OBIRLIRICIE. BBHK (> 18.2 MQ. Milli-Q flikEEE). 7Eh=kUJL
(LC-MS Z'L—R. Fluka). BLUFE (~ 98 %. BEDHA. Fluka)
AEALE LI, YY7ILEILIRICIE. 7= UL (HPLC L — R,
Sigma-Aldrich). ¥ XFILZJLARF >R (DMSO. >99.9 %. Aldrich).
Befg 7> E=7 L (= 98 %. Sigma-Aldrich). X UF# (~ 98 %.
HPLC 7L — R\ Fluka) B L £ L7

oz ] mE CAS S8 mf CAS
LwFO-IL 54239-37-1 NOOAREY > 4419-39-0
HLYIFO—I 21898-19-1 NEARY Y 378-44-9
SOLTLFUY 3811-25-4 FEY ALY 50-02-2
A IN= R 38363-40-5 TIABY Y 2135-17-3
B-7d=xh ZO75/0-0L 318-08-9 EROTLFYY 50-23-7
S VINED] 90274-24-1 BHALTATE AFLFLR=VOY 83-43-2
HILTZE—IL 18559-94-9 ZLR=VAY 50-24-8
FNTEYY 23031-32-5 FLRZVY 53-03-2
vaIrao-i 56776-01-3 RUTLS /Oy 124-94-7
BE X 2RO —IL 595-33-5 FUTLS /O TR 76-25-5
o AFLFRARRFOY 58-18-4 BrEs(VEERE 1O /FINODY 63409-12-1
rerRT +>rOO>/19-/)LTARTAY 434-22-0 TURORAS> 59319-72-1
FRRRFOY 58-22-0 YA Y/OARAT Y 1392-21-8
2-TEITNARUEI =)L 82050-13-3 YoRzE FLTFYRTAIY 7060-74-4
5-EROFSAATAY— )L 60254-95-7 FLIASY 108050-54-0
VINIZ I 54965-21-8 =D 74610-55-2
TN = LRI 75184-71-3 IARYRY =)L 551-92-8
FIAYA = LZILARF SR 54029-12-8 DX UAY —IL-OH (HMMNI) 936-05-0
FINAUAY = L2-T 3 IR 80983-34-2 —hOrIFY—IL AROZHY—IL 443-48-1
HYRVEY =)L 26097-80-3 XO=4Y —JL-OH 4812-40-2
PENI 58306-30-2 o=4vV—iL 7681-76-7
TIIRVAY )L 43210-67-9 RIFR N=S=T7T1o M 211411-53-0
NYZAZHY =)L IR Z VR 31430-15-6 SFOTAFY IS 85721-33-1
ARV =)L 31431-39-7 S/70% G 112398-08-0
ARV =TI 52329-60- STOFYIY 98106-17-3
FHRTTIAI )L 53716-50-0 TURHSY 74011-58-8
sz\/g‘\{—wwmw £4020.20.8 T O7OFYYY 93106-60-6
JTy R NN JLoEgey 79660-72-3
D2 N 20559-55-1 S 12835056
FIRS)N 148-79-8 OXTOEHSY 98079-51-7
FFAYEY—)L5-ERAFY 948-71-0 F/ar Ry 389082
RUOSAYEY—IL 68786-66-3 P 70458-967
sa5L7z=a-N 56-75-7 ATO%HLY 82419-36-1
»a5L7T=a—)L JOLTT=a—-L 73231-34-2 R T————— 113617033
FPY7I=a-) 15318-45-3 R, 14608204
RIOEYY 70458-92-3
CEZIsET 98105-99-8
2N TOFFS Y 110871-86-8




S R4 CAS 54 R4 CAS
ZLTFARYZTIR 127-71-9 FITILRH FRVETY 768-94-5
ZNTFREIR 144-80-9 ANKTZY 1563-66-2
ZLTFIOLEUETY 80-32-0 OOV XKLL 6164-98-3
ZLTFoOTY 102-65-8 OIFRR 56-72-4
ZNTFOTIY 68-35-9 SHOLRR 62-73-7
ZLTFORARF LY 122-11-2 B TIUFAVRILRF IR 3761-41-9
ZILTFRESY 2447-57-6 RSFAY 121-755
ZNTFI TV 57-67-0 ~>4007x/—)L (PCP) 131-52-2
ZLTFATIY 127-79-7 FARZVARZ 31218-83-4
ZLTFA—BIZILTFARES oy 651-06-9 ~USOLERY 52-68-6
ZINTFAED VRN T 7Y 57-68-1 YOt sk DRSSV 7179-499
ZILKYTIR ZTFAFY =)L 144-82-1 Eo 80-08-0
B>
ZLTFARFHY =)L 723-46-6 N-TEFILETY 565-20-8
ZLTFANF UL 80-35-3 ANTFEFHIINAOF Y ZI KB (PFOS) 1763-23-1
ZILTFEIARFSY 1220-83-3 A RILTIVADF 2B (PFOA) 335-67-1
ZLTFEFY—IL 729-99-7 46-2=+0O-0-7LY—JL (DNOC) 534-52-1
ZLTFTTFV =)L 526-08-9 =t —toey 2315-20-0
ZNTFEUDY 144-83-2 FrUYLZ AT/ L—NAZO7T/—)L |100-02-7/63317-67-9
LTI FHS 59-40-5 FHRO-)L 2804-05-9
RS FSIH—
ZLTFF V=L 72-14-0 FHROY 1649-18-9
LTI 515-64-0 4- FEFNTIITVFEYY 83-15-8
ZLTAVES =L/ RN T7TT =)L 127-69-5 ARSIV TSITVFE)S 1672-58-8
RUXRTUL 738-70-5 TINTTFLEE 530-78-9
SOLFRSHATU 57-62-5 Th=F> 42461-84-7
FRSHATY RESAHATUY 564-25-0 >RrR7O7TY 31842-01-0
FrSHATUY 60-54-8 FERT O RERAER rh7a7T> 22071-15-4
GURBINA A LN R—2yINAF Ly 3 548-62-9 (NSAID) ATTH L 61-68-7
RUTTZILXEY OCaRSAAIRT )= 129-73-7 AOFSHL 71125-38-7
RINART)—> 569-64-2 EOES AL 36322-90-4
IFINARY IN=INIP 133868-46-9 Ry 38194-50-2
soLTOvTY 50-53-3 FIESAL 59804-37-4
TTIFTIY
R 7361-61-7 FILXF Y 26171-233
EVE SN FSFVRY IR 23696-28-8 L RE LASY—IL 14769-73-4
5 R ERRRF —tOFvziL 1689-89-0 3 XFILF S -2-FIL R 74003-63-7
FS5FVRY IR
sOER—)L 2971-90-6 FIFHFUV2NILRVE 879-65-2
SHSZIIL 101831-37-2
ThARTR 59-06-3
A=y 55837-20-2
FAALNDY 330-95-0
Ao UYL
[mPN=AY 25875-50-7
FLEZZUIL 69004-03-1
RILESZUILZIL KRS 69004-04-2
FLESZULZILRE SR 69004-15-5
VTLY 148016
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11.
12.

13.

14.

REDFAZALIY>FIL 5 + 0.05 g Z5HELT 50 mL @05
BF1—TJICANET (FvUIL—2a>B oI BLUOREEE
Y TILRADRINA TIZHE),

1.0mL OKE 2 D2OETIVIRED A (BRES 5982-
9313) ZINATHS. T TN eiRESHTREELEY FRINTIFS
@X?“/j%fém%)o
TESZRULIZTIOML D 5% FEAMR. FCRIRESLTY
VTNEDEESETHSE. YU TILERESET 5 DEEALEY
(2,000 rpm).

4,000 rpm T 5 DR ODBEL £

EMR IC&35&4E: 5.0 mL @ 5 mM Bt 7> =7 LFEER (B
IDIEAEIE 3.0 mL) %# 15 mL EMR-Lipid dSPE 72 —7 (8R5%E
5 5982-1010) ICMNZ. BEBICRIE 30 ~ 60 MERILTvIZL
7 (2,000 rpm)s EMR FRIBRI2 &L+ ICKMINTWE L
ERESELET (TWILYa> D).

50 mL (BIIDIZEEIE 7.0 mL) O L& AHE. SEML L7 EMR-
Lipid dSPE Fa -1 B#L £,

B5IZ 2 HRRILTY 2R LET (2,000 rpm)s

4,000 rpm T 5 DR ODEELF T,

2 DDESIVIRETFAY (HBRES 5982-9313) £H L L) 50
mL =ONEEF2—TICMA. 2EHHENZZ0F 2 —TICENICHE
LTHS. BiKFv /vy (BimES 5982-0102) AR %N
A BBRRESLET,

E5IC 2 HEARILFY IR LET (2,000 rpm)s

4,000 rpm T 5 DR ODBELF T,

20mL D LEBAHBEATRFa—TICBE L. 50.0 yL ® DMSO
ZINRTHS. BRACT—ERBEEFTEMLEY (40°C. 50 pl).

0.950 mL @ 15 % ACN AR THAHEL. 1 DERILTYIRL
%9 (2,000 rpm)s

AR%E 2.0 mL @O DEEF1—JICFES L. 10,000 rpm T 5 9
BLRODBLTH S, BEE EBEHARZEANATILICEE L.
LC/MS D RHEL 95

peLiES S

R 2. DINTA—%

LC NSX—%
Agilent ZORBAX Eclipse Plus C18.3.0 X 150 mm.

BN
. 1.8 um (#B&2&ES 959759-302)
AR 15 pL
NILBE 40°C
M 0.5 mL/min
A) 0.2 % REACETR
E B) 0.2 % *ET & k= RUILAHR
BRI () %A %B
0 98 2
0.5 98 2
18 85 15
= 35 80 20
A E
6 75 25
7 70 30
1 65 35
16 0 100
26 0 100
baliitisil 264
RS VB 44y

HRE—N Ty aR—k
——RILHEE Z—RILHEARE: 95 % 7= RUJIL/K
Z— RILSRRER 16 ML E

MS NFX—%
1AAEE—R RIOTF1D /2 AT4T
x24T H21F+=v2 MRM
HZRE 200°C
Al St 11 L/min
ES R 35 psi
S—IAARRE 275°C
S—IAARME 11 L/min
Eid =) 3,000 (K27 7).3,600 (*HT717)
JRIVBE 200 (R2717)1,600 (*AF17)

RRLEE

RHRE

QBEDOT WU RNA VIR#ERRK (0.1 ng/g. 0.2 ng/g. 0.5 ng/g.
1.0 ng/g. 2.0ng/g. 5.0 ng/g. 10 ng/g. 20 ng/g. &L 40 ng/g)
ZEFLTAMLE Lo ERMHRYICOVT, BERBALUCEDEE
REER L & LT BRI D 87 % D1LEHWTIE R? = 0.990. &I D
89 % D&M TIZ R? = 0.990 TL Tz



112, B0 8 BEDLEYICOVLWTESNIREIRERLET,
INBDEMIE. TIANIAY =)L, RIOXEZY > JOSLTTZ
T=J FESHYATUI ALTURRA S T/FEHS Y RN T7
OOEUEY Y BLUPILYTTFO-ILEWS 8 DDERBZILFEHLEIC

BLTWEY,
x10° x103
A PILARVEI =)L (B) RHOXZYY
1.14 y=2738.838919 * x +676.002787 y=193.731734 * x +55.188638
1.04 R2=0.99935982 7{ R?=0.99875504
0.9 6
08 X
207 2 5
x 0.6 X 4
2 05 A
0.4 3
0.3 2
02 Ay 1
0.1 . y A
0 i’-"/ 0 /
-0] T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 4 8 12 16 20 24 28 32 36 40 0 4 8 12 16 20 24 28 32 36 40
J2FE (ng/mL) S (ng/mL)
x103 x104
(©»a5L7z=a-I (D) FrSYAHUY
141 y=35088397 *x +11.578327 1.0 y=272.043463 *x +96.791217
1.2 R?=0.99878643 0.9/ R?=0.99746810
0.8
N 10 K07
g kos
N 06 A 04
0.4 0.3
0.2
0.2 i N
< 0.1 N
0 V o] &
T T T T T T T T T T T T T T T T T T T T T T T -O] T T T T T T T T T T T T T T T T T T T T T T T
0 4 8 12 16 20 24 28 32 36 40 0 4 8 12 16 20 24 28 32 36 40
JBE (ng/mL) 2R (ng/mL)
x10° x107
55 (E) ALT7VRRAIY F)T/FF>>
ol y=1356.750161*x +81.859063 6| ¥=1684.316087 *x - 284.803674
45| R?=0.99932710 R? = 0.99341006
4.0 5
X 3.5 X
4
2 30 2
X 2.5 X 3
A 2.0 A
15 2
1.0 . 1
051 | o~ b A
ol W o e
-05 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 4 8 12 16 20 24 28 32 36 40 0 4 8 12 16 20 24 28 32 36 40
JREE (ng/mL) B (ng/mL)
x104 x10°
32| ©2LTryOOeUEYY H) sL>FFa-)L
“] y=775.493294 * x +348.924759 18l y=4812561259*x +1738.715285
2.81 R2=0.99799906 16l R?=0.99744400
y 2.4 14
D 20 D12
e £
A A
1.2 0.8
0.6
0.8 0.4
0.4 o 0.2 4
0 / 0
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 4 8 12 16 20 24 28 32 36 40 0 4 8 12 16 20 24 28 32 36 40
J2FE (ng/mL) = (ng/mL)

B 1. BIHROPIAYEY — )L (A) ATOXE2YY (B), 2O05L7T=3—)L (O FrSH15U> D) FL 7RI (E)
T/EHY (F) ALT7200EUE DY (G). BLUTLYTFO—IL (H) @ Agilent Ultivo 1) FILFIERE LC/MS (2 & 318815



Ultivo IFFEEICEVWREZRLE LTz KEEDDILEYE. YUY IR 31 YW IRHNDERBZEETOEMHCEEDOHAHICH VT,
AD 2 ng/g Z/INATLARIILTHERHTEF LIz, AIZIE. BINFD 93 % S/IN D10 ZBR I EMDEIEZRLTUVWET,

DItEYE. EECEEOMAICEWVWT 10 2825 S/N tETHRETE

Flloo © 2100 BIIFR®D 2 ng/g R/SA2ICEBZ T FILoOTRIS

LZRLET,

x108
5.21

4.8
4.4
4.01
3.6
3.2

‘§ 2.8

8 2.4
2.0
1.6
1.2
0.8
0.4

7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23
Acquisition time (min)

2,151 EEOHYRESERE 2 ng/g THRNLEBIY Y TILOo O S LE

10 H BR
o zBop

E (ppb)

0.5

B

0.2

0.1

0 10 20 30 40 50 60 70 80 90 100
%

3. XYMV IRRDRLZEETEML CEEDTAICEVWT.S/N B 10 28R L&Y DEIE



Xy ROREE

7 BlIOBRORLAITICED. 5 ng/g ZINATLARIILTOEREZHANE
Lize B 4 120 BREERIID 5 pg/kg 21 OLANJLICE TS %RSD
DN (%) ZRLET (n=7). BIRMOBERIZRIFT. 92 % DLEY
T %RSD A 20 % LARICURED £ L7To

FBOPF D 5 pg/kg ICH1FB %RSD

M o-10
M 10-15
[ 15-20
520

BASOD 5 pg/kg 12T 3 %RSD

M o-10
M 10-15
[ 15-20
520

4. FACBIND 5 pg/kg Z/NAILAILICEITS
%RSD D976 (N =7)

&

BRI 27 HHEICHT-3 151 BEOEBMAERZZERET
BRIDMIBTDODAY YR EERELELT, BRE. EE. BLUHEE
DFERH 5. Agilent Ultivo U ZJLIUERR LC/MS hENYIAEERLD
MSERTISY)a—23 > ThHsdehFEiIESNFE LT,

]



BE X

1. Department of Health and Human Services, Food
and Drug Administration, 21 CFR Parts 514 and 558,
FDA-2010-N-0155.

2. Proposal for a regulation of the European parliament and
of the council on veterinary medicinal products, European
Commission, 2014/0257 (COD).

3. Maximum residue limits in animal derived foods,
Announcement No. 235, Ministry of Agriculture, China, 2002.
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