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£/ Intuvo 9000 GC/MS/MS

e

K AERNBT —MNEFARLHRERANDINGE, ZHERBERZENHF
EFMERT BHRERRWTIBITHT RN, T =M AENERANEAR
(Agilent Bond Elut C18. Bond Elut NH2 #1 Captiva EMR-Lipid) , LALbEREFREFRN
BARARIER, 8 Agilent Intuvo 9000 GC 5 Agilent 7010B =EUARFT GC/MS
HEXA RS (GC/MS/MS) #HITH M. WITZ 5 (ACN) ZEY, SR/E#T Captiva
EMR-Lipid &, SRMTERWARLER (FIUERMNELR) =i, HRETIE
ZHRAEIE, 56 FREGTEE N RALINETE 62%-119% 28, RSD < 16%.



AU
RAELBALERF—MEENEYLE,
HEFBMEX. REBARIIAKRE
BE@m, BEPEFENTSRERYIEE (10
wzg) 210 G A TSR T B RL 2
A4, TR AR S M E
R, HMXZIIME T —RIEERERR
PEEEE, GIINRBIEFAFARIF
2l BERNRAKREREE (MRL) 7
0.01 mg/kge IE4h, REEBIIE MRL
9 0.005 mg/kg"*”s

ZERIANRFERNEARNEERS,

BYNEFRRUERNTRIAE. —&
NERONTIEREER, EotRERRF
ERBNAEF (B0 ACN) HITEEA
EEENER, ©AEREIMYELRIE
HAAMTBIZBHESEIENY. /5
C18 BRI (NH,) St st A
=LA Agilent Captiva 1858 R iS R AR
& (EMR-Lipid)®#"% BT L B A E
SEEFEMR (B1EAR) FIRAKE,

Captiva EMR-Lipid Z5& 7 AFR HEFEFER
KAEEER, aILUAEMIRRERED F
L ENERKE, NMiEEERER
BIERMENIBR AR, Captiva EMR-Lipid
AR EIBIUR M INEE R LUE L F Gl
REBTERREY. BERUEREERE
HERZBRLVTEREDFZEIFTHEN
HEEAR, MMAKEEXBRYE IR

KEYRZH.

1[[12

AT BB RER=M~m (Bond
Elut C18. Bond Elut NH2 # Captiva
EMR-Lipid) ##1T4RAFKZ GC/MS/MS
DB SRR, HFREIMIESE
BEFERERN, AR#TIEEEBN
#1o GC/MS/MS HAE TS % R
N (dMRM) AR, HREASHETIR
(HES) #0 Agilent J&W HP-5MS B 515
M,

SRIGERSY

KEm5iH

- RAGMER (BAE = 95%) BB
Dr. Ehrenstorfer (Germany) #1 Sigma-
Aldrich (USA)

- HPLC k2 AW E J.T.Baker (USA)

ARSI ER

B RAMESR AR (1000 mg/L) BZ
f5. FEENEXEEH], FHF <-5°C T#
7o BEMARER (10 mg/L) BZRBE
H, FF <-5°C TEF

RETEFER

- B0WI NT 825 (Novatecnica, Sdo Paulo,

Brazil) A1 SL 703 (Solab, S&o Paulo,
Brazil)

- SRIER%ES QL-901 (Microtechnology,
S&o Paulo, Brazil)

- BREDIRF UX-420H F1 AUW 220D
(Shimadzu, Kyoto, Japan)

- 845K (18 MQ cm), Milli-Q &%
(Merck Millipore, France)

- Agilent Bond Elut C18 i JE4E, 3 mL,
500 mg (BF4S 12102028)

— Agilent Bond Elut NH2 3337&4F, 3 mL,
500 mg (BB4S 12102041)

- Agilent Captiva EMR-Lipid i &4,
3mL, 300mg (&= 5190-1003)

Agilent Bond Elut EMR-Lipid F&Ag
FEEEE, TK MgSo, (EHS
5982-0102)

L 12 FLZ4:, BT VacEut12 &2
TEEEE (S 5982-9115)
Agilent Captiva &5 83 78288,
13 mm, 0.22 um, B (HHS
5190-5269)

ZECHEORE, RRUESEESR
Itk (BTO), AHKEZE, 11 mm (B
45 5183-4757)

ZRCHERE, 2 mL, FE, B,
ZINE (BBHS 5182-0714)
RECIEOZE, PTFE/LGBEEGKIE
], FINE (EBHS 5182-0717)
Agilent ALS #1¥5t, BIEIVE X,
10 yL, PTFE KM (BH=S
5183-4730)
ZROBEEEHEDNE, 97",
B, FWIEE (BMHFS 5190-3167)
Agilent J&W HP-5ms EB&1EME Intuvo
SHEEIEFRELR, 30 m x 0.25 mm,
0.25um (EBHS 19091S-433UI-INT)
G A IVRIPAE, Intuvo, 9/
AoR (EHES G4587-60565)
Agilent Gas Clean SR MESLIE
BRELE; GENER. EEET, UK
BT EBRKS. 8S0E8NYHNES
iTEss (FHS CP17975)

BARE K2R (Eppendorf, USA)

T 25 digital ULTRA TURRAX #k 219f5
25 (IKA, Germany)

RRHIEVE, 15mL A0 50 mL (Sarstedt,
Germany)

Eppendorf IERELE, 2 mL (Axygen
Scientific, EUA)



& Intuvo 9000 SHEEIENS 7010B =
MUkt GC/MS BXR#HIT M. SHEEE
A4 ELEBFRERES (EPC) £1 Agilent
7693A BalRAHFEEE. KA Agilent
MassHunter T{EIbER A F# TEIEREM

Do
IXBR &M

RIEEMEYIE GC/MS/MS (Y285
fro % 1 PR A GC/MS/MS F57E%

& 2 PR B SYIRESF o

£ 1. Agilent Intuvo 9000 SAEEEIE{YAN Agilent 70108

=—ENRTSRKARS &S
S ®wE
H 25, 1.2mL/min
HEEE 1L
BRI B P
60 °C (R#F 1 min) ,
sawaws | OCAEIO
fR%F 3 min
BIFRRE 280 °C
EEREPEAR | oD
RBEORE 280 °C
i3 1E57 300°C
BFIR BF & (HES)
BFREE 300 °C
MS1/MS2 ;8 150 °C
REEN dMRM
R E SR AS, 1.5mL/min

& 2. K% MRM BF IR EREE

wEaEm RT (min) EEBEF (M/2) CE (V) EMBEF (m/z) CE (V)
IR 4.65 109.0 - 79.0 5 184.9 - 93.0 10
E-3R K B 5.50 127.0 - 109.0 10 127.0 > 94.9 15
2R KB 5.50 127.0 - 109.0 10 127.0 > 94.9 15
R 6.79 157.9>114.0 5 157.9 > 97.0 15
SOREER 6.87 127.0 > 65.1 25 153 > 125.1 10
FERR 7.00 306.1 > 264.0 5 264.0 > 206.0 5
s 40 7.16 158.8 - 131 5 158.8 > 97.0 15
R 7.23 121.0 - 65.0 10 128.9 > 65.0 15
a-HCH 7.35 180.9 = 145.0 15 216.9 > 181.0 5
FEZ 7.59 214.9 > 58.1 10 214.9 - 200.2 5
B-HCH 7.73 181.0 = 145.0 15 218.9 - 183.1 5
W 7.82 181.0 > 145.0 15 218.9 > 183.1 5
BT 7.83 152.9 > 97.0 5 230.9 > 129.0 20
adiiee 7.96 198.0 > 183.1 15 198.0 > 158.1 20
B 8.08 88.0 - 60.0 5 142.0 > 109.0 5
Z VB 8.28 292.0 > 181.0 5 181.0 > 153.0 10
e T 8.37 238.0 = 166.2 10 166.0 = 55.1 20
ARSI 8.75 124.9 > 47.0 15 78.9 > 47.0 10
FAESI RS 8.75 125.0 > 47.0 10 125.0 > 79.0 5
HER 8.99 241.0 > 184 10 226.0 > 184.0 10
RIRHRRA 9.17 125.1 > 47.0 15 125.1 - 79.0 5
FAEIZIERS 9.17 232.2>151.0 5 290.0 > 125.0 20
Stk 9.31 126.9 > 99.0 5 157.8 > 125.0 5
BRRPER 9.46 162.2 > 133.2 15 238.0 > 162.2 10
T2 9.47 128.1 > 70.1 10 128.1 > 110.1 5
= AER 9.57 208.0 - 181.1 5 128.0 > 65.0 20
E=tadill 9.62 170.9 > 136.0 10 152.9 > 97.0 5
EAESBIN S 9.94 225.2 > 224.3 10 224.2 > 208.2 20
TRE M 10.08 248.0 > 192.1 15 248.0 = 157.1 25
HFHER 10.19 266.9 > 159 20 294.9 > 266.9 5
i 10.26 146,0 > 118.0 10 146,0 > 91.0 30
[BEH 10.36 96.0 - 67.1 10 96.0 - 53.1 15
BN 10.51 144.9 - 85.0 5 144.9 - 58.1 15
a-Bi 10.75 194.9 > 159.0 5 194.9 = 160.0 5
R 10.81 123.1>95.0 15 123.1 > 75.1 25
TERER 10.81 145.0 > 102.1 25 145.0 > 115.1 15
CIEZ 10.94 175.0 > 111.0 20 175.0 > 147.0 10
A 11.22 179.0 > 152.1 10 150.0 > 123.0 15
AW 11.27 233.0 > 165.1 15 314.7 > 2329 10
Z VBN RS 11.30 272.9 > 193.1 5 272.9 > 108.0 15
Bt EARER 11.47 281.9->91.0 15 281.9 > 238.0 15
B-Bift 11.73 206.9 > 172.0 15 194.9 > 158.9 10
ik 11.90 152.9 > 96.9 10 124.9 > 96.9 0
PIERME | 12.36 172.9 > 145.0 15 172.9 > 109.0 30
BB 12.42 116.0 > 89.0 15 116.0 - 63.0 30
et 12.53 172.0 > 145.0 15 116.0 > 89.0 15




=R S e RT (min) EEEF (M2 | CE(V) | EMET(mz) | CE(V)

W& 1 FrimHTEE. SFAFRAELKA PRERIL || 12.50 172.9 > 145.0 15 172.9 > 109.0 30
M, 2HEANBEEETF < -10 °C TR 12.71 125.0 > 89.0 15 125,0 > 99.0 20
N NI O A emiE AARIEIERE 12.74 203.0 > 107.0 10 139.0 > 111.0 15
E/\j:{(%iﬂ\o Eﬁ\j frsi, # DDE:’\:/S SR 13.01 192.0 > 138.1 10 165.0 > 138.0 10
TR2BR. AR, 8RS g TR W ERR 13.55 275.9 > 171.1 10 33290 171.0 15
ET 50 mL RAKEF, REFEM PRIL AR 13.58 238.0 > 237.2 10 268.0 = 180.2 20
NIntE. HRORIEES 1 28, A MM 13.66 125.0 - 89.0 20 125.0 > 99.0 20
5mL ACN, BIFN#TEBRIUEMD SRR 14.49 219.0 > 107.1 10 139.0 > 75.0 30
W 2EEY, (& ULTRA TURRAX %8 I 15.26 108.0 = 57.0 15 340.0 = 298.0 15
diides]iis 15.98 140.0 > 112.0 10 140.0 > 76.0 25

HRREE/E 10000 rpm FHAE SR S
— BRI 20 7, 7E 5 °C TIGEE
FEELL 6000 rpm B0 8 9, FHUR | SgHa |

£ Em, AR 4 mL BERETRY, — )
JE1d Bond Elut C18 i¥JE4E. Bond Elut ¥
NH2 3385, Captiva EMR-Lipid 1338 ULTRA TURRAX
H#HITESNEEN L. XIT Captiva 20 s (10000 rpm)
EMR-Lipid &1, BHEMSKRES, £ 5°C FLL 6000 rpm Bty 8 min
EHENME/KIE (80/20, v/v) BE  WiE1 Wik2 oy i 3 v
¥, %F Bond Elut C18 #l Bond Elut | 4mLigEW | amiipmy | [3.2mL 284 + 0.8 mL H,0
NH2 &1k, BRI EZEERBE I ES \ X v
i TR, WESRE Bond Elut C18 # Bond Elut C18 Bond Elut NH2 3 mL 1REW)

At e st at s 500 mg, 3 mL 500 mg, 3 mL Captiva EMR-Lipid
Bond Elut NH2 B934l B E me S mo, 2 0o S
GC/MS/MS, Y1F KB Captiva EMR-Lipid v
BYMERE®R, 7E GC/MS/MS iz al, 2.5mL ?EHX%
Tk MgSO, FIRDIE RS ! | Lo RS (10%0)
EZAIHFAT (10, 20 F 50 pg/kg) GC/MS/MS |

TEEWE 4 R, MHEFAFRIEIR 1. EAE-REINA =M AR EEREL (Agilent Bond Elut C18. Agilent Bond Elut NH2 #1 Agilent
ZH RSD (%)o RIBREEZETIEIF] MRM B Captiva EMR-Lipid sLEiE) BRI A2

FHITOTPEENE R,



HREIIE

Bid GC/MS £iFiE#TERIEI#
L AREES

AT IHEREHF RN BEA IR,
WEET GC/MS 2131 (FS) BIEEI#H1TLL
B B 2 Frn Al = FhR B e
B RERN FS BiE, BiEEL
4L KRB, Bond Elut C18 B LSEIM T
BHEMNEREMBE, GC/MSFS &
={f. Mtz T, Bond Elut NH2 #1b4s
R (BBh NIST &%) KRPA, BMETAWL
2 [EEERERE, IERER T EBEM
FHEER. FE2RAENZE, HEA Bond
Elut C18 ¢ Captiva EMR-Lipid B, X—
R~ HITER REigEH,

x 10°
2.8

2.4{ Bond Elut C18 %1k
2.0

16

x 10°
2.8

2.4
2.0
> 1.6

Bond Elut NH2 &1t

0.8
0.4

x 10°
2.8

2.4{ Captiva EMR-Lipid %1t
2.0
2 1.6
= 1.2
0.8
0.4

BirY R RMEI T

56 FhAR GBI 2R EIRETE 62%-119%
28, RSD < 16%. {3 Captiva EMR-
Lipid BY, FABEaYMEIREYEZES
(70%-120%), FETE 50 mg/kg IIATR
ETEERENEINM (RSD < 20%)o

FRFHEDTREGHIEULELLER (10 ug/kg)
250

200

= 4)

150

100

FHEIURE (%)(n

50

0

FEE FRESIE

R,

TEAFAH 10 pg/kg BIMIARARE 3T B AR
PRI R BT T G
3 BR T DA EYIBIEIRER LR
%R

M Agilent Bond Elut C18
W Agilent Bond Elut NH2
™ Agilent Captiva EMR-Lipid

SUERIEEEE TR

B 3. FAFRIATRE Y 10 pg/kg EFRED T RL I EIUE

10 11 12 13 14
SKEEHTE (min)

B 2. @S R EREA R B AR Y GC/MS FS ik E

15 16 17 18 19



S FPREMEDTKEY), Captiva EMR-
Lipid AP RE T AL E
(70%-120%) FAHERIEILME (RSD < 10%)o
3 F42 Bond Elut NH2 &1L ARV S,

FAELSILIEMEIIRE < 70%, MHEEEM
REEBRHIBIRE > 120%. Lboh, FF

#:d Bond Elut C18 A#{LRIFam, FrEM
DT EYIREIN R PR, B
HEIMMRZE (RSD > 20%)o

{SRRLEFILER?

AT IHEREFEERMLY, 8T BN
REGBIEIREL (S/N) Eo B 4 LT @

EbiRgER%PE, /4 Bond Elut C18 /& {¢BY
S/N {B#/)\. #8EE Bond Elut C18 %1k,
Bond Elut NH2 & (iR T =AY S/N,
BESH T HIHIZ, Captiva EMR-Lipid
AYAXAMYEYRET RS/ S/N
MXFRNIEF . BArI89E S/IN MEHE

@3 Bond Elut NH2 &V AURESh, 5 Fhig S IS R . HIIERIBIR T 755 REUE LU AR
St AT 4 T RSD 58, FB I (ﬁzﬁ*ﬁ%gz) mE gl
N N N ! Nz p JlIE S/N
HEMMBTEPSNTESER, & EUR iw’; : /
N - Y Z KE 77 10 KQgo
EEXE A MNEMEA, WF N, IRRER 10 ug/kg
IIFRREN 10 pg/kg B RIREY
KR EEE
x 10 x10% |
64 157.9->97.0 8+ 214.9->58.1
1 157.9->114.0 71 214.9->200.2
51 tb{E = 86.7 (92.8%) 6 Lb{E = 70.4 (93.7%)
} 44 54
Agilent Bond  {z{ 1 Bl 4
Elutcig & 34 E 1
] S/N15 3]
24
] 21
14 Z 14
0: 0
A 615 616 617 6“8 6‘.9 7T0 7,‘3 Y 7?4 Y 7?5 7Y,6 Y 717 Y 7‘.8
x 1054 x 1044
1.0{ 157.9->97.0 51 514922002
0.9 157.9->114.0 1 . a7 Qo
0.8{ Ebf& =88.3(94.5%) 4] HEfE =66.0(87.8%)
0.7 1
AgilentBond  jz 0.6 5 37 S/N 80
ElutNH2 & 0.5 E 1
0] S/N 29 5l
0.3 1
0.2 11
0.1 J J
0 04
-0.1- T T T T T T h T T T T T T T T T T
65 66 67 68 69 7.0 7.3 7.4 75 7.6 7.7 7.8
x 105+ x10°
201'157.9>97.0 14{ 21295581
18] 157.9>114.0 12] 21492002
1] tifl = 7.4 (93.6%) 121 B~ 702 (3837
Agilent Captiva ., 1.2 -
EMR-Lipid 1;:' 1.0 g 081 SN112 « EHEKN S/N
0.8 S/N 330 0.6 MignEE
0.61 0.4
0.4
0.21 021
04 0+
-0.2- T T T T T T T T T T T T T T T T
65 66 67 68 69 7.0 73 7.4 75 7.6 7.7 7.8
SREEBYIE] (min) SREERYIE] (min)

4. AR EARRA KBTS E2ET S/N AL



HEEER (LOQ) 5 MRL RILLER

* 3 R T EREAMIEFE (Plano Nacional de
Controle de Residuos de Contaminantes)
BEA MRL INEX BRIRNERZGE
KA 7% LOQo Captiva EMR-Lipid /&
WHERETE, TRPRSHRENTGE
LOQ (10 pg/kg) R FREBEMEFBES A
EER MRL, BEZBABAH AR
ERVRIFMERSN, #HEEZ T, XA Bond
Elut C18 #0 Bond Elut NH2 &{kEY, BFE
ZRAM % LOQ & T EKRM MRL,
it

BEERER. BRIREMNEIE.
DT SIN BEFIERX /57517 7 2ET
1y, BEIREEE T 7574 LOQ S5FIER MRL,
£5RKAA, Agilent Captiva EMR-Lipid /&
A EMT Agilent Bond Elut NH2 #1
C18 Hike ZAFEEFAERPRETE
iE, #FHIFZEFEY BATEMAEMN

SES=958

56 MR AYIKF T AIEZHEIWERE
W% 737 LOQ WEAZHEREM B
MRL X, SRBIFmFNTEEEE)
TR GC/MS/MS RGERVLEIPITER, I
KEEEH EEmBERES, FHiRMHE

FENEEER.

3. RREEFNEFE PNCRC SEMET X 4-PAHIERY MRL LUK SLE E@d GRS IR MIFI5R1SAY LOQ FIELER

PNCRC Agilent Bond Elut | Agilent Bond Elut | Agilent Captiva
— BREBHLE (EB7F) C18 #{LIRSHY | NH2 2{LIR1EH EMFf-Lipid
B MRL | #EHY MRL LoQ LoQ ALIRISHY LOQ
FABNEE (ug/kg)
X2 - - 10 50 10
e 10 10 10 20 10
EF o 50 - 10 - 10
FRELS TP 10 50 10 50 10
EEZ 10 2 20 50 10
R 10 50 20 20 10
BRIL R 10 - 20 50 10
[AXIEIEEZ 20 20 10 50 10
1A 10 10 10 20 10
BRPER 10 - 50 50 10
(E-#1Z-) RKHBE - 10 10 - 10
B 10 10 20 50 10
AR 10 - 20 20 10
FRES B 10 - 50 50 10
UiF 50 10 10 10 10
diiey 100 - 50 50 10
TRMEZ 100 50 50 50 10
Eatul 50 - 10 50 10
= DR 10 - 20 50 10
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