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EERS

FrAERFIFAFIEA HPLC A MAR. 28 (ACN) fnREME
Honeywell (EEZERMNDHER) . KFIRZEK (AA) MEHE
REREEFAF (EEEHEMNZRESH) . RERERTIRN
M EARIDEER T /AR AccuStandard (3 E RIEIKA& M
AEN) .

Bik5rER
18 990 mL ACN AN 10 mL 2, #IME 1% AAKIZEE, &

NREGARERIALR (1) HEERIER ACN S REEH, REA
2.0 mg/mL, ERRGIVERIMTERSIVERBERHSE,

RETEERATHERELERR, BEIERRRA ACN #I#,

WEA 25 pg/mL, FHAREA ACN #l#%& 25 ug/mL TPP WHRT
(35
&
HRETEATE R KR S AR E R
Geno/Grinder (SPEX, EEFFMNEER)
Centra CL3R B0\l (Thermo IEC, XEDFFEEZEM)

Eppendorf {2 E/.0E (Brinkmann {35, EEALMNFH
FHAE)

WIS ERIEN (VWR, EEES ERIMTERE)
MmOo&=E (VWR, XEFEAMEE=IERE)
Eppendorf %ik#%

Agilent Bond Elut EMR-Lipid 8RB RERSLE (54
5 5982-1010) #1 Agilent Bond Elut EMR -Lipid polish &
#EE (84S 5982-0101)

e
SR A Agilent 1290 Infinity LC #4794T, HpaiE.
Agilent 1290 Infinity FAJTZR (G4204A)

Fi#& Agilent 1290 Infinity B Bhi#tH25R1E8E (G1330B) KJ
Agilent 1290 Infinity E {48 B 31 HE2S (G4226A), MK
Agilent 1290 Infinity #£i848 (G1316C)

% UHPLC A& 5k AE & RN BRERAEBEEFRIXA iFunnel

AR Agilent 6490 ZEMHHEREAZS%. *H Agilent
MassHunter TIEUER 4 {TEIR R EM DT

B F M

BRI

=h e Agilent ZORBAX RRHD Eclipse Plus C18,
2.1 x 150 mm, 1.8 pm (EBHS 959759-902) ;
Agilent ZORBAX RRHD Eclipse Plus C18 UHPLC fRi7#,
5 X 2.1 mm, 1.8um (845 821725-902)

R A) 0.1% FA HI7ki&R
B) 0.1% FA KIZFEAH

T 0.3 mL/min

g 35°C

BiifHSEE:  4°C

HEE. 3L

ESHHER: 1:1:1:1 ACN:MeOH:IPA:H,0, & 0.2% FA

HE: RflE (min)  %B
0 10
15 95
15.01 100

{Z1ERTE . 16 min

JSIBITRTE 3 min

it 4

EBF/HBFER

HREE: 120°C

SETE: 14 L/min

ZWBEN: 40 psi

HRIRE: 400 °C

HERE: 12 L/min

EREH: 3000 V

iFunnel 24 EBF HET

& E RF: 100V 90V

{RE RF: 0V 60 V



SHTMIET MS MRM S0 2 i, B 1 ARREEE,

® 2. ARRPFARAREGH=EMIRATF MRM SEFRE R

b ik] RT (min)  ART (min) Btk BEY (m/2) FEF (m/2) CE (v)
PR 1.83 2 EBF 142 94.1 9
REH, 2.03 2 EBT 209.1 137.2 24
B3 213 2 EBT 184 143 9
AHERR 254 2 EBF 214 124.9 17
BER 3.40 2 EBT 192.1 132 33
EER 3.89 2 EBT 202 131.1 I
B, 3.99 2 EBF 223.1 151.1 20
REH 424 2 EBT 237.1 72 12
A 4.46 2 EBF 224.1 127 10
REH, 4.64 2 EBF 163.1 106 4
JeEE 6.17 2 EBF 165.1 72 20
e F 6.43 2 EBF 256.1 209.1 13
RR 6.63 2 EBF 230 199 5
TEPP-A 7.69 2 EBT 291.1 179 20
R, 7.87 2 EBF 213.1 89.1 15
R 7.89 2 EBF 229 46.1 12
s 7.99 2 EBF 297.1 158.9 25
i) 8.31 2 EBT 202.1 132 22
RERE 8.37 2 EBF 199.1 46.1 16
RERRE 8.95 2 EBF 343.1 151.2 4
TRREL 9.15 2 EBF 210.1 111.1 9
TEE 9.30 2 EBT 222.1 123.1 30
&g 9.54 2 EBF 213.1 72 20
HERE 9.65 2 EBF 233 72.1 20
i) 9.73 2 EBF 202.1 145.1 9
FIEH 9.73 2 HEF 239 132 15
FHE 9.96 2 EBF 207.1 46.1 20
2,3-D B 10.06 2 HEF 219 161 15
RERE 10.10 2 EBF 233.1 72 16
RaE 10.48 2 EBF 259 148 10
WE IR 10.53 2 EBF 226.1 93.1 4
MM B 10.71 2 EBF 278.1 1342 15
KER 10.80 2 EBF 180.1 138.1 4
HTi# 10.98 2 EBF 230.1 174.1 15
THRER 10.99 2 "EF 233 161 10
NERE 11.26 2 EBF 233.2 137.1 12
BT 11.47 2 EBT 230.1 174.1 16
A 11.47 2 EBT 226.1 169 4
FlamE 11.69 2 EBF 249 160.1 20
SRBR 1253 2 EBF 214.1 172 5
KEM 12.76 2 EBF 284.1 70 17
=R TR 12.85 2 EBF 331 126.9 5
BERE 13.29 2 EBF 275.1 57.1 20
TPP (HI%R) 13.99 2 EBF 327.1 51.1 80
EPN 14.96 2 EBT 324.1 296.1 8
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FREL 15 g (0.1 g) MRFHRERT 50 mL BLEH
AN 15 mL ZF& (B 1% AA) FREERE 10 s

IMN—£ AOAC ZEEUE:

ERYMIRAES 2 min

£ 5000 rpm TE:L 5 min

6] 15 mL EMR-Lipid dSPE &H N 5 mL 7k

EL 5 mL LiERZE EMR-Lipid dSPE &
AHREREEERSE. ARESEREREHEPIINE
&560s

£ 5000 rpm TE: 3 min

B 5 mL LERZE 15mL 85 2 g & (1:4 NaCl:MgS0,)
# EMR-Lipid Polish RZEEH, FHiEREA 1 min

£ 5000 rpm TEL 3 min

% 200 pL £E ACN #8710 800 pL K& FHE] 2 mL H&HH
FiEmES

TEEH#IT LC/MS/MS 44T, TENHERATLEREN
i

FERBTRER 15 o R IFHAEIMREER, BT 50 mL BLER,

v

[ QC BAPMARRATER, FARERTERR
MY AR RPN, REERRE.

v

N 15 mL 1% ZEM Z iEATRS AOAC QUEChERS ZEURFIE.

v

ERMEF NIRRT RIZURIE 2 min,

v

7£ 5000 rpm T & 5 min

v

[&] 15 mL EMR-Lipid dSPE &N 5 mL
Kk#5mL EEZREERR,

v

RIERAHBE L

v

HE 5 mL k5% Z EMR-Lipid Polish REEH,

v

HERES. B, FRESEHLRCEENRELES —Ha.

v

HERERTEFMNRERINE, HIRERTERKAERE,

v

15 200 pL ACN ZEUR S 800 pL kKRS, iRIER,
HFRESEHTELD.

v

|

HmT AT ZEMRTFRRRA 2.

2. £ Agilent Bond Elut EMR-Lipid 174 R PRGN

I AT AR R TR




BRI RIS

ESR 1 ZIEETIR C R mEENRSIRETERRT
T 6 XEEME. QC HAAIREX T 5. 50 #1200 ng/g
M mEER. REAERIMIFEERTIIMANRIRAR, K
EXRF 100 ng/g TPP I MERM.

BERLEERERRERTNETESRHE. SR10ZE.
ERTEHEGBNRESAMETF 1. 5. 10, 50, 100, 150 #1
200 ng/g KAK 100 ng/g MER (TPP), EWARAKBRRLH
MERY, #IRERT LC/MS/MS HEMESR, FREZENR
RS TRIEREEE. fIRLARAHRBSE, LC/MS/MS
ZEREBIURRNOREE, FREBHERMRER, WRN
BREETEHREERBRAERINKENER, BLRKEE
HmiRkeE (REWER) Z—ERERZR.

HERPLENT

BEKRENEE [2] MEFA C18/PSA. EXEWFIF EMR-
Lipid ZMARRUBEABENLEERYSE, HREUTT R
ITRTRLEE, HREBREENENELE.

1. 110 °C THHEEEL 1 h UBREKS
2. )ié.’f}&i% IQfl]Eium
3. MAMRERE

4. FHBE mL RRTEERERR (REH) URERT
ERUENZEER, REFHX

5. 7 CentriVap $F 50 °C PRFIAERRMLT 1 h HEZ T
6. 110 °C TIMAEL 1 h EREKS

7. BEBERANEZER

8. BRIMAENE

TR 8 MR 3 ZEMEEZA AR RAZENYMSE. FUA
RERXERYMTFHESEN AFUERMLERYE.

BRSNS

Bsh, EREBEMRERRERY 5 BABRN ST
(EER) #TTHIE, FREFETHEIMFEFBREEER
ERAH, MHETEIMMEERERY. WEES (EER)
SERYMEREX.

FHiE L 551

B, QuEChERS iZHEHERRAE dSPE (B4 PSA. EC-C18 #A
MgS0,) BF&U4mREREMSERM. I, BRESL
SR FIRBRAESIR ML T C18/PSA dSPE, ikttt FEi#tfT
EMR-Lipid %4 SHAR A BRI, BT EREEHET LM
FnsRAnE ARSI AR E A 50 ng/g M4 ARHR, XEF
% F AOAC QuEChERS ZRi#{THEE, M/EEXA EMR-Lipid.
C18/PSA dSPE MM L MM A =M P MBI & U AR HIT
dSPE. M EMR-Lipid # LB, HFREME 2 Fiir. 5%% dSPE
RBFIARE, EMR-Lipid dSPE ZEFIMINKFKEWAEL, M
RARAERERMRE, HiEiT EMR-Lipid BRI LEERESBZE
EMR-Lipid Z£EUEE A {E ACN/KZERNE, FERBHRSER,
FKA@E C18/PSA FIE 5% LK) QUEChERS B, 4§ 1 mL ACN
HIREHEE 2 mLBRAE dSPE & (3045 5982-5122) H, H#
BES 100 mg REEBRMFIE 2 mL H@HF. BEHHERRIE
RE 128, HERMEBOHIL 13000 rpm HEEREL 3 240,
% 200 pL EERBEVERE 800 pL /kRIRERIRF, R C18/PSA
dSPE MEWERMA A UMY SEX—FTREERE, At
LC/MS/MS S HTRIAMER 0.45 pm BEFEZ R R
TR, BEPAATIEHERAE dSPE FE WL 8L R BRiERIBS
BRiER. £/ EMR-Lipid SHREWHITEURUIARS L EXFE
N, BREAREELLRE, BRESER. BEmRREDM
ANHEMZEERFEEE, X a5 & HERTRMEER
B, B MYIEERFNARIS AR R RS E AR b B ATt &
HEWE,

EMR-Lipid FiEEIERA 7 nERCERERLZ, E4HHRRE
G874 5. 50 #1200 ng/g FHEE 6 XEENEH#TT. RIFAT
EENMT, BEREENERENEZERLLTIH,



GRSV
HERMAE

BERiERYNESNELRNK 3 iR, X—ERBEMRE,

MEEITE, EMR-Lipid dSPE EERHEBHERSURE.

% 3. H QUEChERS ZEEWI R ZME MR R ERIR 4 hR L
ZERHEE (n=2)

SEF ACN BAERR ELRMEINER

BRI iEfG

IR R L SR IR T BB RS AR R S AT R SR T E
BN, MTFEXSHERENERERBEEHE (R, BN
WLGIBREE) PREEE, EREKEITDZHERERY
YMEEEX, I—HELBERHRABFMH, SREGITY
MEHX. BT C18/PSA TR L EBMFIMERBRIENERIR,
FElR AR U SN ERSTFIHREEMHE. B 3 U=fi

BEEAR PHRERYER (mg) HERMERYE (%)

KR 147 _ BWAB, KB EMR-Lipid #UXT B FHIHIRBRIEIER, X=F

EMR-Lipid #t 42 74 RHGUEWH Log P EHEMES., HHEEBERA 36, KEMA

ifj‘;:f; . i i 37, EPN 3 45, Log P EHE, HAMMBIKIENE, KR
BRIALHEE 0% MEFMFHBEERTHRAH, £HZ

HRAEMUERYE %) C18/PSA dSPE AN SEMRMIFIT £ A L BR AR BT = A T

REFUBRERYSE - SUEHAERDEE) o Mt FXELEY, EMR-Lipid BRF=4HAEHTFH, W

FEHHERDAE 3F.
RE 102 FEBER (RT = 12.47 min) x105 TXEL (RT =12.70 min) x10° EPN (RT = 14.96 min)

3 .

R " 12.465 min EO'B
=8 =

= =04

! 0

12.700 min 14.855 min
121.0
Eo5
0

11.812.012212.412.612.813.013.2

120122124126 12813.013.213.4 136

142144146 14.8 15.0 15.2 15.4 15.6

KERTE (min) KERTIE (min) RERTE (min)
x10? 12.474 min x108 . 10° .
# EMR-Lipid 3 12.683 min x 14.855 min
Eﬂaﬂ@#;ﬁi E ) %0_8 Em
AR : ME % =99 =04 ME % = 96 =05 ME % = 105
0 0
11812.012.212.412.612.813.0 132 12012.212.412.612813.013.213.4 136 14.2 14.4 14.6 14.8 15.0 152 15.4 15.6
RERTE (min) SKERTE (min) FERTE (min)
X102 x10° x10°
3 12.700 min
E?L{{%:f‘rka’a B, 12.465 min @0'8 10 '
HihRER = =W = 14.846 min
: ME%=63/ : ME % =71 05 /\ ME % =33
0
11812.012212.412.612.813.0 13.2 120122124126 12.813.013.213.4 136 14.2 14.4 14.6 14.8 15.0 15.2 15.4 15,6
RERE (min) REERTIE (min) FAERTIE (min)
x102 <108 x108
3
# C18/PSA .
. . . 08 12.683 min 1.0
dSPE L g2 12482 min = &
HihRER : || ME % =56 / =04 ME % = 81 05 14.5}?min ME % =18
0

11.812.012.212.4 12.6 12.813.013.2
RERE (min)

120122124 126128 13.013213.4 136

14.214.414.6 148 15.0 15.2 15.4 15.6

RKEETE (min) RERHE (min)

3. Bk THMEBE R L. BEARGFERMERERL 50 ng/g MRERIMGETAERF



$t3 T R B AR EE
WMEFHRA EMR-Lipid dSPE AIEHL QUEChERS At 5X%HA
C18/PSA FE WL BB dSPE BRI ITTXIEL, B4 B

TERRMGEITLER, B 5 WAKRERT MMM LER.

HEEKRAME, EMR-Lipid FRSMEREH BRE RIS
ZE, (VERMRAKEIRERIZE 70% - 120% KSERE, BIM
BIRER (64%) 70 2,4-D B (65%), B RSD /MF 10%., Eit, RiE

SANCO 58 [11] 5%, AT LAZERFATHESHEN ML,

EMERTIET. RAMBRELEWZIN, C18/PSA dSPE %

W EBE < 70% 5, > 120%
B ERSTF 70% - 120% HSEER

F
o

FS
o

3]

3]

N N W W
o

o

ol

—
o

B LC/MS/MS Wl 4R RE 2

o o

EMR-Lipid %, C18/PSA &t SIERMTNEL

4. Agilent Bond Elut EMR-Lipid. C18/PSA dSPE I {4
TRBH IR B R G T3S R

120

39i% 3 T RIFHIEIE, T PSA {E 2,4-D BRAERERRI KR
REIEIER (< 10%). EXETRHFINEKELRERTIZHS
T RBEAMKANERZERT 70%.

HiERIE

SRBTETEENEEMAIEIN EMR-Lipid FEMNRIE. &
FENRTLAEETRERAREA, Wi (TPP) BTHITEES
W, BhEEERTENAFTENARENBEEE. MAR
(TPP) WA ENES T 90%, ElAERELERNSEEIKE
XL,

HHMIIEERSI TR 4 B, MARB=FRE T 18 % aC Himm
HHRESNETESHNFYARETNRERERMCEEN
B 6 iR, BRESRKA 44 BRZ D 95% HmEVERELT
70% - 120% KISEEIR, 2,4-D BRANMBEINBEIRSD, XAFIRL YA
WEMRKT 70%, BEFRFHMRSD, KEH 5. 50 #1200 ng/g
B 51F 91%. 100% 1 98% HIKZGEE RSD /MF 10% (n = 6)
MR EEIME, #H EMR-Lipid 358, HAMATE RSD EHIR
F 20%. 3F RSD BF 10% MREMIFREXEY, RN
RATHRSHTRURSHNER, TEHEE EMR-Lipid 25
B (NaCl, MgS0,) BRSEERMEBERRE, FEEMNENIE
X R AT A TR .

=6)

B C18/PSA %1k
B EMR-Lipid %1t
B SRR

I 50 ppb REHI4-HRHRIFHIEKE % (n

0+
RERRZ

24-DB  HAR KB 35k mEm

TEPP-A

B 5. Agilent Bond Elut EMR-Lipid (#&) . C18/PSA (&) FMEMLHEWMF (RE) dSPE LK

ElvES 47



R4 HhEd 44 FRZGE 5. 50 #1200 ng/g KETH) EMR-Lipid FERIFLER (n = 6)

Bk FEERESEEE
HEEE 5ng/g QC 50 ng/g QC 200 ng/g QC
b xiit ] ERNE/NE R? (ng/g) Ef%E % RSD Elf#%E % RSD Ef%E % RSD
F R ZHRBA, 1/x 09993 1-200 69.1 95 93.8 8.4 109.8 6.0
RER ZHNAE, 1/x 09990 1-200 74.6 8.4 88.0 2.7 87.0 2.0
SR KMME, 1/x 09948 1-200 55.8 124 88.8 23 86.6 40
SHER KUME, 1/x 0.9996 1-200 84.5 6.0 85.3 14 84.4 2.6
ZER HMMA, 1/x 09995 1-200 87.1 6.3 86.2 2.2 85.4 12
EER HMIA, 1/x 09995 1-200 494 243 76.7 1.7 79.0 2.0
%5E KMMAE, 1/x 09993 1-200 83.6 78 90.4 33 89.0 2.1
REH, KMME, 1/x 09991 1-200 81.1 76 96.7 26 94.4 35
AEh KHNAE, 1/x 09979 1-200 85.2 6.1 85.1 19 1015 46
REH, KMME, 1/x 09993 1-200 7738 8.2 88.6 33 92.8 45
JEEE KUME, 1/x 0.9969 1-200 86.5 9.9 103.4 25 917 17
M F ZHWAE, 1/x 09996 1-200 81.7 5.9 94.1 26 879 25
RR KMME, 1/x 09993 1-200 83.3 8.0 99.2 31 94.8 25
TEPP-A KHENAE, 1/x 09989 1-200 50.2 6.5 88.3 16 78.4 3.1
HRH, KMME, 1/ 0.9989 1-200 88.6 5.6 1012 35 76.2 19
k=4 KUME, 1/x 0.9987 1-200 102.0 5.4 105.8 25 89.9 2.6
nEw ZHWAE, 1/x 09988 1-200 814 6.9 86.2 2.0 825 2.7
AILE KHNA, 1/x 09984 1-200 918 5.4 93.8 19 85.4 16
REE ZHWAE. 1/x 09990 1-200 825 99 96.0 37 88.4 18
RERHE KHRA, 1/x 09977 1-200 89.4 108 104.6 55 86.0 7.1
TRREL KHWAE, 1/x 09993 1-200 84.7 8.1 97.6 14 945 2.2
THE SMWA, 1/x 09993 1-200 88.3 85 98.9 5.1 972 2.4
GgEE KUME, 1/x 0.9990 1-200 96.3 5.0 97.9 31 89.9 2.0
BEE KMMAE, 1/x 09995 1-200 86.6 6.7 98.7 28 975 35
) KUME, 1/x 09991 1-200 80.7 74 1011 32 905 2.1
BV YN ZHRWAE, 1/x 09993 1-200 1112 55 1023 47 97.4 79
Rk KMME, 1/x 09993 1-200 98.7 4.1 98.9 2.3 92.1 2.6
23-DE KMMAE, 1/ 0.9985 1-200 64.3 7.6 65.4 5.1 65.6 2.6
RERE SMHA, 1/x 09975 1-200 86.2 5.7 87.8 39 88.0 3.0
RemE KHNAE, 1/x 09977 1-200 96.0 6.6 1003 46 92.4 45
WE IR KHWAE, 1/x 09986 1-200 60.3 8.3 67.0 26 65.5 36
M B KMME, 1/x 09992 1-200 99.8 5.7 99.4 34 943 2.8
EER KHWAE, 1/x 09985 1-200 85.8 9.7 89.3 38 87.0 38
BT KMME, 1/x 09993 1-200 90.7 6.5 91.1 26 85.8 2.0
THRER KUME, 1/x 0.9992 1-200 75.6 9.7 733 46 76.9 2.3
RERE KMMAE, 1/x 09990 1-200 90.2 8.6 924 35 915 2.2
BTi# KHNA, 1/x 09992 1-200 95.3 4.8 89.5 25 837 2.1
FERE ZHENAE, 1/x 09984 1-200 776 8.8 94.7 32 86.3 19
FlaE KMME, 1/x 09984 1-200 84.7 74 85.2 36 84.6 36
SRBR KHNA, 1/x 09994 5-200 91.6 10.0 84.3 9.3 81.1 38
KEM KMME, 1/x 09992 1-200 83.0 6.3 81.1 24 80.7 15
IR 573 KHNA, 1/x 09991 1-200 76.2 7.1 1005 2.2 100.0 1.0
ERE ZHNAE, 1/x 09994 1-200 66.9 6.8 83.0 16 84.8 13
EPN HMMA, 1/ 0.9995 1-200 76.4 47 738 3.9 62.9 132
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ZEC TR H—M K% RA QUEChERS AOAC ZEX#1 Bond Elut
EMR-Lipid dSPE Bt BYIRE, AIESRENTE. ERIERZH
HERTHARERD 44 BERT LC ATRBK ST, HRF
%A EME R RHT T TR, H 54 C18/PSA dSPE
M ERMFR LR ARNERM LT T, ZERKRHE, 5
C18/PSA dSPE FE L SEMRMIFIELL , BEFREEFME R LL
BERY EMR EFHEBHEREUHR, HRPEN=HARESH
UEARR SRR EE% E#T T £EXt . EMR-Lipid
LR THERES C18/PSA dSPE 1Y, EXEEYEEMH
RIRB%. EMR-Lipid FEREE dSPE S LEIEILE LT TE
FWMF, REREXESIWIMEEERSFERYE. 8iF
R EMR-Lipid BEBERSBER, LHRER, FEFASHS
B RIERS BERM.

AW KM, % QUECHhERS TIEFHE R ER EMR-Lipid fE4
dSPE BRMFI R RS BROBERITRE . Ti% B 5% £ ZE BN AR
REHEEEREEERAERERITHRELE, BAZER
SEMBERAMTYEENHM, EMR-Lipid B4 HE#ERPTHR
AEENMIUTEENE. SHZE. RRHEREBBEM
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