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BMLTTILTOHEICOM

SREDTOEREDIOICIE. Xy IXFFHZEBLBITNILED EE Ao
B Y TINCH L TEBOERDZMNEE DT XM 2355I1CI3BETSTY,

R#D SPE. 3i8. QUEChERS %> 7 LaliLiRiEZ @A LT,

@MY T INROTFH%R/RICHIH

MRE7GY > TILAHIRIC LD, BRODITTRMICHEERIFT e < F5%
BRMICEDBRC N TEET, 200D UTFOLSBRISEFSNET,

- HROBREMCT—42EEDHL

- X5 OEFRPIS—DIERE

- YYTILEARICEBEEEA ST F Y ZDOYIRICK D, BB E )Y — R & ETHY
oIS UL TR Z IR T BT SROEEMD A ELE T,

FEDAHE

ZOT7IVr—2avETIE. BEERER. A B AER B CODITRELABERT > FILTH
WO RICEAS 2O T ST —a >y e B0 7 U —oayE BV I ET, BE
CED. PULYVROBER T SIS =3 DI I/N— A BEROEEN DI HRY
DEINZOEALOEFELEWVIZLETD,



BRI DY > 7 )LEIALIEE

B 7 77 —2avIilEIT 30 D TILAILRIE. BB ATy TENZWcoHIZ BEIID DTS-zl
HERBDELLTRVERB TN TE E LI (k. BRI RYIE SPE FHEAIC Lo TERBICERFFI N,
MOy IR AVR—F I EDRLRINTHO S, BRNODTHRYDBHINET,

DFERORTHBHEZERL. BERZBICCTESARMOH 2 TS EREMRICHZAZCDHIC. VOLUMNIBMO
TV =23 &) -2 FR L& LT,

F1E BRothTHAWSNS SPE Fi&
YOTZILEILIBDFE. XV RICNE RN WEDBERECKREDNT VLS
ZEICEST BYRLANILD )= Ty T EERTZENTIET,

% 2 &: QUEChERS %

BT Y7L OEMEEOZ D RES T DIFE. QUEChERS JAEAB VT, DR
YOOI N )Y I ZABREICEREYIDEZ ST, BEZANRICERTZ N
TEE 9, QUEChERS EIFIRED X YT AMEEMmE M v HIC. ERSAETLIRAS
nTuEd,

% 3 #: Agilent Captiva EMR-Lipid
KB/ IEE 2 & O Y TILOBA. £%0 QUEChERS 48 SPE (dSPE)
TlE. V=T VIR D RIZOFREERDITICR>TLESHEMELHD £,
Agilent EMR-Lipid (Z82FMAMEITH D, ERIBE ISR ETFVTILIN IV IS
BRI D DIBHZR LICHERMICRELET . NIt ZHER CBRKEREER WS
HRMEOHAEHEICEDIVWTED LLTFOT74— VD HDET,

— Bond Elut EMR-Lipid dSPE I2&D. BBEDZWH > TILD 7= D QUEChERS
D—07O— %R TDENTETET,

— Agilent Captiva EMR-Lipid Tl&. /SZARI)L—) JU—=>FwTo—o70—H
FEATE. UUTIILFILIEBZ S5 ICARIETTET,

RR—=JLETIE. BELRBRT >V TILOFILIEE 9iTICH1F 5 Agilent EMR-Lipid

OFERICETZT7 U r—>3>/—hEBALET,

FINALIST |




BmmBE D[ L

TIOLVRDOBEANT—IT7O-ICED RARE. MEBAFE. 2ERE. BRREETT—V2EKIChicoT
—BLImEBEZHRI D CCHAIEICADE T,

AR
SPE products
Agilent Bond Elut SPE @ ISEM BT N v I 2D S FHMBE ZERNICBRE TS A TS,
1.,'? G TNEIMEEEOR75 3 40 R FOFTEAZ 30 BEL FOANSERVW T T &7,
\_ e —#  QuEChERS
L Gl —_ Bond Elut QUEChERS $HH & & T SPE F Vb CED. SETFABMT >V TILEBEIC
- .:_-..*«a.ﬂ""ﬂl TR =Ty T BEIENTEET,
'-m-\'.'.;_h 9
Captiva EMR-Lipid
Captiva EMR-Lipid /SXZ)L—=851) —=> 7w F A=)y HBWASZ T, BNzt > 7LD
01)=>T7y ORI ZREE TS BEIELELET,
pari
TOLYRYUa=23vICED O BARYEREL. BN 2slE LT HamBERELET,
BTy ROV —==2%: Agilent 6400 &) —X~UF)LIUERR LC/MS B LT
ax 7000C QQQ GC/MS
|._.J ! J o B=y a3t Agilent 6500 1) —X LC/Q-TOF & T 7250 GC/Q-TOF

HSLEHFER: Agilent J&W Ultra Inert GC 75L& KU InfinityLab Poroshell 120 LC

-*m l DSLIZED, RETREASSICA L, SVERGT—SHB5NET,

FaR

MassHunter 7—2X7—>3>
EBmB MS T —42%% L. TDOT 2% 22— yMLEMBE L ORI EYIDREE &
TE2ICFERATIEY,

OpenLab
SATHAVINEEEBLT. T—2OEEMEEZRARBICEHET,




PN

ARSI T14T 77N RBOEZE: 2120 )y ITa ZAR—JICBHTETET,

TV —Say ) — MERDEBAE BRESH 6

RETBICNE RIRAE BT VYT, Agilent Bond Elut QUEChERS EMR Lipid &

Acrobat DR 1~ FUERIE & LC/MS/MS |25 7R R0 EEFEEY D 7
Agilent Bond Elut EMR-Lipid &

O~ GC/MS/MS (2&2 7RO RFDEEEED I 19
GC/MS/MS |2 &2 BEDTTD EMR Lipid 2 —>7 w7
B SNIBRKAIEDF] = 35
BYRAERERS 45
Agilent Bond Elut QUEChERS EMR Lipid & LC/MS/MS I2&%
TR OB ERAERROZ KD BR DT 46
Agilent Captiva EMR-Lipid h— kU201 —=> 7w FELY
LC/MS/MS ZRWc4ARDEBEYBERRDZ 0 RR 2 64
Bond Elut QUEChERS dSPE EMR~-Lipid & Poroshell 120 i2&%
BT OO0 RRIEDE D 76
B =1 %, 011 82

EMR Lipid 2L\ LC/MS/MS IC& 2 A RBRASHF DT 75 hF 220t 83

Agilent Captiva EMR—Lipid 271 —>7v7&H KU LC/MS/MS =B e
F—ZXROEHOBEOT A AF > DODHT 93

PAH 231R 101
Enhanced Matrix Removal (EMR) %= L7 /7 DPAH 234 102



Agilent Bond Elut QUEChERS EMR Lipid &
LC/MS/MS IC&3 7 RO RO EEREYM OS5

Agilent Bond Elut EMR Lipid &
GC/MS/MS IZ&3 7RO RROZRBREED 53R

GC/MS/MS IC& B EESHTOD EMR Lipid 2)—>7vFE
b h-BANIEDF =



=28

Limian Zhao and Derick Lucas

Agilent Technologies, Inc.

Agilent Bond Elut QuEChERS EMR Lipid &
LC/MS/MS [CcKD
7 RH FRORFEZREMD R

U —3> /—b
BRRE - B

21

Agilent Bond Elut QUEChERS Enhanced Matrix Removal—Lipid (EMR—Lipid) [&. XD > 7 JURITAIESR]
BT, FBEEOEVIEEERE (dSPE) THEATDIEICKD . DITHRYDLEINEERICFHE
ZESZTIC, BREODEWVLS My I AREZRIITER T, SEIDERFEETIF. LC/MS/MS (S
KBDFMARAD 44 IVF IS ADBEDDHT. COFULLWRED7ZTIUT—3vzE
BT UEX T, FIEE. QuEChERS AOAC HItH. Z DD EMR Lipid DEIF v bEB KU EMR Lipid BizK
Fv hEREWVWT, 8RCTHENZT > TIVLIU—2Py T2 TVE L. X hUwWIRY
U—>7 v ZICDWVWTIE. 15D dSPE 7 U—2 77w T#IT7 IR RlHE D S OIEHBRMEIE
HYDEZAEL. d—5v MEEYDIOY NI ZTI NIV I ZXHMRZEZFARD &I
KOTCEHALE Ufce DN MU W IR OU—ZV JRIRELE T D E. EMR Lipid dSPE Tl
DT DOOEICHEZESZ FIC. KOMENLEI NIV IRT -V FP v ITREET
TFT. REEINEAV W RlE. LC/MS/MS (KD TR RAD LC THREOJAERS 44 DEZ
IRTCICHUCTENCEEEBEZRMFUE T EMR Lipid dSPE [F{EWL4> < QuEChERS 0
JVICELTHD. BB RO RV TIVICEENDEERBYDDTICBVNTERND
BRETHERNILY > T)VAIUEZRIBLE T,

Agilent Technologies



FUHIC

BRPOEEREYIDIHT(E. QUEChERS (Quick. Fasy. Cheap . Effective.
Rugged. Safe) XV v RZEFEAT 2 <DIMNICE>TIL—FrIT—2
EFDTVET (I 2l CDAV Y RZEFEATHE 1 OB TER
EDHEBEODEBEZNMNTEXR T, XV Y REETKE TR0
FICHUCEVICHEELETH. FA RPF v YIREDSIEEDER
EORUBYHEROBRICH UTIFFEZHNET (3. 4. NS0
RECHILT DT EF. BROLEMZRIET IS, BHFHEEEN
EXRITDEULVWINUTF— 3 VEEANDEGZIED SRICE>TRD
BETEINETETT,

PDHTIF LC & GC ZHRFEDETHERAL. SHOBREREZ—FICHM
L. $BRM, HBHM. FFHERUOERICHEUETY (4, 2LDE
F(F IC & GC DA THRETEFIN. —HTEZLDEREIFVTN
THORACEFBA. ZTNENDFERF. OTEECBVTEED
RAIEEPZERS. HAHIY NI YOI ADOEEHERERITE
T, INSOHBHYDIREF. BHLERY N W I XHRTODIE
EIFEEICED>THETHD., €18, PSA. GCB IFEDY RUwW IR
PBREFIBRIIC K DUMIBDMETT 5], VLI LAZZOMOME
FHIROBDT. —MBHET N v I ZAREFIER D EEE
BREFERE ELTVET, U L. IXRTDEEDIREZRE
—5w bEULTVWEW—AT. DTENDORSZRELTULED
BAEDDDOEFT [6. 7. BEZHEEDSWVY YTV TE. EfHH
A—KUwI (SPE) [7. 8. 9] FeFFILEREIOAXR NI ST 4 —
(GPC) [10] ZEB UL V=27 v ITRMEBEE KD BEDHD. Y
ETARPESICHMDDET,

Agilent Bond Elut QUEChERS EMR Lipid (&, SRFTDFTIEHIT. mOIEKREL
[CEFRBEISAZY Y LY MU w I BRIRMICEREULE
T BT My IIANSDREBETSDERE(F. QUEChERS BXRU
IUINOBRBEEDFAETIF, KEEDY MV IARY—5y
MEEMERBHIDDTRICEETT ., SODEBRTIE.
QuEChERS AOAC HIE D% T EMR Lipid dSPE &7 U —>/ 77w T&EFER UL T,
TIRA RICEEND LC TREDREGARNE 4 OREZDNT S
0T Y TIVEMEEZRELEF . CDFPTUT—Y 3> /—
MIEHINTOLRVEDIC DV TDRESRII T Dfeshlc. TN
SOEEF 12 DEELEVEI SANSHEIRLE U, R 1(E. LC
TREOGELERESISAD—EXRTT., COPTUTr—r3Y
J—=hTE. PRARGEDERTIREDZWVLWT Y TILICH LT
EMR Lipid DRI DBOTENcOU—27 v T, 4 DEFIFT S
ADEREFRBYIIHUCEVENRELBEZRI &7 3 DDA
WICHIFTRNALE T,

K. CORECTHEA U IC CTRETRETEES
ZTNICEHET DLFMEI SR

RE
RERNZEE {LEMEISR Jn—-7
XHZRKR aryy FRE
7tIr—h~ [=1= 10 FERE
FARI—K gy FZ A
IXRNI—hH aryy FRE
RSFF BRIy FE A
EPN k=119 FRA
Tepp-A E=1= 100 FRE|
E/o0ORKRA [=1= 100 FE A
AFHHILR—k AIVIKA—=K FRA
bV VANB) 1Y AIVICA—k FOE|
JORZFIL HIVIKA— A
HILIR TS AIWIKA—=K FRE
XFFHILT HIVINA—= FOE|
o0)L70774 AIIKA—k oA
JO77L4 HIWIKA—=K FRE
P=/HhILT AIVINA—=K A
FTFUIIL HIIKA—k FOE|
XV HIIKAK—k FEE|
ZIWIAhILT HIVINA—=K oA
FIVITFSIV NPT FEEl
IyRIY (NP FREH
vIFSIY NPT PREE
EX0V R&= FREH
sookvay R%& FREEE
Divlup 7S PREEE
JILAXyay R%= FREH
q(vJovoy R&= PREEE
X~JOLOYV R%= FREH]
yFa0Ov R%= FREE
U—a0Ov R&= PREEE
xJOv R%= FREH]
JIxOv R%= PREEE
XhF20V R%= PREEE
HILRVET I RYZAZHFI=IL  BREA
FIPRIEFI—=) RYZLZFYI=)L BREE
FEITPR—BMXFIL RIXAZFY=)L FEE
7OV FZUJEUEZIY FREF
A YU A=Y= HER
NXyaFI-—=)Ib ~NUF7 Y= HFEE
A=5o07UR RXAZAF /AR FOE|
X&Ho0)b oO007e~7ZUR REA
2,4-D o007z /%Y PREEE
yoo)lzavZ o007z /%Vg FREEE
AVEDN K% PREEE



R E

IRNTOHAREAEIE. HPLC FIe@F I L— RDOBOEFERLE
Ufce 7R UL (ACN) BRU XS/ —)UIF Honeywell (X AF—
dv. VAN, KE) SBALF U, AEIT L — ROEEE
(AA) (& Sigma-Aldrich (22 MLA R, S X—UM. KE) D AFULF
UTe. BEZEDB RUANEBIZEE(L Sigma-Aldrich B KU AccuStandard
(Za—~Tv, ORFAHv M. KE) DSBAULF U
BRSO SUIEERE
10 mL DEEEE7Z 990 mL D ACN ([CIIAT1 %M EZST 7P~ KU L%
ARUF Ulc, BERRD KU PIEBEEE (IS) FARIE 2.0 mg/mL (D ACN
FllFATY /—=)LRIC—BBDEBERAICER UE Ulc, D DEREF
HFTROESZERRC. ZEEERARZRART DICHICEE
FRULE U, SBEEEEBRIE 25 pg/mL D ACN BRE U THREUFE
UTeo 25 pg/mL D TPP IS YEZERAMR(F ACN AR E L CRRE UE U,
fas
YT VEAIE AR CER UTcss B KUMEIFA D EH D TT,
IT/ISAVF—(PEX. AFFIV. Za—TIv—I—M
KE)
Centra CL3R J=/DVEE (Thermo IEC, Y HFa—tw WM, KE)
TRV RV TINESEIDE (Brinkmann Instruments.
DI A RRU— Za—3—IM. KE)
Vortexer B KON )LUFF 21— Vortexer (VWWR, T RF—.
RUVIRZT7M. KEH)
R NU b w TBIF ¢ IR (WR, IR TUA 2T 0—)UR,
Za—Iv—I—MN KE)
TuRYRILTERY hBLUOUE—5—
Agilent Bond Elut QUEChERS EMR Lipid 8% v I~ (EBRES 5982-1010)

B KU Agilent Bond Elut for QUEChERS EMR Lipid BiZKF v b (ZBRES
5982-0101)

{EFkERs

DITITIELA T TR S NS Agilent 1290 Infinity LC S R T s &
FRALE U,

Agilent 1290 Infinity 7 # — % F~ U 7R >/ 7 (642044)

Agilent 1290 Infinity BF—TFE R w I (G1330B) 1 Agilent 1290 Infinity
SEEA — N TS (64226A) BEKU Agilent 1290 Infinity F5 /s
O2)C— kXA (613160)

UHPLC AT L7z, Agilent Jet Steam T hOX T —AFViRE
iFunnel BT 7Z#5EL U Tc Agilent 6490 b U F)LIUEERR LC/MS &/ A T L [TiE
HUERT, T—YDEEBEDHTICIE. Agilent MassHunter J—20 A5 —
2avVI DI P EERLE UK.

R

HPLC %

H35 LA Agilent ZORBAX RRHD Eclipse Plus C18. 2.1 x 150 mm,
1.8 ym (EBGAZES 959759-902). Agilent ZORBAX RRHD
Eclipse Plus C18 UHPLC ZJ— . 5% 2.1 mm. 1.8um
(BRGREES 821725-902)

BEE: A) 0.1 % FA ZGBR
B)0.1%FA P N NUJILBR

e 0.3 mL/min

NI LIBRE: 35°C

F—NIVTSEE: 4°C

AAE: 3L

Z—RUsE 1:1:1:10 ACN:MeOH:IPAH,0 & 0.2 % FA

JSITU N 5 (99) %B
0 10
15 95
15.01 100

ANy TEA L 16 5

RA NS A L 3D

MS i

MIT 4 TI1RBT 4 TE—R

HRE: 120 °C

HRE: 14 L/min

XITSA45: 40 psi

I—RAHAE—5— 400 °C

V—RAHRE: 12 L/min

FrESU: 3,000V

iFunnel [\ X—%: KRIFT4T HFT«D

= RF: 100V 90V

&£ RF: 70V 60V



PHTICEHET D MS MRM DEUEEEK 2 (TR L.
AN IOY NS LER 1 ICRUED,

x 2 CORECTREALLC FUTVEER MRM NS X—=F ERBEDQU T VY3 VFA I

b ipSE LY ] RT (53) FIVFRT () B TUH—BLF (m/2) TOFTMA (m/2) CE (v)
X = RIRR 1.83 2 mITF4T 142 94.1 9
T=/AIT 2.03 2 RITFT« T 2091 137.2 24
77—k 213 2 mIT4T 184 143 9
FXARI—K 2.54 2 RIT4T 214 124.9 17
IRV ET I I 3.40 2 MIT4T 1921 132 33
FPRUEFI—=) 3.89 2 mITF4T 202 131.1 M
AFHH)LR— K~ 3.99 2 RIFTaT 2231 151.1 20
FTFU=IL 424 2 mITaT 23711 72 12
E/UO0RRR 4.46 2 RIT« T 2241 127 10
XY= 464 2 RIT+ T 1631 106 4
JIxav 6.17 2 MmITT 1651 72 20
A=5o07UR 6.43 2 RIFT 4T 2561 209.1 13
IAXARI—H 6.63 2 RIFT«T 230 199 5
TEPP-A 7.69 2 mITT 2911 179 20
ZILIAILT 7.87 2 mITF«T 2131 89.1 15
X hEZOV 7.89 2 mIT4T 229 46.1 12
ARFUIL 7.99 2 RIFT« T 2971 158.9 25
IRIY 8.31 2 RIT«T 2021 132 22
ExOv 8.37 2 mITT 1991 46.1 16
FAT7Z—RXFIL 895 2 RITT 3431 151.2 4
JORZFIV 9.15 2 mIT4T 2101 1111 9
HILRT S 9.30 2 mITaT 2221 123.1 30
sog~vay 9.54 2 mITFT 2131 72 20
ooy 9.65 2 mIFT4T 233 72.1 20
HIVIKUIL 9.73 2 RIFT« T 2021 145.1 9
A 9.73 2 XAT«T 239 132 15
4vV7ovoy 9.96 2 RIFT« T 2071 461 20
23D 10.06 2 xHATF«4T 219 161 15
)AFXvay 10.10 2 MIT4 T 2331 72 16
X ~NJOLOv 10.48 2 mIFT4T 259 148 10
>7JOvyz)L 1053 2 MITFTT 2261 931 M
X&FFo0) 10.71 2 mIT4T 2781 1342 16
JO77 A 10.80 2 RIFT« T 1801 138.1 4
FIVITFSI 10.98 2 RITFT« T 2301 174.1 15
Joo)lzZov 7 10.99 2 XAT4T 233 161 10
¥Fa0v 11.26 2 RIFT«T 2332 137.1 12
TIFSIV 11.47 2 mIT4T 2301 1741 16
XFAFAHILT 11.47 2 RIT«T 2261 169 4
UZa20Ov 11.69 2 MIFT4T 249 160.1 20
o0/)L7077 I 12.53 2 MITaT 2141 172 5
RyaFV—= 12.76 2 RIT« T 2841 70 17
ROFF 12.85 2 RIT«T 331 126.9 5
xJOv 13.29 2 mITaT 2751 57.1 20
TPP (IS) 13.99 2 RIT«T 321 51.1 80
EPN 14.96 2 MIT4T 3241 296.1 8



X10?

L
N05
EA)
Ros
03

1.1
1.0
0.9
0.8
0.7
0.6

1 !\ -

0.2 L
|
0.1
. | l.| i _r

hhu T

1 2 3 4 5 6 7 8

9
UFVoavsd4 L (5)

10

1. 50 ng/g (DEELAZ5HN L QUEChERS Tl L=%%. Agilent Bond Elut QUEChERS EMR Lipid T U—>7 w7 Uz
FRA RY Y T VOEBIIL LC/MS/MS 270~ ~JS L (MRM)

BT IVAiLE
RACDOT > T)UAEFIEIE. QUEChERS T—2 T0—&
ROAT v TEER L TRBELSNFT,

1.

LC/MS/MS 3T RBDY > TILD%EEBHTE T UER T K2 ([CT > TILEI

REIFAXUREFPRAR15g(+0.19) ZETE L. 50 mLiRDE(C
AND

FPERZRUIL (1%AA)15mL ZIDZX 10 BERILT v I X=F
Y—TE®ITD

QuEChERS AOAC HItEF v b2 1 v T —IZ A 2
IRESET20BRBET D

IDIBET D

7K 5 mL % 15 mL EMR Lipid 2288+ v MR 2
E5&dr 5 mL 7% EMR Lipid DE8F Y BCBT

BBICMILTYvIRAZFU—CEBLTO >V TILZS# U
%,
5T 60 BE~ILFF 12— Vortexer [ITHFD

DDEET D

5,000 rpm T 5 R

5,000 pm C 3 EHE

& 5 mL 248 (1:4. NaClMgS0,) 2 g Z= L 15 mL EMR Lipid
BTy MMCBU 1 DBRILT v I RAZFT—TCTRBETD

5,000 rpm C 3 DERDDEET D

ACN B0 55 200 pL &7K 800 pL %= 2 mL DT> FILIKA 7 ILT
BEURILT Y IRZFY—TIHERT D

IBEDREZRUET .

NEIFA AU IRARY Y T)VZERIC 15 g 5HEU. 50 mLEDEICAND

v

IS KU STD 7% AC YV TIVICRINA I U MY IR TSV IR NTD
YUTIVCIS ZRINA UL RILTYIRSF Y —THRHETSD

v
’ 15mL D 1% BFE=ZHE 7 tzh=~U)LE AOAC QUECHhERS i+ vNZEINZ D
v
] HpuTEUT FESHT 2 HRIEESTD
v
] 5,000 rpm T 5 SREELSHTS
v
EMR Lipid S8k 5 mL #1 ok,
ACN HHRD_EEBD 5 mL ZAND
v
] RILFoRZHS —TRBL T EDHHTS
v
’ &3 5 mL %& EMR Lipid BiKFvNCBT
v

RILTYVIRZFY —TREULELDBL T,
LEBD ACN EZRID/\A 7 IUICHEY

v

STD & IS EZXhIWIR TSV IITIRARZRINA IULT,
JhUYIRBEF VI IU—2a /BB T D

v

ACN & 200 pL &K 800 L ZRBEL
RIVTYORZFY—TEBLTRLDBIT D

v

LC NUTIVMEBHTADY Y T IV DR T

B27

7 IR73 ReADEEED D HTD=EDD Agilent Bond Elut QUEChERS EMR

Lipid ZE Ufc U > JIUEIAESF)E




FrUIL—vaviEgEEnBEEY YT
RATEEEERAREREE TR T Uk ac B T IVEER
U, ATv 71 LIEZ 6 @R ULEUfc. aC BV JILEFPRAR
FRORIRE 5. 50, 200 ng/g [CHZHULE T, IS BRZ 7R RRD
TPP IR 100 ng/g (CFD K DICRY MU WO X TSV ILHDTAN
TOY Y TICZAINA T LK UL,

MY ORFvUITU—y a vy TIVEEEB LU IS (EERA
BEFERUTRARUFE U AT v T 10MEOI N woIR TSy
OV TIVRORIEREN. 1. 5. 10, 50. 100, 150, 200 ng/g &
100 ng/g IS (TPP) [CHED K DITIER LE Ulc, RIET > T)UilHR7ZK
THIRULT, YU TIL%Z ICIMSIMS TSI T NTHOMTEDLD
[CU. BHOBHAEDICH L TE—OBIROREEEHRFUE T,
LC/MS/MS ¥ R T LlF, EBEINTWVD KD [CAEFIRH TRICES
IOREERAZEB U CENCREZRIRUE U, YV I
RICK > THEBOBRELDBREMESE>TULFIBSIF. BRAN
TlRHOFBAN, TUTIVBRRAT Y 7 EEEEAR) ZiR5T
DENHDFT,

HALEONE

HAHDEZ, C18/PSA,. TV FRIEAI. EMR Lipid D 3 DDETK
BOU—VT v IFEOBEAEE 2] ICL>TROFE L. T~
5% 2 DR UTTE CIET BT Y TILFRDES [CLTHY
LELT.

1. ASAFa—TEN 1 BBLUR 10 CTIRUBSERET S
2 Fa-IEBEETAPT

3. FANFI-JDHEEEHSDUHED

4 TN NI wORTSVIMEY (ZU—2T v TREU) 1nl &
SFREFBFOU—TvITHODNY NI IRTS 2 T7%
ZTNZEN 2BIE U ATIERICET

5. EEEOMEZE 50 CICLTERTOTVTILE 1 BB EIEE
BT DFETENT

6. #91B5ELUR 110°C TF1—TZMALERZRET D
7. Fa—JEERFTHVT
8. Fa—TJDEEZHI—EED

ATV T8 ERAT YT IDEEDEFY Y TILOHBLYDEET
T JU—U7 v ITHRESNCHBEYDEEG I U —2T v TD
AIRON b w I AHBHYDOFHEEELEDFT,

< b v I ZZNRO

THIC. BARE (E—JER) (& 7RO MhERICHA B
U ERARE CRERZARAERUICEBETHERULE L
feo IR BRIA T UIeT7 RN RlRIG. RERERRZE TSV
TOTIRARY MU v IZRBHRICRA BRINATTHEICKD
T, ERLE LT, IWEDE (E—JE#) Y MUY I XREBE
ERRLET,

XYy ROEBRS LNV F—v 3y

IRTE. QUEChERS XVw RlE. 7IRA RFXEDSEREY Y TILTDY
U—>77w JAIT PSA. EC-C18. MgS0, ZZLEREEENI ftx dSPE ZHE2E
ULTWEY, Ffe. YLD FFEiEANE. C18/PSA dSPE KD BAEE
BREICBVTEDBENEEDNTVE T, SEIDXY v REET
[&. EMR Lipid ZU—> 7w ITFEEMDI U—2T v TFEICER
EHTFHUIC, BINET—(E77 M7 R 50 ng/g #8HD T LR/
ATV TIWERARRINA OISV TIVEEULE Ulc, it
AOAC QUEChERS FJ[EZ3E1TU. ZXIC EMR Lipid. C18/PSAdSPE. <)L=
PREBIDEIU—7 v I IORIVICED dSPE ZRITUFL
f2o EMR Lipid ZU—277 v JOFE, K 2 ([TRENTONI)JVIC
HEWVVE UTZo EMR Lipid dSPE [FHERD dSPE FEIEAI L (FFRIED . #lE
SEMET D IeHICKZERMNT DRERDDFI N, ¥ MU v IR
EERENKIBICEELTWET . EMR Lipid hSD_EEH % EMR Lipid
BiKFw MCBU. ACN/KZBDEE L. BREEDZ/RELT T,
QUEChERS & C18/PSA BRUVIVIZF O U—2 T v IDBEF. *
ALIED ACN 3R 1 mL ZEREEXIGD 2 mL dSPE F 21— (p/n 5982-
5122) FfclE 100 mg DI IZFFRIERIZZT 2 mL /N1 7)VICEL
F Ul RICHYTIV7ZE 1 HERILT v I XAZFH—TEHLU TN
BIERIOWEIC K D 13,000 rpm T 3 DO DBELE Ufce & 200 L
K800 L ZZ T TIVINA P )LICE L FE LTz, C18/PSA dSPE Bk
OVNWIAZT7REBEIDOIZU—>7y I77ONIVTIIRAEHID
BETLBRYHDEL. Y TI)LZE LC/MS/MS DFTDREIICEE LRIV
O—X045um 7« )LFINA T IV THBIT DHEDHDFT ., JLEED
BRIF. BREEMRD dSPEBIUVIVIAZFoU—2T v I TIEER
EENIED DICBREICKDBDEEZOSNF T, EMR Lipid [CRDE
WIBDIHR D 1V —>T v TDT—ATIFDILRRIFHL . FIRT
B EICKDIEBDIEVWERITARZ/D CENTEFUIc, 2D
fesh. ABIEFREHDFEATLURE. XEUWIRFvUT—
VavH Y I EARTBIEDIC. WETHAYNIVvIRTSVY
TRARZIAOF v U TSV MNEERT D EFEECTT, @I
KlF. TURIA TPV TIVERZA RZX)A OBV TILTDRRIE
AYDE—IERDHICK > TEHELF Uz,

EMR Lipid XY/ w Rl&. 7RA KT 6. 50, 200 ng/g DFSIEE L)L
Te@EL. 7HRAY MDY MY IRBARSBIREFERLTONITD
CEICK>THEILE Ul EEICIEFASIZERZFERL. T—51F
BESBESLTHRELE LR



BREBR

Higho=

YU IIOHEEYDOESZUE U ERER 3 [CRLFI. IVR
Lipid dSPE WEEICBIL CREDY MUY IR ITU—=27 v TRz
ERLTVBTEFHESD T,

3R 3. QUEChERS HIEIB RO T X ST O U —2 7w THAEICKD
FIRA ROHBHYDEE (n=2)

ACN HRi#fhi IU-Y7PvII
1mL&BbD £BVHRUYIR
HU=IPYTEE HiBHY (mg) HBHYOIREIDE (%)
BmoU—>7wv 7L 14.7 -
EMR Lipid 2 U —>77 w7 4.2 7.4
INAZFOU—=2T v T 7.0 52.4
CI8/PSA T U—2 T w T 95 35.4

RV ZHBRHDBREME (%)
(V=27 yTIEUCOHBHDE- IU—7vTHDTOHAHDE)

¥ MU v I AZNROFTE

Y N O ZRETHET BT, RARZIA I R w IR
IS0 L EROFIREERE DBEDANH S DS ZHELE L
foo HBHINAEBOABHIE IC FSITY N (848, B~ %
B DRDDICAET 20T, BKEYERTY TV v Y
AICK D TATHEERS FET. TOMRIE—RIICA 7>/ 40%)
EUTHISN, DRSS DIFENMENT & EABBLET . C18/PSA
EVIIZFFIEAITIIIFNEET MU v o ZEEEREDZDIC,
EDHTELDV N w I AL A VIHEINE BT 2L TE
maNET, M3 (F EMR Lpid 27U —> 7 v Tk DA F VIDHIDE
TOAIELT 3 DDEaWERLTVET, 3 DOBEIF. 20U
07 7 [ (logP36). ~R>IFY—)U (LogP3.7). EPN (LogP 4.5) & Log
PEDDEDBUMEAYTT . Log P BHEBNREEDIES. £
WIELDBKEDAELHEDET, CNSOEREY N wIZTF
. IS, EEREEET DA 4 VIMEIEEA 80 % FRLTUNE
g, DFED. C18/PSA dSPE BRU VIV I FTERIZFR U THR

X1 _ ~ — =
50—>7v TR CORBEDE 0 WICRETEEDSIECEETLTVET, LHL. NSO
WTlE. B3 (SR T KDIT EMR Lipid TIFIFEAET MU w IR
[FHBDEE A,
B xqqe 2ONTOT 7L (RT=12.4793) X105 N¥3AFY—Ib (RT=12.70%3) x10¢° EPN (RT = 14.96 %3)
) i
§ N 1 12.700 % 14.855 43
FRORRER & 2 24657 £o8 I £10 'lI
. n i D
i | Dos I| | Dos I| |
| I 0 L — —
11.812.012.212.412.612.813.0 13.2 12.012.212.412.612.813.0 13.213.4 136 142144 14.6 14.8 15.0 15.2 15.4 15.6
UFvavs4 L (5) UFYvavs4 L (5) UFvavs-4 L (5)
X102 12474 5 X105 X103
EMR Lipid T 3 A 12.:;83 % 14.855 %3
oU—YFyILr £ [l 08 i £ |t
FRARYYIL R 2 | A Ih 10 |
R | ME % =99 | R04 [ ME % = 96 Bos | } ME % = 105
(S N, 0 i Y A . S
11.812.012.212.412.6 128 13.0 13.2 12.012.212.412.612.813.013.213.4 136 142144 14.6 14.8 15.0 15.2 15.4 156
UFvava4 L (5) UFVvavgq L (%) UFvava4 L (%)
X102 X10° X10°
3 12.700 %
YNAZFT £ 12.465 %3 £08 |" £10
STy IUE R 2 |'.| A 'I A 14.846 %
7R I~ g
TIRRTZIN R [ ME%=63/ R4 [ ME%=71  R05 A\ ME % = 33
U . 0 i . - I
11.812.012.212.412.6 12.813.0 13.2 12.012.212.412.612.813.013.213.413.6 142 144 14.6 14.8 15.0 15.2 15.4 15.6
UFvavs-4 I (53) UF>2avd4 L (5) UF2avsd4A L (5)
X102 X105 X10°
3
C18/PSAdSPE T L
SU—UPYTUR D, 12.482 % £08 12683 53 £10
PRARYY I R i , D4 Ji Bos
1 [t ME % =56 R [y ME % = 81 : 14.863 %) ME % =18
—mm A e i 04 | I

11.812.012.212.412.6 128 13.013.2
UFvavs4 L (5)

120122124126 12813.013.213.4 136
UFoavs4 L (5)

142144146 148 15.0 15.2 15.4 15.6
UFvavsd4 L (5)

3ERKMEMETOR b w I ZHMROERY U v IZAT Y TIVER MU IR TSV INDRERLEICK ST 50ng/g T

RABZIA T UE LT,



FIRHRYMOEIRFEICDONTDX Y v FOLLE

EMR Lipid dSPE 7 U —2/ 77w TF(C K DERBILSF1/ QUECKERS XV w X
%, C18/PSA BXU YJVAZTFFIBEAI dSPE VU —2 T v F CKDH
DELBLET, R 4 [FHEHICEINEELER LI ERERLTL
9. W5 FBEOSDIHTHSWEERL B UIERTT.

EMR Lipid &, [FEAEDEETEANICENCEINEEEEZRU
FUICe 2 DDEECDNTDGH 70~120 % DEINERN SHNDE
ERUEUR, CNFTZOI ) (64 %) BELU 2.4-D (65 %) T RSD
(F10% FECT UTce TDfEsD. SANCO DAHA RS A 2/ [11] BNRN—X
ETBE. HAITRETBREEECES T DIEOHEIEERDBDE
EABDTEDTEEI, C18/PSA dSPE DEINERDIER(F 2 DDEIEAL

B EURE <70 % Feld > 120 %
& B EUREK 70~120 %

8 40
35

w
o

N
(3]

—_
(&3]

_
o

LC/MS/MS TFZ kU7 RN R DB S
N
o

o o

EMR Lipid 7U—>7 v C18/PSAOU—UT v

YT FEIEA|
IU—rTvT

4. Agilent Bond Elut QUEChERS EMR Lipid. C18/PSA dSPE,
V)V IZ T FERRIDLEERD 2D DEINERDIFEHER

AYER EBFTUN, 24D BRU V2O TOw JIE PSA BR
A TIEBITEVEIUER (<10%) ZRUE Ulc. YILOZ7FRER|DE
INRDIERTREOMVRIEEDD IO BEVREDZRL. 9 DDE
FEDLUEH 70 % FKii T UTeo

XYy RNKUF=2 3y
2TEENVFERTIDIEITEDT. EMR Lipid 70 ~JLD/ U
F—23vEFTVE U, FEFY Y IIVEHMEED T3> T
FEALFE Ulc. TEICIFPAIBMEEE (TPP) ZERA L. e, TEE
RFEELRBEEUVUTERSINET T, ULH L. IS (TPP) DFESTEILER
[F90% Z#BZ Bfcth. BEEDERIFHEWEIUNECHEZLET,

=4 CEEAFNUF =Y 3 VDRERZERLTCWVET, ¢ T RJ/A
% 3DDEIED NV TEHE 18 EEDRUICERZRICSTE U
THEESLUBEZR K 6) [CFEHFEUR. BEDHKERIE. B
YFIERSD ZR L 70 % Z4 U TESENEZRED 2,4-D. ¥ JOI )L
ZBRWT. 44 DEEDSED 95 % K 70~120 % BICAD T EDRE
NFUce TOXYV Y ROBIRMEFIFRBICENTSD. RSD (n=6)H
10 % K1 5 ng/g TIEEZRD 91 %. 50 ng/g Tld 100 %. 200 ng/g Tl
98 % TUJZo EMR Lipid 70O M JJLEFER UIEBED TN TOMD
RSD Bl 20 % ZAEL TEIDF T, HEIRIRH TR (D) [F. KDEWL
ZIRA T UNJVTRSD B3 10 % L EZRILEMIC DN TIESDEZE
KECTBDRAICHHEODTVDELDTY . EERE LD EMR Lipid B
KRF w7 (NaCl. MgS0,) BIFSDEDRRACEDOIREMN DD . #E
BB D DBKIEDIESESHARNDAEND D ET,

W C18/PSA UV T T
B EMR Lipid U= 7 v
B ya=rriERosI—7v7

=6)

FEURE % (n
=3
1=}

50 ppb DRFZRMUET RAORG Y TILHSD
E=N
b

0
FAI7x—b  2.4-D

Joolb
XF) Jav7

C18/PSA (7R). )L AP FRIEA (#§) TD dSPE 7 U—2/77w TD

~v3drY—)L  EPN

5. Agilent Bond Elut EMR Lipid ().
EIURDLLEFER

ARYUIL

TEPP-A



R 4. 7 IRA RERD 44 DEZE(CDT 5. 50, 200 ng/g DE LA (n=6) TDEMR Lipid 70 VI KD/ VU TF—2 3 VODRER

RER XYy ROEESSUREE
EpUTL— 5ng/g QCs 50 ng/g QCs 200 ng/g QCs
vavuyvy EIRE ElRE ElRE
B BS/EH R? (ng/g) % RSD % RSD % RSD
A= RRA TORAEEER. 1/x 0.9993 1-200 69.1 95 938 8.4 109.8 6.0
TP=/AILT BEfR. 1/ 0.9990 1-200 746 8.4 88.0 27 87.0 2.0
77—k BE#R. 1/ 0.9948 1-200 55.8 124 88.8 2.3 86.6 40
FARI—H BfR. 1/x 0.9996 1-200 845 6.0 85.3 1.4 84.4 26
) Va2 SN BEfR. 1/x 0.9995 1-200 87.1 6.3 86.2 22 85.4 1.2
FPRUII—=) BEHE. 1/x 0.9995 1-200 494 243 76.7 1.7 79.0 2.0
AFHH)LR— K~ BEH#R. 1/ 0.9993 1-200 836 78 90.4 33 89.0 2.1
FFEY=EIL BEff. 1/ 0.9991 1-200 81.1 76 96.7 26 94.4 35
E/20KRR BEfR. 1/x 0.9979 1-200 85.2 6.1 85.1 19 1015 46
XVE)L BEfR. 1/x 0.9993 1-200 778 8.2 88.6 33 928 45
JrX0Ov E#E. 1/x 0.9969 1-200 86.5 9.9 103.4 25 917 1.7
A=45o07UR BfR. 1/x 0.9996 1-200 81.7 5.9 94.1 26 87.9 25
IARI—h BEfR. 1/ 0.9993 1-200 83.3 8.0 99.2 31 948 25
TEPP-A BEHE. 1/x 0.9989 1-200 50.2 65 88.3 16 784 31
ZILIHILT BEfR. 1/x 0.9989 1-200 88.6 56 101.2 35 76.2 19
X hF2ROV BEff. 1/ 0.9987 1-200 102.0 5.4 105.8 25 89.9 26
AFUIL BEHR. 1/ 0.9988 1-200 81.4 6.9 86.2 2.0 825 27
IRIY BEfR. 1/ 0.9984 1-200 918 5.4 938 19 85.4 16
EX0O0V BE#R. 1/x 0.9990 1-200 825 9.9 96.0 37 88.4 18
FAIT7R—BAFIL BEFR. 1/ 0.9977 1-200 89.4 108 104.6 55 86.0 7.1
JORZFIL BEfR. 1/ 0.9993 1-200 84.7 8.1 976 14 945 22
HILRTS> BEH#R. 1/ 0.9993 1-200 88.3 85 98.9 5.1 972 2.4
oo ~uvay BEH#R. 1/x 0.9990 1-200 96.3 5.0 979 31 89.9 2.0
yooy BEfR. 1/ 0.9995 1-200 86.6 6.7 98.7 28 975 35
HIVIKUIL BEfR. 1/x 0.9991 1-200 80.7 74 1011 32 905 2.1
RNUHIY TOREEER. 1/x 09993 1-200 111.2 55 102.3 47 97.4 79
qvJaovoy E#E. 1/x 0.9993 1-200 98.7 41 98.9 2.3 921 26
2,3-D BfR. 1/x 0.9985 1-200 64.3 76 65.4 5.1 65.6 26
J)bx Xwvay BEfR. 1/ 0.9975 1-200 86.2 5.7 87.8 39 88.0 3.0
X ~NJOALOYV BEHE. 1/x 0.9977 1-200 96.0 6.6 100.3 46 924 45
>7JOvVzIL BEH#R. 1/x 0.9986 1-200 60.3 8.3 67.0 26 65.5 36
X&HFo0) BEfR. 1/ 0.9992 1-200 998 5.7 99.4 34 94.3 28
JO77 A EHR. 1/x 0.9985 1-200 85.8 97 89.3 38 87.0 38
TIVITFSI BEfR. 1/ 0.9993 1-200 90.7 6.5 91.1 26 85.8 2.0
vyo)lbzovr BE#E. 1/x 0.9992 1-200 75.6 97 733 46 76.9 2.3
vFa0v BfR. 1/x 0.9990 1-200 90.2 8.6 92.4 35 915 2.2
TIFIIV BEfR. 1/ 0.9992 1-200 95.3 48 895 25 83.7 21
XFFAHIVT BEH#R. 1/ 0.9984 1-200 776 8.8 94.7 32 86.3 19
U—a0v BEfR. 1/x 0.9984 1-200 84.7 7.4 85.2 36 84.6 36
o0O)L7a77 A BEfR. 1/ 0.9994 5-200 916 10.0 84.3 9.3 81.1 38
NI FV—=) BEfR. 1/x 0.9992 1-200 83.0 6.3 81.1 24 80.7 15
NSFA BEfR. 1/ 0.9991 1-200 76.2 7.1 1005 22 100.0 1.0
xJOv E#E. 1/x 0.9994 1-200 66.9 6.8 83.0 16 84.8 1.3
EPN BEfR. 1/x 0.9995 1-200 76.4 4.7 73.8 39 62.9 132
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6. Agilent Bond Elut QUEChERS EMR Lipid 7—727 7 O—IC KD 7R RPD 44 DRERHFERDEEREREE S
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TRARICEFENS LC CIHREDTREL 44 DERZE(CDULVC, QuEChERS
ADAC 3 (D% T Agilent Bond Elut EMR Lipid dSPE 7 U — >/ 77w J7Z&{$Y
HIRTEFEMEND DBELX Y v RZERAFR UREILE Uz, Y b
Uw O RMRZEE(ICFHI L. /RO C18/PSA dSPE SRV V)L
PHRERICKDIU—VT v IERUF U, CORER. BED
KON MU W I ZFRD'S EMR Lipid (& C18/PSA dSPE BXU V)L I
PHRBEIKOBDENEY NIV IRT UV T v I RRHTHT &
DRENF Ulc. DITRERYDOENEE AV Y ROEEZ, 3 DD
BRI U—T7 v ITFEETLERICHRUF Uz, EMR Lipid &
=27 w7 BINICAEVNEBEICK D, C18/PSA dSPE KD B
LD BN AR RYOEINEZREELUE T, EMR—Lipid &SAE
BXmD dSPE 2 U—>7 v TE. V)V 7 DIERIRNIEHMSHEE
TERDIHIC, JIVIZTPFRERILD HARICENCEIIEZER
ULET. F—¥H'5. EMR Lipid ZFERT D E. DITRHRY DN
[CBREFEZESZ D EHLK. FEAEDTY MU VIR, BT
BZERETEDENRENF Ul

CDEERIF. EMR Lipid % dSPE Fe1EHI & U C QUEChERS T—2 J0O—7C
FRAUCRRTEDENO -7y ITRRUE Ulc, HAHE
NOEEICHTHIREADOEVERMEICKID, BESEEPY—
'y MEEHDU X MMIREH S E. EMR Lipid ([FEEET > 7ILDS
ICRE T . EMR Lipid (&, 7R RRDBEZFEET DDcHD
BLENES LUREE. BNeY b)Y IIRE. FLPTEEE
BUFI. B TEREDY Y IIVICESENDZRBYSITICHITD
ERADSHBBEGFINE T,
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Agilent Bond Elut EMR Lipid &
GC/MS/MS IC&L D7 KA RhD
TR =DM

rJUo—3> /—h
EORE B

Agilent Bond Elut QuEChERS Enhanced Matrix Removal Lipid (EMR Lipid) (&, XD > 7)URTIERIR
T, FEEOEVDBEERE (dSPE) THEATAZEICKD, DITHRMODLOUNEKICHE
ZS5ZATFIC. BREODEWVWI My I RAREZRIRCEXRT, SLDRBRTIF. GC/MS/MS
ZERAUT. PRARCEEND GC THREDJREY 23 BEDEEDSMICCORBNAERT
TBTEARRUTWVET, FlEF. QuEChERS AOAC HH. Z MM EMR Lipid ELF v hB KU
BKFw NEFERUZE T, EMR Lpid (F. C18/PSA BRUYVOZ TP RX—2ADFIER| B L
T, BE. GU/MS J)LAFv. Y hUyIXAOMRAEICOWCIHRICEBNEY MU YD
ABREZRRLUTCVET, SHIC. DITRBARAICEATNSY MY IRDEBE[KLE
T T—FIE. CI8/PSA PHRFCIIVOAZ T LB UT, 100 EDFAICBRSFHTTHERYE
WIERBICAEL. RBERENAKETVTEZRUTWVE T, EMR Lipid [FAEEICK U TIERISE
REDE L. DMVRBDOEINEZELFVEFEA. DTS DLEIEFEL. BED
BNTVET, COERER(E. EMR Lipid 288 bHY QUEChERS DD —2 JO—(SELTHO.
TP IRA RhORBEEMT CTHEERELEN MU v I ADREZABEICL., TURTEZR, HIFRME
YU T)VRENEIRT & & BRI BDTT,

Agilent Technologies



FUBIC

BERPOEREKXBYWDIH(E. QuEChERS (Quick. Easy. Cheap.
Effective. Rugged. Safe) XV w RZEFERITDZLDIRICEDTIL—
FUID=TEFOTVERT [1. 2le TDOXYVw RZEFERATSE 10
DOHECREEDOHAERBBOREZDMN CEEXR T, XV v REERX
FELRYOHRICH U TEYICEELE TN, PRAORPFvY
BFEOBREEDRROSUEBYHROBRICH U CIFRBZHNE
T [3 4, CNODFREICHNT D ElF. BROREMZRET
BIeHIC. BHEENEKRT DB LWL T — 3 VEEADES
ZHESSRICEODTRHBERITONEILETT,

DTIF LC & 6C ZHFEDETHERL, L<DVILFISR. &
BIRBYAY v RICEHET D, BRI, FEHAM. FHERMEORE
[CRIHUERT (4]0 Z<L<DEE(F IC & GC OIS CTHRETEXTID.
— A TCELDEBEIFVTNTCHRETEFT B, TNETNDFE
F. BAEEICBVWCEBDORAEEMZRS. XA v
ADSEFERERZZITERT. INSOHBEYDEREIF. BHE
BRENX MY I ARTOERLEEZCE D TUETHD., C18.
PSA. GCBIXEDY b w I AFREFIEEIIC K DB UETT [5]o
Y)VAZD LA EZOMOMEHEFHRODBD T, —HHIET ~w o
ABREFIBEIE NS EREREFHRE ELTVET. UL L.
IRTDIBBEY SAZREY—T v h&EULTWLWEW—AT. 2B

1.9y MEEY. U5R. LogP. KBM. (LS 1116

HOWDZFRELCLULEDIBANDDET [6. 7. BEZHEDS
WH > Z)LUClE. Bl A— U W (SPE (7. 8. 9 F/clFTILE
FEOON I ST 4— (GPC) [10] ZER U U—27 v THRES
BFDEEDHO. BEEIXMDESITHDDET,

Agilent Bond Elut QUEChERS EMR Lipid (&, FETDFIERIT. O BEREL
[CESIRE I SAZT Y T)UMEYH SERNICRELE T, 84
B MU v I ZADSEREDTSZRET ST EF. FHICHTHRY
BLEAFICRKEDY My I XBHHEH LT UERD QUECHERS (CBWVT
FBICEETT, PRARGE, ZOREESEEDSE (15~20 %) H
SELLWW NI Y IXEULTHSNTVET . ZDfe. SEF
EMR Lipid DFHHZEENE L THRET Y IILE L TERLEF Uic, &
MDEERTIF. GC THRETED 23 BEDODEEDDHTOY > TJILE]
ANIB(CDUYT. QuEChERS AOAC I & EMR Lipid 2281w hBKRUBHK
Fv hDEFEDEZAVCHAELEF Y. BREEZLITD0
[C. BEF10EBEORLEDIVSARKDEDELFT (R 1)e TD
TPIUT— 3> /—KTlE. PRAREEDEH TIEBEEDZ W
B TIVICH LT EMR Lipid BMEH T 2 EDHTEBNIU—2T Y
THEEE. 23 BREDTILF U S ADERZBYICH L TRVLEIE
EREAERITCEZIDDUNIVBDIFTEILETD,

KDEREE
=T A3V Log P (mg/L) 27X #iE
27T/ Tz /=) 318 560 CyoHig0 H Iﬁ:"}
o 'I'-::.. b
55
=, ik
- = -
FILEUY BRIERR 6.5 0.003 Cy,HgClg F’ -
S
"--ﬁf;:l? 1':.:
FhrIIY hIFIY 2.7 33 CgH,,CIN,
L
- x :I..
TEUX—hk EUZT /=)L 22 22 C13HuN,058 Li __“w_',;_h



KNDBEE

Bl A5V LogP  (mg/L) SFR #E
FrITY JHIAZR 25 5.1 CoHgClaNO,S - -
| T‘J"h s
e "":-"'
]
i
o00%0-)b 00z kUL 2.94 1.0 C4ClN, [
E’._[,-:-_.‘_[._.ﬂ
o -._?:-“ -.,\%h
[
s
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RERTE

INTOHREEBIR(E. HPLC FIelFDHI L — ROBDDEFERUE
Ufzo 7712 b2 RUJL (ACN) BEKU XS/ —)UIE Honeywell (¥ AF—
Jd>. ZVAVM KE) hSBEBAULE L. HETLU— ROEE
(AA), BEAZEESRL, PIBBAZZE(S Sigma-Aldrich (B> BJLA R, =X —
UM, KE) hoBALE L,

ARS SUERERE

10 mL (DEEES 7 990 mL (D ACN [CHIR T, ACN B0 1 % BFEEERZ %M U
F U, BREARFRBRS XOABRLE (I5) BARIF. TNZEN 2.0
mg/mL M. ACN FfelF AT /—=ILDEESDTER LE U, BE
VEZETAMIT 25 pg/mL D ACN B E L THRBUF L (Fr TF .
THIRw b MUZOIRY, TEUX—=RZFRL ), TNHD 4
DOEEYIC DV TIIHERICW T DRIGHLENIKLZD. BETE
FEARPT 5 ERVREICT DIk 125 yg/ml THARUZE LTz, ACN
Hh(CHER UTe 25 pg/ml DIRE IS TEREARICIE, TPP. INSFAVIF
)LD, BC-DOT BAZENET

®E
B T URIMB AR LT B B S UM FDEBD T

e VT /ISAVEI—
(SPEX. XFPF IV, Za—Iv—I—M. XE)

+  Centra CL3R Z=/DVE (Thermo IEC, YU Fa1—tw WM. KE)

o TRV R)VTINENRIOE (Brinkmann Instruments,

DT ZAMU— Za—3—IM. KE)

« Vortexer B KU Multi-Tube Vortexer
(WWR., T RF— RUYJLRZFM, KE)

o RNV MYTRIT 0 IRUY (WWR, YO TIUAV T 4—)b
R, Za—Iv—I—M. KE)

- TuRVRILTERY hB8RIUOUE—5—

+ Agilent Bond Elut QUEChERS EMR Lipid 23813 v b (EBSRES 5982-1010)
B KU Agilent Bond Elut for QUEChERS EMR Lipid BiK=F v b (SBRES
5982-0101)

{ERRE

DHTIE. Agilent 7890A GC & Agilent 76938 A — b > TS5 E KU Agilent
7000C U FJUUERR GC/MS VAT LAZEMBHFEHETERLEFL
feo DTLNY I TSy aZzBRALELCH. NFEMETY
TILR MU I ZDRETHEHRLUTCVET [12), EEZE/NATL
eV TIVDHHEEDESE 230, AT LNV I TSy 10Dk
Ald 25 TUle.

ARt

GC &4
=TS

AN

Fv U7
HAT4IL5:

AAOS AT

AN

AN UVRAES:

2TUw fRY RAD

IN—VRE:
EAOES:
SRTIOIS L

MRS

FvESU - JO—-

Fo/09—

Aux EPC A3 A:

TU—RSA .

Aux 77
NS L1 DERE:
UXKUDH:

NS L1 O

Fa-—=vIT7A)
NSVART7—SAViEE

V—RE:
POEMEE:
BIRFH A

JUYavARTO—

MS 7 BfRE:

Agilent 7693 A — NTF VT SHEKUT VTV kLA
10pL U (EBREES G4513-80220), SEAE 14l
RRANEABEA (PN NUIL) 555
3EYYIILIRT3E

IRANEABEB (1Y 70/ =)L) Hi% 3@
Agilent J&W DB-5ms DJU bS5 A F— b

0.25mm x 15 m. 0.25 ym (p/n 122-5512U1)

NUD LA OVRIY NIy v—FE—R
HBRAOU—=2F v UPHAT I FY b

1/8 A >/ F (BRGREES CP17974)

Agilent D)V NSAF =TT —)\AT U v
MURSAF. D—)LAD (Bi@EES 5190-2293)
QILFE—REAOT/ UVA RI—)URZTU
bURAE— RZER. FIEPRE 75°C. 0.02
HERF U T2 750 °C/min T 350 °C [CHSE

36 psi. 0.75 DFT

0.75 53 C 60 mL/min
BIERF 17 psic NN\w I TS5waBF1.0psi

60 °C 'C 257 73fEl. 0D 50 °C/min T 60 °C~150 °C.
6 °C/min "C 150 °C~200 °C. 16 °C/min "C 200 °C~300 °C.
300 °CT 3 DfEIREF

300°C T2

UltiMetal Plus / \—2/1F Ultimate 1 — 4>/

(BRRES 63182-61581). DFTHTLBKY
AAODNY I TZva

JN—IFE Ultimate 124 V [CEREESNANU D A

SHZ 0.0625 1 >/ F x A 0.010 4 >/F x 100 cm.
316SS Fa—TJ. A—TVDLEICEKEB

BIERF 4 psic /\w I TZ v aBF75psi
EALE ) C—TJFE Ultimate 1L =4 >/ DS
TEET1—ARYUHFa—T.

0.65 m x 0.15 mm (EBE@REES 160-7625-5)
JS—IHE Ultimate =4 >/ & MSD DR

Agilent 7000C U Z7)LPOEERR GC/MS, A F— b
T+ —R VAT bOZY A

NI #—RVAEF—IR
MRM

Atune.u

280 °C

300 °C

150 °C (01 BKXT 02)
2579

He ZTF /R 2.35ml/mine N2 3T 3R
1.5 mL/min

MST HXRU MS2 [F1.2u



DFTRRAD TED MRM /(S A—5 (3, Agilent BES LUBETE  CORBRTEALLY -5y MEEYDMRM ~S2 IV 3V EHRE
YIE MRM T—4N—2 (692500A) ZAWVT. BRICEBELaNE D TLET, SHENRD 23 BREDRE(ITH T DIREME GC/MS/MS
Fo TOT—HIR—RIC(F, 1070 BEERBZ DEEYD MM & ZOX NI SLOHZER 1 [SRULTVET,

tEEUFT I avIA LDBERPND SN TWVNET [13], K 2 (T,

< 2. GC/MS/MS MRM B X UBEDMICHIT DU T3 VI A A

MRM
SRARES RT (53) EBEFr 2RIV CE(V) EMFvRIL CE (V)
SHOLRR 270 184.9 — 93 10 109 — 79 5
MU £k 5.94 110.8 — 47 20 818 — 47 50
271 TT/—IU 639 169 — 115.1 % 170 — 1411 %
TIoLILSUY 758 2759 — 2021 15 35952759 10
RS 783 2378 — 145.9 10 2018— 1459 10
FRSUY 869 2149 — 581 10 2149 — 2002 5
UYFY 883 181 — 145 15 2169 — 181 5
50050=)L 9.20 2638 — 168 % 266.8 — 231 2
SATI I 922 137.1 — 54 2 199.1 — 93 2
HOLEY T4 ZAFIL 1030 2859 — 929 2 1249 — 47 15
JoaTILF=R 11.31 2239 — 1231 2 123 - 77 2
PILRUY 1155 2629 — 192.9 3 2649 — 220 3
INSFFVIFILD,, (5] 1196 987 — 67 10 1149 — 829 2
RUL TP R 12.80 136.9 — 91 2 136.9 — 65 20
T 12.96 151 = 79.1 15 149 — 791 10
TRy 13.13 2508 — 1301 15 26181301 15
JOv= Ry 13.13 2828 — 96 10 96 — 67.1 10
U X— | 15.44 2729 — 1931 15 2729 — 108 5
TyRyY 15.68 316.7 — 2808 5 2448 — 173 20
BRIy RZLTPY 1748 2739 — 2389 15 2719 — 237 15
130T (15) 17,69 265 — 1771 15 U85 1771 15
Dot 17,69 235 — 166.2 2 237 — 1652 2
P (i9) 18.20 325.9 — 169 20 3259 — 233 27
S(TOVHY 18.82 313.8 - 56.9 2 187 — 124 %
IR R 2068 183.1 — 153.1 15 18311531 15
FILEA U 2251 2529 — 93 15 181 — 1521 %
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BOABER (43)

1. BEARAE 50 ng/g RN LIE 7 INAD RY 2 T)LORENIE 6C b TILINEE I OY ~I S A
(MRM)o > 7 )UAETALIRIF QUECKERS & Agilent Bond Elut EMR Lipid [CR &2 U—2/77w TZMEHEDET
SRte



B JIainE
BRAEHIET Y T IAMEFIEIF L FOL S [CHREE LE Uiz,

1. REIFAXUIEFHRARIE5g(+0.1g) ZEE L. 50 mLEDE
[CAND

2. 15mLD7E S UL (1% AL EHDR 10 BRERILT v o 2
=Y —TEHITD

3. AOAC #H QuEChERS = |~ (P/N 5982-5755) ZZ 1A D
4 REDSHT2HBRAETD
5. 5,000 rpm C 5 DERODEET D

6. ZK5mlL 7% 15 mL D EMR Lipid 8w MTINA. & bml7Z
EMR Lipid F 1 —CE T

7. BBICRILTYIRZFT—TH U TILEBEHLUIEE. &5(C
60 . Multitube Vortexer T/\w FRAZMRILT v I AZFT—T
BHITD

8. 5000rpm T 3 DBERLODEET D

9. EBFH5mLE, 15 (14, NaClMgS0,) 2 g Z = 15 mL O EMR Lipid
BRKFw MMIB U, 1 DBRILT v IRZFT—TTERTD

10. 5,000 rpm T 3 DR ODEET D
1. _EEHD ACN B% GC/MS/MS EARBDY > ZIVIA 7Z)ICHET

Y JIVEVBSEDD -0 702K 2 ITRULET .
FvrUIJL—YavEEEREERBY YT
EOTEEEERRZRETORECTAML. JLURI\ro Uz actF
VINWERER U CRAT Y 71 Lz 6 EfEDRULEF Uz, aC 7
JUIE 7R A RERD 5. 50, 300 ng/g [CHEHET HEEDERZRINULT
DOFET, FvIYY. TFILRw . NUoOLKRY. TEU
A—RNIHTD aC BTVl 25, 250, BKU 1,500 ng/g FHEDHD
EERULEUIS, IS BRZENY N Y IR TS ILNDTXTDY
V) DICT IR ReERD 250 ng/g ([CHEHT BE TR/ U ULFE L.

BESKLUSHOIBRZFEALTC, ATy T100%,. YhUwIX
TS5V TVISEML. 77RA Red 1. 5. 10, 50. 100,
200, 300, BKU 400 ng/g &. 250 ng/g IS [CHEETDTY NI w IR
FrUTU—y 3B U TILEERLE LI, 4 DDOBEICDWNT
[&. 5. 25. 50. 250. 500. 1,000. 1,500, 2,000 ng/g C~¥ ~JwT R
Fr U=y 3Py I EERLE U

WU 7 INARD Y T IVZZIEFEIC 15 g 5HEU. 50 mLEDEICAND

¥

IS BKU STD % QC YU FIICRIA I U RNIYIR TSV I%RL
IRTOYVTIVIC IS ZRINA TU RILT VI AZF Y —TRIET D

v

’ 15mL D 1% Eff%= 7 =~J)JL& AOAC QUECHhERS B+ v REINZ D ‘
v

| HryTELTIRESBT 2 SRRIEESTS |
v

| 5,000 pm T 5 HEHEDHMTD |

EMR Lipid ﬁ%ﬂ#‘ﬂ‘tﬂ( 5 mL ZNZ e,
ACN ;mammirso) smL% BY

| RIFvoASHY—THIBLT, S0HBTS |
v

| E83 5 mL % EMR Lipid Bok-Ro i8S |

| rr'uuﬂaxsw—mﬁ#u@c\ﬁmjcigrso) AN BERIO A PLBT |
v

STD & IS ZYNUYIR TSV IITRARRINAILT,
IO RBEF U T —VaViGE=ER T

v

’ GC/MS/MS SHFEY > TIL DR EART \

2. GC/MS/MS [C k. Agilent Bond Elut EMR Lipid 27 U —>/77 v %
AW 7 M H RepDEZESHTDIsH D QUECHERS it ZR T
Y J)EiED—o 70—

Y MUY IRIVU=07 v TOFT

TiRA REHEZERED 3 DDOYU—2 Ty IHE. BIRERIRD
dSPE (C18/PSA). LI =7 FeiBAI. EMR Lipid [SEAULE Ulc, E8R
Tld. Z2U—=27 v JORIEZICREEHRD GC/MS TIVAF v
JOJ7AINZEEBRUE U, 2OX KIS TN\ I ITSTY RC
R MY IRDIU—r 7w TEZER T HicslcoOx M
SLZEERRTUE Ulce N MUY IRITU—=2UT W TDOMEZTE
ST DHIC. GCO/MS TIVRAF+ 0O NS LZERAETY
Za7 IR ULFRUC. ¥ MUY IXBREDRZFRICDWVNTCI(F. HiE
X1 SR> CEELF U,

WE—TBB ., ousvmson ~ BE—TE o

% TRy o IR = - x 100
BE—TE® s

TER

EMR Lipid. C18/PSA. V)L IZFFIBRIC K DMEBDED 7R R
HYDEEZETHIESATERZ U TVET [14)



XYy ROKBSIUNUF—3y

PITIRB D DEINFRSEERTIE. 777 R 50 ng/g DIERETRA
RRINAOBKOTUVAIA O LISV I EEE LE Uz, TV
)UI& QUEChERS AOAC $HHFIBICHETE EMR Lipid. C18/PSA. ZFfcld )L
AZFQOU—27 v IEBVTIMELE Uiz EMR Lipd 27U—/
7w IDHBE. B2 ([SRENE70 MIVICHREWVNE Uz, C18/PSA &
IWAZFPFRBRIDE D U—>77w T CDWNTIE. B U QuECHERS
HFIEZEAUE Ufc. HlFC. RUIBD ACN IR 1 mL Z 2 mL
C18/PSA dSPE F 1 — 7 (EREREES 5982-5122) FTz(& 100 mg DVJLIAZTF
FIEREZD 2ml \APIUICBULE U, IRTOY Y IILE 15
BRILT v O AZFT—TTIREH U TNEROHE(C KD 13,000 pm T 3
PDERODBELE LTz, RIC ACN B% GC/MS/MS DT ADY >~ TILIN
ATINCBULE Ul ZESRUAIIEEZ TS IDT7 R Nl
HICRRAMZNRAO LT, X MUY IRFvUI -V 305V T
WZERBEHUF U, BINEFE. TURIATBHTVTIVERI b
ZIRA TBHY 2V TILTONRILEYDE— I EBDLICK > Tt
BUFUR,

EMR Lipid XV v Rl&, ZRART3IDDOLANILT 6 BIEDRLUT.
8 MAY MDY NI ABEREREFERALUTRIILE UIC, T
S(CIFAEBIZLE (1) ZFRAL. T—YPFEEERELEULTRELE
UTco

GC/MS/MS Y AT LEHEICH T DY MY v I A DFE
GC/MS/MS ¥ AT LNHREICH TN b w O ADFEERAET DI
IS, BHECDIED 7 IRA R TILDFEACSIT DT RAE
DOFERD—EMZFHMUE Uic, B TIF. EMR Lipid. C18/PSA,
FEFIII DT FIEEITUE U 7R A R = BHEEA T
BT ET. GC/MS/MS LD ERM D DERZREBLRLEIL
feo BT AMNNYFICRIY NI YIRTSVIBKIURABRIA
2 Ufc80ppb OC BV TNV ZEERA LR Ulce —T VATl 4@V ~
UwORITSV0ZFEAUESBBIC ATV TIVZEEANT DIRE
ZEORL. G5 100 MDFEAZEMUK Ufce CNUE. EEDT
U—2PwIA TV 3 VEERTDHTET, GOUMS REEREICER
ENBDRESINEVTY bU W I ZADDHTRERMD DOHERERINIC SR
SR EBERETDICHDHDTT., HEIU—2FP v IICDWVTC. 7
ITRRMD RIG (E— 2 ERE) ZER U T 100 BDFEACHIF 2 %RSD
ZEtEUEUTc. GCMBOEEZIRT dfctd. EOU—2TP v T
AV RITH U, Agilent 4 F— D 0O—/)NABERE@RICMA. U
W Agilent D)L S SAF—bSAFBRONSLZFERLE U,

AREER

Y MUY IRIVU=07 v TOFT

BMIE by I R(E 6C/MS DMREICA TS HEZMIFLET., ¥
NUw O GC RBEDRESEEREZER L. BEDWETICT &
Uw O ZRZEFR LT, RIROOY NS ALICTFSZEDIEST T
BHTY . GC/MS (SIM) BKXU GC/MS/MS (MRM) Tl 7—5w hAF
VICHT DBRREDELEARDOSNF I, BRESNLEVT MUy
I AR E UTTFSHZES ISR L. BEERICHEZETIED
BAENHDEFT, PRARDIILHEEEY M) v IRICKDID
FOBBEELRZIETDRDIC. KDBELED Y ZILEINIES
U—>27wIXVy RZEERUT. 6U/MS DfICBULIET Y T)L%E
ER T DENHDFET,

K 3A(F. PIRARDY NI Y IRXTSUIDG/MS T)VAF o
O~ ~JSAEL EMR Lipid, C18/PSA, BLUVIIZF DI -2
TPy IXAVw RTCEEIOXY NI Z77O77 () EERERRURE
BHDTY . BMDYU—27y TETDIEWVWT Y T)ILDo0O% hJ
S (B TREY MY IRFERBNC EANRSNTVEYT, TN
5=y MEEYIDDTZET S L TIHIFELEDFT, C18/PSA (B)
BRUOVIWAZT7FEAE (1)) (CXD T U—2T v TTRE U
MOIOX MISLTIF. ZNFN 36 % 5% DHETIY NI v
APBRESINTVET, THUFAHRER 1 DEHBERE—HUETD,
—75. EMR Lipid bL—2X (7R) Tl&. 6C/MS TV AF+>o0OX IS
LTINSDFSENR=ZS5A VIEKEFTRESNTVD Z EHR
TNTVFRT, THUF 95 % DY MU W I RREICHHZULF I, EMR
Lipid DEEAIC KD RED I U—27 v THRIIUIEC ET. PRAR
RDBEDDOICHELRENEUEF T, TV IO N v
ADKIRITHAS U, BBOMECHEENNINDTT, IHIC. #
SE(MD QUEChERS T—2 JO—(CH(T 2 B/l & EMR Lipid DIEHE
DL > THEFDERIMEONF Ul

X 3B (&, EEEARAE 50 ppb 2RI LT A RS> T )LD GC/MS/MS
MRM 20X IS LZERETUILBDZERULTWVET, MS/MS
AT LOFERMED @ _EUTefesd. GO/MS SIM FelF TV AF v o
OV RISAICERTY NI w oI\ T TS50 ROFENLNEL
BOFET, CI18/PSA (B) BRUVILAZT () [CDVTIE. HFrER
BRCHTDRIREDBNCTVDICEHDD DS T, JOVNITA
D1 HH5 20 POBTFHE—I D% > TVD T ENINDE
T INSDOFHF. —BODTRREDDIESDIEHELFED (TR
BENFLFET . EMR Lipid HIHTIE. X 3B DIROD bL—ZAHRT K
SN TISTDY RBKRIRICOU—2VTP v TSN, BHOBEEN
BIMICEELET,
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EMR Lipid [CKBDYRIwIRTSVD
C18/PSA [CKBDVNIVIRTSVY
IIAZTRIERIC KDY NIYVIR TSV
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3A. QUEChERS AOAC %, Agilent Bond Elut EMR Lipid (7). /L7 (). PSA/C18 (). & U—T w L
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DB (53)
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BRER
X108
6.07 EMRLipid SU—Y Py T CEBRIIVIRTS IS X105
851  —— C18/PSA SU—YFYIL&BRIIYIRTS VY i3
501 —— YLAZFHREAISU—VTYIIEBRNIYIRTSYY 98
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4.0 02
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BORAHER (5)

3B. QUEChERS AOAC 1%, Agilent Bond Elut EMR Lipid (7). C18/PSA (&5). )L =77 FciBA| (%) A U TER LIz,
FRART Y TILD GC/MS/MS MRM 7 O ~ T LADERF R §NTDY 2 T VICERFRATAE 50 ppb 780




EMR Lipid DX U w ORI U= wTDE ks, 3 FBEDDITHSR
WAICHTDENEN MY I XBRENRZER 4 TRLUTWET, T
NTDT—RICBVT. EMR Lipid ZU—> 7w IEFALEZOY ~
IS LTEFFHE—INMERL. B5// A XtEhEtL, BELR
NR—=2TA VEIDAEECT . CDRIBUEICKD. F—H5DIIE
EHEFRDPRRESIUBRIESIN. DAYV v RICBWLTEUEHER

PBRINZE T,
BE FvIIY x10% ANILXRNUY
X104 5.0
. \
21 3 20.788 %
4.0
20 13.163 % 35
EMR Lipid §1ﬁ £3.0
SU—TvT D12 {\%g
Ro.8 R1:5
0.4 1.0
0.5
0 0
127 129 131 133 135 204 206 208 210 212
DA () DA (9)
71605 x10¢ 20.819 %
14 6
Ya=7 ng 5
FiEH NS Loy
SU—T YT Egg 2,
0.4 13.163 % R,
0.2 ]
0 0
127 129 131 133 135 204 206 208 21.0 212
BDAHER () B A BB ()
5
x10 x10¢ 20.833 %)
1.4 I" 6
C18/PSA l_}'g [ 5
dSPE '\0.8 1 4
su—v7y7 By i 3
0.4 FEE 2
0.2 1By o L 1
0= = — = e e s 0
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4 DRI E. MRM [ZBIFDHY hU v TRD

DAL (2)

DA R ESR ()

FEEHRUIcoOXY NS A,

x10¢ TIWFRANUY
18 | 22.628 5
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12 1
AR ‘ “
D08 \
Sos i
0.4 ) |\
0.2}t S e
0
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BOAHEM (5)
Xx10¢
4.01
361 ‘ﬂ 22,641 %
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L24 |
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1o ROAHEM (4)
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BOAHER (5)

TS H9> )l Agilent Bond Elut EMR Lipid. )LV, Ffzld PSA/C18 TR L., T J)UICIFEEAZHE 50 ppb H R A M RJNA &



SITHRESZ DEURFEICDWVNWTDXY v ROLEER

WIC, REESTZEMR Lipid XV w K%, C18/PSA FK Tzl )ILIZ 7
FoiER| &R LT RERM QUEChERS XYV v REEILE Uz, K513
CNSDRFEDT—27w THEZERUIC 23 T8I NTDEE
[CDOVTCEREZER UICBHDTT ., ERIE. EMR Lipd ZU—>
7w IEDTRERDDENEDOE T ESITREIIEVED,
C18/PSA U —>2 7w JEBAZEDLOIENMESNEZEZRLTN
FJ. UNUL. ITICRULIZESD C18/PSA BRUYVIVIZT FIE
BlITIF. HFENICTY MUY IRERET D EFTEEFE A

DIRREDD—EBICF. TU—2F v TAY w RICEAREEL
HESEINEZRS BDNDDFET, PILRUY, ITVRUY B&K
U DDT [FEINED 60 % ZTEID. NVA RV ETFILEI A RID
EUERIFZINZN 63 %. 75 % CTUTZ. CI18/PSA ZU—>/77w JDE
INZFR(F. EMR Llipid BRIV IAZTPFIBRI TOE I -7 w I
ERDENCEBDE Ufce TNODEREFEVEKE (= log P) &
BELKBMERR. PRAORORSIHBIEET Y TILY M w I X
[CESICEMNULET. TNEPE I MULDR D EEIEREIC K
SMEEERHECLF T, BUOBRZEFERINGE. BEEY R YD
ADS TNESDBRKEDHTZEME T 23ED @ L., FEXIOINE
DWETDOUREMENDDFT . BIREN N v IZADSDEKMEL
BYMEDMERE EMR ([CDWVTIFE. SBRIFRDFECTT .

W C18/PSAOU—TvT

W EMR Lipid 7U—>7v7
B INIAZT7FEER V-V T VT

150
140
130
8 120
g 1o
5?%
L X g0+
il
§$mf ) 1
=8 - - |
fiw - |
2% 50
AT R i
8 30 H
|
|

>N
N
Ao
K
72 --‘
Qi A A N

g
%
= N N N

B

1

|

i

|

|

% S

SN
A

[ 5. Agilent Bond Flut EMR Lipid. C18/PSA. VJLIZFP THEIU—27 v TBICHIFD. 7R READ 50 ppb FSIN TOEIURD HE



I EIUNEAMEVNC NS DILEYWZERIET cHIC. SNUEEN
TCREANBBIRETH S °C-00T ZEA LT, RICOEERBRICHIT
2 00T, ZILRUY, IVRUVOEEZNELSR Uiz, NILXA K
U EFIVE A R DOWBBIRAES UTIE TP DERDEE(ICHEL
TWLWE U,

XYy RNKUF=2 3y
TRHEE/N\YFEERITITDHIET. EMR Lipid XV w ROJ(UF—
3 vETVE Uz, EEICIEHENMEE (1) ZEA L. BRIEEE
ERBELUVTHREULF Uz, 3 BBOWSIRE I\SFAFVIF)L-
Dy C-DDT. TPP) ZERICERALF LI, UTVYavdALh 12
DEOBVONROTYICFINSFFVIFILD,, & 12 3KDERV

HODICIF TPP ZHEBIZESE UTHERULE Ufe, BRROESBD. 7)b
RU>, T RUZ, DDTIZDWTI 13¢-DDT ZZRERIZAES L.,
MEROBEEICKDEDDIBREMIELFE U,

NUF— 3 EROFFAER 3 (RLTWVET. M6l o =S
EH18EEDR U CHHEUCEE SBEDOTHZRIRL CE EHTH
ETT 3N, n=6), BEOEEIF 1 DDMS (67 %) ZBRE 70%
'S 120 % DT Uz, BEICDVTIFIRTDORRIFTHIC DL
T20%RSDZTREID, FTH80% M 10%RD ZREDF Lz, 7
FUZDEEIF 70 % ZHO T TEID X U, BEFRIF (RSD
h¥6 % ) T. SANCO A RS AV DEETIIFBEHETI [15]

3.5, 50, 300ng/g DELNILTRINAZ U 6 EIEDIRUTHMT U7 MA RHDBEDESRFHR

RER AV ROEES L UFERE (ng/g 0Cs')
FpUT 5 (25) 50 (250) 300 (1,500)
ElFES/ L—vary ERE ERE EURE
AR RRESD % R? LYY (ng/g) % RSD % RSD % RSD
JOOILRAR EHR. 1/x 0.9967  1-400 97 82 108 49 111 127
~JZO)bik> EHR. 1/x 0.9964  5-2000 98 78 95 73 84 47
27T /= BHR. 1/x 0.9996  10-400? 97 14.0 104 1.7 105 5.1
I&ILTILSUY EHR. 1/x 0.9969  1-400 109 32 98 76 110 6.5
Z2)ikF v B, 1/x 0.9958  1-400 96 5.8 76 39 85 9.8
7 hSIY BEfR. 1/ 0.9967  1-400 91 5.0 80 21 76 39
Uy B, 1/x 0.9991  1-400 92 6.7 104 40 98 125
o0040=)b E#R. 1/x 0.9944  1-400 89 135 103 8.6 92 19.4
FATI Y BEfR. 1/x 0.9993  1-400 102 6.8 116 5.1 108 8.9
JOLEU T3 AXFIL B 1 09984  1-400 101 6.2 123 45 113 16.0
IoOJIFZR E#R. 1/x 09989  1-400 96 102 85 5.1 91 43
LR B, 1/ 09982  1-400 76 48 59 23 65 5.1
NJLTIVPZR BE#R. 1/x 09990  10-400 108 10.0 93 6.2 93 5.4
FvIYY BEfR. 1/ 09959  25-2000'2 89 8.2 109 11.0 87 18.1
THILRw b~ BEfF. 1/x 09897  5-2000 76 95 79 9.9 87 132
JOVIRY EHR. 1/x 0.9977  1-400 87 5.0 76 19 79 72
TEUX—bk BE#R. 1/ 0.9957  5-2000 101 8.5 100 56 85 10.3
IVRUY B, 1/x 0.9967  1-400 75 10.8 88 6.7 80 136
MBIV RILT 7Y BiR. 1/x 0.9996  1-400 9% 9.9 97 6.4 95 49
DDT BfR. 1/x 0.9995  1-400 103 45 105 2.6 107 46
AJOvFv EHR. 1/x 0.9995  1-400 97 6.7 105 27 97 42
RIVA R B, 1/ 09992  1-400 87 6.6 97 43 84 14.0
TILIA NI BfR. 1/x 0.9963  1-400 89 13.8 92 8.3 98 15

VERIDDICS. (LEYIPEGREEFTROP TS EREVEETHEHURX Ulc, TDfcdH. TDMDIEEWITHA.
0 R/ A IBXUFvUTU— 3 VERERMUANILD b ESED R U
2 7TD 100 TIFREDIES. FI2lFY by IZAFHEE—IDEBSHHMDREDT L1851 100 Z/H< UE Uit
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GC/MS/MS Y AT LEHREICHT DY MU v I X DEE
XY ORFSHF. <DT VTV AT LAISEATNDERE
T. BEORBEEBIC GC/MS/MS DY R T LAMEEICEERENFU
FI, GCRBODEMRIGEERDMEEECY AT RAOHEZSR DIBE
MO FET, Agilent 4 F— b T7O—)VADIAVR—2R MMILD GC
MBE2AROEETNEHENRIRUEF T, CNICKD. BODEX
PHOBEDETZRBL . RO EEERDOBOEDHEERNK
BICERULE T, 2L, Y M) voRCEHRREEY (SIEE) B
ZENDE. MBREICERL CHITEERDMERINE T, &
N, BREOFBEEDICHMVEMDDORIBDOE(LZBE, X
Vw ROBEMEICAELEERSZ D ERABIC/I\yFTEDFEAT
BEEMZ RS EHHBANDDFRT . INZEBRT DIcHIC. TR
FTA T DIRPC T LDFEE/AIRIEERZRDA VT A 5%
[CEfEURKIFNEES T, ERUICTROEEEMETITD &I
TOFRT,

N hUYIROOU—=2T7y TFHES LFOEERECRUICESD
[14]. EMR Lipid CAIBULIET Y I\ O TS5 RBFERICD
U—2T, GC/MS/MS VAT LCBAETNEDY U v I XDEBHKIE
(SR T DT ENBESHTI, GC/MS FREEICEE I DIEIERDE DR
DI Bl HEBRDITO—BMENMRICNE T GC/MS/MS T 100 Bl
DIcBTRA RY Y TILODFEAZERUICBEDER D DIEE (RSD)
BREFLEZED. TNEEMFTNET (FR4). EMRLpd CHIEL=Y
VIIVTIE. TRDHTID 91 % HYRSD 15 % FiamZER Uk Uiz, (&
EAERN% KT CT. 2 DDIEEH. F+ 75>/ (RSD 29.9 %) & DDT
(RSD 21.6 %) [CDWTIZE. 100 EIEA LTciEREW RSD ZRUE Ul
H\ &RAID 50 EDFEANTDRSD [FZNZN111% & 64% TUT

2 4. GC/MS/MS {8 L T Agilent Bond Elut EMR Lipid. C18/PSA. EJclEV VAP FRIEBRITUIBLIZFRA R

B T)V% 60 BE KU 100 BEEA LTz
Mo RNROTYDE—IEREZER L T RSD #ERZFE

100 EID;EFAT DR RZHTHID RSD (n = 20)

FEDDITHRA D DBEIRME (RSD) DLER. 50 ng/g TH > TILIC

50 ElD;EATDMRFHTHID RSD (n = 10)

EMR Lipid C18/PSA JIAZTF7FIEA EMR—Lipid C18/PSA JWAZT7FIER
Bx HY—YFyT HU—UTvT JU—UTuT HY—YFYT HU—YTvT FU—ITFyT
YHOILRZ 6.2 10.5 16.8 2.2 9.4 6.3
27T /= 7.0 13.6 19.5 5.0 12.4 8.4
IHLIISUY 12.4 18.8 32.0 5.8 10.3 7.9
AIRT T 7.1 1.8 17.2 3.1 6.4 10.8
ThIIY 6.8 12.2 19.1 3.2 12.2 5.2
Ursy 8.5 10.8 20.0 46 10.9 5.1
sooyo=ib 12.5 1.7 374 8.0 12.9 1.0
IATIIY 6.6 1.7 16.9 44 10.5 5.6
ZOLEVTZRXTIV - g4 8.9 14.9 3.8 8.6 6.6
;i‘aag” =K 1.7 9.0 25.9 5.4 9.9 5.5
. 9.8 19.3 25.7 8.6 19.3 71
Mgy 10.5 6.6 17.8 4.2 6.9 6.6
SmY=RY 29.9 51.9 471 1.1 24.9 217
SEUA—L 6.8 14.3 225 5.6 13.8 4.8
Ivryy 6.8 10.4 207 76 1.0 6.2
o 8.3 12.6 241 5.9 13.8 5.4
TYRZLT 7Y 8.5 121 22.4 5.3 127 6.4
DDT 216 22.4 42.6 6.4 12.0 1.8
£FOIAY 11.0 10.7 40.0 8.2 10.9 16.3
RILARUY 6.8 1.8 18.8 5.2 1.2 8.6
NSFAVIFIL,(S) 118 7.2 13.0 47 6.8 7.0
TPP (IS) 9.1 19.9 28.3 9.0 225 12.8



C18/PSA TIFDHTRRAZID 74 % D RSD B 15 % Fim/E o feDITH
L. YIVAZ7FIERITELS. PIRREAIDOOFD 9% TUT,
I AZ P TR U HEYIFRFICEEN DD . 100 EDFEATH
HTXTRALZID 100% T RSD HY 10 % Z#BZ.. 57 % 0D RSD 1Y 20 % 7= _E[A]
DFEUR. TNUFE. CI18/PSA BRUOIVIWAZTICLDET U—

7w THETOEUANILOEEY bU W I AR DMEREICRTE

ZRIFL. ZTORR. IINREIRIGICERLSEIDELUD T &
ZRUTWVWET . TNHODERIE. EMR Lipid DX MU w2 XBRED
SHMEREIILTWVE T EMR Lipid [CRD GC TRESDIEME mlF B
U. BECEANICHIDRBERRB LEL. BBAV TV EEZ TS
DT ENTBEICIEDFRT,

o

PIRARICEEND GC THREMBEL 23 BEOEBEICDWT,
QuECERS AOAC $H (D% T Agilent Bond Elut EMR Lipid 27 U —>/ 77 v J7%& s
AT MR TEEENDDBELAY v RERREURIILE U,
T U WO RMRETHE L. {ERD C18/PSA BLU VIV IZTFIE
BlICkDOU—27wTEHBUF LT, EMR Lipid (& C18/PSAB KU
IV AZTPFHIBHCEA. GC/MS BKU GC/MS/MS DITF5 TEN T
IJOXRMISTOU—VTP v IZERTDBREFLO>TVET,
EMR Lipid ZU—27 v IJZBATHE, SEEVY NI v IXDOYY
TILAHTD GC/MS RN FEBICHED FT . DITHRMDDEIRE
DHETIE. EMR Lipid 7 U —>7 v (& C18/PSA EEEDERHNE S
N, YIIZTPREHEDHEETIFLDBIFEHEREL>TVE
T BN MY I RBREMREG O TUT— 3 V(CBIFD
EMR Lipid DERADFISTI . GC/MS/MS (ZH1FD 100 BDEATHE
HMUEBIRMZESRIIUE Ufc, C18/PSA LB &, 5TV 770
BICKDTYTILDODTRREDOIEEF. 100 EDFAERERTIH
BICEEDENDDFUC. ZDIth. EMR Lipid & dSPE &1 —>/
7w JFERE LT QUEChERS D—20 JO—TERT S E. SIRDEE
M@t BYIIRIL—T v bDRE. T—5 DUIREFERDER
b. Ny FBETOBIE. #EX VT TV AOERIAERULET,
DB CTHIEEIL T > TV —4y MEGYTD EMR DSERH
SHBOEFEINET,

SEH
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GC/MS/MS [CLDREDHTD
EMR Lipid V=27 v &ig{bE i
BHKIEDFUR

7IVT—23v/—k
BRRE

Agilent Bond Elut Enhanced Matrix Removal Lipid (EMR Lipid) (&. BB D% W\H >V FILhDIEE % &
RWICOU—=2T YT TEDRDICEESTSNIOR RO T Y T IVRTMIERETT ., ORI,
QUEChERS BKUFRSY VI \TAIBD K SFILLFRHOENTWNDT—o 70D SO DRILE
DI DEEEEEE R (ASPE) T4 —< Wb TEASINEF T, Fvb/ (v ADDEK MgS0,
ZFWT EMR Lipid ZU—>7w7#0 EMR ZON)LZZEBELE T, K MgS0, (. KZRAEHEE
EP R ZRUIVBEREDDRED. BiDEZIERAT VT DICHITLE KD BRUKBETREB Y=
SRIRETOENTHERUET T, L STUVBHKLIER, FICARELEDTRRYICTONTH
BONMDBRMZL LI E2TEICEOT. GC YA TDTF TIT —IaV [CREFFERSZFT,
SEIDEERTIE. 77RANFHD GC THREABEFEEZ GC/MS/MS THHTI HBEISEAIT DD
ZE EMR ORIV ZRAELTCVE T, ZF EMR JONIVIFE. HFROBVNRIYIZFREB K
U BHECH DTN DENEZMIFUICEER. FICALELREISH U CTHBOTDE
Rk B REICDEDEVP TS Z@ LESEEFT,

. e
.
°®e
.
e
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FUSIC

BRICZFNDIEERBYDHMEZLDIRICEOTIL—FD—
D EIFOTNVET . QUECHERS (Quick (B3E). Easy (E2). Cheap ({EfMAE).
Effective (%h5RAY). Rugged (8L IE). Safe (ZE)) XV WK [1. 2] &
BAd%CET. HEBEDRRZKEE CHON CERT COFARF
TESFHERESLUHHEICHUCEY)ICHRELF T, L L. POk
PrYYREDBREEDERBSIUEYHROBRICHUTIEHIL
FREDHICHOUET [3. 4. CNODORBISHLT S EFE. BRORE
MRS DI, BTN ER T 2EBLL/\UT — a3y BEEA
DEGZESTRICEODTRHEILTONETETT,

Agilent Bond Elut Enhanced Matrix Removal Lipid (EMR Lipid) (. EFTDFTIE
BT, DNEYZIBRT DL EFEEZT > T)LiMEYIHh H5E
ROICBRELE T, DIBIO7 TUT —23> /—KCld. PIRARKEED
BMCRREDZ WY TIVICKUT EMR Lipid hMEH 9 DR TENC
IU—=>27yTERBITUEUC. EMR Lipid (&, RILF IS XDEEKE
PICHILTEDENESIURBE DM CTLET (5], BEKNIEDES
[CKD. BRAKZATYTIHHD NaCl DEREDBI THHENHIBELERL
fzo NaCl DFAEIFCSLDOITDFENIGDKZHFEIT DD DD, ZDfc
HY YT RN DK BHEZEYHD RSB TFET D EITED
T, HEAEKDDTEERZEF. GC BKXU GC/MS DFTDERMEICED
CEECY,

SRIES N AKILETIE, HDBBROT YT ILDRZIEDIeDICHEK
MgS0, ZERALE T, CNICEKD. EMR Lipid ZU—27v T DY RIwvD
ABREZFERUED D, FHBKD B ROKBEEREYDIREDAIEIC
[ LELET, COERERTIE. GC/MS/MS (KD F RARFDERENT
EMR Lipid ZU—>77v T8 b SN B KR Z R 9 7 m7amU
TVET, FvTFRIL. IRAXvh, IVRA, ES27O0XMOEYO 4
ERDORBEIANREGSREZ NIV CARELREDICHIDIEE
K DFEZFHMUE LI,

RERTE

HESIUER

IRTOHAEEAEF. HPLC Fe@F oI U—RDBbDZEFERLFEL
feo ZERZRUIL (ACN) BRU XS/ —)UIF Honeywell (X AF—T2/,
SUAVM. KE) DOBEAUF U, fETU—RDEEER (AA) [F Sigma-
Aldrich (BNLA X ZZX—=UM, KE) SEALFUIC, BEEES
PUERIZ#E(S: Sigma-Aldrich B'SEEALFE LT,

BRS SURERE

10 mL DEEEE 7% 990 mL D ACN (CHIX T. AA B8 1% D ACN Ak 7=
BELUFUTc. BEARFERBIORNBITE (IS) FA&lF. TNTN
2.0mg/mL D, ACN Ezlg A5 /—ILDEBSHTHERLELZ. SEATE
$5RRIF 25 pg/ml D ACN 5BRELTRBELE L. ACN FRICHERUE
25 pg/mL DIRE IS 1EEARICIZ. TPP. JVSFF I F)L-D10, °C-DDT
HEFNFT,

KEEHE

YT )UEBMEERICERUESR BRI OMEIELI O ESDTT,
IL/ISA V= (AT FIv, Za—Iv—I—M. *E)
Centra CL3R 3=/0VE (Thermo IEC. ¥ HFa—1zwWil. KEH)

TyRYRLIHUIGEDE (Brinkmann Instruments, & T AU —,
Za—3—IM. KE)

Vortexer SR Multi-Tube Vortexer (VWR, SRF— R JURZIZM,
KE)

RN U FRIT ¢ 2R (VWWR, IR TLA Y T4 —)UR, Za—
T—I—M. KEH)

TyRYRILIERYRBLVUE—5—

Agilent Bond Elut AOAC i v (2B S 5982-5755)

Agilent Bond Elut EMR Lipid dSPE (&8 & & = 5982-1010) & & OUF EMR
MgS0, Bk i) Qw2 (ERREES 5982-0102)

ARt

GC & MS DEMIFLBIDT TUT—23> /—b [b] [CEEHINTWLE
T HTIE. Agilent 7890A GC &, Agilent 7693B A —h U2 TSH KLU
Agilent 7000C RUZTJLPUEEHR GC/MS VR T L7EMEHEDE TEELEL
feo NS LINYT TSy 27 RULE LAY, CNISERMEY 2V TILN
Uy ADAIE CTHELTWVE T,



GC =%

INSX=5 fi&
GC: Agilent 7890A GC
NI LA Agilent J&W DB-6ms D)US A F—h,
0.25 mm X 15 m. 0.25 ym (BB@ES 122-5512U1)
FrU7: ANUDL DVRAIVN Ty v—E—R
HRT4IE: HROV—=2FvUTPHR T4 )LFFwh,
1/8 A U F (BBERES CP17974)
AAOSA T Agilent 2)UNSA F—r D )LT—)RZATUvRLU R
SA4F . T—ILAD (B@mES 5190-2293)
EANO: TIVFE-RFEAOT) YVARTD—)URZATUYRLU R
E—R7ZER. FHBEE 75 ° C. 0.02 HEHERFUE
750 ° C/min € 350 ° C [CHR
JOUVARZATUwE 36 psic 0.75 3&F T
DEN:
RTUYRARRA 0.75 53T 60 mL/min
DIN\—ViRE:
AEANOESD: BITERE 17 psic )\ 72w 2B 1.0 psi
F—=2J. 60°C T 2.57 &,
ZMD# 50° C/min T60°C~150°C.
6° C/min T 150°C~200°C.
16 ° C/min C 200° C ~ 300 ° C.
300° C T 3 fEfREs
DT 300°CT20E
FrESU - Agilent UltiMetal Plus / \—2/1F Ultimate 1=~/
J0—- (BPG@REES G3182-61581). AT LBKIOTEALOD
Fo/09—: NwoI5v2aH
FT—hUTS: Agilent 7693 A —h TV TS HBRUT VT ILNLA

0L 2UVY (BBEmES 6G4513-80220). SFAE 1 4L

MSD D+

KSX—% I

MSD: Agilent 7000C U Z)LIMEERR GC/MS. A F—h,
I OF—XVRAIVINOZORTE

HZRRY T INTA—=RVRET—R

T~ MRM

NSV TF—SA> 280°C

BE:

V=URE: 300°C

VHEEE: 150 ° C (Q1 BKU Q2)

TAIRE SRR 2575

MS S #EksE: MS1 BKU MS2(F1.2u

x 12 SEORERTEMUERLU 4 BREDALZESREED MRM
NS0 aVEREHTVET, TOMDERED MRM bS53y
(FBEED [5] [CREHTVFT,

& 1. SOOI TEEMALIC GC/MS/MS MRM /(S A—% SBILIC
AREFREDUT VY3V FA I

MRM
FRER EE e
bapiic Y] RT (33) FyIL CE (V) F+RIb CE (V)
FrIIHIL 18.20 183 —79 10 150 — 79 5
TRAX WS 18.77 160 =771 20 160 = 1331 20
IIRA 20.67 361.9—109 10 210 — 182 10
r>o0 22.03 132—771 20 164 — 132 15
2kary



B2 I EiLE

EMR Lipid U —>77 v T DK RAT v I COHEEZNAF U,
QuEChERS #H R T v & EMR Lipid ZU—2 7w IR TV I CEEIEHD
FE Ao EMR Lipid ZU—27vTHEIC, ACN BZKEMED DRI BEL.
TDEESITHK MgS0, CTERiESEEUIc, B 1 (C 7OMJVE7ZRL
TWET, EMR Lipid ZU—27 v T OZEEFIRICH U CHASNDR
2 2%BDFET,

1 DBlF. YTV MgS0, ZINR DT EICKD. MgS0, HBRUKD
FEEDROB/NIMZ SN, BOREMERTHZETT,

2 DEIF. EMR Lipid ZU—>7vT7#®0 1 mL O ACN HH&EAIC,
300 mg DK MgS0, 15 (EMR ik Sy ono) ZERLT 2 mL
FRAT 12— T CHERBIELICIETT,

QuEChERS I d & T EMR Lipid JU =27 v FFIE (ZEEFL)

REVFAXUETRARYG Y IIVEERIC15g5tEBLT
50 mLiEDFa—TJICAND

v

15mLD1%AADACN BRE
AOAC QuEChERS fiti#v b ZMZ %

v

FrvTZUT 2 0BIRESHTRUIRE S Lic.
5,000 rpm TH5 HREEDDEET D

'

RILF v ZZUT. 5,000 pm T 5 SRELS BT S \

BibETNIcBiKiENE (EESD)

IRTCOLEHFRZ 15mL DF21—T [CEDICEL.
INOFICASTc EMRBIKRIEZEELTMAS

'

BSICRILTyIRAEERES U, 5,000 rpm T 5 FEELDEET D

v

ACN EEHD_EBFD 1 mL 7% 300 mg D MgS0, (EMR K\ FH5) Z
ERIFELTANTBS WV 2mLERBAF1—T BT

'

13,000 rpm (NEURDEICKD) TH DEREDOS BT D

v

200 L DEBHZEA VY —REANTE2mL DYV TIVINA ZILICE L.
GC/MS/MS DITRDY > TILZ 4RI B

1. GC/MS/MS [C& DT> T )VRUED —o 70—,

ZEEE (DL QUEChERS HiHES EMR Lipid ZU—>77w I XTwv T D
B L SN FIRZ AWV IC 7 RO DOREZDITT D

T2 DHEETTNT)Lo

GC/MS/MS Y A5 LEEEICHM T D
BYTIWINIYIADEE

GC/MS/MS #EERDMREICH T DTV TILN NI ADEEZBEAIE
I BIHIC, EMR Lipid ZU—2 7w T&ICA VI F)UBHK AT v T 581k
SNIEBKUIRICHED T, PRARDIYNIVIR TSV o5 T )7 H
HHUFUIC, D%, IXMNJWIRT SV, BEATEE 50 ppb ZR AL
AIATUT GC/MS/MS VAT LIHREICH T YR W I AR KHZF
Oy

ARZETMEEDICDOVNT. DITRRYDLUARV R (E—JEE). E—
AR BHEDZACDIc o TOBRMZERELFE U,

FAANY—=T VARG ABDOYNIYIRT SOV TIVDFEN. TD#E
DINARR) A TBEH TV TIVDFATERSNTVERT, TOFEAN
&—27% 100 BEDRLFEUIC, D&ED. &EF 80 @D I)wvIRTSY
YV TIVDFEANEEST 20 BORANZINA TEBH TV TILDENZE
CDT AN =T VATHRITUERUc, ZUVTIVBKF b s e
BAKWIEZE WY —0 VA TS A F 23RN S LANYRZERU AU
FUlco Ul I T—)SRATUYNUVAS AT, D—JLADE Ul 1>
TIVSAFIEVWTFNBEMETNI YIRSV T)LODHTIC—RRICH
LSNTTVET . CNSDTA F (&, @b SNIeBiK IRz RV TR
UIeZ AR > T)L7% 100 @A Ufcte CoHMRZsH LR Uiz,

YUY I AREDHRESTHRMIOEINE
TRUYOZBREDHRIE. GC/MS ZT)VAF+YE—RTHLFRAR
RRUYIRISVOESHTS BTLEICEO>THRRL, LEIDF TS —
23y /—NIERESNTVBDEIIC 5] ESHHEZHVNTI/ONN S
T4 —TOT7A EREHEUE ULz, EHHTHSHD 50 ppb TDT
LRI DERRNR) A O DE— U EREHE T BTEICKST. S
HEWOEIREETHELE Tz,



AREER

DRHRMDLDENL ARV RAELDRIFEE—IIR
EMR Lipid 27—/ 7 F#D3IES NIEBAIMBIE, BEKSEAE
HHRBYERELET. M2 3 BIESNBLBBRUAUY S
JUBEK AT w72 ALY GC/MS/MS THMTUIZ, REEIFEEHDL R
RYREE—IFRDIOTII S T —DHBERLTNET . 547

WFRYDOUARVAF 3 FEU L[ EL. FICES7O0XME>YER
20)LIR>TE10 BEELELTVWSDORDHDERT, JOXN 5T —
BALL. KOFHEDBVE—IFIR, LDERLIE—0T—UY
IR T—FIBREZICIEOTVNE T, TNSO[EEIF. R
EEDAEFEEFRIELIC, AREHMEEYH GC R @BLIcC
EZERUCTVET,

‘b NIBiknzE FUYFIBEKRF YT
x109].18.090. min. x10°
6,
£ + 6
FeITRIL D 4] ;
R R 4 18163 min.
2] 2
o 04— e
181 182 183 184 185 186 187 188 189 19.0 19.1 181 182 183 184 185 186 187
EDIAHFR (53) EXDIAH B (53)
x10° 21.986 min. x10°
251
20l 2.0
ESs0Z2k0EY £ 151 £ 15
210 R10]
051 0.5 21,996 min.
0 0
216 218 220 222 224 226 228 216 218 220 222 224 226 2238
EDAHBERE (53) BXDAHBE] (53)
x10° 18.665 min. x10°
1.5 151
RAXY b L 1 L
31.0 g‘]_g,
R 05 . 18.726 min.
0 ol
182 184 186 188 190 192 194 196 184 185 186 187 188 189 19.0 191 192 193
EDIAHEFR (53) EDAHBER (53)
x10¢ 20.573 min. x10¢
ITKR g L4
B N 3
EA) 21 n
R R 2 .
11 20.640 min.
0 A !
0
202 204 206 208 210 212 214 203 204 205 206 207 208 209 210 21.1
EDIAHBFR (53) EDIAHBFR (53)
x10¢ 5.912 min. x10¢
o 3
[NTEJ=T1% S N B
) I )
R 1 R
! 5.936 min.
0 0
52 54 56 58 60 62 64 66 68 56 57 58 59 60 61 62 63 64
EDIAHBF (53) DA B5E] (53)

2. EMR Lipid Z7U—2 77w TEIT8IE SR URE A U DT ) UBK A T T2 LT GC/MS/MS TR UIcEED AR EFMEED

VARV ZABROE—TEIRICDOVTOIONN ST —DHE



VAT LOBER4EDR L

AVYROBREF. EEDEROERIECERTEZREITH. 2
MCHBITIRDEEFAEEVZDCEFFFEEVGDE B A, Yh
Uy I A FREAICEHBIDFEANCOIOTERT DIcH. DITHRY).
BICAREIRMEEYM DU ARV A SEHDENCDIOTE(ET DL
MHDFET ., VARV ZAR—HUEWHIC, EEFRENDEFECE
BEWBDICIEDF T, BIBIDSEERIERCTIE. EMR Lipid ZU—277v 7%
RAWCERBUEMIE T TILOEKEDEANT. GC/MS/MS VAT I
DOBERMAKEICE LU ZEARENF L (6]l INSDELEICHD
HHO5F, —EBDARREFEEYIFEHEDZEATESBESDEXL
feo COFSDERFEAEDE S, RETVTILIIEICSENDM
EDOERBKINDFRERTT . EMR Lipid Z7U—>77 v T OE{E S NhiK
SHEETIE. MgS0, 1N ECICRDFIRRA T T ZRIE UL KD BRUK
BAEEE BN ERET T IVEYDSEREL T, GC/MS/MS VR T
LOBRMZESDELU.

FRARYG Y T)IL%E 100 EEALT GC/MS/MS THHLIEES IO MOE Y OBRME
B EMR Lipid 7U—>7 v % DRI Bk L E

M EMR Lipid JU—2T7 v I%ODAYIFIVHEKRAT v

W RO C18IU—TvT

ERELIeE— I ETE (%)

3(S, EZoORMOEYZFEUTERIF, EMR Lipid 27—y T
D3 LS NIEBRAKIBIC KO TREBLUC P RARY Y TV EFA LIS
A, BRUNDE LTS EFRLEUIC. CORTIE. EMR Lipid 27—/
Ty IEICBRIE S NERAKIBS KOF VI FIVHK ATy THZNZ
NRAWTRRELUZT Y TILERRD PSA/C18 ZU—2 7y IERVNTH
BUY Y TILEDDERZHLBRULTWVET . EMR Lipid ZU—>27w
T#IGRIESNeFHKIEBEZRWCRARE LY VTV cESoO0AND
EVDOUARY ZOBRMESRENICE U EEF. T—9h5BER
TG, fE2RMD PSA/C18 ZU—>77 w7 EMR AU )L 70ONI) L=
WTH YV TILERRZUZEE. 100 EDFEAZRDOESIZOZANIE VD
ESERIIDODURARIAD 30 ~ 40 % ([TEFLET, CDBE. —Bit
WEVEHIC, COIEEMEFEEDT CTAEBELEDET, LU, EMR
Lipid ZU—>7 v 7@ b Nk IRz B LB EE. ES5o0
RO VIOV TENZESOBRM (110 % DfRE) ZE2EHT
TEUIEe EMR Lipid 27U —>77y T (SEIES Nk IEZ WV TR
SNBHBENCBIRER. NEELEDTHRYDOEED T ZERIEND
DEFFDHDICLEFRT,

—-__"
0

3. EMR Lipid ZU—2/77y T&ISRE SN KRS KOF U I T UK A T v TZZNZTN
RULSEE. BRURERD C18 ZU—277y TZBWCREUIZ 7 RAN > T )L% 100 BIE AU
FODARELEY THBHES /OO VY DURAIRYZAD GC/MS/MS TDEIRM,



K210, SODEBRTRENREFOICITNCORRES, BHRD 3 DD
BT IEX N E BWCREEUIC 7 AR T > T )L7% 100 BIFAL
feEEDEEEED RSD ZFREHTWVE T, EMR Lipid ZU—2 7y T D%
[CRE SNk B Z AW EEE. 29 BEDIEEYDSS 24 58T
10 % KigD RSD ZRUCWEK T s FH T THILANYN FvTIR
JU. DDT (& GC/MS/MS TIFDHTDELLMEEH T, 15 PSA/C18 ZU—

R 2. ZIRARYT > T)LD 100 BIEAISOIEOTDR IR D GC/MS/MS D
BIRM (E—2E&E RSD %).

27w 7 TIFEL RSD ZRU. 100 @DFEAICBVWTESICEXRZKIES
DEEDHIEHBLTVET, UHL. EMR Lipid ZU—>277 v #3538 (ES N
FEBKIBAE RV THREUCY VIIVCBWVTESDREMFNSL, T
D 4 BEOALRTEFEREICDOWVTH 50 BIDEATIFEREEHER
#7512 U RSD (310 % i C LT,

100 EID;EA (n = 20) TODHAHSID RSD

EMR Lipid EMR Lipid
JU—UTvTEIC JYU—UTYTEIC C18/PSA

RE b NrcBikngE FVIFIVIRIKRT YT IU=-UTFvT
IHOJLRA 85 62 105
NUZOLR> 9.2 35.0 730
27171/ 25 70 136
IZLIILSUY 46 124 1838
2T 31 71 18
TSIV 21 68 122
UYFY 31 85 108
yO050=IL 22 125 17
FATIIY 26 66 17
JOEUTARAFIL 26 84 89
YoOTVFR 5.4 17 90
FIVRU 21 9.8 193
RIZLPZR 66 105 66
Fr IV 29.8 299 519
T )bRwh 220 538 52.2
JOVERY 21 638 143
TEUA—R 31 68 10.4
IVRUY 40 83 126
BT VR T7 36 85 121
DDT 16.1 2156 224
FvIHIIL 385 538 637
A TOVHY 37 110 107
RZAW 62 240 125
IR 43 198 97
ARIUXRYY 30 68 118
ESo02h0r Y 37 437 388
FILIARIY 87 225 98
ISFAVIFIL-dI0(S) 49 118 72
TPP (1S) 21 9.1 19.1



GCEAOSAFENAS LDFRDER

EMR Lipid ZU—>/77w T SRIES NI AKIEZR WSS 1 DDOH)
RIF. WMEOREAKDITERELU TV D IREED S HIFEFIEDIGHE
PDIERTI . Agilent DILSAF—h2 2 IILT—)(RTUVRURS
A7 D—JVAD (B@ES 5190-2293) & Agilent Ul T« > TILSA 7 (BB
mES 5190-2297) D 2 A4 TD Ul SAF7%&, PRARY > T)L7% 100
BIFEAUCTTAMURUC, TANME, SA T DOHNEERICHEBY DD G
B ESHZEERTRAELEUIZ. K 4 (£ 100 EOFAZETHDSA
FTHEREENVECERULTVE T, DIEDFERIE. EMR Lipid ZU—
VT TRISRIES Nl KLEZRWS CETENEOU—2 Ty
ZRIFCEDCEZAMALTCVE T CORBR. A FENSLDH
PMEU. YRTLXYTFVRARDIELIEDET

A
. SR Wi Rigf-Z@as 3
—_— |\=i—-—-|_- ‘-:-— —_ - k
T  WE =
B

4. EMR Lipid 27 J—> 77w &I b S NIcB KR Z BV CRRR LI
FPIRARY >V T)L7% 100 BFEALCEZ DRI GCIFAOSAFD
. A) Agilent D)UNSA F =T ILT—)\ZATUYRUR S A F,
o—)UAD. B) Agilent Ul 7> TIL>4F

AFDY MUY I AREOIDREATHRYOENRE
NhUYORABREDRIE. FU—2TF v TDRIEERD GC/MS TV A+
> IOT7A VEHEUTIHELE LI (5] $RIE. EMR Lipid Z7U—>
7y IR BARE BV S A EF UV T LKA T YT
ERVEELT. BEOTN I AREDHRERR CEHTELETR
LU (R 5)

%102
1.1
1.0
0.9
0.8 — JU—UPYIHLDBADTRARI NIV IRTSVY
0.7 —— EMRLipid ZU—Y Py T RICHU I F LB AFIEERNZSED
PRARTYRUYIRTSV S MR=81%
g”-ﬁ ——  EMRLipid 2U—> 7 v TRICIRB KB R LS A D
—’\— 05 FPIRARINUWOIRTSV O, MR=80%
i\
Ro4
0.3
0.2
0.1
0! TSR VY
-0.1
4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29

HDAHESE (59)

5. EMR Lipid U —>/77 w7 b SNEft KR E A U DT )UK AT v T2 Z NZNR LS ED
GC/MS ZIVAF+ 2 TDIOXYNI S T4 —DHEICKIDRE N, BFD VI wIZEREDIE,



6 (FEMR Lipid 7' J—>7 v TEICZENZNsR/IES N BKLIEE AU
IFIBHAK AT T = BWTHEELZ P RARY > 7)UIC 50 ppb DEZ

ERMUICZAEDEINER (n = 6) ZHBRUTCWVE T, —BDDITHRY)
[FBIE S NI LIBZ VW HELINEAD TR EO TR
o LD, IXNTDILEHT b % D RSD ZHERL. FIRIEDTREE
MICE ELTWVET,

120 GC/MS/MS [Ck D7 RN RPDREDOEINES KU BRMEDLEER

=6)

100 T I - T - T T

L1 ]

B EMR Lipid U=V 7P vITRDFUIFIVBEKRT vT
B EMR Lipid ZU—2 7 v T % DBIEE NI B KLE

80 - : ]
60 - I
40 1 I

20 4

SR RYDEIUNE (%), 50 ng/mL THRIMUIZEBE (n

04
O NS D S 2N )N S) Do S XS SO S K SIS ISR
0\\;& <>\\,4 «,)/ \,,)5 & )ﬂ~< )\\)f g /[\)] i \\.\//\\: S \\‘\/, [’ﬁ e \\),_) 0_}/ _)@ \\),)4 N /)94)(?)0__,)4 ; >\<\)+ S ‘Qva‘f(vﬁ‘\' QQS» <
PO \\f’ 4 A &N o <>/’ 4 /) L PN i & d N SN LY
< ,sﬁ N Ny O ,&) n’ 4 P
o N & &

n

6. EMR Lipid Z7U—>/77w T[T b STUBRAK MBS KOF VD F)UBK AT v T2 2 NZNAWVTHEEL. 50 ng/mL TRMULC

TPRARY VTV DEEDEBINEE,



S
br-Hi|

EMR Lipid ZU—2 77w 7D b S NI B IR TIE. GC/MS/MS TD
BUTIVEADRIC, K MgS0, (CRBDBKAT VI EFZRAT Y T %
KEURE KD CKBRERBYZRELT T DITHRYDL AR
A7ZEBD. KORFBEE—IIRERHL. HEDBNCHBRMZRIR
U. FAOSAFEASLDHFGHELIFTTET. GC/MS/MS D7)
EETETVEFET COFEF FHICALTESDITHRYCEE T D54,
B TIREDZ VLWV TILOY Y T)VEMEDE L2853 HiE(C
EDTCHRECT, Ffeo EMR Lipid 7U—2 77w T D58 S Nk
BlE, #METVTIVOVNTEVNYNI v ABREDRZMFTL. %
D EBRED DD DABABEEDITHRYDEINEZERIELR
Fo BKFwh (K MgS0,) &, BERICTVTILETEDLIITEE
OPMYE. BUICRED TEDF YN WITRHESNE T,

BE3
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Agilent Bond Elut QUEChERS EMR Lipid & LC/MS/MS &3
LRl O BEIRERE M DS NS RS

Agilent Captiva EMR-Lipid h—kUy o) =27y FE LT LC/MS/MS %=
BUWIEFRPORZHMBERERDZ KRS

Bond Elut QUEChERS dSPE EMR-Lipid & Poroshell 120 (2&3
BRPOI/OZ1 RFRREMER R
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Agilent Technologies, Inc.

Agilent Bond Elut QuEChERS EMR Lipid &
LC/MS/MS IC&D D BFiERD
TR BBV RESEm DSBS EEF

rJUo—3> /—h
EORE B

Agilent Bond Elut QuEChERS Enhanced Matrix Removal Lipid (EMR Lipid) (&, XD > 7)URTIERIR
THh. FEEOSVDSEREE (dSPE) (CERATEE Y. JOFRERIE. HHHINEY
MU w ORI UTCIHERBICEIREDNS K EOTVET,, HICEEEDSWS VT BIFEE
BN 5% ZBA D) CERMENDD . DITNRYPDOENEKRICBHZEZSZ S LEHDFE
ho SEDERBRTIF. DVAHEGD 30 BORKKNLEMAEERODITIC, TOFMULE
EMBATESCEZRULTCWVE Y., FIBTIE. B4 M MUVICK > TRIRERN DRE
W55 IO BRI A RE L. $EULT EMR Lipid dSPE EfRKFw MEFR LTI SICY
U—>7w7UET, EMR lipid 7O SIVICK > THRESNcY MU v I XDE(F. il
MODBEE., RAMATLAVT21—I3VDERICKO>TAELF U, DY MU w o
AOU—=27w TEREEE LT, EMR Lipid dSPE TlEF, KDRMICY MU w IR ERET
HTENTE. DPIRFYOEYENE LELFRT . &ELEIIC EMR Lipid XV w RIZKD.
HOWDUNILVT. 0 FEOBYPAEERINTICOVLWTENI -7 v TEIERBICEN
BHEBKIURBEZRIREL. SIEEY Y JILOBEES T ZESED DMRNICRITULETD,

Agilent Technologies



FUHIC

FYHERERE. RIOTHDICH. FFHRIDEDZHIC. B
BEEERCTHYICHUTLERINTVET . INSDER
(& EMIOBEBICEBLET. PEVKEVLGZTDE. BRDIE
BYD O BHERICERIT DTREMDDDET . TNUFABDREERIC
WITBDURIITIEDZENHESNTVE Y. BROZEMICTHITD
FEENSFoLIENS, FEFITXTOET. BRAEBYODLEET
ERTNOERZHPRT DRHFANDRESNTNVET [1~4]

BYRRORS (FN. HE. I7EE) [F. B8E. EFNICEMTD
Bfced. —MRIFHMEBE ENRNZE I U -7 v TEZST. S
YUT)URLEXY v FEERT & CENHBICERTY, IS
NV TIVANMEXY v REUTE (SR SIThNTVEER
. EAEHE (SPE). FeFEBOFEDEHFEGDEREDNHD R
T TNHSDAV Y N, BF. (FEEENE . KELNND. R
SNIETSADILERDHTBLTH D BIIKEXY v FRFED
MEELETD,

BHOBEDEWNRBYZERRET DAY v RO ERHICED

ERTOISLTEIFIFEAINDLDICEODTVET . D
HHENLL., SROWERZH LSBDCHTY .. BERTROBYA
EEmOYIS. COHFE/TEMLTED., RETIE 100 ZBR D
ERDPMESNTWVET [6~8, YV TILALETIE, B8, 7t
b= bUILEKDBERZER UICHHOMTON. HWT 18 &
U—2FPy ITRIGZDMD I U—27 w TFE HDVEZDM

TEREEDREFRSNTWVWE T ZDIctd. HIREFECIFE AR
[CRIEY Y TIVTHBRNAE SN MDD DET, BN ER
TNDE. L/MS/MS EADHNCH Y TILDBHMEICHED . 24
READERONDAEEMENGD D FT . DEIEAEHE (dSPE) FICAF
BUEEMU T, HMEESNCIEEZRETCETTIN, TINUFHER
HCRIT. BEONDDD. FEBKEYBEZEREITDIEICHDFE
. INWIAZFPREREIU—VT v ITERITDE. €18 EHE
ULCR NI YORDO U=V TP v IHRIESINE I, ZIbF0F
/O, ThIUYAOUY BRUT2ZOSA RIEED. AILRY
BEEEEYPE ROFVILESELENDBEIFREIC. DITHRK
DHEONSENEZFT [7. 8.

Agilent Bond Elut QUEChERS Enhanced Matrix Removal Lipid (EMR Lipid) (&. %7
WNRORNEERFERESCETIC, UV TV SXELREEREZE
RMICRET D, Fole<HUWLWREBRITT, EHEIT NI W IR
W OREBEDTFHZIRET DT E(F. QUEChERS Y& /U BRI E
DFECHRICBEICEDFRT, INSORMEY > T)UATAIE X
Vv RTlE. BBEORFZRET D EIFTEREV . HiHY
F. =7y MeEWZESTHREY >V TIVHMBICEDE T, NI
KO, JOXKISTICEEDRRSNED., T—YDBESIUE
EMMETULIED. XUTF VX LOBBEAMMEMLIED T EICK
DET, CORERTIF. DIREFODHTHE UL 30 BOALERS
BYRAEERZAN I DIcHD. HLWLWY Y TILEED? 70—
FEHEBLCVET ., TORIC, B /O BERRMEO#RI(C
EMR Lipid [CKBDTU—2Tw T2ERAUE T, FHKMED SERKIE.
B, ohE. IBEMDOEYLE. 17 BOREDI AN, KFN

DEESINET. (18 FEOHREBEHZFERLICIBE. HmtEan e g _ - =
PORBENSS FRACEBLIERS. SN mmERasBRUE Ui, 1. CNSOIDRERSO
ERIBEROB FORHIERZRLU TV,
X 1. BYAERROEFREE S YIENEE
il EMISR LogP  pKa 27 s REDFEIE (no/0)
2FFOSUI Thyreostat -0.28 7.75 C,H,N,08 l BN
S
.. ?-i'.-.{-E
FehTOYYY NSUFSAH— 349 9.3 CygHoN,08 ZMIEL
bl
T e R
LI
W,
FEFVVUY b-S5U5 I 0.86 2.4 CyH1gN304S i O 0.01
(e N N i W
i ]
=]



1] EMUSA LogP  pKa AFR s REDHFEE (no/9)
EF4./—u TILFVR 5.51 4.82 Cy,HCl,0,8 o ZHEFL
[ P .i:__.r:._ ,.{T.u
e
] e
wIFIUY LI 7ORRUY 15 23 Cy4HraNg0,S; N e ZEFL
4 il L, 0
i
A
5 -
HoH
£05L7x=3-)b  JzZ3d—)b 1.14 55 Cy1HisCioN,05 EH OH (c)
~A
Op A HM
.
5] s]
soLzaxyy FSUFS1P— 520 9.3 Cy7HigCIN,S Ly 'I; IR
| |
l..
L,
|
0T "SYA Uy FTRIYATUY 024 33,7.4,93  CyyHypCIN,Og i.. R :IH 2(d)
M "-'.._:.--"I:I- '\-\.:[.. e
P
i H |
M .__H r'ht“ a
¥JO70%9vy Z)LA0+ /07 028 6.09,8.74  Cy7HgFN;0, i i (c)
'.j..-'.-_ﬁl__. .r. .'l'_ll-l
"_ o
h,
. ‘__'-_.
rO)LROY TIVFVR 1.25 - CHaCiaN30,S, HH. 0.1 (e)
O=h=00
i"l-m-“'*h-,-':'
Q |
-
BN 9 NN,
&/70F5vY JILAO0+/07 12 6.04 CigHyoFN;04 o0 0.02 (a, e)
oo ""\-‘I"jL'Tﬁ'-ﬁ""r"r
S ST
A LN,



ZHi EMISA LogP  pKa SF B KEIDFFE(E (ng/9)

I70F5TY b-5U%5 I 278 5.85 CyyHigFoN;0; nooo BN
F'\-..-'""'-\.-J'.-'j"-\]-"j""i.'.ll
___.-"\-\. T T
e o
L)
F
REIHALIUY ThSYAOUY 054 34 CyohlpgN,0g t‘ LGH'SJ o oH ZA1EL
H.?H-. e l.-"INH_:,_\J'\I:"q
O e e e ._dj
Ml H
P om
I
D.
TIURVIYI—)L ERchx 3.75 10.27 CygHigNy0,8 L:r"=i -.-=>“‘~--';ﬁ_ =0 0.4 (e h) 2(b)
HH
T -\-._E_.-'tg:,.__.- -.._"'
o {n:
JO)L7T=0-)b Jr=3d- -0.12 10.73 CyoHy4C1oFNO,S o ’""h-J 5 E 0.2 (b)
S -\.\,____.J-\n_. .\_L___.l::l
-f||1 [
s
FhJoJzv hSUFSAT— 281 388 CigHi405 _;a_.ﬁ_/ﬁ\. :,,.-r-vih“,t-lﬂ =L
Lg* Lt_.-l =]
_.‘_\. ___H-\.N.-'l\,,
e p & & ) }
LIREY—)L BRoREE 185 8.0 CyyHyN,S \ :"_‘mmﬁl__s_ 01e)
H,
J Dy ags - S -,
J>aRAYY UYIHYI R 0.91 7.8 CygHauN,06S Lo L Hel e 0.1(b)
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Hhl EMOSZ LogP  pKa 27 KREIDFFEIE (n9/9)
SYZHV—)L-0H ZhOA=9Y—)b 081 3.09 CaHgN,0, (c)
==l BReRzE 1.97 >12 CyoHigN,S 2NV
—oOYsR TFEYR 5.41 5.6 CygHyCiN,0, ; F.ft_:}_ FL
I
@tﬁg
on
/L 7aFYYY JLADF/0Y 082 6.32 C,HigFN:0, ] (c)
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REDHFEE

i EMOSR Log P pKa 2FR BE (ng/9)
2VTPANFIEUSIVIY VRV TR 032 6.7 Cy1HiN, 058
o H ZEEFL
ML N
L
| : o P ""\-\.l:. -
- —
Hal T
FOVv o054 R 327 77 CygHyNO oy 02 (f)
|
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=, 1 2
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a DVRRICBIIDHEE (VS RAONA Y YDBE. N—H—REYDRESNTNET)

b 7Y DEARICHIT DHEIE
cEASMERDELE

dFFRMERE. 70LT hSYATUY FFITRISHYAIUY BRUT SSHATUVZEZE. BRFOT hSUA T UV DKRBEDGETY,

e DVHIAFRDHEE

PRIBEDODDREN. BN, . SLUBRICHITDHFEE
g D DEERICBITDHFAE

h PFOHARICHITDHEE

RERAGE

INTCOHABEEBRIE. HPLC FelFHTI L— ROBDEFERALEL
feo 7T RZ RUJL (ACN) (& Honeywell (W AF—>/0 STHM. K
E) DOAFUEUce IXFIVRIVIRF K (DMS0). EMFRERRIE
R, BRUPBBIZEER(S Sigma-Aldrich (7> ML A, S X—=UM. K
E DO AFUF Ule, SET L— ROFEE (FA) (& Agilent DDOAFUE
LT (BBEagE= 62453-86060), EFER”>/E =" /\ (NH,0Ac) [ Fisher Chemicals
(70—, Za—Iv—I—M KE)DSAFLFE U,

BRS SUEERE

FE (5% DF T N NUJUBAIE. 5mlDFEE 95mL D7t ~Z MU
JVICMA B &EICEDT. FUSHAREULFI U, B VEZDLD
JFR (1 M) (&, 19.27 g D NH,0Ac % 250 mL D=V Q ZKITBERS B TER L
FUlco TOBERIF4CTHRELEF U, 5mM DR > EZD LK
BRI 1LD=Y QKIT T M OEEY Y EZD L% 5ml A TIER L
FUlc

TEAELRE S OPIERAZEE (1) [FAlE. DMSO Z{ER LT 2.0 mg/ml TYERY
LEFE Uz, 22U, DMSO ZERUTE 1.0 mg/ml DY/ T7OFY U VR
E DMSO Z{FER LTz 026 mg/ml DY JOTOFY Y VRKIFREE
T, PEFVIVUIYBKIOETZVUVDRERIE. KZEFERALT 20
mg/ml TERULE UTce TSAF v )4 P IV EERUEZEFTY
UYBKROET 7V VORERERE, INTOREZE. KEBHSR

B)\A TP THREUE Uz, INTDEHIF 20 °C TRELF U
0 BDIEEYIE. BEEIDORIGICEDWVT 61 BKRU 62 £WNVD 2 DDY
J—TICEIDIRDFE Ufze SBA LT 25/5 pg/ml (G1/62) 1=ZE(ESERER
[F N OPERZ SULEKTRRUT U, TIVZFI2d, IS 1EE
FIaA& (26 yg/ml) (&, 111 D72 b Z MJJLEKTHARUF Ul

RE
B2 T)VEHMBERICER LTSS S KLU RIEI D EB D T,

IT/ISAVEI— (P, ATPFIV, Za—TJv—I—M.
KB

Centra CL3R =/DVEE (Thermo IEC. Y HFa1—tw WM. KE)

TRy R)LTHUINEDE (Brinkmann Instruments.
DIAMMU— Za—3—7M. XE)

Vortexer &~ U* Multi-Tube Vortexer (VWR. = RF—.
NUV)URZTM. KE)

RV by TRT ¢ AR (WWR, UORXTUAV T 4—JUR,
Za—Iv—IM KE)

TuRY RILTERY hBKXOUE—F—

Agilent Bond Elut EMR Lipid Y8 b (BB EES 5982-1010).
Agilent Bond Elut EMR /K= | (BRERES 5982-0101)



{EFaE

PIFICIE. LR TR S NS Agilent 1290 Infinity LC 3/ R T I &{E A
UFE U

Agilent 1290 Infinity 27 4 —% 3= U TR~/ 7 (G4204A)

Agilent 1290 Infinity F—TF X4 w b (G1330B) {4 Agilent1290 Infinity
SMAEF — NI TS (64226A). B KU Agilent1290 Infinity
Y—EXS v bASLTOV)I— X2~ (G1316C)

UHPLC X T Ln7. Agilent Jet Stream T/ FORXTU—AF 2V —2R
& iFunnel FfT A $5EL U Tz Agilent 6490 U 7)) LPUEERR LC/MS &/ 2T I
[SEBELUR UTco T—FDEUFEDHTICIE. Agilent MassHunter 7 —727
AF—= 3V I o7 ZERULE U,

HPLC {4
H3 LA Agilent Poroshell 120 EC-C18. 2.1 x 150 mm. 2.7 ym
(BB EES 693775-902). Agilent Poroshell 120 EC-C18
UHPLC Guard, 2.1 x5mm. 2.7 ym (EBGREES 821725-911)
B EntE: A) 0.1 % FA KA
B)0.1% FA 7tz b= NUJLIBR
=% 0.3 mL/min
NI LBRE: 40°C
FT—hOVTTRE: 4°C
AANE: 3l
Z— R 1:1:1:1. ACN:MeOH:IPA:H20 & 0.2 % FA
IJSITU N B5R (93)  %B
0 10
05 10
8.0 100
ARwTEA L 1253
RA ST A L 39D
. ms
RIT 4 D/1ZXBT+TE—R
HRE: 120 °C
HARE: 14 /min
XITZ45: 40 psi
V—AHAE—5— 400°C
V—RAARE: 12 L/min
FreESU: 3,000V

iFunnel /{5 XA —%: RIF4T  ZHF4T
=IE RF 90V 90V

{EKJE RF 70V 60V

PITIRES (CEHET D MSDVMRM %2 2 (LR L. BRRUIEH >
TIoaOxv IS LER T ITRUETD,

Y7 IvaiiiE

RIEOYU Y T)UALEFIRIL, RORT v IZERL CRE(L
LF LT

1. REIFAXUIEDUAFEZ 29 (201 9) EFEL. 50mL D
EDEICAND

2. 10mLDEBEFERZRJIL (5% D FAZED) ZEMT D
3. TDYIIZERESET 2HOBESET D
4. 5,000rpm T 5 DRBERLODEET D

5. 5ml DEFEE > EZ D LNERR (5 mM) 7ZZ 15 mL 0D EMR Lipid
DBF Y FMTAND

6. & 5mL 7 EMR Lipid DEF Y RIS

7. BBICRILTYIRZFT—TO U TILZREHUICE.
EIHICE0 M. YILFRIYYavRILFoYT—2ILT
BATD

8. 5,000rpm T 3 ERLDEET D

9. & 5mL &1 (1:4. NaCl:MgS04) 2 g =T 15 mL O EMR Lipid
BRAKFY MMIBEU. 1 DERILT Y IAZFT—TERFTD

10. 5,000 rpm T 3 DEEODEET D

1. PErZ UL EBDEEB 200 L &K 800 ul Z 2mL DY )b
INATZITREEUNILT v IXAZFY—THEETD



xR 25—y MEEYID LC/MS/MS DMRM /S A= B LU T3y A L

JUh—H JO5ob%Y
RT FILF RT 137 EB Bl
SRS () () i3 (m/2) 13 CE(V) 74>  CE(V)
2FADSUI 1.41 2 2AF 4T 127 57.9 17 - -
FEXFYIUY 1.84 2 RIF 4T 3661 349.2 5 114 2
SYZHY—)L-0H 2.07 2 KIF4TJ 1881 123.1 9 126.1 13
ASEI 34 2 RIF 4T 2051 178.1 21 91.1 41
UyaRAvy 3.3 2 KIF4T 4072 126.1 37 70.1 80
JIo0xgyy 4.22 2 RIF 4T 3201 302.2 21 276.1 17
FEIFRSHA U 4.24 2 RIF4T 4612 426.1 17 4432 9
y7O70Fyvy 4.31 2 KIF4TJ 3321 231 45 314.3 21
§/70%59vy 4.42 2 KIF4TJ 3582 340.2 21 81.9 53
SO RNEY 44 2 RIF 4T 3022 107 33 77 77
ESVTFIL 49 2 RIF4T 2211 123.1 37 769 80
vIrFVUY 465 2 RIF 4T 455 323.1 9 156 13
2T 7 AFI—) 465 2 wIF4T 2N 156.1 13 92 29
2T FAREIEUSTY 469 2 RIF4T 2811 92 33 65.1 57
IIO0FYIY 483 2 KIF4 T 4002 382 2 356.3 17
207 RSHA U 5.11 2 RIF 4T 4791 444.2 21 462.1 17
RESHAZUY 5.24 2 RIF 4T M52 428.1 17 410.2 2
JO)L7z=3-)b 5.47 2 ZHAF 4T 3001 268.1 2 159.1 41
05 L7T=3-)b 5.68 2 2HAF4T 32 152 17 257.1 9
FOvy 5.85 2 RIF4T 9165 1739 45 7725 33
oo)LROY 5.86 2 2HAF 4T 3779 341.9 9 - -
TURZVY 5.88 2 KIF4TJ 3592 1472 33 341.2 9
rerTOTIY 5.93 2 KIF4T 3272 86 21 58 45
soLT7aOxTIY 6.49 2 RIF 4T 3191 86 21 58.1 45
TIURVEIV—)L 6.7 2 KIF4TJ 3001 268.1 2 159.1 41
yrJoJzzv 6.8 2 KYF4 T 2551 208.9 13 77 57
FHEITTVIIIY 127 2 2HF«T 3231 1339 2 295 17
TIV=F 2/ dy (NEG) 7.53 2 RHAF 4T 2981 254.2 17 192 37
TIV=F 2 dy (POS) 7.53 2 KIF4TJ 3001 282 2 264 41
BB A L4 2 hO—)b 8.78 2 RIF4T 3972 337.4 13 279.2 21
—U0OYER 8.82 2 ZHAF 4T 325 170.9 2 289.1 13
EF4 /=) 9.49 2 2HF«T 3529 161 21 1918 2



X100
12
11
1.0
0.9
0.8

Q06 |

R05
0.4 '

03 |

02 _

0.1 A& .
0ol— & & L —

Ll

HDIAHBFR (93)

1.0 1.4 1.8 2.2 26 3.0 34 38 42 46 50 54 58 6.2 66 7.0 7.4 7.8 82 86 9.0 94 9.8

1.50 ng/g DEMWIREERIFERZRMIL. ¥ VI/I\OBRBRTHEUCE
Agilent Bond Elut EMR Lipid T2 U—>77w 7 UTeD Y BHiED > 7)) LD EBUY 7R

LC/MS/MS B> 7L O< S [ (DMAM)

CNT. LC/MS/MS DT DZEEMRBHCTER Ui,
2[CY Y TIVEMBED 7 O—7ZRUE T,

NEIFA XU DVBHEZIEREIC 2 g (£0.1 g) FTEL.
50 mLEDEICAND

IS BKU STD %Z QC YV TIUNTRINA I UL RNIYIR TSV I%RL
IRTOYVTIVTIS ZRINA DU RIVTYIRAZF Y —TIREITD

v

’ 5% OFBEZE7 BL=NILBERZ 10 mLEMNT S ‘

v

’ FryITZUTIRESHT 2 HEE<IRES TS ‘

v

’ 5,000 rpm T 5 SEEDSET D ‘

v

EMR Lipid Z38§=Fvbd 15 mL F2—T(C.5 mL DEERE.
HULT 5 mL Q7 =R JVEHRHRZEEINYS

v

’ RILFYIRSFY—TRELTEDDET D ‘

v

’ &3 5 mL 7%Z EMR Lipid BiK+vNTET ‘

v

RIVT YO RAZFY—TEREVEDDBLTHS. YNYIR TSV IB U TILDBER.
EBO7ERZNIIVBZERIDOF1—TICBY

v

STD & IS ZYNIYIR TSV IITRARRINA ILT,
IO RBEF U TV—VaViGEEER T D

v

’ 200 yL D_EBBDTER=RJIVEE 800 ul DKZEREL. RILTYIRZFY—TEETD ‘

v

’ LC/MS/MS SHTFAD Y T IV DEEfFHFE T ‘

2. IV RFEA DB REZERD T Agilent Bond Elut EMR Lipid %2
AT DY TILEINEFIE

FrUIJL—YavigEEmEEEY VI
TURINA 7 Ul a¢ BV D)V BEEEEE AR ICEY TN
U ATw 71 LIE7Z 6 BEDIRLE Uit 61 DOMTHRMD(CD
WTI&. ac B> T)VIFAFREARD 10, 50, 250, &SKU 750 ng/g [ICHEZ
UET. 62 DOMTHRMDICDOVTIFE. o B ZIVIFHFIEHD 2.
10, 50, BKXU150ng/g [CAEHULET ., SAEREY NI VIR TS
TGPADITRTOY Y ZIVICRINA T LFEUTe. TNIEFFEDD
200 ng/g DIV _F2 2, [CHEHLFRT,

N MUY ORF v U TU— 3 VIEERFEES KU IS (EEARARZ
FERAULTHARUE U, ATV 8DEDY NIRRT VoY
V7ILTOREF. PG d 5. 25, 50, 250, 750, SKU 1,000
ng/g (G1). FFEEHRD 1. 5. 10, 50. 150, BKV 200 ng/g (6G2). FFigH
M 200 ng/g (IS) [CAAHLFE T,



HiHMEDAE

HimEYDEIE, €18, VIVIZFFIEEI. BEKU EMR Lipid EWVD 3
DDEIFDIU—2T wIFERIDNT., ESRTEEL 7] ITEDT
BELFEUE. B TIVIE. MTFOLSICUTERULE LS.

1. ASRF2—T%ZH1 KELUAR 110 CTHRAUERZRET 2
2. FaA—JZEERFTHPT
3. TAMFaA—TDEEZHSHUDHE D

4. FEAN MUY ORI SV oMEY (0 U—27w TIEL)1mL &
SFREFFIU—2TFvITHODY NIV IRTSU %
ZTNZEN 2BEUAECIERICET

5 EDEEREZE 50 °CICLTIRTDOY Y IIL7ZE 1 B E(F
LIRTHETEDNT

6. ASAFa2—T%Z1 KELA 10 CTHAUERZERET D
7. FaA—JZEERFTHEPT
8. Fa1—JDEBEEZLOIEED

ATV T8 DBERAT VT 3DBODBEDEGT Y TILOHALY
DBETY, ZU—2F v ITRESNCHBEYDEGFIU—>
7w JDEI#ON S w I ZIAHDOFHBEEET U,

¥ MU v I AR OFH

RANASLA Y T21—I 3 VDERICKD, 20O IZTTDY
U O ZEHRZESHIT LE UTce 10 ppb DEMMIAEERROIELERE
DEFRA NS ALAYTa—I327% 60 y/min TERTULT. ¥ b
UwORITSVoB Y TIEFALE U (EEYDIRTD LS
VI avE ICTAIIEKIIDIE > TERLE U,

E5IC. DIINREDDRIL (E—VERE) Z. WA BRI TN
FeRFEOmMERE . BAFORBOBTHERUF Ulc, RA MR/A
TESNAHEORMLRIE. BERRZ TSV IR~ Sy I A
HARICRZABRINA 0 TBHTEICKO>TER LEF Ui, KIL (E—
JER) DEF. YUy IZHREBEEEBLULTVERT,

XYy ROFRE(L. NUF—=Y3y, BLULE
TFEIFLERBILT A SZFHBUE Ufce 9/ BERERICDNT
F5%DFADFERZNIIBRET % DFADT7ENZNUJLA
. EMR Lipid ZU—>7w ZICDVWTIFEEBE Y VEZ D LBERE
KZLE L. EMR Lipid 27U —> 77w JDEAER(CDWTIFELKREIE
ZEATIBEEFERUEVBEZELEUE Uz, DHTERYDE
VR, BE. BLRUZOMDER/(SAXA—FICEDNT., ERZF
fiLE Uiz, 0%, BIERUCREMRFLETIRTOD oc U7
WEOEDICFEDEREHEEN v FEET LT, Bk
RIEAYV W RZRREELE LT,

BINERDOERT — 5 (& BT > T)V% 50 ng/g TTLRINA TB K
UOMABRINATTDEICELO>TRELF U, D%, HEY
[F FECEHIU—r7y 77O ZFERLUTUEBENFL
feo ZVINOBNEERIET D EMR Lipid 70 b JUICIE, K 2 T
BRI U—27y TFIRZHRAB UE LTz, QUEChERS [CIE. BATD
KOS CBRIEFVIVIZ P FEEID dSPE [CR BT U—2T v T%
ERLF L

1. 29 DFEZED. 50 L DF 2 —TICAND

2. 8mLODY VESEEER (pH 7.0) BELO10mL DEEMEF = MUJL
(5% D FA) 28109 2

3. TUYVINZEINMERILT v IRXZFY—THEETSD

4. DEEARHADOIE ENJER) ZEIL. IRESETERIREDSTD
5. 5,000 rpm C 5 DREBELDEET D

EBCTU—T Yy TITRDHIERT DRLED 7 = ML
EFFROMERZ. UTFDOLDICEMUE LT,

1. 1mLDOFDEDOF € ~Z bUJLEFHROmMERZ. 25 mg D
€18 & 150 mg D MgS0, BAADTWD 2mL DA 7L (BERES
5082-4021) [CAN DD, 100 mg DYV IAZFFIERINA ST
WD 2mL DJNA 7 )VITAND

2. FvyIZUTI DBRILT v IRZFY—THETS
3. 13,000 pm T 3 DERODBET D (NELRDT) )
4. B 200 pL Z. 800 pL DDA > TWVBFIDI A 77)LICET

5. BEBILO—XD045m T« I)LIZFERLT. RILTY IR
SFY—CTHEEMES KU T 1 LYNBZERET D

CNT LC/MS/MS DHTREDY Y TIVDEBHTE Uic, EIINER(S.
TURIA TFR Y TILERZ RZINA TBHT Y TIVTORR
EEYDE—UEEDLICL > TERELEF UL,



AREER

HpHoE

X3, UUTIEHEYDESAET A N TESNEERZRU
F9, THUFE. C18 FeldV)LAZFFHiER I ZER Uz dSPE & HE
UT. EMR Lipid dSPE DY bU W ORI U= v TDABEEN S
B3 EMERHPBVNWC EZBAEICRULTWVE T,

3% 3. Agilent Bond Elut Enhanced Matrix Removal Lipid. /)L 177,
BRUCIBICKD T U=V v ICLKDDIUFEY NI R
HpHDESRTER/ER

¥ MU v I ANROFE

FNEBOF € b= bU)UIRMER S, EMR Lipid, €18, BKUVILIZF
FIERTOU—2F v T Ul 3 DDA M2 MU JURMHEARIC SIS
BN N YOI ZNROFHEDI=HIC. EYRERERIZERDINZ ~A
ShAVTa—23Y PC) ZERULE Uice INTODITHREBD
Z. e YA UILERIChic o TERLE Uc, PO D> 7)LoOY b
IS LlF. RIT 4 TE—RERAT 4« TE— RTERSNIEHHH
FRDDY ~ Y I XMRERRLTVET . RIEOFZEZNZNUJL
HEKE. SEADFICHERSNTVEB . P8 NUJVIFEEE
ATNZFE U PO 7077 A JUFR 3 [CRLTHDET,

RV BLU—RIBTRIKIIC. WFNDIU—27y THER-ELT

1mLDF7E M= IU=Y7vTIC _ -
n e ~ 3 d \
MU LR EBTRUYIR WEWRBDOFEY N w IR TSV IDEANT. hEDDY
Ly l[okd ety HiZHYD U & i8] (I BEWFDR—=ZAS4 V) EX MU w oI @k (KEW
PAE AL = S (mg) (n=2) EREZDE (%) E—7) BREINFE L. INSHDY MW IZAMRIF. XV
BMTV—>7 Tl 121 - ROEEMET—FREIC, BHOTATVEFEERIFUET. T
MR Lipid d5FE Z; Zsi NISHLT. BV RLU—ZETRIKSIT. EMR Lipid 7 U—2 P w
e R | | TEEAUIEAEAEERERESNE Ui, < R v 2405
C18 dSPE 78 365 BrUY MY IA@ENHENLUTWVD T EHNTDDFT,
X105 X104
4.6 8
44 7 I
4.2 6 |H
40 £5
35 3 AL '
3.4 | 2 :I':_1 |'l:=.a-.==":*. L e P W
3.2 5
3.0 (1) v
2.8 1 2 3 4 5 6 17 8 9 10 N
2.6 EXDIAFBSRS (43)
L
~N2.4
32.2 —— 10 ppb DEMBEESABEERDKANS LAY T1—V3 V%
2.0 £35 EMR Lipid ZU—>7 v I #RELEL BL INIY IR TSV o
1.8 | —— 10 ppb DEYBERRBEREDKANS A1V T1—Y3%
1.6 #5 EMR Lipid ZU—> 7y T=EHEUL BL TRy o2 TSY
14 || —— 10 ppb DEMAERBERERORANS LAV T1—T5 V%
1.2 SV A= FPHBBEOLU—Y Py TERIEUL BL ThUvIR
1.0 | IS5V
08 Ul | T 10 b OMMRERREEREDKANS LAY Ta—a s
gg b I I #5 €18 YU—Y Py T EF U BLINYIZR TS VY
R i Ll F | 1 N
02 m,.r"f‘_—_'?‘*’f e e
0

05 1.0 15 20 25 3.0 35 40 45 50 55 6.0 65 70 75 80 85 9.0 95 10.010511.0115

HDAHES (5)

RMAMAS LAY T2—I3vDTAT7A)UF. DIVREBY X MY IRTS B0 T)%E
AU 10 ppb DEMPREZERBERRDEIKNA MHS LAY T1—V 3 VEREIT D EICKIDT
ERUEUfce INTODINRADZ. 70X bITSTRHDIeHICERRUE Ufce TOT 7 A )bl
BRSNS INTODIRNRRDD SV Iy aveEFallice/ 470X IS ATY,



K 3 o> 7NoOx SIS LDA VY —NE B0 U—
Ty IERERLTY N Y IRIT SV IT Y TILDFEANEIT DI PC
JO77A)bERUES . EMR Lipid DZOT7A)b (B) £VILIZ
FPHRIERIDTOT 74U (K) IFETVWEKT, C18 ZJU—27wTD
JOT7A) (%) B D2 DELTVFEITH. YU wIR@EE
EX MUy O ZIMHDBEENRELEO>TVET ., COHEKIF. &
SRAEDHIMHEEHMDLEE (EMR Lipid 7 U —> 7w JOAHRY)LIZ
PHRBEIKODBPPLIU—2T v ITHERRBLA, INBIEEES
BHsKDBIU—VTP v ITHNELNRL) ICHELETD,

T WO ZRESTHIES DI, RA MRS TN Ry
O AT T EARERRDE TCONTRERD DRIGDLEBER U
FUleo FEAEDDITHERDICOWVNT., DFRNEEDDRIGICE
U oERFHDFBATUR, 122U, KOBEKEDDD. BH 5B
H U EEBICDWTIE. 018 EVIVIAZFPFRIERICK>TOU—
Ty IURS Y TILDAED. ZLDY M v HFHIHBRESNEL
1o FEAEDIEEIMY FBBHEEINE T, DI, BKHEY
BTOX bW IRAFHHEIDEA Ufc ZE T, dSPE C18 BRUY
JVIAZFPFBRIC R U T, HHENIZAEE % EMR Lipid DY31ERRY(IC
BRET DT ENEMFONTNET, K 4 TIF. EMR Lipid [CKDY
U—2PwIT. EDOKRIICT U w oA A ANGHZIROEIRE 1
IOV, 2 DDBIERLTVET,

XYy FOREb
YYNTBERBRAT Y ITERALUCAEDRAELF U, UV IIL
EERYDLED 1:3~15 THHIHBAEIC, PEMZMIILHE VI
UBEPERLABRIEDTE. BLUBET7ZNZ NUILDFH
FUINTBREBRUPT VT EFASNTVET, BL IFEMET ~
UwORXTHO., FVINTBEDRERF. ¥ MU w I IREDIHE
(FTIEL . FHZRML EMR Lipid 7 U —> 7w =BT DethCBIE
BICEECTI, COHBETIF. 1%9BRUS%DFADFERNZ KU
VAR R, IVINOBERBRAT v TEZNICHE L EMR Lipd 7 U —>/
7w, BERULC/MS/MS [CRDAHTTEHE L Uiz, 5% DFADY
TRZRUILBRZFERTDE. RERICRI K DICHELE EL
F U (R 5) DITRFYDOENEDHELUF UIc, CCTHH% D
FADZ & b Z MUILBRDADBEDNELEo>TVET,

KFC(FREERZIEN LT EMR Lipid #1725 LT EIFEET
To TNUTEKD. BERULEWTVTILY MU w IR 1BICEE) &
DORBEADIESN. BERNEY b v IRBREICDBEHAD X
o EMR Lipid [CKBDT U =277y TRICERE )V EZD LEER (5
mM) ZER U0 RZBAEL. KEEALGaEBRZL
BUFUC, —MRIC, BFBE7 VEZDLABERZFEATDE. Th
YA UV ERLZLODITRRY T, BUNERD 5~10% B LU
E3D

BYRAERER EFA/—IU (RT=9.4953) ZJOY=K (RT=872%)
X104 9.469 53 x10° 8.812 %
T L2 i} < M,
o [ ol Y
R [ R i
04 - —m 0 [ = ]
9192939495969.79899 84 85 86 8.7 8889 9.0 9.1 92
EUDABES (53) ERDIAH SR ()
X104 X104
EMR Lipid IC&DT 2z 946?. ﬁ " 8..802 ﬁ
sU—pyTEAR 1 h M
BLYY IR r1 ! ME% =100 & o ME % = 98
0 ' 0 LS =
9192939495969.7989)9 84 85 86 8.7 8889909192
EDAHES (53) ERDIAHS ()
x10¢ x10*
YILAZTFEIEAIC . .
FKOTOU—UT VT N2 N 8.823
SnEBLYYILE D ] 95055 MEg=43 D1 887 \ew=s1
0 — 0 L

919293949596 979899
HOAHBSR (93)

8.4 85 86 87 8889 90 9.1 92

ERDAHER (5)

o x10¢
C18 dSPE[CKDT _l\_ 2 9,506 ﬁj\ _/\_ ] ﬁj\
su—ryTEnE A . B 2 8.823 )
BLY Y Tk R :] I ME % = 49 R ) . ME % = 48

91929394 9596979899
DA (53)

84 85 86 8.7 88 8990919293

DA (5)

B 4. BOKEPETDN b v I XA 7 VHIFIMROER Y ~U v I ZAZR (ME) (&,
RA SR TRHEME & WINT DIRERRICBIFDE—TIEROLENSHELE Ul
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1% DFAZZLFZEM=MUIL
ZRIWITF7AFI—=)U
y=0.001223*x + 1.289991E*
R2=10.9861

0 20 40 60 80100120140160180200
JREE (ng/mL)
TIIRVEI—=)b
y=10.015137"x + 0.003283
R?=10.9927 °

X
2

ALKV R
oo == ==
oNRrowONR®

5% DFAZZLB7EM=FUIL

ZIWITFAFI=)b
y =0.080738"x + 1.562927E*
R2=10.9979

0 020406081.01214161820
TEERE

TIIRVEI=)b
y=0.616778"x + 9.124903E*
R2=10.9982

0 20 40 60 80100120140160180200

WRE (ng/mL)

SO DIREBIRDEFRMELLER

0 020406081.012141.61820
AR

INSDEEYDHE. BEREZERT DL, FREFRADEVLKEZ
FERALBEEHERUT, BINEDH b % E<EDXRT. EFERZ
ERUEE EKZFER UISBEICBIERICEA S DFEND DD
WREDZERLU T, HBDIHICH 6 [CRULTVET, EBERZE
ERT 2 ENITNRYDEINENE LT DS L. EERERE

SEEL%DFAD

BUREDICEDNDT ST A U VSO TN THDIeh.
KERDEDDEBDTIF 5 mM OB Y EZD LAEERZEALE
UTc,

6) TOU—Y TP vITEND VRO DR RY DEIRE

10 ppb DEMAEZERITERNFMS N, REIEE NI EMR Lipid

ZOR3)b (n

W EMR Lipid THEEIRZER

W EMR Lipid TXK7Z{EMA

6. Enhanced Matrix Removal dSPE [CRD T U—277w TDAT v FT 5mM DEEEE 7 >~ EZ D0 LERERZ
FRUCBE EKZFHER UHEEDODTTNRYDEINZED HER



EMR Lipid [CKD T U—2T v T#IF. EEHIBELZ 11 OFE R
MUILEKEDREYM T . RIC. 5ml DED_EBHZ. EMR Lipid B
KFY MTBULET. BKFY M. EBHEICK > TEBAEE KM
BZEDBET DIc8(C 2 g DIBREY (41 D MgS0, & NaCl) A D TWVE
o CORT v G, DBEERET DIEIFTTEL, oI w D
A0 —=2T v ITFl E'BRHICL, T, BBRUICRDETE
BlBRUEBERELE T, ZDetd. 6C D& LC HTDES T, T
DAT W IZRTITHEZBIBIITHULEFRT . AV Y REFEF
[C. T hIUA UV ERS TR TODITRRAD T, BIFEDHH
FYDOOUEREBEZER LE UL, IBICABELT. T 3012
U2 DIRWVEUNER (45~68 %) (&, 1B80ECAT v TEBRLTL T &
BADDFEUCe ThITA T VDRKRZF ST T, EMR Lipid
DOFKABZFERLEWVE O NIV (R 7) ZRELE U, FE
(FEEBLLTWVERI DN 400 pl DY) (EMR Lipid dSPE 5V5) & 600 pl D7K
EINA TILTRAE U KR Ty TRERE ST 1 D-ERILTY
IAZFU—THREUCREEEDF T, YU TIbE, MINELET
3 9 13,000 pm TRIODBEL. IXIT LC/MS/MS DD LB 7=
2ml DU IIATIVICBULE Uz, JBEERIRDRT v JOH]
[ MUY ORT SV TORERE ISDIRA SR A IHEfES
NFEUle, DBERDENMERSNEN ofcfesd. D70 ~IUFS
BZETOIEWVBDERLE T CENTEFT,

8 [RTERDS. CORBETO NI EFERTDET MSTAY
U DEINEZARICHECEDEDDNDET, 2L, TS
YA oUVICHKTON IV ZFERUCER (K2 [DRY) BEFE CE
FI, BENTEDRE CHDIHTY . BULRE UIAZBAENE
EZFEALT, BLEINERZRIET O ENTEFT, CDEBET
(&, EMR Lipid [(CKDTU—277w T#HIC, BAKELORBETO NI
RiCmbcnt Y I EnEILE LIz, ZLT. TS0
FFVTFIYAoUY 0T FSYATUY BRURFY
PBATU) ICDVT. RETOMIICED 3 DDERERS UE
LTz,

XYy FOLE

I, BEESNZEMR Lipid XV w R, HESD SO QUECERS XY/ w
R (C18 dSPE [CKD T U—2T v TBRUYVVIZFFRIERIC KDY
U—27w ) EEBULE UTco QUEChERS (3. DTSR FTC(F5REBY
M ICEESE(IERTN. dSPEOU—2 T v IRAT Y IEFRLETD,
B 9 (C. MEMICENEZLRUCERZRLTCVET, B 10 [C
(&, FIEDHDOTHERMD ZRIRL TR UBERERLTVE
g, BE{ESNUZ EMR Lpid 70 M UIE. BHC. ZILA0+ /0%
ET RS ATUVRTOENEDEWY VI PFRIER S &L
T. BEDHDDTNRHDDEINEFEEZ KB CELE T, 4
FIUTRSHAIUIBLOZIOYI ROFH. ZNZEN67% B
KU 68 % EWVVSHEREINEZRUE T, 22U, 6 EigDRLICHEA

EMR Lipid [CKBDTU—2T7vT#DY VTV

¥

STD & 18 ZR NIV R TSV IICRARRINAILT,
IR ORBEF U IV—2aViEEEER T D

!

400 pL D _EEBD_EEH+E 600 uL DK% 2 mL D
BEODBRASYIINATIVTREETD

¥

’ RIVF VR4 —CHRLT DTS

!

’ LC NUTIVHEBAHADY Y 7 IV DOEREHTE T

1.7 8SYA U VDEIUEZIET DIcHD. Agilent Bond Elut
EMR Lipid [CKDIU—2T v TOA T 3 VFIE

m EMR Lipid (B#K7& L)

120 m EMR Lipid (B%2K& D)

=6)

_
o
o

(==
o

(=23
o

10 ng/g DEIYAERRITERE
=
o

AU R Y > TV DS HRRYDEINE % (n

N
o

FTFIFTRSYAOUY 20T~ S810UY

RESHAIUY

0 8. Agilent Bond Elut EMR Lipid (C& 227 U—>/ T v TD#EIC,

KR Ty TZER U CRARUCBE EHKRAT v T2 EREFIC
AEUEBED. T TILDT ST A0 ) OEINESE
FEEDHE

w
o

W ERE 70 % K
B EINE 70~120 %
W EINE 120 % ZBZD

_ —_ N N
o ol o (23]

DVRETT AN NICBYAERR DO
ol

o

EMR Lipid

QuEChERS
(C18 dSPE Z £ )

9. Agilent Bond Elut EMR Lipid 701 )L & GESRD S D QuEChERS
70RO ZEHE T DTcshDFEETREEIUERD

QuEChERS
(IIAZT7FERZ &)



DTNHSD 2 DDIEEMOREEF. ZNZENRSD D 128% BRU 2.0 %
THD. FBETEDDDTUIZ, SANCO A RTA VICEDVWTHSE
TEDERHEINET 9, INSDFERF. C18 BLUVIVIZTF
1BEI7Z(ERT S dSPE ZERA Lcftid 2 DOTO b )L TORRED B
BNTLET,

XYy RNKUF=v3Y

BRE(EENIZ EMR Lipid XV Rl&. U T)LgiMEDE o> 3 > Tt
BHENTLE XYY RZEFERULT. B8\ FEAZRTIDILIC
KOTHEELFE UTc. BEEEBEDTEEDICHIC. REIFE (RY
TATE—RERBT A TE—RDTILZFIUd) ZEALEL
foo TIVZF T2 dy DHEEINE(E 90~100 % T LTz, ZDfeth. B
EFHEHEINEREFE TS UTVET, K4 ICEEDERERLUE

=6)

I, BEEDEH (K 1)1F. B 4DDLAL (G TlEF10. 50, 250,
BEKU 750 ppb. G2 TlF 2. 10, 50, BKU 150ppb. F ¥ ITL— 3
VIZEDT U Y 3V ESR) TUNILTEIT 6 BODHZEZEDRL
T, 248D o DEESFIUBEZAEIT T EICI>TERLFL
2o 93 % DDWRRMD T, BIFH RSD HMEH1N. B CEDEE
(70~120 %) ZZER LE Ulc. BIgtE LT 2 DDFEEHBEANDEDN D
D, BINENDTNTT0% Z REl>TOK UTce BFLANLTO6EID
BORULD RSD EIFIERICBIF T, (FEAEDIEEYT 10% ZFEl
DFEU. BL TSVITISI MEUBLUYT MTOT T VARV
LNV THRESN. FvUJU—y 3 VERMEES N &ISER
LTLrEEy,

120
M EMR Lipid

100

B QuEChERS (C18 dSPE %= {/)
¥ QuEChERS (V)LO=7 Fi8RI = EH)

50 ppb DEYRAEZERCTRANAIENTVIEY Y TILOTFHEIRE % (n

10. Agilent Bond Elut Enhanced Matrix Removal Lipid 01 b J)LZRERO 7O )L E

B Ule, ERENEDITIRY O EIREDFER

0T SYATUVERFIYATUVORRIE, K6 (CRIRBTORIILDS

EWMSNF U, BODIEEYTIE. K1 D70 ML ZEFER.



3R 4. Agilent Bond Elut Enhanced Matrix Removal Lipid Z{ER Ufc ¥ —4" v MEEBYIDEERR. FOMNRMDE. 4 DOEREUANILTC. NILCE

(C 6 EROE L Tl

RER AV ROENUNES LUFEE (ng/g QCs)

£oy7 2 10 50 150 250 750

ST BRES/ L—yay ERE ERE ERE ERE R R
B2 SFHNERRSD 5= R? §5E (ng/g) % RSD % RSD % RSD % RSD % RSD % RSD
1 2FAOSII BE#R. 1/ 09976  5-1,000 1066 49 936 54 870 30 854 83
1 TEFIVIUY BEHR. 1/x 09978  5-1,000 659 121 743 88 795 41 797 48
1 =V ZHY—)L-0H BE#R. 1/ 09981  5-1,000 926 151 89.4 66 89.4 35 89.7 33
1 FFITFRSYAOUY  BRR. 1 09963  5-1,000 739 191 712 140 670 128 634 9.0
1 'IrVuY B, 1/x 09966  5-1,000 721 94 81.2 27 86.7 38 829 30
1 yooxygyy B#R. 1/ 09978  5-1,000 790 83 865 59 1044 5.1 977 63
1 oOLT NSYAoUY  EfR. 1/ 09928  5-1,000 1006 14.1 9%69 95 938 140 850 116
1 RESTAoUY B#R. 1/ 09972 5-1,000 1189 120 1027 100 1100 7.7 1045 86
1 JO0)b7z=3-)b BH#R. 1/ 09942  5-1,000 1034 62 1079 60 1152 135 1070 40
1 o0SLA7T=3—)L B 1/ 09962  5-1,000 1036 66 1071 79 1137 98 1009 52
1 oO)bAgv BfR. 1/x 0.9954  5-1,000 779 103 1044 60 1022 7.1 943 33
1 JURZVY BEHR. 1/x 09984  5-1,000 1059 9.1 921 111 1039 105 945 23
1 FFEITIVIFIY B 1K 09903  5-1,000 936 34 919 52 937 56 970 46
1 FEEA LS 2 NO—)U  BfR. 1/x 09994  5-1,000 706 14 773 30 828 2.1 771 28
1 EFA /=) ZREEEE. 1/x 09981 5-1,000 69.4 62 904 29 913 43 831 37
2 UK=Y= BfR. 1/x 09967  1-200 845 113 955 51 1038 52 894 97
2 U>avAvy B#R. 1/ 09950  1-200 895 164 796 106 741 45 748 112
2 Jlbz0oxgv> B#R. 1/ 09960  1-200 89.5 97 892 47 958 74 935 72
2 >JO70F9v B#R. 1/ 09980  1-200 81.0 56 836 69 969 41 995 59
2 &/ 709y B#R. 1/ 09985  1-200 782 78 862 58 995 78 969 48
2 SO M=V BfR. 1/x 0.9961  10-200° 981 155 1050 104 1025 638
2 ESVT)L BEHR. 1/x 09960  1-200 89.5 49 951 45 1010 86 91 74
2 2T 7 AFI—=) B#R. 1/ 09928  1-200 857 146 892 81 939 49 88.0 104
2 AVTFZANEKISTI B 1/x 09973  1-200 84.7 8.1 844 29 899 57 849 62
2 FOvY BE#R. 1/ 09967  1-200 806 112 756 27 710 45 653 23
2 rehTOYIY BE#R. 1/x 09973  1-200 741 6.3 735 30 772 49 752 53
2 oo)lLzaoxvyyv BfR. 1/x 09967  1-200 66.1 6.1 678 38 734 43 727 65
2 TIRVEI—=)b BfR. 1/x 09988  1-200 746 77 823 46 979 99 849 35
2 gh7O7zIv BE#R. 1/ 09978  5-200¢ 883 72 981 69 945 38
2 —oOb= R BfR. 1/x 09996  1-200 600 153 666 4.7 717 20 676 3.1

a )= 1 DD/ RED TIE. FvUT— 3 V#HEIFE 5~1,000 ng/g. QC R/ A 7 LAJUIF 10, 50, 250, DKV 750ng/g T o TIL—TF 2 DDHTR
WA TIE. FvUTL— 3 VEHI(F 1~200ng/g. QC R/ VAT LANJUIF 20 10, 50, BKU 150 ng/g T

bBLIOY OISV ITS I NI VARESNceDITEESNcF v U T —2 3 VEH,
¢ BLOY bO—LI SV O T FJOT T VHRESNICeDITBIEES N cF v U T —2 3 VEHE,
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1. BRE{L S 1z Agilent Bond Elut Enhanced Matrix Removal Lipid 701 1)L U T BL R CTHOMS Nz 30 D

RENSEYREEROEE. BESIUBEDT—Y(E. 4 DDEED A/ AT UNILTE

5t 24 @7

BORUTEIE (ELUANILTn=6) T5—/\—=95%Cl, 3FDT bSHATUMNEYDERIE. K6 (RT

RBETOPIILDSER. ZODIEEYTIE. B1 070 NLZEER.

S
o s

IO EILBIME & ZFNUTH T Agilent Bond Elut EMR Lipid 8 KU
EMR Lipid BiKO U—277w JZ2ERT 5. R CERMN S B
BXVw R, BL ADEROEYREERRDKEDIAICHREL
UCTHREELE UTe, ¥ U W I XMRZEE(ICFHE L. ERD €18
dSPE BRU VI OAZPRERICKD IV -7 v TEEHBELFL
feo RBIEENSC EMR Lipid XV W RICKD, BNfeX hU W IR
U=y IDREEN. DT TORRCIHBICEVEOINEL
BEZRRELCZED, BRICSREINTLERT,

FEADFICKTEERIRT DT EICKD. IOMS/MS TH Y )=
BTEHLOICLT, BLRETALET taMDE—o DRtz
HRFUIEC EITFRLTL RSV, TDERERTER U IC/MS/MS &/
AT LTI, BERFREHZE UeFE T, BEY Y JIVEREE

BT 21ehICTRERENMRPINF Ulc, IBUTHBRITDHEN
S—RIEFASERUT, COD—770—7TlF. KBRS
ﬁ%ﬁ%b FIeFEEL D DRELSINTURM D DK ZEHEE LR L
o HBRORED. BEY Y IILERTROOND _—XZmc LT
mum%m B, REICUVIIEREIT ORT v IZEETT oE
BHOFET. TNEEE. TV IVDRREEBARICLO>TRRUE
I, ZDILASEBIE. EMR Lipid ZER UISEIRNY b v O XBREZ
BATDE. BL IKEDEMEY Y TILDBEICIERICERTHED T
E'ERUTVWET, BV TILHED I U—V(TIED. EMRERR
BWATEEBYICOVCOUEENEENE LT D/cHTY,

HOEMTBIEEDNY b Y IRBRUY—TY MEEWICEALT
B, EMR DFIRZED UTSERADIE CER T,
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Agilent Captiva EMR-Lipid —kJw>

I1)—=>7vTELV LC/MS/MS %=

AWCFRFORESIAERRZD
e walEilisoay i

=

Agilent EMR-Lipid @5 2 Rt &7 T#H % Agilent Captiva Enhanced Matrix Removal-Lipid
(EMR-Lipid) 11— kU ¥ I3 E#BHH (SPE) 74—y MIB2>TED. S RMOEINEIC 4
HEESZFICEVERETIREEZRELET, SPE A—RUyDICLD@BE S —> T v T D —
OTO—DBBICARDBTcH. XV Y RBARICHKERFAIFREBRICINZSNET, Fa—TIF/\>
AT7V—DBRAETAENHBICTERLSORBEMEINTED. BECPIHEZLACTHABED
YITINO)=>TvIHRETEET, BEORRFZMRLEL THRKE S OEIUERIBAS
B27DIC. 20 % DKERMLTY)—>T7vTHD EMR REHZEH LS 2RENHOET,
COFETIE. FRARORERNZA 39 BEOMAEERODHTICE LT, Captiva EMR-Lipid
EERTEHEICOVTHBLET ., BAUES LUK EOTA DEEDICH LT+ R EURER
TEMTBDIC 2 ATV IO TINmEERVE LI, RIC. IU—>T v 7Ol ICHEY)
%R & LT Captiva EMR-Lipid A—kUwITEALE Lo XMW IRBR, DT RYD[E]
INE, BLUBRMETXVYROFHE%Z L £ L7z, Captiva EMR-Lipid h—rUwJE, fidtdH—
My DEBE O — > Ty TRBCEER LIS E. BKEMBOT Ny ORI =2 Ty TR
&< BUNELRIFTLT,



IEL®IC

FYBEERIE. BYMORIDFHDOIH. FilEMEREDTOIC
FYEBRRICH LTUAERAINTVEY, CNS0XERIE. B0
BICEBLET, TEUABVAET R . EROKRZYH I BEG
ICERT20EMAHDET, CNIRABOREICHTZUIIICHS
CEPHIBNTVET, BREZEUANDEONEEoTWVEH. D8
OEICE WM RADOEETERIN BB ERRICHEFING
SNTWET Y HA. . RrositemidEa<t)yy
ATH B MERRICLD DM ERET D10 T > IV 7)) —> Ty
7. BEUER (MRERIBE) ICBVT. hEMARIIEX VY REE
BETAICHEBICADET, BIISNIET Y FILAIMEAYYRELT
&, RERMBITONTWEAEME. EfHE (SPE). £7IdEH
FEDEABOEREDHDET, ENSDXVYRIE. BE. (FEE
M BEADDD. RONIEEOLEMDOAITELTED. XYy
REERBMBrRDFET,

EROBBOZHOEEWEITRETEAV YR ERFIICEDCE
WIOYSLTETETHERINDLDICARO>TVET, DITEENELL
THRDOMREZE LI EZ/HTT, BERFEONETIE. 100 BEE
BA2HMAERRICETADMERNMRESNTVET % YT
BB TIE. BE. 7ErZRUIL (ACN) KDEE R ZEA LAl
HAfThhn, H\WT CI18 vU—>T v T EfigZzntin o) —>7v 7
FAEHEAEDELLOAEEINET, 2L, BEODI)—>T Y
TFETIE. BBEREDHENEN-1-D. DITHRYEELLIZDT
BENBHDRANHDET, ACN LIKDEGRICKEDBEZHME Tl
BNV BRENR R Ty TSRO BRI MY E DB RMET
HENHDET,

Agilent Enhanced Matrix Removal-Lipid (EMR—Lipid) dSPE 1) —
YT wTE 2015 FICRRINTLCRASHREEEEDH TLET,
EMR-Lipid FRIEBEHIE. U1 IHRCBKEEEERZEAGHDEX
AZZALZBVWT. BICEELEYORDDND R VKL KERE I
HEBLEY, COMEAEDEXHZILIZED. 2= Y MEEYICIE
BEEESXTICEVERMTREZRELE T, CORIMIE. BiE%
RhVYIZDEHDOBEOZHDEREMAMICERINTED. Bh
XMW ORI) =Ty T RBAEREZRLTVWET ), F2
ROBFEHTH S Agilent Captiva EMR-Lipid 71—k w2 Tld. FEEE!
DTEMEICHBRKDERMEBINTED. TOBRDORKERITY
TERBHDEE A CNICEDT—0T7O0—-IBRIELIN. IU—2T Y
TEOBRKE I EYOBRBEENE ELET,

COMETIE. FRARNORENTHIHEEA 30 BREOBHMAEESR
OHIICH VT, > 7 ILETALIRES - Captiva EMR-Lipid —k Uy
kB~ Py FREAT B EICOVTHBLET., RENLEY
FEESIE 17 DRA305ZANSERLELE. CORITIE. Bkl
BLUBAEERER. BYE. P4, $LUEBEEEER. TLTED
SHFEERVCODD ISR (TSP, B-SHALEL) HE
FNTVET, B 1I0. CNSOBYBERROIFICET 2. BYY
S2GEREIER. UF o3 81 L BEV MS/MS £H4ERLET,

PRBE

AR IUVER

FESIVARIEFTART HPLC £ldomIL—RObDEFERLEL
Tco 7EBZHUJL (ACN) 1E Honeywell (RRF—D>0 ITH UM
KE) ABAFLELF UXFILRILKFSR (DMSO) ETFLY ST
SUFERE. U NUD LR Bik#EI (NaEDTA) 13 Sigma-Aldrich (&
VMLARC SZA=UM KE) B AFLEL L, HEIL—ROTE
(FA) 1& Agilent hBAFL % LT (HRES G2453-86060). ¥F
B3 AT ¥ NERIZ2E |4 Sigma-Aldrich (2> hIL1 20 S X—1U4N.
KE) HSBALE LT,

ARS SUIZERE
FEHE ¥ REREZE (IS) DR IE DMSO %{EA LT 2.0 mg/mL TIERL
Elizo 2L, ROFNDHDET,

A/70F Y22 ORRKRIF DMSO 2R LT 1.0 mg/mL TR
L&l

>7O7a0F% o roRKlIE DMSO Z#EA LT 0.25 mg/mL T
TEREL & L7z,

IRTD B-FZUVFLEERCE 77V IVORERKIE KEERLT 2.0
mg/mL TERRL £ L7 BRIFTRTREASINA 7L THMMEL
FLIEAN B-TZUELEER. E77V U, BLUTRIHAIUVE
HROBRRBICOVWTIE, RUTAOCLYTSIFYvIFa—TJTEILEL
FLico IRTDAMRIE -20°C THRELF LTz, 39 BEBEOLEWIE.
KB TOIBICEDIVWTIIL—F 1 (G1) BLUIIL—F 2 (G2) £\
2 DDTIN—=FITHIT £ LT 2 DOREEITHEMEER 25:5 ug/mL & 5:1
pg/mL (G1/G2) 1&. 1:1 ACN/ KEER CRIMEL £ LTz, 7ILZF>
>-d3 1S @ 25 pg/mL FEERIZ. 11 ACN/ACEAR CRILIEL £ L7

AELTHEAEIE. 2mL oFEE 2 mL @ DMSO Z 100 mL o F
7 ACN ICBHAMLTHILIELE L, 0.1 M ® NaEDTA AR,
Milli-Q 7k 50 mL #{Z NaEDTA 1.8612 g = /8L TIERM L £ L7z, =
DARITERTHRELFE LT 80:20 ® ACN/ HKEBERKIF. ACN 80
mL & Milli-Q 2K 20 mL ZB& L TIERR L & L7z,



R 1. OWMAISBRLBYBERERR EY IS KEOHFRME VT3> E1 L BLU MRM &40 —E

KEDHEE| UFovarsTh TUR—HAAY IRgor1A>
SRES MU (ng/g) (5) it (m/z) EEIAY CE(V) | Ei&r#> | CE(V)
22FAIZUIL Thyreostat - 1.41 a 127 579 17 - -
FEFSIUY B-5o5. 0.01 1.94 i3 366.1 349.2 5 114 25
XbAZ4Y—)L-0H BN RSO s 2.21 i3 188.1 1231 9 126.1 13
INRESD. yyavsg 0.1 3.80 i3 407.2 126.1 37 701 80
LASY—IL e 0.1 3.90 i3 205.1 178.1 21 911 4
SOy FRSHAUY 414 i3 458.2 4409 7 282.9 49
FIEIUY 525 0.01 415 i3 350.1 106 33 791 61
P I=E InAnE/Oy s 436 i3 320.1 276.1 7 302.2 2
FESFRSHALUY FRSHAUY 2 442 i3 461.2 426.1 7 443.2 9
S {=PI=ET InAnE/Oy s 443 i3 332.1 231 45 3143 2
FSYTIU FRIHAIUY 2% 5.37 i3 445.2 4099 7 1639 33
CYPIE onAnE/Oy | 0 453 i3 358.2 340.2 21 819 53
SRS 7=z 0.03' 455 i3 302.2 107 33 77 77
wTIU ©IrARRY - 478 i3 455 3231 9 156 13
ZNTFAFY—I VRS TER - 488 i3 271 156.1 13 92 29
RNTFARFSEUL DY AT SR - 491 i3 281.1 92 33 65.1 57
FAHOFAHU> FRIHAIUY - 4,94 i3 465.1 4299 21 4480 13
EEI=ETD B5o5L - 497 i3 4002 356.3 7 382.0 25
ESVFI Sz - 5.08 i3 221.1 1231 37 769 80
ASZERTO SCI=ERT 0.15 5.22 i3 7776 1579 41 831 65
SOLFRSHAHU FRSHAUY 2 5.24 i3 479.1 444.2 21 462.1 7
RFS 150> FRSHAUY - 5.36 i3 445.2 428.1 7 4102 25
JoLTr=0-)L Jr=a- 0.2 5.69 & 366.0 336.0 5 185.1 13
sO5L7T=a—) Jr=a- s 5.86 & 321 152 7 257.1 9
ER(=DY SCA=EREs 0.2¢ 5.94 i3 916.5 1739 45 7725 33
FLkzyy INFARFOAE - 6.02 i3 350.2 1472 33 341.2 9
= =M INEE 0.1° 6.09 & 377.9 341.9 9 - -
FENTOTIY FSoES T - 6.09 i3 3272 86 21 58 45
= FSES T - 6.69 i3 319.1 86 21 58.1 45
RZSUDV B5o5L 0.05° 6.70 i3 351.6 160.1 9 1139 45
AR B5o5L - 6.93 i3 402.1 160.0 7 242.9 9
PEZ S Sz - 6.98 i3 300.1 268.1 25 150.1 4
CI=E D B5o5L 0.01° 7.20 i3 436.1 1509 9 276.8 13
FIIUY B5o5L - 7.35 i3 415.1 199.0 13 1710 M
V=P FSoES T - 7.44 i3 255.1 208.9 13 77 57
FESTTITEY Y NSAID - 7.47 & 323.1 295 7 1339 25
TIL=% > -d3 (&) - - 7.81 & 208.1 254.2 7 192 37
JIL=% > >-d3 (iF) 781 i3 300.1 282 25 264 M
EFEEXL >4 RO — )L zoft 0.025" 9.05 i3 397.2 279.2 21 337.4 13
—saysk TEF R - 9.07 & 325 170.9 25 289.1 13
EFA =)L TINESE - 9.07 & 352.9 161 21 1918 25

@IS ORFABEOOIRIBICH T BHAE

b ORFREIC BT R HRE

¢ JROHAICHTBHAME

ERASNMERADELE

EOONTRSYAII FF T RSHA TV BARDT STV EECTRSY IOV ORBYOATHIH T 25AE
oS OBRAICETBHAE

9 KIEDY L DRERA B FHIEL. H L UBRICH 1T 3R E

NS DBERRIC BT B EFRE



RECHE
DBEICIFRDIEER TR IS Agilent 1290 Infinity UHPLC > 27 LA
ZERALE LT

+ Agilent 1290 Infinity /N1 UR>Z (G4220A)
+ Agilent 1290 Infinity &% 8e4— ~t> 7S (G4226A)

Agilent 1290 Infinity 4 —EX 2y MIZIHTLOV/IN—F XD
(G1316C)

UHPLC ¥ 27 L%, Agilent Jet Stream II/OI\EUJ’I/—/M“/‘/—
ZFED Agilent G6490 MU ILNEBBEESTEBICERELF L.
T—R2OEUSEAMTIZIE. Agilent MassHunter ‘7—77\—?—93 VT
MoTT7EEARALEL,

HUTIVEILERICA W EOMOEE

2010 VT /ISAVE— (ATF TV Za—Jv—I— M. KE)
Centra CL3R =0& (Thermo IEC. YHFa—twv Y. XEH)
Multi Reax & E > T —#H— (Heidolph. a7 —/\w/\
R1Y)
TyRVRILTERYEBLVOIE—H—
Agilent Captiva EMR-Lipid i—rUw0 6 mL. 600 mg ( &5
%% 5190-1004) B& 3 mL. 300 mg ( Z&HAES 5190-1003)

Agilent Vac Elut SPS 24 <=7~—JLR. 16 X 100 mm ERE
BOLYYa>Sy ot s (BRES 12234004)

pagiiE3Es

K120 A) FERBEMTRUYIRTS> o0 HE0B) 51 ng/g
(G1/G2) B BEERIZENMINSNIFAMEY (EETRLAIL)
DIORNISLETLET,

B o7 L EiaE

212 FAY VI EZFILIES 370 ORET VT ILETEFIEE R
LEYT. FRTVTIICH L TREL LB E U =2 T v T XY YR
HRMET D0 RORERBALTHUMENHDFT,

© AVYRRARCNUT—IavIliE. HBOBRRIETEALLY
AZFEALELI. TYFILIFHREIFIXLT 20 °C THREL
FL7o

. RESFTAXLIFAY Y TILIIZERNE L IS L RNA T LT
B YT EERT 20 pEABVEFICLEL. THIZELD.
ZINA U ULTBEZ S VI N )y O RSEE S8 Y7L
DEICFE LI EFEL

FRCH—ICEETEROICIET O TILHME TKEFERT 30
BABHOEITHN LMTFE'IEE%E%TEA%@@W%tﬁi'li—tb“f%
SESNET, 20:80 K /ACNEERT 1 A7 it %15

I3 BRAKELEMORBEHHEMEE SV NOE B%?ixﬂ$7b\7k¢ﬁa
ERLET, Cofcod. 2 mL KEHRERIC 8 mL AR EE
MI3eWVS 2 X7y 7omE7 O LEFRALEL

HPLC %1%
NSR—% RE(E
Adgilent InfinityLab Poroshell 120 EC-C18.150 X 2.1
o mm.2.7 um (&R &S 693775-902)
7
Agilent InfinityLab Poroshell 120 EC-C18 UHPLC — k.
5 X 21 mm. 2.7 pm (BB@ES 821725-911)
e 0.3 mL/min
NI LEE 40°C
F—hYTTRE 4°C
PN 3pL
A) 0.1 % FA #CATR
L B) 0.1 % FA 7= hUILAR
—— RIS T:1:1:1 ACN/MeOH/IPA/H,0 € 0.2 % FA
B (99) %B & (mL/min)
— 0 10 03
STk
0.5 10 03
8.0 100 03
Ay TEA L 1249
RANEA L 39
MS &4
NFA—Z BREfE
ROTAT/ZHTATE—R
HRRE 120°C
HZmE 14 L/min
IS 40 psi
S—2IARE—H— 400 °C
S—RHRARE 12 L/min
FreEsy 3,000V
iE =
iFunnel /N5 x—#% &E RF 90V 90V
f&E RF 70V 60V

© FL—MEICEBR TS AU UL EYDIERER ST HIC. KM
HICIF 0.1 M EDTA EER=EAL & LT

TR SHAOUS B-SOF L TILAAF/ OV R EDOOTREE
BREZEDENOARHMHDREE LI LZHIC. 2% FEEC
2 % DMSO = AR ACN (ZIIR F L,

© BICERYOKERE X Ty T TORKKEYIC LB ENEEE L
IEBRHIC. AERODEE (4°C) ZEALE L

© DRFERYNH—PIYDHSRRITAH T 2L51C0 EMR-Lipid
A=Y DIZEB I =Ty TRICTRARERELE LT,
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B 1. A) BT N Uy o TS50 B0 B) 51 ng/g (G1/62) BRESRIELEA TS NI ERHEM D LO/MS/MS 2075 L,
=71 (G1) DI RYIIE 5 ng/g AL ANILISHISEL. FIL—7 2 (G2) {b&¥IE 1 ng/g Z0L ~ILISH IS,
AHIER I LR DHRYIOBIEICDOWVWTIER 1. ALEYIDTIL—TDREIEICDOVTIEER 2 #2808

| AEIFAALAERY S TVEERIC 2 g 5HRLT 50 mUELFa—TICANSG |

y

2mL® 0.1 MEDTA B&REFa—7 1Mz
FryTEL T2 HEREURES TS

5,000 rpm.4 °C T 5 RREIELDBEET S

2% FEL 2%DMSO #ET 8 MLACN #Fa2—7 1 IC
BINTWRY Y ZILVEEMICHMT S

v

[ 5 SRIRE 5L TH'5.5,000 rpm.4 °C T 5 HEBEOHBT 3 |

| EEREFa—T 2 IHDNET |

RALICHEYEF1—T 2 T2 9MRILTYIZALTHS,
5,000 rpm.4 °C T 5 DEHRODBET S

v

5mL @ &A% Agilent Captiva EMR-Lipid 6 mL AA—~UwZIC#EIL.
BRETICLZAEEEMT S

ZREAHDZ8HIC 1.25 mL D 80:20 ACN/KEB R %E
EMR-Lipid A—kUwZIZHRMT 3

H— Iy DICRED TR TUVR WSS IR,
RRISHBELTH— Iy L1293

YYTIWNATILT 0.5 mL DY FILABERE
0.3 mL OKZRBELTRILTYIRTS

[ CMT LC/MS/MS HAFADY > TN 0% fEHFE T |

2. Agilent Captiva EMR-Lipid 6 mL h—tUw oz BALILFROY > 7Lt e 2B 02 ) —> 7y 7FIR



FrUTL—2a iZEmEERE (QC) Y7L
BYRIBEEE R E. B, P, SLANLTHRESFAILEERY VT
LICRISA 0T B ICED. FLRNAIL1=QC H>TILE 6 29D
ER L. #ORLUBIRMEZANELTS,

Gl DRTRYICOVTIE. R/ST1ILARJL%E 100 50, &
750 ng/g ICERE L & LTz
G2 OMWRMICOVTIE. XIS ILAILE 2. 100 BKTV 150

|ch

ng/g ICEREL F LT

SLAJL QC B FILD R/ 212 IFIBEE 255 pg/mL (G1/G2) 1E%
BHERBAL. BELUBLAJL QC Y2 FILD /N1 oIS 51 ug/mL
(G1/G2) {=EBR=EALEL . ISARETNIYIRTT LS
DIRTOY VT, TIL=F2>-d3200 ng/g ICHEEHTZREETR
N1oLELT

N—b)YDIC&B 0 =2 Ty RIS BYIRIZEE ISTEERETN )Y
DRITSVIBBERICANADTEILICED. XMy IR BEREIEHE
BEPRASZNA2 QC BTV EFIIBLE L e, FvUTL—>3>
ZED 2N 78EIE 5. 25, 50, 250, 750, KLU 1,000 ng/g (G1)
F7z1& 1. 50 100 500 150, KT 200 ng/g (G2. FHA ). H&
' 200 ng/qg (IS) Tv RRRR/SA2 QC HVFILD R/ THEEE 10,
50. &V 750 ng/g (G1) E7zld 2.10. 8LV 150 ng/g (G2) TL 7z

HAHEDRE

EMR-Lipid H—rUwIELMHOD— NIV IIILEZT)—>T v
TOHARREYEFEEATETHELELE ?EEH:E%Z“”%@E
2% 1 mL @ ACN RIEIBEHMICEDOVWTETET 5 LEKFIC. -
Ty EBIN ) O RIAEREMNEE. h—bIwDIZEE o) —>
Ty T ERELISGE CRBLAVEEOEAREEYOEEDEDE|
EEERTZZCICEDETELE LT

< Ly O %R O

RAMATLA>T7a—23>0FRICED. VO ZT7OIN)IYY
2B AESHL £ L7ze 10 ng/mL D EWY) B G D24 Rk 0 [F B
RANATLA>Ta—3>% 90 yb/min TEITLT. XhJwIRT
SYOHYTINEFALE LI (EEHDIRTONS VDo aVE U
OX NI STV ROSERICHIE>TERLE L,

H=RUYSIL&BR V)= Ty TZBVWESIRNRYID
[E14% 2 o F i
H—bUDICEB 0= 7y TR E RS RMEY TS > JIC 7L
ZINAT L. B—hUYDICkB =27y PRI AEZ SRR T
SUTBRBMRICRZANZINA T T B EITED DHTRYIDEIUNER (5
TEH—bIyI O =Ty TOFERFTMLFE L. FoN7BlUER
OFERIF. PITHRYOEIUNRIZHTZH— Iy S o) —=>TvID
FEOHERMLTE D, MHAEICSIT D TOMOEEIFRNAINT
WET, DFEOD. DIHERVMOBRIUNEKRICT T2 A— M IwI o) —2Ty
TOFENBEHZLLERINTVWET, EMR-Lipid A—rcJwv> 3 mL B&
VoML Z ST At A—r )y LELTce 3mML A=Ky

DEEe. Yo 7ILO—REIE 2.5 mL. ZXpAH=1E 0.6256 mL T
L,T:o

Ay RNIF=23>
FrUTL—2a>OBRUERRIB70IC. QC Y TILORIERTE
L7 2 DORIDORERERVICEESB/NYFERTIBILICLD,
RFELIAVYRENUT—2ary L&ELT,

RRCEH

H=RUySoU=2F Yy TDEVRTS
EHRY TNy o201 —> 7w FIZ Captiva EMR-Lipid 71—k
Dy OHREATIEERAVYMEIEWRT I T, EMR-Lipid FRIEH|
DT RY TIEBRABREEETHFERRELTED, BBREFE
HAEBAINTVWET, YOTILEEYIEA— )y 2IcO—RIN, H—
W PRICTEE I N7z Captiva EMR-Lipid REH #@E8L £9. BB
BIEFREBRAICRDIAEFNEZ—H. 4—TyMeEMEIH—FIvI%
BETEScD. A>T >az>d. FF. AHRERERD SPE X7y
THRBRLABDET, TDLSIZ. Captiva EMR-Lipid h—kUw &
IR ICEBICER TS B OAE A KIBICEHI T 9, @ail s —
VTYTTIE HHRBLPBHATY T TORED SPE XV REIFN
TEICARDET, Captiva EMR-Lipid THEEEARX VY REBIX, TL2H
BHAEERTBTOICRNBAE ATy TEERTHETT, R
AT YO TILO—REDKH 20 ~ 25 % I2HWLT 20:80 7K /ACN
EAREERETZICHHREINET (FIRIE 5mL O—REIC T~
126 mL O XRBAEZEN ) mFRIC. BRE N TAHTIZHRET
IC7m>TWA . Y7Lz EMR-Lipid H—rUy2icO—RLEE
120 NV X T —DRIENRITAIREICRD 9, BEF/IFMERIRIE
LT, AEREZHBIZHNEBIZHDFEA. CNODIEREICLD. 18
MABRY Y TILERNIET B7-0IC. Captiva EMR-Lipid 1—kUw
DNI& B> T YT ERT BEOTROEEENAE ELE L .



BHOE

K2, FUTIILERHOEEAREREZRLET, HALEEYE
BICETEHEERIE. MBIEATNIREY O TILICBVWT, 22N
B, BE. B, ToMOTNIvIREAEST. M) v IREAHK
B, YT o) —> Ty I XYY RICK DI T 250K % 5T
e 27DDEER 1 DDOXVYRTY, YhJwIRLALKREYES
IE. MBS TIREATEEN ESNICIEREFR AR ARk E%ERLT
WET, HBRHRBYIE. HMEBTREAIED CONICIFBERAL Tk
VWO ZRMBHES|FRILT. XVYROEBEEC T —42RBICRErS
Ao ATL® MS A F VIRRCHEEEOMBICERLT. BHYZATLD
EHEELZERTIEZHENH0ET,

TRV OZEARRBYH DR WNEE . XV ROEEM 28 D ERE
IFMELET. COERHIS. Captiva EMR-Lipid h—kUwJIc&3
D)= T T TR MO A— )Y DIIEBZ I )= Ty B LT,
HARKBYEENDBVBNROIN) Y IR =T v ITHERT
TR MIAEDFELT,

< Uy 27RO

Captiva EMR-Lipid h—kUw2IC&kB 0 —>T7 v IR ERLIZEE
EHELARWSEDFAMEBEYOT M) v I RNRETHET B7-DIC. B
MBEERRBIZEDRINNTLTYT2—23> (PCl) Z#EALEL.
IRTODHRYZBDIAAHT 1V RIERICHT>TERLE L.
PCl 70771 ILE ROTATE—RERATATE—ROEH TER
TN RYOIS )y IR ReRRLTVWET, X 3 & PCI
TO77 100 ZRLTVWET,

R2. A—bUVICEBV) =Ty T ZBVIFRY Ny O ZHEBHEBYE E X )y I RBRE

ACN St 1 mL H7-00EBHY (V-2 TvFICEBT Ry IREZHYD
U=V TFYTFE (mg) FREZDE (%)
J)=>T7y Tl 7.68 -
Agilent Captiva EMR-Lipid 3mL AA—tUw 4.38 43
Agilent Captiva EMR-Lipid 6 mL A—k w2 4.03 48
fFtd 3mL H—rUw 591 23
Rt D 6 mL AH—rUw 6.30 18

MY O REBHDOBREINE (%) =

(O=>F v T LTOHEBHDE — OU—>T v T KL I-BEDEAHDE)

x10°
204 A

X 100

O—=>T T L TORBFHDE

1.8 Adgilent Captiva EMR-Lipid h—hkUwIIC&B 0 -2 Ty T2 RELISHEAEDFRR NI IR TZ 0 0% FALIARE PCl 70771

1.6
1.4
£1.21
D 1.04
0.8
0.6
0.4
0.2

x10°
20{ B

1.8 =Ty ERBLBWERDFRT )Y IRT S0 EALIAZE PCl 70771l

1.64
1.44
5 1.2
£ 1.04
0.8
0.6
0.4
0.2

M

05 1.0 15 20 25 30 35 40 45 50 55 60 65 70 7.5 80 85 9.0 95 100105 11.0 11.5

DA (9)

B 3. Agilent Captiva EMR-Lipid i—rUw2IZ &2 00 —> Ty T7ZERLISIEE (A) WSO IU—>TyvTHERLAWVES (B) IC

FRTKIYIRTS 20T A LTAREE PCLICE BT Ry I XZNRDFER



3B g, ZU—>TyTEEBLTVARWFRMEYEEA LIRIC
BRININ IR A E (2EBICEVWAR—2Z1>) @ PC
TO77 1IN ERTRLTVWETS, IO A NEIE HAED ¢
VRUADDITH RO AV Y RRE, S8, $LU0T—2REICK
SUREBEEZZHENHOET, RIS X 3A IE EMR-Lipid 77—
PUYDICEB O -2 Ty T2 R L RHEEY ZEA LTBRIC,
PCl 70771l (&) OBEIDARAED, BESNT—EBEIHEIL
ZRLTWVWET, 3 TRFARTIZINTLS RT T RIlE. YhUw
IRAAADFIPMER LI S e LB L TRLTWE D,

H=RUYSIZ&B ) =27y TEDEINE

BEEREDIEROAANZILIE. BB CFIER OB OBEKEEEER
ICEDSVWTWVWET, COXAZXLIE. BFICEEERDAATHRET S
feHDEBATTIERIFEAEE L TR BB MEEEER 2 ER T 5HIC
MEM T, 7ol COMRBERANZILIGERNTIFRLL T
TINCBEWTABRIEB CNBREKEYEL BRI SNEFEA. CDT:
. REENIFEEOIDIAHTIFHEAELFTH. BKEYE BB
ICHREERT 0. A—R)uDIic&Bd 00— 7y TRICOITNRY)
HMARMBICIBELTLEVET, S5 BKEREERTIE. TRTD
IS ADIEBHNERBIICHRETEZ ISR ETA (HIZIE UVIEE ),

Captiva EMR-Lipid FEEHIZ. 1 XHR CBOKMERBERZEAE
ODEFLWIIIRMZERLT BEREDERM ZKBICH LS
TTCVWET, BN TRINNORVRIEKESE (TENIE6 D&
ABREERED) xFUCEBICUDFDHN. EMR-Lipid ZEH D
MFLICITSETE Y, f8EIF EMR-Lipid RIEBAICHEA TR . BI%
FRKMMEEERICE>TABBICEDIAENFT, BBEICEULTEST.
EMR-Lipid FSERISRATBICIENTIEDT T TLSZDOMDERKIED
Fld. 20BRODMTHARRNICIZDE T, TDLDIC. EMR-Lipid 7t
FHAHISREB ZMHOBRKED FHOSMENICH TS 57D, FRMED
AEICEEL. 2)—>T v TROBRKECEYMDBENARICERL
9,

CDARNZZLIE A—MIwD o) =2 Ty TR BWEIINRICEY S
HERICEST. BWYNCERIESNTVET, COMERTIE. A—RJwDIC
LBV —>TyTHIC. BEEFRT SV IHMEBEIICTL N1 T L.
A—bUYDICEB )= Ty RIS, REZT SV UARBERICRR N
ZNAULELTze BINEDT =5, D—rIyIICE20—2Ty
TIEDIRARYDAEEREZZ DA DET, LEHEERTIE.
RO 4 BEOH— )y EBAELF L, Captiva EMR-Lipid 3 mL
(800 mg) H& 6 ML (600 mg) H— Uy I EL UMD 3 mL (60
mg) &&U 6 mL (500 mg) h—rUvP, M4 &, COEBOER%E
ALTWET, ERLTRIN TV DITRRYITEKEOZWMEEY)
T. C18 AT LTOAHIECHE>TWET, EMR-Lipid 3 mL &V
6 ML A—hrUy2iE. BKEAFNASEDLEIICEVT. A—~Jy
Do) =Ty I TORNEN—BLTENEREEDEL, —H.

MHDOH—RIYDICKBZ O U= TV TDBE. KEBD DISEFRE TH
KERBEBAMERINTED. BKEOZV CAHDEL) DT
RYPOEIRERIZEADE LI, 6 mL A—kJw (500 mg) ICEFNh
TWAEFEOTIBRIZRFERALIIBE. BKEDNPISBOLEYH
REBICREBINE LT FIZIE. BAKEIRESVERED 2 DDLE
MThHd=oO0FIReEFA /=)L (log P >5) Tl fthttd 6 mL H—
FUYIIZEB =Ty I TOERINEF T HTHOD A—HFIyIT
OB RYDBEINAZTVWIEHZRLTVWET, fthitd 3 mL H—h
Dy DTl BRKMEMBEOBKEERT 27-0IC. FRINZTRIERAN
IEBICD AR BoTVET, 2D, 60 mg DIERINANS Nfthit
DH—rDyD o) =27y FFa—TlE. H—RIyIRI IR —
STVTOMEIBEICINTED. ENZRZEEKEEENDE
INEAFBETIHWMILDLAILIETFLTUVET (< 40 %) CDER
Tld. EMR-Lipid FRERIZFER T3 CIEEICH L GERFIOEWEE
TERAXAZZLAMERAL. HICBKEYETH B2 — 7Y MLEYDE
INRHFARTEIREICHRDCHEREICRINTVET,

XYy EN)F=23>

REBEENYFERTIZLT. mBfbLIcHHB LI —> Ty
A YRON)T—avwTWE LT, FERIIDFTAZEOEI 3>
TEHEALTWET, EEDOICNIPIZE (RIOTATE—RERH T+
TE—ROMAICHLTIILZF>>-d3) #EALEL . 7220, 3
Te 3 U FILBIIEX Yy R A FHE T 2B O RADRE M EINERT
H27H. 3 DDLRIILTILRANA VBRIV RANZR/N1o LT QC &
NUTF=>a>DRITICED F LTz, R I IFFHMATEERERLTH
D, ELNLTEYLNKRCAFEEZEBLTENLEZK (K 5) Z1EMRK
LELTe 3 DDLARLICEWVWTAID ORI RY) (94 %) THFET
FZEUER (60 ~ 120 %) NNERINTULETH. FIA LT 2 204t
NEATE N TAOTY VIO TAOIY Y THRELE LTz, BEEREERIC
L0, ZORILOHFERATY TEICCNS DAY THOITRYHE
KLIEAREMNDZ DN TWET, L. BLALICEITS
N5 2 2DLEYD 6 BOIEDIRLDHTD RSD EIEHISNHITHD.
PIHRIID 91 % ICE VT <10 % RSD. BXKUFEDD Q% ICHWVWT
10 ~20 % RSD #RL&EL



[ Agilent Captiva EMR—Lipid 3 mL
B Agilent Captiva EMR—Lipid 6 mL
W thttd 3mL A—kUy
[ fitoemLA—rUy

>
-
N
o

—_
o
o

RREEINTILI

<10 % ICKIBICIET L7
El)E

10 ppb DB R EE K A
SRS E T B DM RY DIEEIUNER %

[e)]

o

6)

N
[$;]

RSD% (n

4. H—NIYDNCEB 0= Ty T BV B OB E O EIRE (A) S LUBRME (B) OLEAREEIN— NIy DICE3 ) —> Ty a1 10 ng/mL T
FRMEMICRNA D ED 5B DIEF THITNRY DERAIEDEX



R 3. TARNOEMBEERDITICET AV Y NEBDRER

RER Ay R BN LAEE
Fv¥JJL—| 2ng/gQC (n=6) 10 ng/g QC (n = 6) 50 ng/g QC (n = 6) 150 ng/gQC (n=6) | 750 ng/g QC (n = 6)

IN—7 >aviiE

&S SR RY R? (ng/g) |[EMXE% | RSD | EMXE % RSD B4R % RSD B4R % RSD ERE % RSD
1 2-FAITUIL 0.9862 | 5~1,000 - - 94 6.7 116 2.2 - - 103 4.1
1 TEFIIUY 0.9964 | 5~1,000 - - 88 8.6 7 39 - - 69 2.7
1 ArOZAY —)L-0H 0.9963 | 5~1,000 - - 112 3.8 108 1.8 - - 103 2.1
1 TYESIY 0.9926 | 5~1,000 - - 88 9.6 84 3.8 - - 82 4.2
1 S/YAOIY 0.9943 | 5~1,000 - - 72 133 69 11.2 - - 62 2.9
1 FXTRIHAOUY 0.9941 | 5~1,000 - - 84 6.2 87 11.0 - - 72 5.1
1 Ealae i 7% 0.9919 | 5~1,000 - - 87 9.0 86 52 - - 90 4.1
1 I 0.9933 | 5~1,000 - - 109 5.8 94 2.8 - - 87 5.4
1 FXIavAoIY 0.9966 | 5~1,000 - - 80 17.6 86 34 - - 86 3.8
1 ouOFyIy 0.9824 | 5~1,000 - - 122 7.3 102 5.9 - - 102 5.0
1 AIzOv1>> 0.9901 | 5~1,000 - - 100 8.9 92 5.3 - - 89 6.1
1 IOLTRIHATIY 0.9976 | 5~1,000 - - 80 7.8 86 8.5 - - 81 4.1
1 RESHA1TUY 0.9936 | 5~1,000 - - 7 1.2 70 5.4 - - 73 47
1 JOL7z=a-)L 0.9920 | 5~1,000 - - 116 4.4 110 3.8 - - 99 7.1
1 0747z =0—)L 0.9928 | 5~1,000 - - 113 7.6 104 19 - - 103 34
1 TLRZVY 0.9932 | 5~1,000 - - 110 6.7 110 5.5 - - 106 5.4
1 sy 0.9927 | 5~1,000 - - 114 12.1 97 4.8 - - 98 57
1 =AY 0.9952 | 5~1,000 - - 97 4.3 100 6.3 - - 100 7.1
1 FXHIUY 0.9942 | 5~1,000 - - 96 12.0 99 8.2 - - 99 5.1
1 saxouy 0.9932 | 5~1,000 - - 103 8.1 101 6.0 - - 97 57
1 FIIIY 0.9926 | 5~1,000 - - 107 8.9 110 6.5 - - 95 5.6
1 FXSTITRIY 0.9910 | 5~1,000 - - 106 8.1 98 3.0 - - 86 2.8
1 g XL > 2O0—)L | 0.9942 | 5~1,000 - - 17 7.0 114 3.0 - - 102 5.1
1 EFF/—IL 0.9807 | 5~1,000 - - 63 8.2 81 57 - - 92 1.4
2 UYaARAIY 0.9961 1-200 94 8.5 99 3.0 - - 88 6.4 - -
2 LNSY—L 0.9942 1-200 11 2.1 109 3.0 - - 99 13 - -
2 L 7aFHgey 0.9974 1-200 11 5.5 91 49 - - 100 8.0 - -
2 >7O70F 4oy 0.9965 1-200 114 11.8 103 6.9 - - 103 4.0 - -
2 H/7OF Gy 0.9969 1-200 101 8.3 94 5.8 - - 99 5.6 - -
2 SURNIY 0.9858 1-200 120 6.5 110 5.5 - - 109 32 - -
2 ZITFAFI =L 0.9950 1-200 102 11.0 105 2.5 - - 97 5.0 - -
2 ZILTFARFRIEUZ DY 0.9949 1-200 118 9.7 106 6.3 - - 86 4.6 - -
2 EIVTI 0.9965 1-200 107 7.8 112 6.1 - - 109 6.5 - -
2 21Oy 0.9946 1-200 125 5.3 105 4.8 - - 98 7.5 - -
2 TrErTOTIY 0.9942 1-200 66 7.9 52 3.2 - - 56 37 - -
2 roLzavyy 0.9944 1-200 50 9.2 36 3.2 - - 43 4.1 - -
2 TIIRVA =)L 0.9910 1-200 76 5.6 99 1.6 - - 90 4.9 - -
2 7oy 0.9911 1-200 112 9.4 102 7.0 - - 103 19 - -
2 ZUOYIR 0.9964 1-200 120 10.2 85 8.5 - - 89 2.1 - -

QC ZNATLANJLIF 2. 100 & 150 ng/g

H—7 1 ORHFREYIDF v T L—a 88EIE 5~ 1,000 ng/ge QC Z/81 LA 100 50, B&T 750 ng/ge ZIb—7 2 DALY+ T L—a 8EIE 1 ~ 200 ng/g.




mEQC
m{EQC
m{EQc

=6)

B [}
o

DI RYDIEREURE % (FLNILTn
N
o

0 |
0

A o**

A]AX\‘;I‘JU\/%/ An"e\"xs K 14\: ) ,:* i ,» § 5NN 7
,(%k,,v />\/\’n1140 *80,,0,,0"*\4/] 1/**0 **1\,,«/4&94v<>‘44/«7
& AT M ﬁo\“‘ ER S

&

o’ AN N
n RARTS r)/m MﬂAn o ¢A<> ,',AIAIQ)&\QX“/\/)‘\ **n’o/

RSD % = 10~20

% +\'
)f»,&y

Y
4()5

REC% < 60 F7zl& > 120

REC% =

5. FANOBMAEERRDTDO AV Y RNUT =23 Il BT 20N R OAENEINE CHRSHRT. SHBIC DLW TIER 3 28R

BEE & FNICE LT Agilent Captiva EMR-Lipid A—kUw2(C
£B0)—>TyTRFERTS. ARTEBUNB(RELRXYV Y RE,
FAPOEROBYBERRILZENO D AICERE L TURIEL L1,
M EEZBE L OKERME Ty 72 ER L&IC. BEAERREX
Ty ERA L TAMERYOBINEZRELLE L. 7)—>TvS
DI=HIZCNEDIHYZES LT Captiva EMR-Lipid A—kUw 2
FEALFELIC, YR OIRABET NIy IR I, B DRk
DA—FUy D FERCEBELTIHMMEL £ LTzo DR OEINE
ICRHTEN—R)yI o) =2 Ty TOREIIDOWTOREETIE. EMR-
Lipid F3BHI#EHE T 5 LIEEREDEREN S AD. 24—y MEE
MOFAMEBHRBRIIEELFEATL. BRI S. &B(ELIE R
HHZHRLT Captiva EMR-Lipid A—kJw2 2 k30 =27 v T &£
TEHEXYYRIE, COBBOT7 ) r—avicbWTENEINI IR
2)=>Ty 7 BINE, BLIUBEEERLTVWAIEDDADET,

60~80



BE XK

1.

U.S. Food and Drug Administration, U.S. Department of
Agriculture, A Description of the U.S. Food Safety System,
March 2000, www.fsis.usda.gov/oa/codex/system.html.

European Commission, Commission Decision of 12 August
2002 implementing Council Directive 96/23/EC concerning
the performance of analytical methods and the interpretation
of results, Off.J. Eur.Commm.2002, 122, 8.

Mastovska, K ; Lightfield, A. R. Streamlining methodology
for the multiresidue analysis of beta-lactam antibiotics in
bovine kidney using liquid chromatography-tandem mass
spectrometry.J. Chromatogr.A 2008, 1202, 118-123.

Geis-Asteggiante, L; et al. Ruggedness testing and validation
of a practical analytical method for >100 veterinary drug
residues in bovine muscle by ultrahigh performance liquid
chromatography-tandem mass spectrometry.J. Chromatogr.
A 2012, 1258, 43-54.

Schneider, M. J.; Lehotay, S. J; Lightfield, A. R. Validation

of a streamlined multiclass, multiresidue method for
determination of veterinary drug residues in bovine muscle
by liquid chromatography—tandem mass spectrometry.Anal.
Bioanal.Chem.2015, 407, 4423-4435.

Han, L.; et al.Evaluation of a recent product to remove lipids
and other matrix co-extractives in the analysis of pesticide
residues and environmental contaminants in foods.

J. Chromatogr.A 2016, 1449, 17-29.

Lopez-Blanco, R.; et al.Evaluation of different cleanup
sorbents for multiresidue pesticide analysis in fatty
vegetable matrices by liquid chromatography tandem mass
spectrometry.J. Chromatogr.A 2016, 1456, 89-104.
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Rong-jie Fu and Chen-Hao (Andy) Zhai
Agilent Technologies Shanghai Co. Ltd.

Bond Elut QuEChERS dSPE EMR—Lipid &
Poroshell 120 [C XD
BRhDY o051 RRhEYESR

rJUo—3> /—h
EORE B

CDF IUsr— 3> /— NTld. QUEChERS (Quick ((53%). Easy (§E2). Cheap ({EAMAE). Effective
(BIRH). Rugged (BUWTHARIE). Safe (Z22) U ZILFHUEEZEBLC. BAHD 7 EEDY
054 RRMEYERBYDOMES LU0 U—27 vy JICODVWCEHBLET, AESYA
VU FIEAVU AUTURRAY Y TURORA VY, 940V, OFYROX
AV VIUPIA I VDOERBYWEIMUE Ul DTSRI Agilent Bond Elut QUECHERS dSPE
Enhanced Matrix Removal—Lipid ZFU\T3H L. Agilent Poroshell 120 EC-C18 HPLC 3T LANTHBE LR
Ufco REZOX NI S T4 —ERIT A TAFZIRIVFIIVIFP OV avEZSIUDT
E—ROIVT SORTU—AF LYV T LEEDHT (LL/MS/MS) ZERUTEELFEL
feo TDXAVY RlE. BRFDINTOY IO RRAEYBICDOVTEVRE TRZE
RUFURC. INSDILEMDIAFZvIFvUTU—2 3> U Ild 5~250 pg/kg DE
TESNFE Uz, 2EDEIER(S 63.9~98.4 % DEIFE T RSD &l 3.8~10.3 % DB T LTz,

Agilent Technologies



FUHIC

BRASYOLEEICSITINEYBEOERIFRREREFCHEZD
5 LTVET, UL L. INSOEREEI P ADRRDOZ 24
NDOBERZIBVWTCVET, ¥oO5A FRIEYEIL, EPni<
DIFREES K UBEOMERREDSEICIL < ERASNTLDREY
BOIIN—TTT, LLKFEASNTVDYIOSA RRAEYED
FRIC. RESNYA VY, FIVZOVY, AUTPVRNAY > TU
AOXAVY, 940V, OFVRONAY Y, I3PA2Y
WO ET,

ERERE P ESEERE I EYEROBRICS TN NEMBEDREY
DREICREMEZRITTVET (1. 2], HBYORFEE 0~15
mg/kg ESEFEERTT, P TUT =Y 3aVHII\FZVHOMELY
I054 RRAEYERBYOSMBICLAEIFEFESINE L 8.
DAYV w RTIE. Agilent Bond Elut Plexa 21> 7 )UETALIEET. Agilent
Poroshell 120 EC-C18 NS AZDBECHERALFE LTz, ¥ MU w I Z7M
EEZBVCEHE UcEINR EBIRMEE. /\FZVhORBHTRD
NoO5A RRENBEREBEYDORAEICHITDFFHERNT L .

K1 SOORBRTERALICY IO A RRAEME (RR—INEL)o

L& CAS No. -3

AEBOEMNIF. BARABDYIOSA RRITEDEZRBYDIL—F
VIRRBIDTARICY VTV TERFERIXBYI AV v R ZHEFE TS
ETY ., RETDFTIEHID Agilent Bond Elut QUEChERS dSPE Enhanced Matrix
Removal—Lipid [&. B ERFEUICEARAZEDEEZEEDEVY
Uy AN SEBFEER D ZERNICFRELE T, BT H
Uy AN SDEETFTSDREIFEELV AR A ZE LEESHY b
Uw I ZAMROEHFEDI K SADFIRNDD . IC DD LDHED
EIEIFUFET . Ffc, REZFLERTF Poroshell 120 HPLC 15 AlFER
CRWELEDIMZEEECEIRLEIT,

K11F. Y7054 BRAEVEDFHFHZRLTVE T,

H
AESTA2 8025-81-8 HSC\N/&/O
|

FIL=avy




XK1 SEORBRTHERALEYYIOS 1 RRNLEYE,
(5=t CAS No. B

FU7VRR1vy 3922-90-5 HO\

TuzOvsvy  114-07-8

140V 1401-69-0

ofyzoxsy  80214-83-1

vsyeqvy  16846-24-5 HO,,, V 0,
\ /O\ AN 0
N 0o
-, 0

D\‘
o' /0
0\\/,,‘ / 0
NS NS
N ;/OH



HEEAYY R

I o B> 7 Vi
HESLUEM

B ) BEOY Y T IVFIMEFIEG. KORT v IEERLTRELLE
TRTOREE, MS. HLC FEHHTIL— FOBOEEALEL |

1o 7t b RUJLEKIFE. Honeywell International, Inc. ) SEEA LE U

Joo #Z#E[E. Dr. Ehrenstorfer (P 9O X)L, RAY) HhH5BAULFE 1. REISTAXUCHEAN 259 (201 g) ZEHE L. 50 mLIRDEIC
LTz BARIFIIEDRA—/\—<—F v FCTEBALF Ufc. FEBR ANB

(1.0mg/mL) [F X%/ —)LCERICIER L. -20°C TRELF Ul B 2. KemlZNA T DENILT v IXZFT—TEHETD
BERERET TN MUK (20:80) TIFRR L. -20°CTRELE 3 o=y 10nl £NZ5

Ufce BRIMUIEBERIGE. RBEERBRZEKTHERITDILICEDT

~ 4. QuEChERS HitH+w b EN XV v RDIBZINR 2
EYICERERLE U,

5. UVINZENFEIRES UCOEET D

KEEHHE 6. 4,000 pm T 5 HEPROSBET D
Agilent 1290 Infinity LC 7. 7K 5mL 7% 15 mL EMR—Lipid dSPE F 21— DICHIZ B
Agilent 6460 ~'J Z7)LIOEERE LC/MS AT . T MORXTL— 8. _EEd 5ml %= EMR—Lipid dSPE F a2 — (T T
A7 ViIREE, 9. BEBICNILTYIRZFT—THVTILEREHLT
Agilent Bond Elut QUEChERS JRIE=F N EN (p/n 5982-5650) DI, 1 DERLT Y IASFY—CTHETSD

10. 4,000 rpm C 3 DEIEODEET D
Agilent Bond Elut QuEChERS dSPE Enhanced Matrix Removal—Lipid o PR
(p/n 5982-1010) 1. _L£%dr 5mlL 7215 (1:4 NaC:MgS0,) 2 g ZZ T 16 mL EMR Lipid
Bik+Fy MIBUL 1 DBRILT v IXZFY—TIEHT D
12. 4,000 rpm T 3 DR ODEET D

13. PE;ZMUJLBD SR 200 pL &K 800 pl &= 2 mL DY )L
IAPIVTREURNILT YOI RAZFT—TERHTD

Agilent Bond Elut QuEChERS Enhanced Matrix Removal—Lipid BEZK=FFw
(p/n 5982-0101)

Agilent Poroshell 120 EC-C18. 3.0 x 100 mm. 2.7 ym (p/n 695975-302)

TwARY R T 5810 RIE DB (Brinkmann Instruments. HPLC 4%
DIAMU— Za—3=UM KE) NS L Agilent Poroshell 120 EC-C18, 3.0 x 100 mm. 2.7 pm
L e N (p/n 695975-302)
7IZIAIT YT ASFY — (WR Intermational, LLC. B K10 M BB P S E =D LB RU 0.1 % FBABE
SRF— RYVIIRZFM. KE) N
AAE: 2L
ME: 0.5 mL/min
ISITV B () %B
0 20
5 65
6 65
8 20
B 30°C

MS =%
Y oO54 REFEWEIFRI T« TE—RTEZFUVIUEL
feo T2ICRILF AU PO 3 VESY UV IDRMET LS,

MS € F ViEDINSX—5
HRE: 300 °C

HRE: 5 L/min
X541 45 psi

V—RARE: 400°C
V—AARXRE: 1 Umin

J X)VEE: RIFT 1T, 0V
FreESU: RIT T 4,000V



KLXIWFINITP O aVvEZSIUVIICK>TEZY—UIEE,

. TJUuh—-Y J059k TSRS :Uﬁqy UFyvay
143 A4 (V) IRILFE— (V) 4L (53)
2ESTATY 843.4 540.0 270 35 2178
2ESTATY 843.4 174.1 270 40 2178
FIL=aVY 869.5 696.4 320 44 2749
FIL=aVY 869.5 174.1 320 49 2749
FLUTY RT3 6883 544.3 170 15 2.99
FLUTY RT3 6883 158.2 170 26 2.99
TUZORAYY 1344 576.3 180 14 3.204
TUZOXAYY 1344 158.2 180 30 3.204
FA0OV 916.4 772.4 280 30 3.421
FA0OV 916.4 1742 280 40 3.421
OF3y20vAY 8374 679.3 200 16 4087
OF3y20vAY 8374 158.1 200 34 4.087
YagTATY 828.4 174.1 250 35 4.461
e S eIV 828.4 109.1 250 46 4.461
ffREER Bl & B

EiREE R TR

NEBREIRZFER T DIHICERLICBRIE. BEEEBRZEY
NIwORTSVOICHMUTHEELFE U (5. 10, 20, 50. 250
w/kgle X BNUWORT SV T(E, BIMIES QuEChERS FIEZZOF
JELFEBARICERTDCEICKDTHERUE Uz, R
(LOD) DT —H(F. 0.1 pg/kg TRRA MFIMUIEBEAY S w o X7%ZF
ATBDTEICEKDT SN 3 ZAWVWTEHELF Uice IXTD SN
e (& 31 ZBAFUfce CDIEsh. {EEYWDITXTD L0D (F 0.1
Hg/kg FE T FHIXAY v RICEBULF Lo, & 3 (2. BREBROKE
RERLET,

K3 BAPDOY IO MRAEMEDERR!E.

4=17] mREGER R?
AESTAIY Y = 386.144x + 19.317 0.9994
FIL=aVY Y =133.272x + 8.018 0.9999

FUF Y RYA> Y=2317.284x + 43963 0.9998

TUROYA  Y=848506x+119.918 0.9996
gA40 Y = 274.158x + 22.703 0.9997
OF>20OXA Y Y=471.73%+53.019 0.9997
PEDEEEIPI Y =625.922x + 58.918 0.9998

COXYVy RTODTRRYPDEINE S BIERMEE. 100 200 100
Hg/kg D 3 DD UNLDRE CTRIMUIEBROY > T)L7ZE LNV &
(C 6 BT LTRDEUEe K 4 [CHOMTHRYDEIUE - BRED
TF—ERUET. K 1T 20 ug/kg THAMUBERMHEY Do OT
NS LZERUET,

R4 BAROY IO FRAEYEDEINE - HFIRM (0 =6).

|A=t7] RNNREE (ng/kg) EMRZE (%) RSD (%)
AESRATY 10 89.7 103
20 94.0 83
100 952 38
FIL=av 10 98.4 95
20 90.0 97
100 95.3 71
FULFPVRIYAT 10 92.4 5.7
20 96.4 71
100 975 62
TyzOoxwq4v> 10 64.5 8.8
20 639 8.1
100 68.7 5.1
Y40V 10 84.1 10.2
20 933 74
100 94.6 55
OFy2O0%A> 10 89.9 98
20 916 77
100 926 5.1
VEREE G 10 87.9 74
20 924 56

100 93.2 49



X102

10] 7T =D
] 1. AESIAVY
0.9 6 2. F=3VY
0.8 3 ALFURTATIY
] 4 4. TURORA VY
07 5. 74/0VY
=061 1 6. OOV
Z 3 7. Va¥vIvY
~ 0.5
AR
R 0.44
0.3
] 2
0.2
0.17 J\
0,

02 04 06 08 10 12 1.4 16 1.8 2.0 22 24 26 28 3 32 34 3.6 3.8 40 42 44 46 48 50 52 54 56 58

DA (93)

1.20 pg/kg THRMUTCEAR Y > TILOHEHD IO b TS L

-
s

CDOFPIUr—3> /—hTlEF. BARBRDOYIOSA RRIIEY
BOTE R ZERCRITCEDREN DERETEHEEDZLIA
Vo RESHBULEUIC. EMR—Lpid EBIKF Y RTXD. DTSR
YOEWRICKELFEZSZ DL BN NI R
U—>7wIZAREICUTCIFEAEDY MU IR BICEEBEZRR
K TEFE D, Agilent Poroshell 120 EC-C18 AT AlE, EHOXIOTA
REFTEYBEDORRED B Z LANIOE— I EIRB LUOBVEE
TEHULET,

BE3H

1. Anon. GB/T 23408-2009. Determination of macrolides residues in honey — LC-
MS/MS method. China Standard. General Administration of Quality

Supervision, Inspection and Quarantine, Beijing, China.

2. SN/T 1777.2-2007. Determination of macrolide antibiotic residues in animal-
derived food — part 2: LC-MS/MS method. China Standard. General
Administration of Quality Supervision, Inspection and Quarantine, Beijing,

China.

3. Chen-Hao Zhai, Rong-jie Fu. Macrolides in Honey Using Agilent Bond Elut
Plexa SPE, Poroshell 120, and LC/MS/MS; Application note, Agilent
Technologies, Inc. Publication number 5991-3190EN, 2013.

¥l

INSOT—FF—HRNER/RERUICBDTT, 7ILY MDD
HEET—EROFMCDOVTIE. ZILY DD I TYA -

(www.aglient.com/chem/jp) = CE L 2L,

www_.agilent.com/chem/jp

TILYNE AXEBICRDDRERINIBE, oo AXEBDEAICLD
MFEEICIIBEENICE UBIBEICDOVTYREBELSE TV REFT,

AEBCEHDER. 5. BRAREFEFELLUICEESNDI LD
HOFEI,

IV T /OV—H%ARM
© Agilent Technologies, Inc. 2015

Printed in Japan

November 12, 2015

5991-6442JAJP

Agilent Technologies
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EMR Lipid 2B\ LC/MS/MS &3
LRAREAPDT IS X VR

Agilent Captiva EMR-Lipid 2U—>7v7& LU LC/MS/MS %
BWF—XROEROBEREOY I M VO3 1R



=5

Megan Juck

Agilent Technologies, Inc.

EMR Lipid ZFUL\fz LC/MS/MS [C&D
ARRARSARDOT IS bF VB

7IVT—23v/—k
BRRE

TPISRFDY M E FATECRESND P TISMFT U TT . MINTIF. BINZER (EC) hED
EHIORAABIUNIVIE, HIRAFAEGH TIED TN 0.025 ug/kg EIEOTVE T, KETIF. AU
HBEREZERS (FDA) MRELC 7 7S+ Y DRRFFELANIVE. 43T 05 ug/kg T, D
77U —23>/—&, Agilent Bond Elut EMR Lipid ZFWL) e, LC/MS/MS [CRDFLIRARAEHAHD
PIShFTUMIC G20 G1. B2, BKUB1 DRAIEICDOVTCERABLE T . CDRERTIF. QUEChERS
I ZERAU. LT EMR Lipid 2282 SPE (dSPE) [CKDTU—2 7y TZITVEUIC. COXV YR,
HESDBDUNILDINTCOF ITShFTVICDONT, IFBICEVEINE (88 ~ 113 %) E4EE (RSD
=13~136%) ZRIELF T, LEICYIIVIRZFRETEDIEH. COXVYRDEE TR (L0Q)
(& KEERINOIE S DMREPREZ FEDIDICTEDFUIC, COREFETEBFXV vRE, &R
DEEEEPRHBOHZAELTDICH. BmANM SN CTEBICERCTEEI,

Agllent Technologies



FUSIC

NAONY UG BREOTXAHY CHD, HERTHIGENSBRESD
SUBERHRTRBHFAZELCVDEAYD 1 DTHAHERESNTNE
9. BRERFEKE (FAO) (F. HFROREVDERERK 26 % DY I+
VCBREINTVBDEHELTCWVET . CDBFRDICHIC, FFICFE
ECTIBICREFENBRNEUTVET 1], 7TShF (K1)
(& SERSFKFREOEIE (BT ANIVFIVA - TSTABROT AN
FIVAINSUFIR) [CEOTERENSY A INFTVD—IETT (2],
PIShEFTY MR FATRH—MRIICRESNDNY A I T
B, PISHFT Bl TERSNICEARZFDMERU B LIz EE
([CHEMSNET (3], PAUNBREZERS (FDA) BXUMINEZER (EC)
FEBS5H. SRSFERBRPADT ISV ZHEDREZHREL
TWET [4 ble R2(C. KEEIMNICHITS FDA EEC DT TSh+Y
VORBRZEFEEDTNET

TP IShFDVDOBHIRERE. FHICHREIFOIHBDINI VI IB K
VA TlE, IBITESERESNTVET, KEETODITHRYDY
IFIEHETDICE. YhIYIRFSERETDIHDT > T)UE]
MBHNETT, SESFLEINVIRTBVNT, PITNFVUES
ONADNFIVDDHIFE. —MRICA LS TP T4 ZTAHSLDMERE
NFEY [6 ~9], 1zfEL. ZNHDATAFEMCHDIENDD. B
PSR TRIELP T WVEIFBRSIEVIREF CRRIFD —0 JO—% N E
&UE T QUECHERS (Quick (Z®R). Easy (§E). Cheap ({EfMli#g). Effective
(3hERB). Rugged (BVTFAIE). Safe (Z22)) Tld. Y TILICHULT 3
DDRATY (. U—2TwT BRUDHT) hOEDEMEFIEZE
BALET, 2D, RYDBKIOAEBHDF IS ZZOE
FEFEDTRERYE NI ZDOFINIEDI=HIC, BHEIINEAV VR
EFOTWVET [3. 10, 1], f2fZU. €18 Ffcld PSA (KD QUEChERS &7
U—27vITIR. REPFILEDRESEEDSWVY VT ILZESH
IBEIC. KOO DFIRBIENGDET, ¥—rvMEEYEIEEIR
HICHEERT L. BRUERLREEENTDICBRESNEIVTE
. TNSDHIBEEDRREF>TVET . oI IBEFOITRERIC
BHEL. TORBR AT FYREEMER, JONN ST —DMET
L. T—YDEEBLUBEDBE NLETD,

Agilent Bond Elut EMR Lipid (&, T A ZHERO K UHEKEEEIERZHRE
[SHIEDETEAL. DMNREARECERFE TS, TUTILLS
FELIEEEESERNICBRET D, Folc<FHULWLWFRIEEITT., D7
1EH(F. QUEChERS BKRUY I\ IET—oT70O—(C KD dSPE ZU—>/
PyvIEUTERTDIENTE, YV IV THRNIEOU—2T v T %"
BBICETTEDLIICUET [12. 13], CDEEETIE. ILRAEAGIL
D5 BDT ISV YDRHRICDODVTHELE U, BESHEEE
TP ISNFIVDBHILAN)VZETTIC, ORI ZBICERAAET
ZEIRULFEUSc. QUEChERS I ZSEMEL. #tUL) T EMR Lipid dSPE 27U —
V7vTEL FEK MgS0, ZERT b NIc T T )L IR Z L
fefesh. WELIER WO ZABRENTONE Uice CD7 TUT—3y
/—hTlF. 3 DDEBDEETF IShFIVEDITDHAED EMR
Lipid DBMEEZRUE T

K 1O EDT ITShF VDIERIBERO SRR ER.

FISMFYY HFR #e pKa logP

M1 Ci7H120; 11.4 0.93
B1 Ci7H1,06 - 1.58
B2 Ci7H1406 - 1.57
G1 Ci7H1,0; - 1.37
G2 CiH1,0; - 1.36




K 2.EC BKU FDA [CKBDEHEN NI ATDT TShFV U DIRE

7ISMFIY BREE (ng/kg) JYhUYIR FRTIER
M1 0.025 ALREREET EC[5]
0.0 £, EC[5]
0.50 =) FDA[14]
B 0.10 B EC [5]
2~12" —RBR EC [5]
B1+B2+G1 +G2 4~ 15" TV, AFVT RSALT)b—Y, YUTIL, & EC[5]
() S5HATU. BHFER
20 —RER FDA[15]"
20 ~ 300 ek FDA[16]"

REDYRYIRCEITDEHAIC DTS, BUNZE=ARA! No 1881/2006 ZSRLTZE L [,

P ISFT Y Bl DEEE. (EREFBHEAICK O CHEER T DENDHDET [15. 16].

RERTE

HESIUER

HEIFITXT, HPLC T U—RU EDBDZEFERLEUC. 7RIV
(ACN) BELUAY ./ —)UlE Honeywell (RN AF—T>. SVHUM., KE)
HHEALFUE. K&, EMD Millipore Milli-Q Integral System (5)LA>a
S, RAY) ZERALUTHAKIELE LTS, BRI LU—RDFE (FA. 5
GAEES 62453-85060) [ Agilent Technologies DS AFLEUTz, RUpNESE
Y& ERM-BD283 (KL N)LD 7 TS+ M1 Z202E/M L) 1& LGC
Standards (T 74 b. SNV EYI R BE) OEAULKRUC. 7T
N> M1 (ACN HR(C 10 pg/ml). P I7S0FIEER (B1. G, B2,
G2 K ACN HR(CZENZIN 20 pg/ml). BROFE7EZILIFE. Sigma-
Aldrich, Corp. (E/NLA A, SX—UM. KE) hoBALFEUZ. 775
MY VRREREERE. X—H—DHEETDHLDIC, 2~8°C (M) BXU
2~20°C(B1. B2, G1. G2 MBA) THRELFUIz. I<ICERATEDR
EOIRAAGILIE. HTOBRRIETCEALRUC.

RBE

BRUCEREEMEL
TyRVRILVTERYRBROUE—5—
Vortexer B0 Multi-Tube Vortexer (VWR. SRF— R/ JURIZ7H,
KE)
IT/TTAVE— (SPEX. AP FIV, Za—Iv—I—M. KE)
Centra CL3R =/0VE (Thermo IEC. ¥ Y F1—1zwWil. KEH)
Turbovap LV (Biotage. v»—0Owh, /—XAOZ4 FM. KEH)
TyRVR)LIHUINEIDE (Brinkmann Instruments, DT ANNU—,
Za—3—UM. KE)
Agilent Bond Elut 4"J2)7 )L QUEChERS XV wi (J\w 77k L)
HHEHFVS (10g DYV TI), ESIVIREIFATAD
(BRGAEES 5982-5550CH)
Agilent Bond Elut EMR Lipid dSPE (BBGREES 5982-1010)

Agilent Bond Elut EMR Lipid MgS04 K 3vis) Gy
(BREREES 5982-0102)



REE
DITICIE. ATDBHDH SRS 11D Agilent 1290 Infinity LC 225 L&
fERLELL

Agilent 1290 Infinity ) \f F~UR> 7 (G4220A)

Agilent 1290 FC/ALS Y —EX 5w (G1330B) ZiE#H LI Agilent 1290
Infinity S48EZ —hT 2 TS (G4226A)

Agilent 1290 Infinity 775 A0>/) \—k X2/ (G1316C)

LC VAT L%, Agilent Jet Stream TLONOR T —A 7 AL B A
1z Agilent 6460A ~UZZJUIUEERR LC/MS/MS AT LTERELER U, T
NTDF—FEDIAGEDHTIT, Agilent MassHunter 7—2 27 —/3>/
VIR TP EERULELR,

B2 J Ve

TRFLIBREAEL (10 ml) 2. 50 mL D@D BEEF 2 —J(3EmML. aC
T I IVADEERREBE A \AILEUIC, 2 DDESZVIREY
FAFE 10 mL D ACN ZBHIL. YTV 2 pERILTYI ALEU
Teo AUTFIL Ry T75EL. 10 g DT> TIL) QUECKERS JlitkiEw
Iz, BT IVSGEMUEU Rz, BTV, 2 SEIRESHETE
AU, XIT 5 2R 5,000 rppm TERODEELEUTZ. K (5 mL) %Z EMR Lipid
dSPE Fa—TJISENIL. MILTvIRALTHS, 5 mlL DFRNIEDT VT
IVHERZBIMULELU . YT IbEBBICRILTYIALTHS. ¥
JLFF 21— Vortexer TEHIC 60 BERILTVvIRLEUIZ, RICHY
)% 5 538 5,000 rpm TRODBEEL. ZED 15 ml D=RODEEF 21—
(CEEDNCHELE LTS, BiaKF )\ DIKEREE Y I =D s (MgSO,)
Z, MHRISEBIUE U, BZDBIS BRI TILEBESBICR
WO AU, E5IC 60 MEMILTYI AU, 3453/ 5,000 pm T
BUFELUz. EEH 7. 1.5 9 D MgS0, (LWL RKF VN Cuod) A
TWBBID 15 mLmODEEF 12— ICBUE Uz, YV TILEBESITR
WO AULTHS, BE 60 BERILTYIALERT,. 3 23/ 5,000 rpm
TERODBEUERIC, REY TV (Tml) Z 16 X 100 mm DS ADT
ANFa—TICBU, #<FETH0°C TER FNCEREIEFHUC, BEIC
IBUT. ®IEIDFIC. TITVIDINIYIRITEER K ZZIA L
FUlc, 77, 0.1 % D FA/ACN (80/20) 2= 100 pl D H,0 TH
BRRL, DIELED 2 DERILT I RAUEUC, MEBFIBEF. KICT
VI EBERERERICDT. @ODBEEUE U, RIS, =I&TVTIL
%, LC/MS/MS DT DIsDICA T —MIED) A 7 )UICELFE LI,
1S VT IVABLBEFIEO = FZRUE T,

HPLC

NI LA Agilent Poroshell 120 SB-C18 2.1 X 100 mm, 2.7 ym
(BBEREES 685775-902)

A—R Agilent Poroshell 120 SB-C18 UHPLC Guard. 2.1 mm X 5 mm.
2.7 um (BBEREES 821725-912)

T EPHA: A)0.1% D FAZZD. 5 mM DFEET7 VEZDLDKAER
B) 0.1% D FA ZZT. 5 mM DFEE” > EZ T /D ACN/
A% /—)U (560/50) /AR

e 0.3 mL/min

NOLRE: 40°C

F—NIVTTRE: 4°C

EAE: 5L

TRV

ISITUN

AT ZA I
RANS A L

Ms

0.2% D FAZZT 1:1:1:1 D ACN/ XS /—)b/
Av70)/—)b/K

K () %B

0 20
7 70
725 95
19
253

TLosORTU—AF L (Sl RITATE—R

HZRE:
HARE:

RISA4Y:

V—2AHAE—5—:

V—RAAARE:
FrESU:
)L EMV [+
FALTIXIN

325°C
10 L/min
50 psi
350°C
11 /min
4,000V
300V

&S K (9)
T 0
2 2

FAN=5)LT
BERA
MS ~



10 mL DFEAZLIZHASE (F8) Z£50mL D
BEOREF21—TICMZD.

| 10mLO PERZRUILENZ KLY IRTB. |
v
[ AUTFIL (10 g) G+ Y FEMR RESLEDHHT S, |

v

5 mL MD7K7 Agilent Bond Elut EMR Lipid dSPE [CHIZ..
RILTYIRT B,

5 mL D&% Agilent Bond Elut EMR Lipid dSPE [CAN A«
ES5ICMILTYvIRAL EDDBET D,

LEHEZEDI5mLDF1—TICENCBL.
BiKFw My IEEMU. RILT v IRAL ELDET Do

& EE%Z. 159 D MgS0, PADTWS 15 mL DF1—T(CHL.
RILTYvIAL EDDBT Do

REBOImMLZASADTANFa1—TICBL.
TRICEIRTD,
v
100 uL @ 80/20 @ H,0 (0.1% D FA ZZ)/ACN THAMRITD
(NERFBEEBERTESBICHIIDIMELDET D).

1. Agilent Bond Elut EMR Lipid 27U —>/77w 7 & MgS0, ZZ R UTcazb
SNBOKIMEZ W RIFFLERBEEAFDT7 I5h+2 D
Y27 VEEZaNIIL,

X 3. 5T YMEEHD LC/MS/MS AMRM JKSA—=FBROUT 23>y dA I

FrUIJL—vaviEimBEER

PISMEVAEERRE, FRD'S, 2 pg/ml (FPISRFTY M) B&
V10 pg/mL (FISRFT2 62, G1. B2, BKU B1) D ACN BHEELT
BRUELU. PISNFYY M OEER. OPISFID 5 4
DVICUTC TFRIFHRRAPREZB R IFWVKSICUF Uz, FrUTL—
S & QCIRE(F. EERBRZEERNI D EICELDT. 100 BOFRIERE
ElICUEU, & 4 (23 LWRAFALTOFrUIL—av I
BRU O T VTIDRKEEZTRUET . EEARETNTDF+D
TU—2a v iZEB KU QC F#%, 2 ~8°C TRED/\A7)VICHE
L&z, MRS, Y Jwo2 IS0 REHEAZLIC. 100 )L O
N D QC ZEZ XA IUFELUC, YhUvI BESIRERE DI,
ZIRMANIC, 10 pl OBUIFEERKZ. 990 pL DRIV IR TS0
ACN 341 2) S LTz,

KA ARAREILTOIVRI AT QC BV TILERD
MRARZIA TF U TU—23 TV TIVDOEISRE.

F7ISMFYY FISPFIVBI, B2,
M1 G1. G2
=i (ng/mL) (ng/mL)
FrUJL—r3avi 0.01 0.05
FrUIL—y3>v2 0.02 0.10
FvUJL—3>3 0.10 0.50
FvrUJL—y3v 4 0.50 2.50
FvUTJL—3v5b 1.00 5.00
FrUIL—376 2.50 12.5
& QC 0.025 0.125
=210l 0.25 1.25
= 0C 2.00 10.0

*2)A DRI 100 EORIGRE CRRSNARE,

a5 9%
TUH—YALFY TSTRXVH— EEAFY CE By
bagiipoE 2] RT (D) (m/2) (v) (m/2) v) (m/2) CE (V)
FPISREIUMI 428 329.1 143 2731 21 229 45
FISRFIUVG2 455 3311 164 3131 25 245 33
TP ISRFEY G 4.88 329.07 149 2431 25 115.1 80
FPISRFUUB2 513 315.09 174 287.1 25 259.1 29
TP ISRFYBI 5.44 313.07 169 241 # 128 80



AREER

XYy RORBE(E

EMR Lipid 13, BR% >/ ¢ MRS QUECKERS D —2 70— D7 CEf
TEFET, REARARSGAROT ISNFIUiFICE. BRI
INE2& QUECHERS FIBOMADELTNBTEN, TEBDRE TRl
EUTeo 12120, RERNSITONTVBES V) AIBCEET 2R
FHDAEL oo, TDOPFUT —2 3 Tld QWEChERS FixE%
BRUEUZ, COPTUT—2ar Tl BRERODEIC. FUIFIL
QUECHERS #iiEtE v NERIRUELIZDY, AOAC TS K EN f
HFvhBEATETT,

%103
3.0
2.8
2.6
2.4
2.2
2.0

2 1.8

N
A 16

Prespike
M1=0.01 ng/mL
G2, G1, B2, B1=10.05ng/mL

G1

1.2
1.0
0.8
0.6
0.4
0.2

B2

SIN LEICEDWT, XLV TSR M1 OFEE TR (L0Q) (CEIE
TBICILEEAT Y ITHANETHHEHILE LI, 5. 10 & BXRU
20 EDBREZFHMUE Uz, PREDHEZED Y7 v T T 10 BDRE
B 00 BRUAVYRDZ—XITEELFT . QUEChERS . EMR Lipid
IU—=27 v BERU MgS0, (CRDi@bE Nk KNIEZ R U
D, LRARGIFOT ITShF2 2O LC/MS/MS IMRM 20X ~T S
L7z, B2 ITRULET,

B1

48 49 50 651

DA BB (9)

39 40 41 42 43 44 45 46 47

5.2

53 54 55 56 57 58

2. QuEChERS #1tH&. Agilent Bond Elut EMR Lipid dSPE 27U —>/77w T H KU MgS04 ZERALICR{ES N
BAKWIBDED. BRAFLRBREIADT TS5H+220 LC/MS/MS dMRM 200X IS I



IMNIYI R RE

SEILIRREAIICIE. BSIE. 52O, Bk, BV, =25
WEED, THESFETNIYIZEADZENTNET, COLSICT
Ny R MERETHB BT, BICT ISNFY Y DREIE—REHICIES
[CEVDT. YT ILAEL#UL E2TENBhET. ”3 (T, 2
U—>7wIZUIEW5EE. C18/PSA &K /z(d EMR Lipid dSPE ZU—>77w
TEToIARAICONT, LRAFHALD 10 SBRELCEBOTI Y
OATZ0052TILD GC/MS TV AFvEERKRLUcIOXNT
SLERUET . 20— Py IEUEVWTNIv 2 TSV E B U
SE. HICOOYNISLADBDHOBHEHTIE. C18/PSA BERET
BIYNIWIAFIEBICHTHTT ., LHL. FRERENTNS EMR Lipid
F, BEDEAXAZZALICED, 10 fEEEUZER THY Y TILEIT
Brh(ChEDDEDT Ny ZEBRELTNBTEDDIDET,

x10°

15 =—— JU—UFPvIZ{THOEVIALERAASE (MB)

141 —— C18/PSAZU—Y P v I EREUIILREHESI (MB)

}g —— EMR Lipid 7U—r 7 w7 = RiELIALIRAFASI (MB)

1.14
2 1.04
N 0.9

R 0.81

0.64
0.54
0.44
0.3

B I LAl
04 it i L

RARZA TENIEARRREGANSOE—IBE (HE) & 21U
HETOBRERREZLE T D EICLDT. YhUyIARZFHELE
UTe (R B)e 7ISHFTY M1 DY Tl 0.025 ng/mL DIRE TR/
AL, PTShFU G2, 61, B2, BKU BT DY T)UIF 0.125 ng/mL
TRIATUEUIC COXVYRTIF. KREEXIIYIAZIROEHEN
HFBECEDHHEFT TV YIRARENMTOND LD DDFT

KLLBDTFISPFIUDYIIYIAMR (%)o IRANRI A TUTE
IR COE—ImEL. TNICHEE T OBFEREZLER T D
CEICRDT YU RRZFHIEUE U (n = 5)o

FIShFIY IRUYI IR (%)
M1 +12

62 -13

G1 -10

B2 -

B1 -9

3 4 5 6 7 8 9 10 1 12 13 14 15 16
ROAHEME (9)

18 19 20 21 22 23 24

3. U= wTIEL. C18/PSA ASPE 7'U—>77w T SKU Agilent Bond Elut EMR Lipid 21U —>77 v T DIZAEIC
DUV ARARFGIHDONNIVIR TS (MB) 2R GC/MS T)VAFr Y ZERKRRLICIONN S



ERES LU LOQ

LRABAGART. PIShFT M OEREE IS 0.01 ~ 2.50
ng/mL. ZT7ShFT G2, G1. B2, BKU B1 DE#REE(F 0.056 ~ 12.5
ng/mL TUMZ, R 6 (S, CORBRCTODV IShFI 2 TEDFrUTL—
VavERE, BR/EdE R E. BRUL0Q ZRUET, L0Q [F. XV
ROMBEICEDVWCERRTAELERUIC, 7I35hF2 M1 @ L0 (3.
KEDRRFELVANIVEMMDRAFELNIVZ REoTVET,

X6 P IShFIVCEDFYUTU—a VDM (BRES. B,
R* &, B#REIHE. HLUL0Q)

[1=F ] Loa

ZIS5hYY OARES.EH R (ng/mL) (ng/mL)
M1 BER.1/x2 0.9931 0.01~2.50 0.01

G2 BEfR.1/x 0.9990 0.056~12.5 0.05

G1 BEfR. 1/x 0.9994 0.06~12.5 0.05

B2 BEfR.1/x 0.9986 0.056~12.5 0.05

B1 BEfR. 1/x 0.9987 0.06~12.5 0.05
EINR EBIRYE

COAVYROEINESBREZHHLE LI, 7T7ShFT M1 1D
T 0.025. 0.25. BKU 2.00 ng/mL DEET IS/ DREE AT
BAZERATITDTEICEDT. OC 24 (n = 6) ZRARLFLUZ. &5
(S, 7TThF22 62, G1. B2, HKXU BT ICDWTIF0.125, 1.25. HX
U 10.0 ng/mlL T QC Z#EZRFRLUFE U, RIC.CDFP T —ay /—
NCERBEUEFIEZERLT. Y7 ILEMHUE U, BHRDESIC
—EBOFPUTU—5ZR/EL, DFOE n=6 TEFAL. VARVAIC
ZENRESNED EDNERNE LN, KELE(LIFHDOELATL
feo TURINAL QC BV TILDEINEF, YUy AREREBEL
T ZDUARVAITHUTCEELFEUC K4 BRUE S (T, BEIERS,
EEEERZE (RSD) DT —F7ZRULET . 3 DDINTD QC LANJLT,
5 BOT7 ISRFI I NTOFHLEINEEFHELZ 101 % THOH. T4
RSD (& 5.0 % FiiE CUTco

B LowQC B Mid QcC
M1 =10.025 ng/mL M1 =0.25 ng/mL
G2,G1,B2,B1=0125ng/mL  G2,G1,B2,B1=1.25ng/mL

@ HiQcC
M1 =2.00 ng/mL
G2,G1,B2,B1=10.0ng/mL

120

100

=
o

Recovery (%)
[=2]
o

40
20
0
M1 G2 G1 B2 B1
Aflatoxin

4. Agilent Bond Elut EMR Lipid ZU—> 77w I ZERUEIZED
TALIRFIEAILAD 5 ED P IShEF T DERE (%). (1= 6)

M LowQC B Mid ac
M1 =10.025 ng/mL M1 =10.25 ng/mL
G2,G1,B2,B1=0125ng/mL  G2,G1,B2,B1=1.25ng/mL

71 Hiac
M1=2.00 ng/mL
G2,G1,B2,B1=10.0ng/mL

% RSD
- (=2} (=~

N

M1 G2 G1 B2 B1
Aflatoxin

5. Agilent Bond Elut EMR Lipid 2 U—>77wv I Z=ERUIEHBED
TAILIRERAILERD 55D 7 IS58F2>/D RSD (%)o (1= 6)o



BRBHY VTV

PIShF VU ESOBABREDI RAAGILOSBERER BT iEf
ENTHST. BATEFBATUR. ZDfD. TOFPTUT—I3y
J—RTEICERBALIEX VY RZE S SICEHi T ©fzhIC. FINEEYE
(ERM) - BD283 (IELILDTF IShFV Y M1 2T 2AEMIL) ZAFL
FUlto MESNTVDTDIZEDREHEIF 0.111 + 0.018 pg/kg TUIE
[17]o 2EEMILZZEF. ERM FBELR—NCEHFMICEHBASNTLDA—
N—DHRBEIRICE > THEBABEUE U, FEICEDE. 100 mL DKz
10 g DEAEMTLICINA T, 10 BOHBREHZEA LR U, T DI,
BBRBINCIIVIFDOREF. MESNTRED 10 20 1(0.0093 ~
0.0129 ng/ml) [CEDEFRISNEF T, KIC. COBAFINT YT
% BNROFIEEBUFIBICHE > THHEUER T . COFETVTIL (n=1)
. IRTOFrUTU—FE 3 BRED 0C LRILY Y T ILE—HEICH
HUELE (0 = 3)e EH VT IUA, L0Q (P TSRFEVY M1 Tl 0.01
ng/ml) [SEVWLALTEESNBEFRIUIIzsH. 0.01 ng/mL A 100 QC
(n=3) EEMUE U, & 7 (LD ORERETRUET . ERM-BD283
Ht0.0101 ng/ml TEBENELIc. TNIE. BBYETHAISNZEH
AT, CDEF. ZIRILERAGT (KZIMZ D) BROEFILRE
AEHLY Y TIZDTITHFEDMmMAGIC., COXVYRNERTESHT
BEMZRUET,

K1 DWBEHFYVTIL (n=1)BLO ATV TIL (n=3) D
TIShFIT M DFER.

FliRE SAEEhER
YT (ng/mL) E (ng/mL) EE RSD
1% ac 0.025 0.0219 88 19
==Ko[ 0.25 02378 95 11
=ac 2.00 2.0285 101 0.6
Loa ac 0.01 0.0107 107 47
ERM-BD283 0.01M 0.0101 91 N/A

oz

LC/MS/MS [CL O CRIRRBEIHD T ISR ZNTTDICDHD. T/
TIVCTRRAEAV YRDFEFESNE UIC. QUEChERS FIEZFEAL. LT
Agilent Bond Elut EMR Lipid dSPE ZU—>7 w7 & MgS0, ZfERALIC@R{EEN
FeRAKEZESREL C. TV TIVEBULEUCe COXVYRIE, [RWVER
HHEDMAE T, IFBICEVEINER (F15 101 %) BRUHEE (F5T RSD 11 6.0
% i) ZmRUERUco REFYII Y ZMRZHDIEVERAT v I(CED
T. 00 pYRHEZ FEIDE U,

COFECE BFRULKEVNDERZFHEES T (T, EMR Lipid [CKRDOTEE
BIENNIYIXFREZERRCTET T BNCERICLDIU—TvTICK
D, 2OXN ZT4—DESN. AVTFVRENSTIVYa—T42TD
EEILRAL. BECEROMAZENTEE T, COVUI—ravid &
FIHlE R ZHFTONELT T, BROMOMCTERICKRETEEI. &
DT TVT =23V [EXAIbF2 VD 1 DOBDHIFIELTOTIHL
EMR Lipid [(FZHDIEBYZENRET DT TUT—232TT, DI, A L
ST ITAZTANTLEFEIED, EMR Lipid (&, BEOBEDYA I+
DAMCEGICEBATERT, SBOIIEHE. MOBMESEET T
TEMR Lipd 7U—>27 v ICDWCHAEBELE Y,

SE3
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Trusted Answers

Agilent Captiva EMR-Lipid 21 —>77v =
BLUV LC/MS/MS ZRHWcF—XHD
EROBEOYA AN VDT

=

EBEREDRBETHS Agilent Captiva EMR-Lipid %, #EHOBEOYrIMFS V%
BTN —F =N AY Y F—0EN OV —> T v IIERBLE L. BIHE
BENEVWF—XIE. EEELANILTOYIINF D VOEERESICE WV TERELE
SZehd b ET, Captiva EMR-Lipid Tldt - Xk C B EEEERZRAEHE
52IZED. A=y MEEYIDOREINEAZE © S FICIRER(LKRE L BIRM ISR
TEF9, Captiva EMR-Lipid 3mL &6 mL A—rUwIIC&oT. BBEDZ WY
VIR BB IS TOU VT Y IIAHBEICARDET, V-2 T v TENn
feHEYE LC/MS ICEEEEATEN. FlEAVYREGICHDOEBMUIENTE
9. COMZETIE. QUEChERS JAIC& B3 & Captiva EMR-Lipid h—kUwIh o
=Ty I HERETZICICED. TI—F—XE /NI XY Y F—XT 13 BEO< 11
P> mNUT—2a3 9 23FERICDOVWTERBELET . COXVYRTIEF—XADTA
R+ 2% 0.5ng/g £ TRETTAET. ZOBOEINEIZ 70.7 ~111.8% TRSD &
<20% TYo XMW IRBREDMELAFMT 57-DI1C. BEYMOESE DT, GC/MS 7
ILRFw> UVIEBE®D LC/MS . BLUBEBED 7 —XT7 o =BV LT,



IECHIC

NADMF I VETEIEARY THERO RSB LT
RS, BEEM. B #FE BLURBEREORR
RrBEGISNET s FT—XROBERIEEMEHCHAFET B
AN if:tilﬂi@ﬁE‘L:&%?E?*AEEL‘OED%E@“%‘Kb%b
£, F—XIFFICHEDBIEICLZHEELXZ TP I RE
#@ﬁ?ﬁﬁﬂﬂ&oT%%g%ﬁwiﬁﬂo@é&#/fww
DIEBETEEAYIIALF YV ORESLVREEZERT 3
T2IC. SETFRBIBREZEY LC/MS XV Y REA LT T«
=7. SPE. QUEChERS" £7zld3LZEBRMIAEFRR R DY >
TIWFIRECHBAEDE TERLEY., @B T > 7ILIFHE
ICRIREIC R BT ENZL AL/T utM)tjA@t@ou—
Ty TEGBIESM T DR > TILIHEDOHDIC
DET, ZDOMD I —>T7 v TFETIF. FFIC H“*"@t@?h
Uw o 2B EZ MR DBIRMICHRET B ISR T
HO. BIEMEMETNLT. XY IZNBEDREL. HIRICE
BLEY,
Agilent Captiva EMR-Lipid 3 mL & U* 6 mL Fa—TJ%1(&E
BI3c. EHOBBOYIINES YOO FICEVWTEBE
D)=>TYIHRZICHED. BEOZW\WH IR S
BEANERVICKRESINET T, F—IH5 13 BEOYIINEY
VEHHT B0, QUEChERS (Quick (55%). Easy (BE).
Cheap (fEffitg). Effective (81389). Rugged (& WA IE).
Safe (&%) #tE%AVE LT, QUEChERS I £ %42
SRODHHRYICEL THHDES BV CTEFIH O F
IO ERFICKEOTN )V IREHELTLESCEHHDET,
Captiva EMR-Lipid 71— w2 A FBT 5 TRERED S
<D, B=7YhDIAALES VA EHICEETEE9, 58
PREHZFHMYE 272010, YU IREARKBY DESRIE.
GC/MS ZILZAF v LC/MS/MS IC&B U VBB DT, BKT
EBEDOT7)—ATIMDOHBZRWEL, TIL—F—X&/NL
X F =T EAVYRONIT =3V, 7I7ThF
> (AF-B1. B2. G1. G2. M1). #oS kx> (OTA. OTB). 7
EZ> > (FB1. FB2. FB3). £7Z5L /> (ZON), =O7x./—
LB (MPA). BEURTVITRIZF> (STC) O 3 EEFED /N
TRELNRILTERLE LI, SEIDOXVYRTIE. CN5DF
BEEY > TILIN) I RAROMEBREDOT A ILF I UICHL
T BRI EE. BLURENERINE LT,

PRBE

B o7 ILEaLIE

Agilent Captiva EMR-Lipid 3mL Fa2—7
(B8mES 5190-1003)
Agilent QUEChERS # U< F )Lk
(BREmES 5982-5555)

+ Agilent VacElut SPS-24 BZEv Z7R—)LR
(BPES 12234022)

LC DIBRE/INFA—%

;121

Agilent 1290 Infinity Il N1RE—RKR>T (G7120A)

BRER Agilent 1290 Infinity Il <JLFH>75 (G7167B)
Agilent 1290 Infinity I| <JLFH S LIE8E#E (G7116B)
Agilent InfinityLab Poroshell 120 EC-C18.
2.1 X 100 mm. 2.7 pm.LC 715 L (S5 ES 695775-902)
PFNZ L
Agilent InfinityLab Poroshell 120 EC-C18.
2.1 X 5mm 2.7 ym  H—RHS L (EHES 821725-911)
NILBE 40°C
FAE 5L
EHE A 5mM 7V EZILKAR + 0.1 % ¥
#EEB 11 ACN:XZ /=)L +0.1 % ¥
e 0.5 mL/min
B (49)  %B
0 5
G 1 50
4 60
7 98
RAREA Ly 29
Z—RILSEE 1:1:1.H,0.ACNL IPA (10 #/8)

NATIL

2-mL A1 7L (B2 ES 6190-4044)
PTFE #vv 7 (8&%S 5182-0725)
A —h (EBREE 5183-2086)

MS/MS DR E/NFA—%

HERE

Agilent 6460 ~Z)LIOERR LC/MS (AJS )
MS/MS £—F A1+ 3v2 MRM
TAE—R RIOT1D /2 AT4T
RI1HRE 250 °C
RIAHRRE 8 L/min
FITZAHFEN 40 psi
S—IARE 350°C
S—IRARFE 11 L/min
FrESUBE 3,500V
EMV 500V (+).0V (-)
JZIVEE 1,500V (+).0V (=)




Lam POLEDEE D EE17> (CE) Rt 2> (CE) TSIAVE (V) | UFvoaveah (%)
FI5hF > M1 (AF-M1) 329.1 313.0 (24) 115.1 (88) 135 1.842
FIS5hFY G2 (AF-G2) 3311 313.0 (24) 115.1 (88) 165 1916
FI5h%2> G1 (AF-G1) 329.1 243.2 (24) 200.0 (44) 175 2018
775 % B2 (AF-B2) 315.1 287.0 (28) 259.0 (32) 175 2104
775 k%2> Bl (AF-B1) 313.1 285.2 (24) 128.1 (84) 170 2223
180 PS5 F > BT (1S) 330.1 301.1 (24) - 170 2223
ZE=> Bl (FB) 7224 352.3 (36) 334.4 (44) 200 2.810
F5k% > B (OTB) 370.0 205.0 (16) 120.1 (96) 120 3.282
=7/ )L (MPA) 3211 302.9 (4) 206.9 (20) 90 3.304
ZE=2> B3 (FB3) 706.4 336.3 (36) 3185 (40) 200 3.780
£7SL /> (ZON) 3171 175 (24) 131 (29) 175 4155
ZE=> B2 (FB2) 706.4 336.3 (36) 3185 (40) 200 451
FU5 RS> A (OTA) 4041 239.0 (24) 120.1 (96) 120 4604
ZFUII S ZF > (STC) 325.0 310.0 (24) 102.1 (96) 120 4685

M S LUHE

FEECYhIYIIBREDOBRETICIE. HIORE RAETEALEL
BmT >IN ZRVEL, BELAPBZEIITLIVIBR
LT, Sigma-Aldrich (> ML SX—=UM. KE) F7z1F
Romer Labs (4w 7—2ZRILT, #—XMUT) hoBALEL
oo LC BRI Honeywell (R ZF—0>0 SVHUM KE) 5
BALEL .

XYYy RENYTFT=23>

F—XADIYA AR VDON)TF—2avid 2 DDETILTZ
YO 220DTSVY 6 DDFYITL—4E, BXU3 DD QC
LANILASERINZ Ny TFTERLEL, QC 1K 1 ITR
TLIIZ5[E (n=5) DIEORLDIHTTTILRISTIL. 2 7y
FOREFAY > TILOBTEALE L . BMERITAD 6 D
DLANJICEDIER L EL7s 0.25. 1. B, 100 20. LT 40
ng/mL (AF-B1. AF-B2. AF-G1. AF-G2. MPA. OTA. STC.
HEXUZON). 0.125. 0.5, 2.5, 5. 10. LU 20 ng/mL (AF-
M1 & OTB). 1.25. 5. 25. 50, 100. && " 200 ng/mL (FB1.
FB2. & U FB3), EMIAIZES S N 7= NEBIE#°C-AF-B1 (£ 5
ng/mL TR/ L& LT,

£ 1.5>7)LQCEE

SRERY LQ (ng/g) MQ (ng/g) HQ (ng/g)
AF-B1 1 5 10
AF-B2 1 5 10
AF-G1 1 5 10
AF-G2 1 5 10
AF-M1 0.5 2.5 5
FB1 5 25 50
FB2 5 25 50
FB3 5 25 50
MPA 1 5 10
OTA 1 5 10
OTB 0.5 2.5 5
STC 1 5 10
ZON 1 5 10

B 7L EI IR D FIE

F—X%Z2gFtEL. B0 mLEOFa—TICANE LI, Fvl
TL—22 QC #HYETBLANILTTLRNT I L HEICTF—
AREw oI 1 BEM EELIORBEIEE LI, RIS, >
TILZ 10 mL @oKEMR. 5 DEEEIEE LI H2TILIC
2% XEEEC 10mL 7R NIILEMZ. VT /954
V=T 20 DEMEABICIRES LTHHELE Lz, 7L
QUEChERS AU F)LiEF vk (4 g MgS0,. 1.5 g NaCl) =N
Z. BEMABIC 2 ok S LE LTz, B> 7I)L% 5,000 rpm
T5DERODBELE L EET7EMZNUILE 8 ML ZHTL
WFa—IZBELT 2 mL 7K (BET 20 % D7K) THIRL.
TILTYOIRALFLTze COHEY (2.5 mL) % 3 mL Captiva
EMR-Lipid Fa—7icO—RL. BAETTRLELIZ. HHEY
' Captiva EMR-Lipid Fa—7Z@LTREISAHLES (|
10 D). 1~10 Hg DFESIHETRSILTFa—THORKZ
RLA>LELT RIS 1.256 mL oaREZHLVRBREICE
LT 40°C DERTAD N THIZI V. RILTYIRCBE
HALIBIZELD 200 ul @ 8515, 5mM B 7> EZ T LT
ZRUITERBICE LI, Yo E. A=V TINAT
JLZE LT LC/MS/MS THMrLE LT,



BRLER

EiRtE

7 —%1% Agilent MassHunter 2V 7~ 7 TUELEL
oo 13 BEOTA RS VICH LT, BRREIRE 1/x° EAf
FEBEASELIESOBERE R E1E 0990 #8BI TWELT .
IRTDFVIIL—ZDEEN. FEIN/ED =10 % LA
ICINE->TWE LT,

EUNRCIBEDOFER

xR 2 TlE. CORBTEONTEBNIERERLTVET, IN
To QC ITDWLWTERERIE 70~ 120 % THD. IRNTDLA
JLIZHEWT %RSD < 20 TLT= (K& IE %RSD < 10)o KM
ICNILAY Y F—XO AP RFHBEREZRLTVWETD. Ch
ETN—F =X B LTIy I RDEHSHNSIh ol
NERTHZEEZSNE T PHIDOHE TIEIREDRBRIEZT Y
THEBRINTUETH. T XD NT VT EREHIRE

R2 IN—F—RL/ AP YF =IO 13 EEOT I MF VI BEINER L

HE DR (n = 5)

AIMMBEVWCCZERTDORMBERIES 2EDBHDF LTz 7
TRZRIILICEDHHERICIIBRAN H oD, TOMET
IET7EZO Y DHEIRA OV ORTHOMEREET LIz, =B
BICESTHLOMI oIl iE. 2 % FEZIMA D EICLD.
MOBEICEXEZ S X TICOTMU R OARENKIBIZIEXR
L7TcEWD T,

La MQ HQ
SRR | [EMRE (%) ‘ %RSD BN (%) %RSD B4R (%) %RSD
NILRAFF—Z
AF-M1 111.8 1.5 95.6 59 96.3 1.7
AF-G2 101.8 22 98.5 3.8 104.6 3.2
AF-G1 102.2 2.8 89.1 2.2 939 6.6
AF-B2 108.5 1.5 101.6 4.2 103.5 2.4
AF-B1 103.2 5.1 849 2.7 90.3 2.9
FB1 79.4 6.7 7.3 32 742 22
0TB 109.6 1.7 98.5 72 106.0 18
MPA 111.3 8.6 103.6 2.1 107.5 4.6
FB3 98.2 71 90.6 8.1 92.0 5.0
ZON 98.0 7.8 856.8 4.0 88.2 2.8
FB2 101.9 55 92.4 7.8 95.6 3.8
OTA 104.7 10.4 89.4 5.7 92.6 2.5
STC 86.4 3.4 70.7 2.3 75.7 2.5
T—F—Z
AF-M1 97.0 17.8 101.2 8.8 1079 58
AF-G2 88.6 12.4 96.1 6.3 98.3 8.6
AF-G1 91.8 9.1 97.5 2.5 106.5 3.2
AF-B2 98.2 13.8 99.7 8.8 108.5 8.1
AF-B1 91.8 79 935 57 102.4 6.2
FB1 103.9 79 83.5 5.4 86.3 58
0TB 815 71 79.9 3.9 89.0 58
MPA 92.4 10.3 95.0 18 95.4 8.0
FB3 101.9 5.7 939 5.0 94.3 77
ZON 76.1 3.9 83.3 9.6 90.2 9.3
FB2 102.0 4.7 100.6 59 99.4 3.9
OTA 89.0 3.4 82.5 79 84.9 5.5
STC 100.0 3.0 74.3 13.4 709 6.8




EMR-Lipid D XHh=X L

EMR-Lipid @3&IRIE(1E. T XEBREBKEEEEREZEAS
DEIEXAZILICERTZHDTY, BEIFERH TR H
NOBVRILKEEZBITVEITH. TNk EMR-Lipid F5&
BIZADRATDIZ 2/ NSVWHDTY, BEEIFTER DREBIC
ADIAT . BKEMEBEERICEDAEDMUEICENDAFEFNF
T o REBD OO RYICITERN TRODNO R VWRIEKE
HIITENTHESTRBANCIZADRA X ARWIZD. DITRFICIE
BARPIERSNICEFICRDET, RILKEEIERDZE (<6
RE) EMR-Lipid IC&->TZENIECRUGERTNT. BWHELVE
BrREILBVOMRTIERESNEE Ao EMR-Lipid JRE D X
HZZLIEF IRV IZTFH 22T VWEROBEEDOZ RS
BB OMICEETY,

it RRE DL — EUNRIEE

Captiva EMR-Lipid £ iR nTW Bttt o@as oy —>
Ty 7H—rUyT 6 mL. 500 mg ICDWT. B CIEE AR
L ELTco COFHETIF. BINKRNFEICKEBZRITTHEZE
BT B, FIMEMZERINA I LE LT EREX 3
IZRL %, Captiva EMR-Lipid A—tUwIIZ LB 0 —>T
TIEEWVEINEREZTRTLTED. HITETIL /o0 FITRFS
YA BLRURTVIRM S RAFUICH L TBEICRNTUVET,
Captiva EMR-Lipid JREDFRIBEAIIC LD, BEE @ERMICIRE
TEFT, — A, MHEERTIE FICBKEDSVDITRY)
DIFE. BEBVHIRYOMENELZ LA HDET,

YhUYORRE

F—XIIE HEBERERRER. R VTR, WODDEEE >
EERZET. SETEICERZISRADEENEENTLET,
BB IE. TERZRUILAR—2D QUEChERS I3
KWICBRESNE T, BEREDOFHMICIL. XBYDESAITE.
GC/MS ZILRF v UVEEED LC/MS/MS, BEE71)—X7
UhEED. EEELUOTEMEXVYREBAWVE LT,

& 3. Agilent Captiva EMR-Lipid £fi#t @ — Ry ONRRZIL =201 —>

Ty 7 DEIUNE CFEEDLLE (/LA > F— Y. 5 ng/mLan = 4)

Agilent Captiva EMR-Lipid 71—k fiitDh—rVw S
BN (%) %RSD BN (%) %RSD
AF-M1 96.1 3.6 935 4.4
AF-G2 100.9 0.5 89.5 4.4
AF-G1 102.4 1.6 86.1 4.8
AF-B2 100.8 32 84.2 4.7
AF-B1 98.4 4.0 86.3 55
FB1 96.6 3.4 773 3.8
0TB 104.9 6.4 76.7 7.5
MPA 90.8 7.2 79.3 7.0
FB3 1031 11.6 76.8 11.6
ZON 96.1 3.1 46.7 7.5
FB2 85.0 6.9 856.1 9.6
OTA 951 109 66.4 1.7
STC 99.6 41 50.1 10.3




GC/MS IC&BT NIy IRREDE=FVV Y

NUF—=23 0% LC/MS/MS IZEDEBELTWETHA, T
L OREIMEYE GC/MS TILRAF v THET B EICLD.
RhUwIRCBBBOREICETZ2EERIBERNESNET,
Captiva EMR-Lipid ) —>7v 7% 0O > 7 )L YA D%
BKDERETZ7DIC. MgSO, R—XDIEHERVE LT,
1 2. Captiva EMR-Lipid I2&3 21 —> 7w TBIZICH T
BTN —F—=XE/ILAYYF—ZXD GC/MS L AF+ >0
JEISLERLEST, BICRSNTVWBREDNL —XIE, 71—
ST ITEERBLTWAWY Y ILEEYIO IO IS LT M
OISy I ZHEBH CERICBEBEBIRNTVET RO —

JAVI% 57

0'; " M J}u\

ZlE. Captiva EMR-Lipid I—tUwySic&kd 0 —>7v %
BuwTh I Ny >7ILooaxbd > LT, Captiva EMR-
Lipid 2 —>7v7H D TIL—F—X (F7) 14 61 % DU o
ZBREZRLTED. =2 T7vTERO/NIILAYVF—X ()
IE 68 % DYKIYIRBREZRLTVWET, BIFZ 1 ICLDET
BLEL AHFEMNMEVWIMIYvIRIIRZRIBRESINTS
D, BEBEAREVI NIV IZIHARBISHD LELED. Be
ICIFBRETNFEATL . F—RXD2OXN/ 7707717
IFEBIICIFMTOETA. TIL—F—XITIF/ LA > F—X
CHB LT S E0WEMABIEN S ENTUVET,

— JU=2TyTRL
—— Agilent Captiva EMR-Lipid 7 —>7v 7t

R B

4 5 6 7 8 9 10 11 12 13 14 15 16
HDRAHEFE (5)

101 gp—5—x

17 18 19 20 21 22 23

24 25 26

—_— JU—2TvTRL
——— Agilent Captiva EMR-Lipid 7 —>7v 7/

0.2
01 o Mm "

4 5 6 7 8 9 10 11 12 13 14 15 16

EDAHEFE (53)

17 18 19 20 21 22 23 24 25 26

B 1. 7)—>7v 7RI Agilent Captiva EMR-Lipid 27U —>7 v 70O F—XH>T7ILD GC/MS 7L AF v VAT NI S LLRICEST

by ZBRED T

(=4 —7@7%75,7\7,,_,7”@,/ - tp_aﬁﬁﬁyaﬁu—wﬂm)
X

% NN ORRE =

100

(E=TEB 55 ps-smirer. ~ €~ EBig)

K170V SLOBME—VERERW: % v IRBREDFE



VBB IR E D HAHEREMOESEATE

2 IFUVEEBBREE VORI SLATHERLIEDDTH O, 125 ML OREBRERAE ST THALEREYOESR5TE L.
m/z = 184 F7O4 U 174 >dD LC/MS/MS FUH—H 7> D) =Ty T EEREBLIEBE CERLARWES DA TLREY)
FronRIELTERLE LT 2FMICET. JIL—F—XD DEEEHRLT. 22TV EBBRENREFELEL
UVBEBRBE IFEL. SNLAT U F—ITIHIFEACREIBICAS feo R ANTRLIZZEDRERDS. IRV IRBREDHREN K
BRMETLTce EOML—RETIL—F—XfFEYHN 5 VEEE W e ET,

HRESNTVEVIREZRL. FrD L —XI& Captiva EMR-

Lipid 27U —>7v 7% O%RERERLTWET, Captiva EMR-

Lipid IC&2Y MUy O BREZT 1 ICKDEETH . 92 % IC

BOELT,

x10°
8.0
7.5
7.0
6.5
6.0
5.5
" 5.0
§ 4.5
8 4.0
3.5
3.0
2.5
2.0
1.5

i Y RTWER | T S —

01 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30
Acquisition time (min)

2.m/z2=184 @ LC/MS/MS ZUN—HAF > ZAF v Nl &BTIN—F—XDUVIRERE

£ 4. Agilent Captiva EMR-Lipid 2 —>7 v ACEB TN —F —XE/LX T U F—IXDIAHFBEYMEB <) v o ABRERER

HZHMEE (mg) YUY OREBHOFREDE (%)
ITN—=F =R V=>TvT%HL 12.76 -
7I)L—F—2Z Agilent Captiva EMR-Lipid 6.22 51.3
PIAF Y F = 0 )=>T v TR 5.81 -
JNIL A > F—Z Agilent Captiva EMR-Lipid 1.50 74.2




EEDIV—-X7Ik

EMEREEBT DO RLBOF-—IH>TILE
Captiva EMR-Lipid LB 04> FIL%E 0° C OAREIC 1
BRIB . SRLEEEEELELE (R 3). EERH, 5D
NBESIC. RLEBO T —F—ZATIFAEDEREHILEL
TWADICH LT, JNILAY Y F—ITIFDEDN T ZRAF v
NATILITAAFELTWS S 1H T, Captiva EMR-Lipid #L32
BIBEDT) -7 UM ERBLICY > TILICIE. RETS
BIFCDIEBIFEENTLEREATL

B 3. JIL—F—X (A) &/LXH>F—X (B) @ Agilent Captiva EMR-Lipid
D)= Ty T BEEDT )X T I DERR

R=LR—=
www.agilent.com/chem/jp

ARASRAVEIEVAE
0120-477-111
email_japan@agilent.com

ABBIF RN AEBRARTOERAEREL TS D,
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%I:l aff

COMETIE. BFHoBEOYIIMEI > ODICEALT,
Agilent Captiva EMR-Lipid TEE TR T ) —>T v Th
TIETEDREINE Lo TN—F—XE/NULXY T —I DX
VY RNUT =230 Tld, BNEEINE (70.7 ~ 111.8 %) &
(< 20 %). BEUVRE (F—XKAT 0.5 ng/g ETHRHDIAE
TEMLE LI oo EEDH. GC/MS 7L RF v, UVAE
BOW. BLVBEBED 7 —XT I REBRICED SHERH AT —
STYTINERESNTWAI OO E LT TIL—F—XZ
LAY F =X EDEMTLIEA. 29 DTV TILTAXITE
HWHERMEONE LT F—XTOBHBERZISIZELTS
MEBAHZHEIF. NUT—2a3>7OrLICEVWTE®RA S g
DINIAYF Y F—X=FERTEET, Captiva EMR-Lipid = F
LB E DEINERIG, miROMta o) —> 7y TRREERAL
BB EDBABICEVWCEAONDET, BEDOTRI VIR
BRES LU ERYORINEIFBEWT TV r—23aviIils
WTEWMBZRLTED. COMKDOFEEZ ERE>TWVIIHEE
HHFET°, Captiva EMR-Lipid I&. EHOBEDZHDTEE D
TR RIEE V) —> 7y IHRER R F R OR BT
HO. HOTIIEHIEBEBRRZICT 2 LERHCXY Y ROMEEB &
ZRIELTVWAIRICE>TRETY,

BE R
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Enhanced Matrix Removal (EMR) %
ERULT=Y T d PAH 53R

rJUo—3> /—k
BRHER - B B

21

LERFPBEIRIRAEKTR (PAH) [F. DEINICKV. BEULARNVEVERTERINTVEFT,

INF. WEANOEBED, EICKD., KEEYICBITULER T, BMESEERREY N v Y
ATO PAH HfIE. HHUEXY MUY OB SFREBATTES. YhJ VIR, B
FUOBREVWSKE CIERGEEZG T DIcH. REZHESBENDDEFT . Agient Bond Elut
QuEChERS Enhanced Matrix Removal—Lipid (EMR—Lipid) [&. XD T > TIVEIAERIE T, FIEME
DBV BIEEHE (dSPE) TEAT DT EICED . DITTRYDEINRKRICHEESZ TFIC.

EREOBEVW M v I AREZRIRCTERT, COERBRTIE. T D PAH BIFICHIT B,

DUV TIVEBMEEDMERMEICDVTEHALET T, DXV Y R(FE, 15D PAHEEY TN
TDHHPD LANVICBWVNT, BN/EE (84~115 %) R (RSD = 0.5~4.4 %) ZEEE LT
Blcsh. BEEBTYTIILICBVT, B&. BE, DOWENLEDTHERTERT,

FUSHIC

LIRFBEHERILKFR (PAH) [F. RIERADOWCDECDICHFET DRARY THD . Bk
DHBEERREROBENDDET . MNUFE. 2 DUEOBERNYEVRICEEBSNIcKR
EREDSBRSNTHED. BIREZ 1 DL EDRICHINTETT (1], PAH HRIRELIEDD
(. RERICHHRNICFELTC. M1 ERERE. SIUERDPAMNDDZEAHSNTUN
FID. ZO—HOBIIBICHEZERDCHTT (2], BMEDBRF. KEARICEE LI
M. BRU PAH ZIERCRAEERY E U CERIT DMATO D SHETHIEN
HOET [3. 4o INSDERICKD. DITEN. BEETDUNIVTEAEYD PAH Z1R
HIBDICIE BETHERNEAY v NEERTDENERITEDET,

Agilent Technologies



RLUANILD PAH ZARH T B (CIE. BERMOEWVMERNEY > )Ll
WIBEE GO/MS ZHPFEDETERALE T, —MEHIUETO ~
JLISEF. Vv oA U—#E (5], BERHE 6. BRUMNERE
(7] DO FRT . APLIEEE. EigfdE 8. FILEESOX
T5T74—91xEDITU—2T7 Yy TFIREMBHFEDODE D ENTE
FI. INSOFEEFEBHDDDFEICHDIRBEZFRT S
[C. QuEChERS % (Quick, Easy, Effective, Rugged, and Safe) [10. 11] &/ X—Z[C
LIcZ70rJVBEFICERT D EICKD, BYIFHERMNMFOSN
FI 120 13, 14, BHLEBRY VTV, KICBEEDY Y TIVIC
EOTCF. BV TIVAIIEEN R I X ITEEICHEO>TECVET,
INlE. HMEUREY MUY IIB, DHTREBATTS. YU w
TAMR. BRUOBBEVWDET. DICEELREZSZDIH
Td,

Agilent Bond Elut QUEChERS Enhanced Matrix Removal— Lipid (EMR—Lipid) (&, %7
UWRIBARITHD. WRET DD ZEROTCRET D &L,
B TIVHMEYD S FELREBEEZBRNICKRELT T .. BEED
BRZEIE. HFIC QUECKERS IEEDFATERICHED T TDFIEIR.
=Ty MEBDHSREDY MUy I AZHBH UE T, {ERT
(&, ZEEHEE (dSPE) FIBDRIC, €18 BKU PSA DBEREEDAL)
feRBERZFERLC. SEBEOT YTV EMEL TVE U, f£fe
L. INSOFRERF. Y T)ILO@EYET -7 v TICKRKT
BT ENDD. WRIEEYEDHEITIBBRIRNTAEEERNRET
BENHORT. CORBRTIE. BHTHERNLELT—7 TJ0O—7ZF
RUT. YTAD 15D PAH [CET DU TIVERLMEE E DHTHER(C
DWCHAEBELERT ., CDT—oJ0—I(d. EMR-Lipid [CKDBEYED
U—27 v IZT5 LRI, 6O/MS [CBVTBNICER L BRI
ZRRELTCVET,

KERT %

(&, Agilent 7890 GC & Agilent 5977 MSD (X JLFE— REAL (MMI)
ZEEAR). Agilent 7693 A — T VTS BRUAST LNV I TS v
2aTOFvESY - J0O— - F7./09—-EVDEHTERLE
Ufco R1TIEEEBE/NSA—FZRULTED. X2 [FDEERTHER
UfoERERE T DMOKERZRULTVETD,

X 1. PAH D7 CEA LTz Agilent GC/MS 3 AT LNDEBSFE

GC:
F—hIUT3S:

AANE:

FrUPHR:
HAT4IL5:

EAO:

RTUw bR bAD
IN—TURE:

e

SRTOJI L

NS L

UZARUSE:

HEEDI\Ww I TSy a:

HENESD:
MSD:
TR

NSURT7SAVRE:

174 VIREE:
MEDEE:
AR

Agilent 7890B

Agilent 7693 A — TV TS, 100l U VY
(G4513-80220)

0.5uL

ANUD L, ERE

HRAOU—2T 4 )UH GCIMS1/8 A ' F
(BBEREES CP17974)

MMI, TRy R RTUw S UZOFEAE— K (320 °C)

0.75 53°C 50 mL/min
2.0 mL/min

70 °C (1 M%), 25 °C/min T 70 ~ 195 °C
(5 2MFH5). 7 °C/min T 195 ~ 315 °C

Agilent J&W DB-bms Ul. 20 m x 0.18 mm.
0.18 ym (EB@ES 121-5522U1)

NEHEYUAFa—T.

0.65 m x 0.15 mm (EB@EES 160-7625-5)
315°C 5. I\wITZwaBF70psi
BIERF 2 psic /\w I TZw aBF70psi
Agilent 5977 MSD

SIM

340 °C

325°C

150 °C

3.5 min

K 2. TOMbDERRE R

A7)
AT IFv v

INATIAT—
LN

JI3o)

AAOSA T

vz - JO—-
/03— (CFT):

Bond Elut EMR—Lipid 438X
Fv I (dSPE):

Bond Elut for Enhanced Matrix
Removal-Lipid BiZ7K=F v b~:

KEAVUa—hvT, SR
(BBREES 5190-7041)

PTFE. 9mm. R Ua—FvwvF
(BRREES 5182-0717)

HSA, 150 L. BIEEAT (BB@ES 5183-2088)

RHm. /VAT4wvT. 11 mm. 50 @
(BB RES 5183-4761)

RARIITZT7A b, 85:156. A 0.4mm
(BBREES 5181-3323). UltiMetal Plus 7 L+ JJU
X&) T T3)b (BBE@RES G3188-27501)
)T —I ATUw MUAL

I SAF— b (BI@ES 5190-7041)

UttiMetal Plus Uttimate L= 7>/ (23G@E&= G3186-
60580). CFTF+vESUT 1 wvT T
(BRGREES 62855-20530)

15mL F1—TT1g (BBRES 5982-1010)

15mL F21—TT 29 (BB@RES 5982-0101)

IT/ISAVI—(ATFIY., Za—Iv—I—MN. XE)
Centra CL3R Z/DVE (Thermo IEC. Y HFa—1tzw W, *XE)

TRy RILIRINERDE

(Brinkmann Instruments, ' T A MU— Za1—3—IM. KE)
Vortexer B XU )LFF 21— Vortexer
(VWR, T RF—, RUVJLRZT7M., KE)

MU by TEIZ ¢ IR Y
(VWWR. YDORTUAVT4—ILR, Za—Iv—I—M, KEH)

TyxXYRILTERY



| It UG

BEBEEUEEE 5 g DYT%Z 50 ml EOBITEAL. AEITHU
T. BEYES KURMAEHS S NICRBEMEEEZIINA T LFEL
feo BV TIVICFE NI MUIL (ACN) (10mL) ZINR. IREDSHET 25
BIEEUFEUc. RIT, JmDEZ 5,000 pm T 5 DEEDBELFE U
feo EBEHR (BmL) Z. 19D EMR—Lipid TTIBEFID A o1z 16 mLiEDE
[CBLFEUR, EBICRILTYIAZFY—ToEEE. &T5IC
60 BEARILT v I XZFY—TEMREHLF Lic. TDHE. 5,000
pm T 3 DEREODBUFE Ul EBHRITT T, 20 g DIE (14
NaCl:MgS04) DA STz 2 BED 15 mLBEAKF v MMIENCB L. 28
TBDEHICRIEICRILT v I XAZF T —TIHEH U, 5,000 pm T
3RO DEEUE Ulce EBHD ACN B7%Z. GC/MS piTAICH >
TIRA7)LICELE U (K1),

’ HEEUIcY Y TIVZIERIC 6 g 5H8U.50 mLEDEICANS ‘

v

’ IS & STD %Z QC BV TIDHRINA U DERIVTYIAZFY—TREVTRETD ‘

¥

| 10 mL 0 ACN EFNT S \

v

] FryTELT IRESHET 2 SRR<IRES TS \

¥

| RILTFUIRSHY—CHIELT. BDOHHTD \

[€—

] 8 mL_EBHHE EMR—Lipid HBFEYRF1—T I8 \

e

] RIVF VIR FY—CHBLT EDHHTD \

[€—

] EHRE EMR—Lipid BEKFYNCET \

v

] RIVFYIRSFY—CHIELT. BOHHTSD \

’ STD & IS ZERRUYIRX TSV IICRARZINAILT, ‘
JhUYIRBEF U TV —2aViEERER T

] GC/MSD HHREH Y TILDERHET \

1. GC/MS [CKDDHTRID.  Agilent Bond Elut Enhanced Matrix Removal—Lipid
ZERUc. YU D PAH SRS S JILaIED D —2o 70—

HESLUER
HESKIUBEFTRT. HPIC FU—RUEDDBDZEFRAULF UL
J&o ACN (&, Honeywell (W AF—T. SYHUM. KE) hSEA
U. 7ZK[&. EMD Millipore Milii-Q Integral System (F)L L a5w b, KA
V) ZERUTHBELUFE UK. PAH ZESKIUASIZEE. Ulre-
Scientific (/ —RAF VI RAI DY, O—RT7A S RN, KE) 53
BEUTHBALF U, BARIE. 7z b2 (100 pg/ml) THARL. E
FATERICRE/ APV THRIRULE U,

RERLEE

Y hUYOIABEHRERIF. FrUTL—Y 3 VDOEERAT. 1.
10, 25. 50. 100. 250, 500. @KU 1,000 ng/g (XL TEMULFEL
feo BT DISVIAEG. U7 VEHEFIES 950 Ll 5> T
HYD. 25 L IEEERR. BRU 25 il FBHESIEETERUE Uiz, N
BIZEF, PTICAIAT L. YNV RBAF YU TL—T3
AZAE 00 ng/g THRARZINA T UFE Ue, 2RREHRIF. INTDILE
BT LT R? > 0999 DENCEREZRLE UIc, YoDb T
JUIE. 6 BO#ED&R URAIE T T HR1(C, 25, 100, 3B3KU 500 ng/g
DEUNIVTTIVZAINA O LEUC, §—5 v MEEYMDEEIC
[&. Agilent MassHunter ¥ 7 b D T 7= ERA LK Ulc, EEEE. RER
IEEREEC LTRSS VIR EESEL. FELE
Ufc, #ERBIUNEREIE. ABMEERIEZITOFIC. TURIATL
ERRIEEYDRREIR ST DINEZAEL T, RELF U,



BREEBR

7890 GC & 5977 GC/MSD (&, 15 (D PAH & 5 DORZRIZEE(CH LT, B
NENT 3NV RAZREL. aRETCH—EBURBRZRLEFL
1o B2 (E. Agilent DB-bms Ul S AICKD. BHINT 25 ng/g DT
AINA O ZEEUIZHBEIT, 15D PAH CEIRUCOBEREBZERULT
WET, 707 KIS ALIF. 15D PAH IRTICBVNTR—=ASA
DEZERUCHD, CNE. PAH EMGET I TNV PURS
T RXUVEPY STV, JUEY XUVDIIVAS VT
V. BRORVVKNIIA ST VDE—IZIERICETET D
[CEE(CLEDFET, VOX M SLRDO—BICESNDPEDTH
[F. WRE—IDSERICHBTEFT,

X108

14 E-U8S

13 1. FosLY 1
12 2. FEFIFLY 12
0 3 ALY 13
: 4 TIFUNLY 14
1.0 5. PUNSEY 15
09 6. ELY

1. RXVV@|7UhStEY

ﬁg'g 8 Uty
. 9. RVYDIIIVASYTY

R 0.6 10. XUV ZIWAS VTV

6

25. 100, BKU 500 ng/g DEZJA T LANJLT. EMR-Lipid & EBIT
BELSNEFIBZFERT S ECKD. BNCEESBENEIR
EINFT. B3 (F. BFESSNIcABMEEREZFERT L
[CKD. TNTORFIEEYMDD S LANVICBNT, BEH 84
~ 115 % QEFERNICH D EZRLTHED. CDHBERSD (F 05~
44% DEFEARICHDFTT (KM 4), BEET—FIF. K5 DEIUEDE
HICTIL—TENE T, TN, KEBODIEEWIE. 90 ~120%
DEEINICNFE > TVEITH. 2 DDIEEMITDNTIF 90 % =4 L
TES>TWS T EZRUTWVET (VT /[123cdlEL Y EXRVY
lghiEL e

. RuYblELY

. RULY

AV I[1,23-cd]ELY
IRV [P INSEY
. RUYlghilELY

10
12 14
9 1, 3l 15
|
" i

2
3 4
03] 4 /
02 8
0.1 ;
0 L - F— R .
i 5 6 7 8 9 10

1M 12 13 14 15
UF>vavs4 L (59)

2. Y5 TD 2%nglg TURINA OB BE

m 25ng/g m100ng/g = 500 ng/g

3. B4 TD 25ng/g. 100 ng/g. SRV 500 ng/g DEFLANIVICHITD
16 D PAH DEE DHER

17 18 19 20 21 22 23 24

51z 15 D PAH D GC/MS SIM 270X b T 5 I

m 25ng/g ®m 100 ng/g = 500ng/g

4. 54 TD 25ng/g. 100 ng/g. SRV 500 ng/g DFZLANIVICHITD
16 (D PAH DFFEDIER



m 25ng/g m100ng/g = 500ng/g

HWRIEGMDH

<60  50-70 70-90 90-100 100-120

SI—THDEE (%)
5. 4T 25ng/g. 100 ng/g. BKU 500 ng/g DELANILICHIFD
PAH DT )L—EESNIEEDRER

>120

I EIUNERIE, NEREEEFERE FIC. 62~98 % DEEANT U
(E 3)o 2 DDILEW. AT /[123-cdlEL Y ERT YV ghilE LY

EMR-Lipid S BE4BL (dSPE)

o ERKRY U TILE UTRIRLEDIFE, fthD@NEE & U T
BOZEENBVTENZDEHETY ., BREESNEFIBE. W<
DH\DIFEICBUVNT—RRAYE QUEChERS 01 b JLHSIEERE LT
Fd. INSDHAETIF. D—o 70—%HRIEL. EMR—Lipid dSPE
oU—7 v IFIEZEFIRULTVET . RIIC. ANICKD., UoE&
BEEHHEUEIH. ROTFAKD QUEChERS IMEIEIFERLFE A =
DBk, EEHRIF AN SV TV SDDEDKTERINT
WET., CDLEEHEZ. dSPE N U w I XBRERIC, EMR—Lipid 23
BFy bMIBUFET, REBIC. D8Fy hDOLEEHFAEZ. 20 g
NaCl/MgS0, (1:4) ZZTBIKFw MMIB L. BDBZFBLE T, K
[C. EBHD AN BZ/I\A7I)VICBEL. DifiEiTVED,

R 4 U TONEMRE(CT T DIETEINE CAEE

RSD (%)) (n = 6
[CDWTIF. EUERD 70 % Z2 L RE > TWE T, PAH fEXIEIUER =8l )
&, ACN WDEFEMOE FHARET. HFEOEM Ul &= CH &LW
LET. 122U, ABHOORKFEMET. nEpEermmELT taY e
BEBICHECEET. R 4IORT L0, NBEEOERENED 7508 578 10
BUMETT. AN OTAKEICRERADBICHENNDST, TOX  FeFIFLvdo 983 08
Vv RTE. BEEQYTOYYIIVCBNT, BNfzEREsg /T Y/ >0 %808
VBRIEERT ERIMGENE U 7Vt oo
UL -d12 86.4 3.1
Ty 89.9 13
£3 COERTHERLRL. YT TOPM & ZDEE, @R,
BRUEIEEERZE (RSD) (n = 6)
25ng/g RINALD 100 ng/g RINT D 500 ng/g RINL Y
taw BHE Eﬁﬁ %RSD BE E:;& %RSD BE g:;$ %RSD
FIEL 112.2 86.7 22 104.8 89.7 17 997 858 15
FoFIFLY 107.1 90.1 18 9756 89.9 1.8 973 906 09
IIALY 105.3 94.6 1.2 105.0 94.2 1.2 1046  96.2 09
JIFV ALY 1123 95.3 12 101.0 94.1 14 99.4 945 1.1
RSt 103.1 91.6 0.8 989 90.7 1.3 983 926 1.0
rLY 105.8 976 29 97.1 88.9 1.8 95.4 897 1.0
NUVETZY hotY 115.8 91.2 12 100.1 847 1.7 958 85.7 0.8
Uty 107.2 83.6 1.0 98.2 83.2 19 95.4 85.4 09
NV TIVAST T 1048 78.3 1.1 104.3 76.1 2.0 102.2 79.2 0.7
NVIKNZIVA ST 1041 78.8 1.8 106.6 775 18 104.0 80.3 09
/\“y‘/"[a]I:"IJJ 101.0 74.2 1.7 97.4 718 18 96.4 748 1.0
~NXUpv 99.1 74.4 4.4 1147 76.4 3.0 103.6 80.3 12
A7 /1.23-cdELY 86.7 66.1 3.0 90.0 66.2 19 89.1 69.1 0.6
IRVAah 7Y hotEY 947 739 1.3 99.7 722 2.2 99.0 76.2 05
RUVghilEL > 864 647 18 84.7 623 20 856 663 07
g 103.0 82.7 1.8 100.0 81.2 1.8 97.7 83.1 0.9



EMR O b DL TIE—MHILC ETI R, D7 JO—FClF. B
TP AXBZREL LT, YU—UT7 v IZHRBULE UC, ZORER
ELT. XV ROLANHRRENE ELET . RO EMR—Lipid ~
O ~JLDBE. F8F Y bOFEIERIZ E&m*&%nm& KZER
MUET, —H. CORBIEINTONILDBE. KEFINTD
Z&EICKD. PAH DEFAMEAME T U, %ﬂ@&ﬁk%%%%%zéz
EPDOD KU, UTehio T iS4 Ufc EE#RZE. K2R
MEFICERE. EMR-Lpid F2—J(CBULET, TNUTKD. GC/MSSIM
PHTTOBYIED U—2 T THMTONE T, EMR-Lipid DELF Y S
KU EMR-Lipid Bk v MM EBFEZRNUICE. BIEISREZITD
CEICKDEFRDRBESIN, FIERIE OBICRADEEERN TS
L. BEALEENE T, RBEY M v I ZBREDGE. D8+ Y
NMIKDZERINLU T, BINEZASIREZEA L CHIET ST &ICK
D, BNICEELBENERINED,

5. GC/MSSIM XV w RICBIFD. 79— v MEEY.
UFooavd4 L. =0 bMF 2. BRURSIZEDZIR

=
b=t

CDREETlE. BREOUTOTYTILT. BEEHNSEEEICD
fc% PAH ZRRMICTES T DD, EECTREEE XY v R[CDW
TEHALTWET, D—2 J0O—I[E. QUEChERS DIFE SEIHKICREE

TIH. UL EMR—Lipid dSPE FEiBRIZEARA L T, IBEEBEO LY
ER/IRICU. BIREEREARRICTDEICED, BUNILOEE

ZRELET,

BIREDY MUY IRAADEESEEL. KBICREDHEDH
DZF I H. Agilent Bond Elut Enhanced Matrix Removal—Lipid [&. 9 XTDAE
BICEATEDRIBATHD. WRILEWE(FHEERAPRELF
Bh. BBEREIF. 28+ Y FOFIEOEIC. EMR—Lpid TKZR
MFdTElCED. BRIEENFT, fcfcb. DT —XTlE. K
ZRMT DI EICKD. PAH DENEMDME NI D7, PAH YT
JVATMEICIFE L CVWE B A, SEBOERCTIE. IEDEEHLY A
TOY TP TUT—237(CW LT, 51ERE EMR—Lipid %Z
RELEL. BESLOXREROIOY NI ST EBREY AT LTH
AR IEBE S B EDHBEZILAL TV FETT,

GC/MS (SIM)
kan BT AR
FosLY 3.89 128.0 20 F I8
FeFroFLy 5.37 152.0 20 FFIFL 10
WAL 6.05 166.0 20 T+ IFL A0
J1FURLY 7.25 178.0 2 J1F Y b0
7Y RStEY 7.34 178.0 2 J1F Y b0
ELY 1031 2020 2 PSS ANIRII|
RIVETPY o'V 13.83 228.0 20 U412
Uty 13.93 228.0 20 Ut d12
ROV IIAS YT 1699 2520 20 ~ULd12
RUVINTIASYFY 1708 2520 20 ~ULd12
NyVpELY 1785 252.0 20 ~NUL Y12
UL 18.09 2520 20 ~ULY-d12

AV IN23<dlELY 2072 276.0 20 AU 12
IRV (@Y RSV 2087 278.0 20 ~ULY-d12
RUV[ghilEL Y 21.29 276.0 20 N LAd12
PIBBIRE

FIOHLd8 3.87 136.0 20 -
FLFIFUL-d0 5.62 162.0 20 -
JIFVhLAdI0 7.22 188.0 20 -

Ut -d12 13.86 240.0 20 -

~NUL-d12 18.03 264.0 20 -
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Agilent CrossLab % —EX: HERHZR KL TIEETR—F

ERBSLANILEFES Agilent CrossLab H—E XD ITFZ/{— %
BEEREDRETIFERW I BFLVEWCLET, 0BT, 77U7r—
2avOIYILTavI BE. ST —ER. OV TSAT7 VA& ~L—Z=
VOREDERBRBDOY —EXBRBLTUVET, FFMICOVTIE. TIL VAT
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