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Agilent Captiva EMR-Lipid & LC/MS/MS I2& %
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Agilent Technologies, Inc. FILLT SO RERE BN REOERBRICLCEAINTED, BYRRRROELEICH T

BEBEMBIRIEB>TVET, COTTUTr—>3>/—Tld. BRY I 2RO 7N 70
O XKLL, BEOINSDORBEHDIXEYIHHTICH LT QUEChERS HiHE D% IC Agilent Captiva
EMR-Lipid 21 —>7 v 7% ERT 5. EEENBVERELXVYRERHLET, COXVYRIE 4D
DORTTHEMNCDOVWTIRTDOLANILTENTEE (>60.0 %) CHEE (RSD< 12 %) #RIBLTUVS T
. BEEBY VT ILOEEN DR BT AR L ET,

XL &IC

FILLT IO VRIFFAZERREID 1 DT HHN P ESHEE APPSR ET |, 4=
PUAZOIEN EROF ZERREIE BRI E R DL S IC Ao B ZBOEROBMRICERS
NTVET % 7OV XKLL (COM) BLUTI RS (AMZ) 13RILLT Y VROL ZERRAITH
D, REICATL—FBETERPEHAZZHIZEFN L TERLTVET, 207D, NH5D1L
BYHEYICHRNINTVET, COM FZIESNE LA AMZ IFIRESHRP THERAINTVET,
EN ZE823RA) 2017/623 I3, TETEHBEOREAOFEHICOVT. AMZ £ 2D HHY DERATE
BEAEME (MRL) ZRELTVET %

Agilent Enhanced Matrix Removal-Lipid (EMR-Lipid) (&, Z<DT7FUTr—3 vl WT, 24—
MEAMICIRENICHET 5 CIC&D. RN BIEEREEERBLET * °, EMR-Lipid 7U—>7v
TICEBEROTHRMAREIG. V7 XHREBKMAEEER VWS REDEASDEICLZHDT
T BEHRD FOEVIEDIRDIEIFRE DA A EMR-Lipid FRIERIC LTSy SN E T, EMR IR
BD/SAZL—HEBEICED, Y TILBIIED — o7 O— %2 BEBICTEE T, 5510, BROIEERES
ERTROICKBEERTINENH B0, BAECEYDORINE M ELET,

DT TV —ay/—hClE. BRI 2EFEF O AMZ. COM. $LUThE50REYIODIFICH
133 Captiva EMR-Lipid 1—hJw 2 Do U—>T7 v TOERICDOVWTRETLTWET, & 112, O
ROBEVENEREZRLET,
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AL FEME

S CRAWIETANTHPLC £/ id o
L—FOHOEFERBLELT, 7MY
JL (ACN) (£ Honeywell (¥ XF—d>. =
SHYUM. KE) hESAFLEL, ¥
(FA) £ kBT > E = L (NH,OH) (&
J&K Scientific Ltd. (ALR. FE) 5 AFL
Flico BEBIURBYOREL Alta (K
A FE) B SEBALE LI

BRE SUIEERN

BL2OBRERRE. KREBOAZIENATIL
I ACN AT 10 mg/mL 75 K5 IC1ERL
L. —20°C TIRELF LT FABERIC. &
EIZREZ N1 A ® (1 mg/mL) & ACN %
AWTHELx L. MHAE ACN ZER
HHEAEIC -20°C TRELE LT

ERREBLMH
Agilent 1290 Infinity LC &\ Agilent Jet Stream
ILObARTL—AF Y =X EBEH LT
Agilent 6495B ~UJLIUERR LC/MS 27
LrzHsEahbE TERL. DBERITLE
L7co T— 2 DEDIAG L RAFIC1E. Agilent
MassHunter 7—2X57—>3>V T80T %
1%)5@ L/iL/TCo
Y TILEIBICA W ZOMOEBS LU
MEHIL T DEEDTY,
+ SPEX SamplePrep 2010
Geno/Grinder
(ATFzo Za—Iv—I— N KE)
Eppendorf Centrifuge 5810R
(NI RAY)
Agilent Captiva EMR-Lipid 73—k
2. 6 mL. 600 mg (p/n 5190-1004)

Agilent Vac Elut 20 ¥ =R —JL R
(p/n 122341707)

Agilent 1 FAERE A QUECHhERS
#HF v (p/n 5982-0032)

DIREG

Tid BFELIET > FILEILIEX Yy R%EfE
AL, 4 BEORESTRNERMEBRB LT
TEFEOYN)Y ORISR & LT
OXNITLTY BRB LUV T2 Ny

OZFRD 3 BEODITRRYIA 0.1 ng/g ML
TORETHEYICEEILTEZ LA RIN
TWET, 7272 L. 24-DMA 72151F 1 ng/g
TEEINTVWET, EELATNIYIRICH
RIBEETFHIE. 24-DMA (MW 121 Da)
DESBEDFOLRARVACEERS X3
BIEEMD B D ET, CDTcH. MRM E=1 A

URTEREDBEEISERLFL . MUY D
2L OEEF SN RNCHED. 3EBICHWL
A7 (m/z121.1 & 105) ZEED 7= IFER
LEL7.

R 1. 2—T VDT ERY. LFHEE. HFE. log P. pKa. EN Rl 2017/623 iZ&17% MRL

(TERSZABLUTOREDISEFTTERT)

SRR b MW (Da) | logP | pKa MRL (ng/g)
CH, (‘ZHZ 3
TS (AMZ) @/NQ/NWN@ 293.41 5.5 4.2
H,C CH, 400 (BA)
200 (7 2576R)
24-%31J> (2,4-DMA) HQNQ 12118 | 168 | 4.89
cl
£O0OUXHILL (CDM) j@/ 196.68 | 2.89 | 6.8
NN
I N/A
44 Em-0-R LA 2> (DCDM) HZNQm 1416 | 227 | 385
HPLC 1%
NFA—% RE(E
AN Agilent ZORBAX Eclipse Plus C18. 2.1 X 50 mm. 1.8 pm (p/n 959757-902)
NS LBE 35°C
=T TRE 10°C
VN 10 uL
A) 0.1 % FA KB
i B) 0.1 % FA 7 F= R UJLIETE
BERE (99) %B  7iE (mL/min)
0 5 0.3
0.1 5 0.3
] S 3 45 0.3
5 95 03
7 95 03
71 5 0.3
2y FEA Ly 109
MS &%
NSA—% BRE(E
RIOTFAT/ZATATE—R RIOF4T
ARE 210°C
ARE 13 L/min
RIS 35 psi
S—2HRAE—8— 400°C
S—RARRE 12 L/min
ERd = 3,500V
FILZ EMV (+) 400V




x10° x10°
264 A 131
Sl 0.1 ng/g CDM 124 — EEODITHRY
2.2 — EEOHITHE 114 — BWI5VY
24 —_— Bﬁll’ﬂji‘/‘? 1.04 — JEEFEIS2Y
18] — JERETZY 094
1.6 0.8
L B 0.1 ng/g DCDM
N 1.4 BN 0.7
R124 Ro6d
1.0 0.5
0.8 0.4
0.6 0.3
0.44 0.2
0.2 0.14
O_ T T T T T T T T T T T T T T T T T T T T 0_ T T T T T T T T T T T T T T
1.21314151.6171.81.9202122232425262728293.03.1 1.8 2.0 22 24 26 28 30 32 34 36 38 40 42 44
EDAHESR (53) ERDAHESE (43)
x10* x10¢
c ; 124D 1 ng/g 2,4-DMA ;
1.34 — EEOHITHEY ng/g 2, — EEOSIHRY
1.2 — BRIV Y 1.74 — BRIV Y
114 — TEREITY 1.0 — JEREITVY
14 0.9
0.94 0.8
L 0.84 0.1 ng/g AMZ , 071
A 071 R 0.6
R 0.6 R
0.5
0.5
0.4
0.4
0.3 0.3
0.2 0.2
0.7+ 0.1
0 0

43 44 45 46 47 48 49 50 51 52 53 54 55 56 57

EDRAHEE (53)

1213141516171819202122232425262728292303.1
BDABER (59)

1. E8 MRM 1 4V RFPEZ QUL I TTD 4 BEOFRLTUOAVEBESFR S (BB —2), BRTS> 2 (BB —2)/F2FHTZ> 2 (FRERL—2) O

LC/MS/MS MRM 2O< +4 5L (A: CDM. B: DCDM. C: AMZ. D: DMA)

MRM OIS A—%

UFyoay | Fun—v13y | BECFY (m/Z) | R4 (m/z)
feam B4 (%) (m/z) (CE. V) (CE. V) CILIEEE (V)
AMZ 55 2042 163.1(9) 122.0 (32) 3
107 (21)
2,4-DMA 17 122.1 105(17) 77 (33) 3
103 (25)
CDM 22 197.1 461 (21) 116.9 (29) 3
DCDM 31 142.0 107 (21) 125 (21) 3




B 7 ILEi0IE

2 1E YOI BIEBOFIEZRLTWE
T BAIE—MMICERT. BBELERSIC
TB7DIC T mL OKIRETTH. TRAEF
BBIKERDICMR BLTHHEICHENRT
TET, LL. TEFRISLDEMT. FA
BIICKT 1.2 ICHRLIRIC AMZ DIEERD
HFENFT, T, 2 ub oI 2EFREY >
ZILiE EMR-Lipid 21 —>7 v 7HICHERE
FITEALEL

FrUTL—2aviZ e mEEE (QC)
BTN

EMR-Lipid A—kUw2 kB0 )—>T v
BIC. BYIRIEERREIN ) IR TSV
ICANAOTBCICED, YUY IRBE
REBIZEBLVORANZ/NAMT QC T IL%E
EELFE LT ZERRADO RN 7REIE.
BAB LT EFFEAH T 0.1, 0.5, 1. 5. 10.
50. 100. 200 ng/g TL7:o

WY B AZ AR 2K (0.1 £ 1ng/g) =
(5ng/g). & (50 ng/g) DLAILT. HET
LB R E I E T 2B > T ISR o
BTlC&D. FLANAT LI QC H YT
%z 6 R OIERLELT

BREER

i O RiE(L
FWHBKOT U TILTRNI v IZDIBE. B
INVBDBREICIE—ARBYIZ AR 3 HME A
INFET, K3 ICRTELDIC. 4 BEODT
TFRYID L 2R RIS B A MR D 22
% Bt i, SEEM D ACN ZERLTHE
ELELT. AMZ £, BBEETIE S DR
BrmRLELIEA. pH FAEZ L7220 ACN
HTIERBRL AR AZRLE LT

RESFHAALIBAY IV EERIC 2g5HELT 50 mLEOFa—TICANS

Y

2EEZIVIREIFAHICNTTLARITEET 30

IBERREZNAILIRELT 10 DRIFRE T 3.1 mL OKZBERAY > TILICIR (F2BFEY > FILICIEMR ).

¥

10 mL DA% 7=WACN ZIMZT 1 DR ST 3.

Y

ENY AR T A QUECHhERS it b (p/n 5982-0032) ZHNZ T
Geno/Grinder ZF LT 1,000 rpm T 5 &L 5L T.4,000 rpm.10 °C T
5 DR ODBEREICHT Do

¥

EBAHAmL ZFHLOWF2—TICBE L1 mL OXEMXTHRELT,
Y 7LEEY% 6 mL Captiva EMR-Lipid 77— kU (p/n 5190-1004) (20— R¥ 3,

Y

Vac Elut 20 Y=/ R—JLRD/NIL T ZFHELT
BRETAL B~5#/H) LB BEETH—NyI%EHLT,

Y

BRADSE Y TILNATILRTAELY KT 1:2 DLEICHERLTEARBIC 10 uL £33,
TEEFEOBE BERETIEARIC2 UL LT3

¥

LC/MS/MS DHTRADY > FILDEBHTT o

2. Agilent Captiva EMR-Lipid 6 mL h— kU S HER LICBRAD Y > 7L &
FOBROV)—>T v IFIE

AEHHOREL
M ACN

M 2% FA/ACN
2 % NH,/ACN
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> 7ILEE 12D W T QUEChERS & AT
HEZHERLE LT R LT BBz
DICBRET Bl YT % Captiva
EMR-Lipid A—hUwyoAO— R 2EBICH)
YRGB RS TS 20 % DK
HREBETT, CDfodIliE. 20:80 7K/ACN
BEHEEFERLET, LAL. COBE. W
HIZEBEAFERETICERLGTELSS
LT WO DOBIBENELCF T, Fio BEK
HACEY DI RICEEN RV ET, X 4
lE 7L OB REZEMB QUEChERS
i F Y e ACN ZRWISAERIRE I L3,
2 DOMEFIBZLRLERZRLTVE
T CDFEERTIE. QUEChERS 1 IC&-T
DCDM. CDM. AMZ O3 A A LTz,
CNERT TV —2avISEIRLE LT

EiRiE

T —4& MassHunter €2V 7 hJ T 7 T
BLELE. BBiEH 5. R & > 0.990 1y
NTOERCRHWICOVWTESNFE LT,
K218 T —2%RLET,

EUX R CEE DR

3 F7z1d 4 BHED QC LANLTR/INTULTE
YOI EDIMLT &b nicimEs &
Vo) —=>T7y TP AYyREFMLF L7, (B
¥R (Z. TLRNATERIARNZINAoD QC
OE—VEBELELTHELE LI, &2
ICEERROFMERLET, BRI
BOMAICEENZ TR TODFTRRYICD
WT. IRTORETREFABINENESN
FL7co 4 BEODITRYOD 6 BIEDERL
@ RSD fElE 11.1 % Fim . KT % RSD
152 % TLT,

BEHEOREY
80,000
W AR
70000 m QuEChERS #ii
60,000
e
o 50,000
ANY
| 40,000
hv)
30,000
20,000
10,000
0
2,4-DMA DCDM AMZ CDM
X 4. 4 BEODITHRYDOL 2RV U5 X 2B HEDE
R 2. BRI ZHFEAO 4 BEODIHIRYICOVWTDOXV Y ROEERER
0.1 ng/g QC 1ng/g QC 5ng/g QC 50 ng/g QC
(n=6) (n=6) (n=6) (n=6)
EfREEE | BN (ElES ElVES [ElvES
SEFRYW| IRUYIR R? (ng/g) % RSD % RSD % RSD % RSD
BR 0.995 1~200 - - 87.3 56 82.0 | 102 | 87.1 5.6
2,4-DMA
TaBFE 0.999 1~200 - - 90.1 7.3 98.4 2.3 91.9 0.7
BA 0.993 1~100 - - 127.4 1.9 118.7 47 791 54
AMZ
TR 0.991 1~200 - - 60.9 2.7 69.2 6.7 74.8 111
— BR 0999 | 01~100| 76,6 | 104 | 87.1 6.8 89.8 53 | 952 | 46
TR 0.999 | 0.1~100 | 86.5 7.9 97.2 7.3 97.3 1.3 91.7 1.9
—" BN 0998 | 0.1~100 | 739 15 66.7 3.8 68.3 | 10.1 | 66.1 7.3
Pl 0.997 | 0.1~200 | 1056 | 85 60.4 3.6 64.4 0.8 60.2 1.6
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BAY T2 PO TRILLAT IO VRERS
OB EELT 57-®IC. QUEChERS
i & A L7=%IC Captiva EMR-Lipid &
—=>FwvIZ I8 OEEEOE VT
STIVELIEEREI L. EIELE LT, TDX
VRIZED, BRC 72FFE~< ) wo R
HWT. 60 % ZBRBEUEND 12 % Kif
@D RSD L WSEBNIEREEONFT, 2
SNTERTHZ CDM BLUZ0REMID
DCDM D EETFER (LOQ) I 0.1 ng/g K
Tl RETROEZE AMZ 201
2.4-DMA @ LOQ . EU #8ED MRL =X
MEIC REIDF LT,

IR—=LR—
www.agilent.com/chem/jp
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