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KRR AERENB—FNE=XBFRELRERANDIN G E. FREIELEET
YRABZEEY, BFF Agilent Captiva EMR-Lipid &k, AR Agilent Intuvo 9000 S
MBI 7010B ZEERMFIE (GC/MS/MS) 17917, Captiva EMR-Lipid /&1¢
EEBEMEREIETIY (WN=XEFWAER) . B Agilent HP-5ms BB
£ 20 BT HINE T =@ 38 ik, FEWEYILERE (R
0.990), JREESEERN 0.5-25 pg/kge RIREIRETE 83%—125% 28, RSD < 25%,
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BEE K= FE B RBIAMBIE M, R
HERBHTRUMNMBRERENRZ 2
FRBIEZIEM. BEFRARER (B
BRMENEES) , EEFmALER
NHRREEREDTERFIE IR —K
Wbt OB MATAIEE RIS BAR DT

YIS NHE B —SEVEE, HIER
HITEWERR.

BREBENKRAGHTACERBE, MM
EXERANKEBKFERERHEEEN
EHRAKERE (MRL), =ZXBHES
w-3, M w-3 FEELY 20% WEHFRM
10% B9AERA. RIBEXESERE MR IA
4 (FAO) INE, —XBRLIRENKF
B, ATHREEFER, Atbad
EET P ERRERAY, KM, X
L EYEMETE R mEN R LUREKER
£, EXWINEERAFFM,
FRWENERFA—FMER. BEHN
GC/MS/MS Dt F%, X=X @BiFmHH
38 MW AHRAHITIMMER. ZFFE
BEFEIRZERA, ABEXMA Captiva
EMR-Lipid A FRK. GC/MS/MS F57%
BEThAZRMEN (AMRM) AR, HE
e E TR (HES) 1 30 m HP-5ms B85
2

SRISER Y

HER5EAF
RAtER (B4E > 95%) WE
Dr. Ehrenstorfer (Germany)
Sigma-Aldrich (USA)
HPLC k2B (ACN). EREE (MeOH)
MZ B2 (EtOAc) B J.T.Baker
(USA)
RAEFFIRMWE Mallinckrodt
(Ireland)
BREERE (15mLA 50 mL) WE
Sarstedt (Germany)
Eppendorf MEZELE (2 mL) B
Axygen Scientific (EUA)

BRSNER

BIRRAMER AR (1000 mg/L) BIEH
B95A7 (ACN. MeOH Z{FRZ) Eohl,
F < -5°C MEF. BEBK (10mg/L) B
ACN Eg#l, #TF <-5°C Tz

Bl 80:20 ACN/EtOAc ZEEUA 7 A
16:64:20 ACN/EtOAC/AERAR, &
fiE7Fo

X5k
B0 NT 825 (Novatecnica, Sdo
Paulo, Brazil) #1 SL 703 (Solab, Sédo
Paulo, Brazil)
RIENR A28 QL-901 (Microtechnology,
Sao Paulo, Brazil)
BEE DA UX-420H F1 AUW
220D (Shimadzu, Kyoto, Japan)
B4 (18 MQ cm), Milli-Q &%
(France)
Captiva EMR-Lipid 1384, 3 mL,
300 mg (&S 5190-1003)

Manifold Vac Elut 12 I EZ=E#EVEEE
(R4S 5982-9115)

PEEFRF (ZpHS 5982-9313)
T8RS, 13mm, 0.22um, B
(ZB4-5 5190-5269)

HEORR, RESEEML (BTO),
TEHE, 11 mm (BBHS 5183-4757)
S, 2mL, BE, 8O, £
IE (BFES 5182-0714)

BO%E, PTFE/AGBEBRRIER, &
INE (BHES 5182-0717)

ALS #iEs, BEENE L, 10 uL,
PTFE L#4F (ZB4S 5183-4730)
BEEErDREHENE, HINEBE
(ZB4-5 5190-3167)

HP-5ms Ul X ENEHE, 30 mx
0.25mm, 0.25 um (EHS
19091S-433UI-INT)

Intuvo SSL A IVRIFHE (ZHS
G4587-60565)

SRS IRBEE — GIEZE.
EERx, UKBATERKS. &
SHMENYNHEST IR (BHS
CP17975)

AT AEFR% &K, WE Eppendorf
(USA)

¥ Agilent Intuvo 9000 SAEEEMNS
7010B =ZE MR+ GC/MS BxA#HITH
Mo SMEBERARE B FAKIEH
(EPC) #1 7693 Bnhiffi¥88. XK Agilent
MassHunter L3R # TR R &
o



B3 &M

RIFITERI L EYIE GC/MS/MS (Y28
. &1 5IHT GC/MS/MS HaEL1R

EZ Ao

& 1. Intuvo 9000C F 7010B GC/MS/MS %14

£ 2. R&AFIR. MRM REEFXIFMEES

2 &
HS £, 1.2mL/min
PriZES 2uL (B ARSmE)
HEERORE D 50 psi
60°C (fR¥F19%) ,
wamramy | LOCmOrEIOC
FRIEF 3 D
BIEERE 280 °C
BHRRIPRAE | o
BERE 280 °C
R RE 290 °C
BFR ¥ (HES)
BYREE 300°C
MS1/MS2 ;BE 150 °C
RERE &7 MRM (dMRM)
R SR &S, 1.5mL/min

MRM EF3¢
EEBT CE EMET CE
A=t (m/z) ) (m/z) V) RT (min)

AAFE 2289928 10 207.8 > 181.1 10 14.762
R 188.1 - 160.1 10 188.1 > 132.1 20 9.224
FE2 214.9 - 200.2 5 214.9 - 58.1 10 8.069
s 3 158.8 > 131.0 5 158.8 > 97.0 15 7.183
IR & 372.8 > 300.9 10 372.8 > 265.9 25 11.099
RERE 328.0 > 247.0 20 247.1 > 227.1 20 11914
FHE 294.9 - 266.9 5 266.9 > 159.0 20 10.438
E2d 313.8 > 257.8 15 198.9 > 171.0 15 9.881

REETR 285.9 > 93.0 25 124.9 - 47.0 15 9.120
\-SmEHE 208.1 - 181.1 10 181.1 > 152.1 30 14.657
EapZ N 192.0 - 138.1 10 192.0-=111.0 25 12.919
R 157.9>114.0 5 157.9 > 97.0 15 7.183
Z VB 292.1->181.1 5 181.1 > 153.1 10 8.560
RIRERRA 277.0 > 260.1 5 125.1 > 79.0 5 9.118
R 128.1-110.1 5 128.1 > 86.1 10 9.990
Tt 278.0 > 109.0 15 124.9 > 79.0 5 9.974
AR 366.8 >212.8 25 350.8 > 254.8 15 10.488
RltEARER 382.9 - 282.0 10 281.9 > 238.0 15 12.049
S 340.0 - 298.0 15 340.0 > 107.8 40 15.798
a-73737% 218.9 - 183.0 5 216.9 > 181.0 5 7.766
B-75757% 218.9 >183.1 5 216.9 > 181.1 5 7.866
ACES 283.9 > 248.8 15 283.8>213.9 30 7.834
BRI 202.9 - 134.0 15 202.9 - 106.0 25 17.900
IS E VL it 172.9-99.0 15 157.8 > 125.0 5 9.734
BN 144.9 - 85.0 5 144.9 > 58.1 15 11.033
BRPER 240.0 > 162.2 10 238.0 > 162.2 10 9.866
ZHXARR 251.8 = 162.2 10 251.8 = 161.1 15 10.449
HUF R 238.0 > 166.2 10 166.0 - 96.0 15 8.699
FREL AR RA 290.0 > 125.0 20 232.9->151.0 5 9.533
M ERE 232.0 > 204.1 10 221.0 > 193.1 10 15.031
IEEAR 198.0 > 183.1 15 198.0 > 158.1 20 8.451

TRk 157.0 = 129.1 15 146.0 = 118.0 10 10.757
12 FRA A 273.0 - 255.1 5 272.0 > 254.2 5 13611
T 230.9 > 175.0 10 230.9 > 129.0 20 8.256
SRR 336.0 > 217.9 20 336.0 > 203.8 30 10.049
igt=a]i ] 172.0 > 145.1 15 116.0 = 89.0 15 12.830
MERR 306.1 = 264.0 5 264.0 = 206.0 5 7.269
ZIFEEZR 212.0 > 172.1 15 197.9 > 145.0 15 9.158




ES MRS ES
BETFIaiRENATFINE=XB8HR LTS
12 (PAH) BIF5ERIL T RSB A5 57,
=X &FnlE B fAaEERgEZEMNED
AL SR ERE. FF@UIAR/IMR, &
BIRAMEEHETFT < -10 °C B9KFEH.
ZREAN=ZNEEEDHIT:

1. E-&RZEE

2. Captiva EMR-Lipid &1

3. BRK

MREX 2.5 g B mE T 50 mL B (B
RiE) B, RIEFEH1TIN, KER

BE 1 O, FTE 15-20 0% 5T
B RIZ0E 1 ks

TFEX 2.5 =X &S, BT S0mLELE (B1) &

v

B0 5 mL 9 80:20 ACN/EtOAc A MEE R F

v

BIZWRIE 10 289, FARTE 5000 rpm BEHETELO 5 9%

v

WE LEREBEHME (B2) F

v

$RiG, £ 5mL 80:20 ACN/EtOAc B/RZERE 1 FHIER,
#75% 10 9%k, H7E 5000 rpm KR T B0 5 9%

v

WEMB LEREBEE 2

v

1 2.5 mLBAUKIINE 2 1, HEEZRE (F#HITRIE)

v

&) Captiva EMR-Lipid (300 mg/3 mL) /1
N 2.5 mL & 2 FRZEEUR, HITENTNE

v

$AfS, [A Captiva EMR-Lipid (300 mg/3 mL) #0X\ 0.625 mL B
SBFIERR (16:64:20 EtOAC/ACN/K) , HITE @

v

BETZFIE 15 9%

v

1 1.825 mL EREREBE 15 mL BOES,
SRIETON 2.625 mL B4k 1.2 mL Bk

v

B 15 mL ERIEES 15 9%, £ 5000 rpm FEL 5 55,
AEUEE EIER#HIT GC/MS/MS 734

> E-RER

Captiva
> EMR-Lipid
AL

- BRIK

1. BEFERFRN =X @ mailtiE5 /4% Captiva EMR-Lipid L2



FERIIE

STEEMR (LOQ). i, HMEMNAEWMES
SEHITT TMhH. BUERRLIMEEIE S D
REM = (2. 4. 25. 50. 100 pg/kg) o
3t 3 FMlARAE (250 500 100 pg/kg)
WIEIW A RSD% (n = 3) #4177 ¥
F{REETEF] MRM BFITHE D ITYILE
EMEEER,

HR5ie

GC 5%

&S MRM 2RTFZRB A ZEZNEAT
B, BI T Ns DR e E O
(A RT) thA R E TR AT{E) (RT) B9 MRM
B&iR, BEBUESNBESENEZNL
a4, i, EREBEEE (V) 1B
BEFFIERTRERL (GBI
BHR) 5SMEeiE /;uﬁﬁi\%?@li/ﬁléuﬁk‘
SHEEFAMSHNIRER. aRBENL
EMENERETEE U REEERR]
SHREFHNENMTE, HEIREZE
PEAES Y, B 2 877 UL 25 ug/kg BIRE
tnE=Xa= B FEmPHPTE 38 Mt
&M MRM @15 E

x10°
3.54
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2. X F3 GC/MS/MS 1E 20 D #N D & 38 M1 EIHY MRM B1EE



FTA 38 MRAMKIELERY|F*E 3.
FIELEMHNREREEERE R
=7F 0.9900, Bk \-EHEEREMNT XD
MRy 7555 E &R (LOD) 9 50 pg/kg b,
HEWWEaYIYN 25 pg/kge HNFRR
BN 25 pg/kg B, oEIKZER
80%-125%, 50 ug/kg B9 93%—-119%,
100 pg/kg BYR 83%—107%. 3 FINARRK
E TN ERE (RSD) HHEEIHE
T 25%0

R 3. ARG AR EMRLLM. B RSD (n = 3) FIEEFR (LOQ)

B4 % (RSD%, n =3)

w&Em R? 25 pg/kg 50 pg/kg 100 pg/kg (uLg(;Eg)
A HES 0.9922 92 (7) 101 (9) 101 (2) 25
HERR 0.9966 100 (5) 111 (8) 101 (9) 25
52 0.9959 113 (2) 106 (1) 92 (9) 25
g5 0.9938 107 (9) 119 (8) 105 (13) 25
IRzCE A 0.9900 95 (5) 104 (3) 8310 25
RERE 0.9941 88 (1) 101 (7) 971 25
SHE 0.9918 109 (14) 114 (2) 9514 25
34 0.9951 83(9) 105 (14) 96 3 25
FAESIEM 0.9973 93(2) 107 (9) 96 14 25
\-SEEFEE 0.9986 125 (25) 104 (6) 94 (8) 50
EaRZ N 0.9919 105 (1) 103 (5) 95 (9) 25
R LR 0.9934 108 (9) 119 (9) 106 (13) 25
ZVERR 0.9967 99 (3) 110 (9) 100 (8) 25
FRIRHREA 0.9985 88 (4) 102 (12) 93 (13) 25
T D0 0.9926 80 (25) 100 (8) 103 (15) 50
{EhRRE 0.9955 95 (3) 106 (4) 95 (5) 25
AR 0.9907 99 (7) 110 (5) 93 (15) 25
REltEARER 0.9939 92 (5) 103 (7) 98 (1) 25
SEM 0.9917 108 (12) 113 (3) 97 (14) 25
a-737%7% 0.9901 100 (3) 116 (4) 100 (16) 25
B-75757% 0.9930 100 (3) 116 (4) 100 (16) 25
ACES 0.9917 84 (13) 93 (5) 98 (7) 25
BT E 0.9999 93 (5) 114 (4) 99 (12) 25
E= R VL 0.9981 97 (7) 106 (7) 88 (3) 25
RIS 0.9968 97 (13) 107 (5) 92 (21) 25
SARPER 0.9909 98 (5) 109 (4) 96 (7) 25
ZHRARR 0.9946 94 (0) 109 (8) 100 (3) 25
i 0.9937 114 (6) 112 (9) 103 (20) 25
ER B IENER% 0.9985 92 (2) 105 (4) 96 (5) 25
=] 0.9954 91 (6) 114 (8) 97 (13) 25
Lty 0.9924 96 (3) 104 (9) 94 (9) 25
TR BE 0.9909 92 (1) 106 (7) 95 (6) 25
12 FR B 0.9970 92(2) 108 (6) 97 (8) 25
TR 0.9960 93 (3) 108 (10) 99 (2) 25
SRR 0.9915 110(12) 113 (2) 95 (14) 25
it 0.9978 108 (9) 109 (8) 100 (11) 25
AR 0.9920 96 (1) 113 (9) 107 (6) 25
ZIHEZF 0.9988 91 (3) 107 (7) 98 (5) 25
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AR AR, BEAXIESR

10%-20% F97K, LARS LE5% SZAE R # id

Yo TR AHES, FH 16:64:20

EtOAC/ACN/ACE & SAFHIT Z /5,

R EFE Captiva EMR-Lipid 1338
FHT, BOEKMABRREDF, XXNTF
£ EMR-Lipid W37 ESCELEARAE R R R

SEEERP O

FEEE, B, BNEERESYT
IO 20% B97Ke S$F GC/MS/MS #&,

KAWFTEERT FHERRERIFHNEIEERE
PR —EH GC/MS/MS 3 i )N iz 2 %
BE, EAMRF, BFELATIREZERR
XABTFRK, TRAFEDERE RS,
SR, LC/MS/MS 1N EFERK, &
EMR-Lipid #tfa, #Fmr]ABEHEITH
B LC/MS/MS R FEHITHH. (NH
RNRBEREREERN, TRET
LC/MS/MS 73 Z RIITFIRM B8 %
B, BEmRgE.

BEBRTHE IMIMTRE F=X&H
38 TR BN,
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254

20

154

wayHE

104

0- I

W 25ug/kg
50 pug/kg
[ 100 pg/kg

._L

<5 5-10 10-15 15-20
RSD (%)

B 4. UL RSD% RARBIIIHEAE F=XBRARADTN A EEIMM, n=3
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