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2. YhUw O RZZhEMICIRETI2HEL B
DFET,

BEEOREL ANILDRE O RATREELEE
(MRL) ISEET3hESHhZHETT 311
EEROLEBEOBHNNRETY, Y7idAx
A 3 BB OREREIGIRT. % Bl TH
20% DEVINVBE 10% DEEBAEENT
WET, EERREEME (FAO) IZL5.
TFIEHAT O BHICZ(EBEINTLSA
T, FERIEETSHEED DD OICE
FERICWWSOD D BREDFERAFTFIINATYL
9 . LHL. CThE5DLEHDEED. B
MR OED S IEFME THH>TH. RIBICH
WCEZS|ISRITAgEMENHDET,

COMEOENIE. o> FILED 38
BEOEREXBYOREBLVEEDD
D PRP T 7L GC/MS/MS R—2

DAV YRDOBEFETL o XV YRIE
BiEEAR =R L. $WT Captiva EMR-
Lipid 21 —=>7 v 7 LIRBKD DREZER
LF L7 GC/MS/MS XVw R, BEeRE
A# >R (HES) ¥ 30 m HP-5ms D)L ~=
AT —bASLZBWAAFIVIRILFS
WOT7o>a>EZ21)>T (AMRM) AR —
RelLFLT

REF &

B SURHE
BEREYE (BHE = 95%) : Dr.
Ehrenstorfer (K1) & &£ Sigma-
Aldrich GKE)

7thZkUJL (ACN). X&2/—)L
(MeOH) . EFf¢TF)L (EtOAc) HPLC
J'L—R : JT Baker CKE)

- HEIL-—ROTVHIEY
Mallinckrodt (77-1/L5>R)

- RuFOrL>Fa—7 (15mL LU
50 mL) : Sarstedt (R-)

© IuRYRILIRAIOFa—T
(2mL) : Axygen Scientific (EUA)

B4z oEERRK (1000 mg/L) %@ &
B (ACN. MeOH. F7cldh)LTy>) TH
B, S5 °CTCRELEL . BEBYAR
(10 mg/L) % ACN TH#EL. <—5°CT
FRELELT

80:20 @ ACN/EtOAC #H A 16:64:20
@ ACN/EtOAC/ XA AR zHH L. ZRT
RELELT

ERRBLME
OB NT 825 ¢ (Novatecnica.
Yoo, 7Z9)L) . SLT703
(Solab . #>/Xwo. 722)L)
RILTv o2 =4 — QL9017 :
(Microtechnology. #>/%o 0.
JIV))
BFRUOAUX-420H LT AUW
220D : (2EHEF. RE. BA)

ik (18 MQcm) : Milli-Q > 27 L
(F5>R)

Captiva EMR-Lipid A—rUw,

3 mL. 300 mg (p/n 5190-1003)

. YIZAR—JLR 1VacElut 12 "> 3>
(p/n 5982-9115)

© ESIYIREVFAY
(p/n 5982-9313)

o DY TILETI3mm. 0.22 pme
FrO> (p/n5190-5269)

c FEAOETEL TJU—RBEREL
(BTO). />RAT«wv2o. 11 mm
(p/n 5183-4757)

INATIL2mL FEBR. XoUa—.
BEE (p/n 5182-0714)

2OV a—FvvS
PTFE/ZFR> U OV TR L EER
(p/n 5182-0717)

ALS 2> Z—RILEFEE. 10 L.
PTFE-Fv M4 E7>> v (p/n 5183-
4730)
IESAF—bS1F— TV
L2 OV T—IN— HZRT—=)L
(p/n 5190-3167)

. Intuvo AFvEZ U NS L HP-bms UlL
30m X 0.25 mm. 0.25 pm
(p/n 19091S-433UI-INT)

. Intuvo SSL A—RFv
(p/n G4587-60565)

© HARO=YTAIIEF YN, TV
ARTTA 2T Ay RB LU K BFA
BRYBREROF v T HI T 2%
& (p/n CP17975)

TEIFELBEDER YK L Eppendorf
CRE)

AHTICIE Agilent Intuvo 9000 GC ¢ 7010B

MU ZILMEM GC/MS A G HE TEH
BLFEL, GC > RFAICIFILZFOZ
JZa—XT4P723>kO—)L (EPC) 7&
BEL 7693 A—h VT SEMBAAEDEF
LTco T—HDEDIAAH LERITICIE. Agilent
MassHunter 7—20X7—>3>V 7o)
ZEALFL
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GC/MS/MS # a8 D &M IFFME» D
EEWICETVWTRELEF LI, &1 1C
GC/MS/MS RIFEE DEEEHERLET,

R2EZJRNEBIAVELOIUDIVITRILE— MRM RS2 ay

1. Intuvo 9000C & 7010B @ GC/MS/MS &4

MRM +5>923>

INFR=Z BRENE
FrUTAZ AT L 1.2mL/min
EINS 2uL UULZARZ UYL ZE—R)
FEASLRED 50 psi

F=T2TOIS L

60°C (199«

40 °C/min T 170 *CETHIR.
10°C/min T 310 *CETHE.

3 DR

1Oz OLRE

280 °C

H—RFyTRE

#JH 85 °C
FOWOF=TVE—R

NRBE

280 °C

cSYRTF—=51>

290°C

172K

HES (BT #AL5%)

174 VREE

300°C

MS1/MS2 'BE

160°C

AEE—R

152y MRM (AMRM)

qUTa>AR

£, 1.5 mL/min

EEIAY CE EETA> CE

A=y (m/z) V) (m/2) ) RT (%)
FOUFRY 2289->92.8 10 207.8->181.1 10 14.762
77— 188.1->160.1 10 188.1 > 132.1 20 9.224
TrIUY 214.9->200.2 5 214.9-> 581 10 8.069
AZHHRR 158.8->131.0 5 158.8->97.0 15 7.183
JOILT >~cis 372.8->300.9 10 372.8->2659 25 11.099
JOLTTFEIL 328.0->247.0 20 2471 ->227.1 20 11914
JOLTTVE YRR 294.9 -> 266.9 5 266.9 ->159.0 20 10.438
IBLEURR 313.8->257.8 15 1989->171.0 15 9.881
JOILEYTHRXFIL 285.9->93.0 25 124.9->47.0 15 9.120
DZA =10 208.1->181.1 10 181.1->152.1 30 14.657
IARESIFY—)L 192.0->138.1 10 192.0->111.0 25 12.919
IRTOKRR 157.9->114.0 5 157.9->97.0 15 7.183
TRULIKZ 292.1->181.1 5 181.1->153.1 10 8.560
JT=hOFA> 277.0 > 260.1 5 125.1->79.0 5 9.118
I TOPELD 128.1->110.1 5 128.1->86.1 10 9.990
TIVFAY 278.0->109.0 15 124.9->79.0 5 9.974
7470z 366.8->212.8 25 350.8 -> 254.8 15 10.488
INT IRy Fp-TFIL 382.9 ->282.0 10 281.9->238.0 15 12.049
ZLESAFY—IL 340.0 ->298.0 15 340.0->107.8 40 15.798
HCH-a 218.9->183.0 5 216.9->181.0 5 7.766
HCH-B 2189->183.1 5 216.9->181.1 5 7.866
AFHIOORIAEY 283.9->248.8 15 283.8->213.9 30 7.834
ARFHAILT 202.9->134.0 15 202.9->106.0 25 17.900
RSFAY 172.9->99.0 15 157.8->125.0 5 9.734
AXFAF A 144.9->85.0 5 144.9->58.1 15 11.033
XkZoa—)L 240.0->162.2 10 238.0->162.2 10 9.866
RYDAE Y 251.8->162.2 10 251.8->161.1 15 10.449
EUsHILT 238.0 > 166.2 10 166.0 -> 96.0 15 8.699
EUSHRRAFIL 290.0 > 125.0 20 232.9->151.0 5 9.533
PSR 232.0 > 204.1 10 221.0->193.1 10 15.031
PUX&2=)L 198.0->183.1 15 198.0 > 158.1 20 8.451
FFILIRR 157.0->129.1 15 146.0 >118.0 10 10.757
ZEEAASTTY 273.0 > 255.1 5 272.0 > 254.2 5 13.611
FILTHRR 230.9->175.0 10 230.9->129.0 20 8.256
FhSaFY—IL 336.0->217.9 20 336.0->203.8 30 10.049
[NI=EDP I ulSY 172.0->145.1 15 116.0 > 89.0 15 12.830
KUTLSUY 306.1 -> 264.0 5 264.0 -> 206.0 5 7.269
eroovuy 212.0>172.1 15 197.9->145.0 15 9.158
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2. Captiva EMR-Lipid 71 —>7wv =

3. Bk

RESFARLIH > FILE 259 5F2LT
50 mL =008 (RuZynoeLy) Fa—7
ICAN. BBICIHELTRANTZL. 1 PRI
TwIRL 15~ 20 DREFELLE LI
TICHYZILEIEDFIERELTRLE T,

RESFAXLIEHT 259 Z5TE L. 50 mLEOHEEF2—7 (Fa—7 1) ICANS

v

5mL @ 80:20 ACN/EtOAc £ 2 DL ZIvIRES HIF2ANS

v

HUTIL%E 10 DE LMD LIRES LTHS.
5000 rpm T 5 DREHEODBES S

v

LBAHEHRELTHS 1 20Fa—T (Fa—T7 2 ICBT

¥

FOH.Fa—7 1% 5mL D 80:20 ACN/EtOAc THHE L.
10 FRHRE S LTH5.5000 rpm T 5 DREEOD T S

v

LRAEFERLTFa—T 28T

v

2.5 mL QK ZEF1—T 2 ITFML. (RILTYIRIFH —2ERETI0)
BNIRED

v

Fa—7 2 Hh5DHHEY) 2.5 mL % Captiva EMR-Lipid (300 mg/3 mL) IZ
MXTERAETIES

v

ZD#.0.625 mL DA AL (16:64:20 EtOAC/ACN/K) &
Captiva EMR-Lipid (300 mg/3 mL) ICINZ CTEHAETIES

v

15 D EREZIRTES

v

1.825 mL DAHKE%E 15 mLmDODBEF 21— IcB LI,
2.625 mL OEBHKE 1.2 mL DAVAIZU=FINT S

v

15mL Fa—7% 15 DREHRILTv I Z L. 5000 rpm T 5 DR O BEL 2.
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FETR (LOQ). BIFM. FBE. EER LD
INSA—HFHEL £ LT, RERITEIL. 5
SOEBBE (2. 4. 25. 50, 100 pg/kg)
HEHET, 3 DDRINATLANJL (25, B0,
100 pg/kg) #[EIUXE Y RSD% (n=23) 12D
WCEHEL % L7z P ORIECERIE. U
ToiayREALE MRM o9 a>h5
AELFEL

RRCEE
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A1+ 2v0 MRM IEZHDERBYE TR
CTRAVYRICERABY—ILTY, DD
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£ 3IC. BB EEODINTDEREICHT S
RIHERETRLEYT, REFOERRHE R
IE. IRTOLEY T 0.9900 U LETL%,.
50 yg/kg >Nk U> V) 7> 7OE
ELTD 2 DDILEMERCE. AVYRDE
2T (LOQ) & 25 yg/kg TL o it
LY OEINE IS, 2 25 pg/kg Tld 80 ~
125 % DFEFET. 2E 50 pg/kg Tl 93 ~
119 %. EEE 100 ug/kg TlE 83 ~ 107 %
Tl MBXIZERZE (RSD) OEEIE. 3
TBEOINAEEIRTIZEWNT 256 % K
T Lo

RIITNTOERRED XYY ROKREROERRIEEIUNER L RSD (n = 3) 5L OEE TR (LOQ)

EIUYE % (n = 3TD RSD %)

LoQ

1t&m R? 25 pg/kg 50 pg/kg 100 pg/kg % b
FHUFRUY 0.9922 92(7) 101 (9) 101 (2) 25
75o0-)L 0.9966 100 (5) G 101 9) 25
TRSUY 0.9959 113 (2) 106 (1) 92 (9) 25
ARHHRR 0.9938 107 (9) 119(8) 105(13) 25
SO -cis 0.9900 95 (5) 104 (3) 8310 25
SOLTTFENL 0.9941 88 (1) 101 (7) 971 25
007z EYIRR 0.9918 109 (14) 114 (2) 9514 25
HOLEURZ 0.9951 83(9) 105 (14) 963 25
HONEUTFRXFIL 0.9973 93(2) 107 (9) 9614 25
DZA =1 V20N 0.9986 125 (25) 104 (6) 94 (8) 50
TAFLTFI—IL 0.9919 105 (1) 103 (5) 95 (9) 25
Tr7OAR 0.9934 108 (9) 119 (9) 106 (13) 25
TRULKZ 0.9967 99 (3) 110 9) 100 (8) 25
Jr=hOFAY 0.9985 88 (4) 102(12) 93 (13) 25
JTYFOEELT 0.9926 80 (25) 100 (8) 103(15) 50
JTIFAY 0.9955 95 (3) 106 (4) 95 (5) 25
JFa=I 0.9907 99 (7) 110 (5) 93(15) 25
INT ORI p-TFI 0.9939 92 (5) 103 (7) 98 (1) 25
ZEVIAFI—)L 0.9917 108(12) 113 (3) 97 (14) 25
HCH-a 0.9901 100 (3) 116 (4) 100 (16) 25
HCH-B 0.9930 100 (3) 116 (4) 100 (16) 25
AFHIOORIAY 0.9917 84(13) 93 (5) 98 (7) 25
CUREFAILT 0.9999 93 (5) 114 (4) 99 (12) 25
TSFAY 0.9981 97 (7) 106 (7) 88 (3) 25
XFAF A 0.9968 97 (13) 107 (5) 92 (21) 25
T =M 0.9909 98 (5) 109 (4) 96 (7) 25
RUDAEY Y 0.9946 94 (0) 109 (8) 100 (3) 25
EUSALT 0.9937 114 (6) 112 (9) 103 (20) 25
EPUSHRRXFIL 0.9985 92(2) 105 (4) 96 (5) 25
ESYARR 0.9954 91 (6) 114(8) 97 (13) 25
EUX2=IL 0.9924 96 (3) 104 (9) 94 (9) 25
FHILAR 0.9909 92 (1) 106 (7) 95 (6) 25
RPOXSTTY 0.9970 92 (2) 108 (6) 97 (8) 25
FIL TR 0.9960 93(3) 108 (10) 99 (2) 25
FRSTFI—IL 0.9915 110(12) 113(2) 95 (14) 25
RUTZOESRROEY 0.9978 108 (9) 109 (8) 100 (11) 25
RUTLSUY 0.9920 96 (1) 113 (9) 107 (6) 25
Eyonvuy 0.9988 91 (3) 107 (7) 98 (5) 25




O FILEIEX Y w K
T—2REOH. HEROEFMOEME. B
BRIRATLATFVRITES. WhJvy
ZFHICRRD BB, BMARRINY
IR TOEMNTREBRED D ZRINSES
ICIE. BIRMBIN VI ABRENEETY,
Captiva EMR-Lipid 71 —>7wv/id. &
MORRICFHZEIRAICE DR Z EAT
FZY1—23> T AVYROBFEP.,
THE0O PAH #HEICUBIER LAV YR
M HTHRORESTICHELTWVWEI LA
HIBL £ LT

DR RYDRIFREINEZRIET AV Y
RICIERD 2 DDEBBEDNHDET,

1. 2 EloFEHEHEICED. BEIHDZ VTR Y
IADE DR RY) E BT 28R A E
ELFT,

2. HIUTIAANH—RUySEBBLIEED
BIOARICEST. DFRMESS
ICARTEZ N TEET,

BHARIZRBZHEDLHOETH Kz 10
~20% Z®HBILT. Iy IEINIEED
R2DEBHSHED DD E T AAVYRTIE
16:64:20 EtOAC/ACN/KDEEKZ. BN
OBEHTHEALELE %

%> )% Captiva EMR-Lipid H—kJwo
ICA—R93HE1IC. —EBDKERILIEDH
HRICIIZ &9, KDEMIE. EMR-Lipid 78
A TLEFLVEBREZ/[ICOICEET
To —MRANIC. YUTILEBEWFIZ 20 % D

KEEDZCEHEEREL£9, GC/MS/MS
BHETIE. BFEARIOXKIST10—.
GC/MS/MS IZ&2 DR O—EMEDH
BLRRVREFRT B1=012. TLABK
MNEETY, SEIOMIETIE. FKDH
IFTRL BOMAY Y TILEEBBDZHIC.
AVF O BEOWHBERWELT, 172
L. LC/MS/MS #&H TlE. BKIFFAETT,
EMR-Lipid 21)—=>7v7#%IZ. LC/MS/MS
ICEoTHY TN EEENHTZ D, R
LTI 2 CHAERTT, REHRENE
HEFI-TRVNFEDH. LC/MS/MS
BICH YT IVEEET 2D DE IR BIAR
DRATYTIHRBrREDES,

3. #4725, 50, 100 pg/kg @ 3
DDRINAILANJLD 38 FEEDERED [N
LKrRLFET,

B 25pg/kg [ 50pg/kg M 100 pg/kg

1204

100+
& 80
>
3
>
]
o 60
0
[
©
S
=3
2 404
a

204

0.-(\0\69\5\%6\}\\69%(\‘0(\-\\\*\@’0 ¢ O C S QD PSS

‘\\\@ ,L\Q O O 'bQ‘\‘\O.{\O,\\\ 6’0,\9 © \o‘-\\o \QK-\\O 00&1/0\6\ &®00®®0®0®0 &\.db\@,(\o ,b{\‘\o.{@\s»\o/voé’ﬁ,z}\o\\

,Q'Z;‘ & @ \;a’b 'b(& & N Q*& N & & @Q & & \(\\0 & ((@ Q‘,O & Q\"b \2}0 é\ﬂx & & 6,5\ ) é‘\(\&\ & ,on XSS N _\\é N
F ¥V YRS TFE ¥ E KRR E SEFT I FER PO ¢ FEFF P
S F & & @ X T E SO © R A R S M SR A

& O ¢ S § & QO < R & N W S K < R ,Q?’z\ <&
S \o‘\Q \ov‘& A2 <@ NN +,Z,0 \<\<<‘
d\ﬁv‘{b 2
)
Compounds

3. 25.50.100 pg/kg DR/ 7 LAJLTEHIE L 7e TR TDEEDEIRER



254

204

154

10

Number of compounds
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