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LC-MS/MS M E K B X ZH 2R th 7 #1 (X &

LCMSMS-305

BE. RETELEEENERR. BIERURBEERRSNERZ —. MEAERHERESR, BHIEFMR
IS S, AIRAEAB RN R ZEHTEIERE, BT —Mz BESMBRRIEHLZA LC-MS/MS 77
%, BEINER 7 MREEXNEMERNRFFRIZAE AN BT RBRREFIRE, 7REREMEFRE RSD%<20%,
BIERFE1E (SERETE 90%~110% Z 8] ), 1BiT b pRfemn R R E 25438 mpe fRAAT (e A, IESE T BhintEixzs
FRERER N COX B PG KRR IREZRIFE T AEA. OEA. DHA 28R E L1, STV-Na S54SRz,
edaravone Bt B EREEINZE AR PG KR IFHKFEMNmIEZHAIER,

LEA: PR IR EEAY B RITRRE S
R : COX, TRAAT; PG, BISURE: AEA, N-TLAPUEREZENE OFA, WBZMNE AA, TLAIIAR;

DHA, -+ ZH#/\I%EL; STV-Na, FEHHEZR ( F=IE AT ALK ETHHZS ); Edaravone, fRiAHiZE (ELH

=pigi sl NESEY DS

B, AEHUEER, REFEZERE. &K
R, BRRURBGERESN=RER (RED. O
. REIE) 2 —o RN, BT RERIERNANY S
EX. IEFERNMRRBREFRLER, RMRESTE
R—RIMARIAR, EBSREIRERR . et
FERDE. WEERML. SEHENEHR. HERTS
BEE. (FARBEFN—NEEN X, ERAFEX
k. BRIBBPIEFEEREMIN R SHEAREER
MR FHOEERENIMTSEE, HMBRAERRE
S5, SREDEVENEE., RESEZ xRN —
MR PR IEE NGRS —FMEEVERZER
=, PRICNSTEMATENER, ETEMURENT
REETHRERL, SEYEZEEFRIBRAER,
FEBEAEES A2 NPER TUKMBAUEBSHNEE NG 4
MGRERES =F SR E BT EYEMEN =+
WETEY . EXREEHNIER TESBSIBRE (PGs) A1
#E; AlEESIENERTESa=HMErRE -+

B 55
11 Y88

WIER ., EAEE P40 BEMABMNER T £
o +HHR=GRE. BENGEREERF=YERNE
BESENEYEER, Tz 5% 85K ERK, %
FIMRTERGE, LN, WRMENS N RMEEERRLTE
YN HEE ZEZRR (OEA). N- 24 MU BE 2 B2 fZ (AEA)
B Z+Z 5 NIGHR (DHA) EH AR R R —ENHE
RIFTEA. XA OEA KRS TR K RIMETNEE
&, BUNRABIEEAR, BARRRKBNRRRE, XA R
FEIRBEBRIPIER. AEA BTREMAKEE
KERRRRITEY, VBT AREZERERIEHER
PER, REWEAITIESN, WS RARGERP
EF. DHA ##RA “RE<S” , #8ighni/ VMR 4EpEAR
R MR R, SREER—ENIM
BAFRIFER . BELt, BB —FhaRrmEss AN Ekm i
BZ2 R TR MR R ( EAE UIEER R H KW ) G ER
FEERX.

ALBFEAREBENRBERENLC30A 5=FMRAF RN LCMS-8050 BXFH R %, BB E A LC-
30ADX2( Hiik %R ), DGU-20A5R( FEZR B SA ), SIL-30AC( Bzhi#1Ess ), CTO-30AC(+EE4 ), CBM-20A R&inlgs,

LabSolutions Ver. 5.86 B3 T {Euf.

HAYEE: JRAEKEM (Retsch, MM400); EIHHZEBURE (ASE-12, REZRFFRBHMARAS ); EEREN

(Eppendorf); JATEIRSES (IKA VIBAX VXR basic),
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LCMSMS-305
1.2 1BV K SRUG 4R
KPGAR R M SD KRR shAkFEZE / HEIARE (MCAOR),
HEE 22 h, FHRIN/E 2 h RAEBESIETSRZ /B,
LR A 4 4R RFARLA (sham group). FRIMAZEIZE (model group). %57

EAAEMA RS ERM. G2 b/ 5

7520 (STV-Na group). PRMEXTERZ54H

(edaravone), ELAFMIEENET 6 2o
1.3 A&
BAREE & g &1
BIig&M SHYEE: LCMS-8050

14T, Phenomenex, Kinetex C8 (2.1x150 mm,

2.6 um)

EFE: ESI+/-
FEERE: 3.0 L/min

MmahtE: AME: (0.1% BER ) K (viv); BAE: ZhE
REE. 0.40 mL/min

PFAERIER
;%D?me: 3000C

10.0 L/min

R, 40°C DLIEE: 250°C
HAEAFR. 1l INFAEHSEEF. 450°C

k?ﬁ_\,/m.

10.0 L/min

RTT: BEEFIE L
R %ELJ* syl

=1 BESEBFM

k2.

Time(min)  Module Command Conc.B(%)

0 Pumps Pump B Conc. 10

5 Pumps Pump B Conc. 25

10 Pumps Pump B Conc. 35

20 Pumps Pump B Conc. 75
20.1 Pumps Pump B Conc. 95

28 Pumps Pump B Conc. 95
28.1 Pumps Pump B Conc. 10

30 Controller Stop

2 EEREREERIRAMRMSEL

Collision energy ~ Retention time

Analyte Polarity Transition (m/z) ) (min) IS group
PGF2q Neg 353.20>193.10 26 10.337 1
PGE; Neg 351.20>271.20 17 10.752 2
PGD; Neg 351.20>271.20 18 11.146 2
AEA Pos 348.20>62.10 -15 18.259 3
OEA Pos 326.20>62.10 -18 19.191 4
DHA Neg 327.20>283.20 11 20.226 5
AA Neg 303.20>303.20 8 20.379 5
PGF5,-d4 Neg 357.20>197.20 25 10.313 1
PGE;-d4 Neg 355.20>275.20 19 10.722 2
5S-HETE-d8  Neg 327.20>116.10 15 17.356 3
OEA-d4 Pos 330.20>66.10 -19 19.162 4
DHA-d5 Neg 332.20>>288.20 11 20.190 5
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LCMSMS-305
1.5 B amil&

AR ATR A

RETESRR (PSR ): & 100.0 ng/mL PGE,, PGD,, 500.0 ng/mL AEA, DHA, AA, 1000 ng/mL PGF,,,
OEA

BERNIRBR (FEEZERK): & 100.0 ng/mL PGF2a-d4, PGE2-d4, 5S-HETE-d8, 20.00 ng/mL OEA-d4, 500.0
ng/mL DHA-d5

BT TR

BEIfEZEEE (Strata-X, 10 mg, Phenomenex): M -80°CIKFEEHE fNZBLR S, ATULHITI K LS ERHZ 10.0 mg
M ACKIOA 100 L WARARK (100 ng/mL) X 800 puL FUSEEZ (& 1 mM BHT, Fiu4F -20°C); =0 3000 rpm,
30 s; BREE{YUHFEE (2 beads, 30 HZ, 5 min), BCIESEFU4TF -80°CYK$E; 4°C, ®HE 30 min, 1500 rpm; 4°C, Bl
12000 rpm, 5 min; UEEX_E4H 850 uL F 5 mL BB R, A 4 mL Water (& 0.1% BER , 4°C), #ZES; M 1mL
FREZAN | mL BAK (& 0.1% BER ) JELEEZEEAE (Strata-X, 10 mg, Phenomenex) ; Y58 LARRH E#F, o]
EYHIFTRE, =HRE (IEE 23 s AE); W1 mL0.1% FA X% 1 mL 15% ZEaRiaEEREZERAE; M 300 uL
FREEZERL, WS, BEZWRYE 1 h(V-AL, 45°C), fRTFT -80°C, #A%RTI 200 uL FEEEA.

HZR51R

2.1 BEFURBITIERIMAL
EEELT Folch 7&K SPE JEXELEAR R MARAYIREVECR, EEAIREM ( AR ) IMEE N EHSERE. HPXREK
SPE #th#fT T Xtbo ZERER, SPEEAVRBGIERMT LLE 7%, BT SPE ERBUNZRILM, RAFKABEXNRA

2275 Strata-X SPE cartridge.,
7x10° [ Oasis HLB SPE cartridge
ex10* Strata-X SPE cartridge
310 e LLE
ax10®
2x10° o 3010°
10
1x10% 4 1x10° -

p‘#)b”

bl
:;;; le Il

& & & &
SV St G TR LS g N 5

Peak area

2.2 HARIEIER]
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150 - 67
120 A 3 &
90 1
60 L W
3 30- f=— -
) ! Y
~: .0 r T u T { A 1. 1 T T T T T 1
2 9 10 1 16 17 18 19 20 21 22
» 150 - 7
S 1204 B 2 5 \
2 0 ! n ‘
[ T p H \\
= 60+ L. Nl
2 % | =
TU' 0 T T T T £ T T 1 T 1
= 9 10 1 16 17 18 19 20 21 22
¥ 150 - I
120 & o B 153 IS4 195
5 |
90 - [\ / )
60 i — 7} S —
30 “ e
(p=—.. '™ . : . . .
1 1 A 1 1 1 1 1 1
9 10 1 16 17 18 19 20 21 22

Time (min)
E2 EEERERR APREI SRR G iR

A) B R REEEAEREER B) frgiPERE S REREEE C) NirEk
1. PGF2a, 2. PGE2, 3. PGD2, 4. AEA, 5. OEA, 6. DHA, 7. AA, IS-1:PGF20-d4 (1000 pg/mg), I1S-2.
PGE2-d4(1000 pg/mg), 1S-3: 5S-HETE-d8(1000 pg/mg), IS-4: OEA-d4 (200.0 pg/mg), 1S-5: DHA-d5(5000 pg/mg)
2.3 BEHRARIE %L (Background Subtracting Calibration Curves, BSCC) YR~ SI60F
B, ERARIEE (ERGEHER, IRREADT 5 REY Sham AARRARAERS ) PHEES T
PREZ, BEIARE 1, FHEEETERSIZIAE, Aﬁ%?%fﬁqutﬁ'@@mw/ﬁ MAEFRURE. ZITERS y(WmFA
£3), Fhy MxUERITRIHRRIERL (12 4). ERiEE, A1 5 AT NATRIREMAEFRNE.
WIESE A EXH BSCC EEITEBIINERNBHERPRREMERNEEAM, EXRIERT VF, BA
2 6 Tl EBE| VFE, % VF 7E 85%~115%, 1A BSCC BIHEHRE RIIE, % BSCC Xt QC #ER#t—HWIE, 4
QC #9&1%, For BSCC BITHIE,

y=ax+b ©) ™
A= _E 2) ;_3100 i F
' E 60
y=y-b ) 3
: 60
y'=ax+b @ £
[}
y'—b %m_
ConCAnalyte :—/ (5) >
a
20
VE%=2x100 (6
M 0
QOQ"Q Q(’Qm Viov OQ? 0‘2? v

E3 BSCCIRUEEF(=9r4frith)
%= 3 4 BSCC (NI SEIFSEN, k4 AN BSCC FUERE . BEESEIE,
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LCMSMS-305
R3IE=ZANREDFHAXS BSCC #4177 WIE, ERBRERZEWIEREF VF EIHTE 90%~110% Z i8], R
BSCC XRRE (BRHPAFFENNEREIRE ) EBNAERESIERERY, ERBMLGEMERE (0.99), &4
DAARPS=ENRENRERERX BSCC EL MR NNEREEMARERT T RIE, BRE =ERKFSRE
+IMRE, RE% 5 RSD% 97 15% KN, EMEEARIYEIRERTE 50.3% £ 98.3% Z i8], FERERERIHRE.
2.4 AR BN 5 B R E 5

5 ATRIVESE SEIER

Spiked amount Recovery Matrix effect

Analyte (pe/me)

peimg Mean(%) RSD(%)  Mean(%) RSD(%)

PGF,,-d4 1000 95.3 2.1 91.1 7.8
PGE»-d4 1000 90.2 7.4 97.8 3.9
5S-HETE-d8 1000 74.1 7.1 111.1 7.2
OEA-d4 200.0 70.6 10.8 94.8 5.1
DHA-d5 5000 51.0 48 114.9 24

HTAFEEN=aER, N AR EE RSN A TT. RMXARIRRERRERSN. ERETR,
RARAE R B R ISFRE, RSD%<11%,
2.5 FREMEER

6 TIEREMEE

Room temperature 72 hours at —80°C

Spiked amount for 3 hours
Analyte (pg/mg)
PEME RSD(%)  RE(%) RSD(%)  RE(%)
60.00 11.7 1.4 3.6 115
PGFaq
1600 0.7 10.2 2.6 0.4
6.000 3.0 1.9 6.3 6.3
PGE;
160.0 3.2 0.5 3.2 13
6.000 7.2 122 42 7.1
PGD;
160.0 10.2 0.3 7.6 8.8
30.00 47 4.9 3.9 144
AEA
800.0 25 4.1 3.4 112
60.00 3.5 6.6 3.0 23
OEA
1600 0.6 1.6 3.5 1.2
15.00 10.8 7.5 1.4 1.5
DHA
800.0 24 9.4 42 3.9
30.00 2.6 2.8 3.0 6.8
AA

800.0 3.4 -5.4 4.0 -3.5
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LCMSMS-?)OS
ERRENSRESAERT =R E 3 /N -80°CTNE 72 /NFaFREM . RSD% 5 RE% IJ7E 15% MK,
2.6 N EIRZE R R FRAVBE RE 0

I tschemic {ight) side  [777] Sham groug =] STV-Na group
[ | Non-lscheric (left) side [ Model group [ Edaravone group

2500 -

2000 -
1500 4

@1 | 10004

Concentration{pg/ma)

El4 RREISCIEAHELEBER S BRIELE
HEBAEIRE _EER RGN RREA RIS A A A MARNERM), TEBMCRAEGR MBI R
HZEMRZER). BEXNR: RAREMSHEMNER, #5R=nmp <0.05; HEXItL: *FRRp <0.05

AR **5=7R~p < 0.01, PGE2EEIRF AL HHACNE

Zig
AIRBE AR EBERN R R EHTEIERE, LjT—ﬂi}ﬂ;"‘E?DB@#’*EE*&E’] LC-MS/MS 753%, BTE
B 7 FEEARXEMAERN iz AN B T AR PIRE, £RER: 1. REASEFARAMELL, K
BEEINZAR M PG KL BV R — LA RIPEF (AEA. OEA, DHA) 7J<5IZ_'E%? , T PG ELKERFHNEZELE
BARRZE R S R ER N AIFEEME, AEA. OEA. DHA HY_LiEiR YA 5 RREMHEZRIPE TR M B R
2. [E1ERIEAELE, STV-Na 5 edaravone JRILFRIARIHIH] COX SEMEMTPER PG KA AEA, 3. JEGRMMIAX
RN RAEIERBEFUKFRZ IR S AR EN X £ BB FEUE, MUK EEGRMRENER, T N (ZM,
JEHRIMM ) ERF o

[ BN ARARFRZFFHL

EETHRILXEMIE 1805 LZE R Z #0801k Bi@EIE: 021-34193996 http://www.shimadzu.com.cn





