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Trusted Answers

LC/Q-TOF LU LC-QQQ Ic&LB
Eh2MPAOEY 102 BEOI ) —=>7,
BE. BLUVESE

=

BEIOXNI ST — /MEBRITREREBEZ S (LC/Q-TOF) U7 ILMEBREE9H (LC-
QQQ) #MEAELETEAL. 2MFD 102 BEOEYER V) —Z27 BE. EET37-003
ENRT—o70— %2R LTURELF LTt WRET2EYIE. 15 VXA THERINS 66 FEDMK
FHREY ORI O—EB. LU 12 VSR THERTINS 36 BEOEREMRTY, h—FIyIRE
VXM (PPT) it ERWCH Y ZILERTLIE L=, Agilent Captiva EMR-Lipid 21U —>7v
TEEMLELI B LT TILIE. 2fOBERICIGLT LC/Q-TOF TROU—Z2 UL UVERE
I3h. LC-QQQ TEEL F L7, Agilent All lons MS/MS (F—&IRITAE DA HA) LILEYT—4
RN—=2&BAEDET. 10 BLY 50 ng/mL TEYZ AN L2y > 7 IILICHLTH IR MRS
V=20 %TRELE L o BRAELTE AT —Z2 T XYy RTIE. 10 KU 50 ng/mL I2HWLWT 102
BEOEYE 100 % XV)—Z>J 23N AEETT. cDT—27O—Tld 70 ~ 120 % DE
UNERZIT 95 % DOXTRY). HEZ2RE (RSD) <20 % T 98 % OO RY. HKU 60 ~
130 % DYDY IRMRZRAT 93 % ODMTRMNEESNBZ L VWOIBNBRMESNTUVE
To EEXVYRIGEESIBEDNICI > TRIESN E LTco AEBDDDHRY TR /1
EBIZBVWTENTZEE (100 £20 %) $LUHEE (RSD < 20 %) z/Rl. 2MOFEE TR (LOQ)
1% 0.5~ 5ng/mL OFEHETHD. REMFO BRI R?>099 #RLELT,



IECHIC

ERBFICEWTE. ERIREROMRIFES
¥ (DoA) HLVBEATINTVRULAEDA
EHDOEERBRAII)—ZVITBLUVEEAD
EBHERICEALTVET, Thid. &E
MEYHAEZ . BRI ROT T IL
HHEMLTWVWBH T, itk RoU—=
VOREED O ICRB AT > TILIFIRTL
Teo LD L. KEMEY OB ZEITH
FELARTNIEEST. IEICIERBEIDAHD
BEBNBERSTCIENDB. RI)—=>%
CEEFBROEM I EABERENEALTL
FLTco ZOTO BYDTICHVTIE £Mm
FD DOA DRV —Z VI EEBNEETH
D, BBELROTVET,

EREZTIE. BAWERY Y ZILICKHLT
LC/Q-TOF * LC-QQQ # X'® LC/MS £l
M EBLBRFEAELTRAICERINTEEL
foo '[CORMMBLELZIFANSNTLED
& FEMLLACTHY Y FILETLENE
STHOH, DEFREIAE N VWSAIHEA Y
EBEI-DTT, RE. KREEEYOESR
DI TIE. EICLC-QQQ ERILFAILUT Y
vavE=&#U>2 (MRM) BB IR TV
9. 27 'MRM [ZHZRI MEEYIDEE D
WOFETTN. BYDRI) -1/ L
TIERALHBDET, EARBFZD/NT L —
TYRRO)—Z VI THIISEBZEOHTL
3FEIE. TOF-MS &SR EDREEBED
FTY, » "BERBENSVD. EYLEY
DREETERRE/ TV Yy oBB L El
KEMMERATEE T, TARIRRIU—Z>
JTHERATEZDIE. BESLUBNMADIE
BN Z =y F U IhalERFBEY VT
LD TOF-MS BIFD#H T 75T AN
FUBREBIMT B CICED, TSICAMRE
ZBHEL. RO U=V DBEEFRALIES
ZENTEET, RO TIE. QTOF-MS I2&3
2OV —=ZV I CREDHEICETSAED
EINTVEY, 7

Agilent Captiva EMR-Lipid 7538#| &, EE
SRRV TSI —S a3 DEMBRERTN )Y
TS LT, RN TERN BT —> Ty
TEEETIZ Ao TVET, T
SPE H—rUw2/TL—hrT74—<vhIITRIE
N7z EMR-Lipid BRI ZER I NIE T
BENCH T IVEBT ST TO—>TvTd
BEMTEET, COMAETIE. EbemAf
D 100 BEZBRAEEEEYS LURA
INTVBRAAEDZ -2, FAE. E
BICRTZEENRT—070—-ICDWVWTH
BLELI U2 EA—RIYIRHREZN
I IC Lo THIMIEL =%, Captiva EMR-
Lipid A—kUy2oU—=>T7y T aRBLE
Lo RIS, BIRLIBLT=XNU YIRSV TIL
% LC/Q-TOF TRV —Z>IBELUVRET
%\ LC-QQQ THEELIEREICEELF LT
F 1120 LC-QQQ THBRLIEH L 2DLFE
PE. UTrvava1A L. BXU MRM NS
A—=R72RLET,

REF &

B
DT RY) £ ELARHRNEIRE (IS) 37
AT, Sigma-Aldrich (> RL1Z0 S X—
UINCKE) B & T Agilent Technologies (4
SRUSS. AVTHILZTING KE) H5. R
BRERK. ERRR. FldBEEmMERCL
THEALE L. 20MOEEBEITTA
T. LC/MS. HPLC. x7ldaihJ/L—RDH
OEFERALELI. 7TERZRUJL (ACN) &
LUOXE /=)L (MeOH) & Honeywell (%
RF -y IVAVM. KE) hoEALE
Lo BEJL—ROXE (FA) & Agilent
Technologies 5 A F L £ L 7= (p/n
(G2453-85060) . BFE 7> EZ T LB LUK
B2 {t 77> E =7 L& Sigma-Aldrich (>~
AR SZ—=UIN KE) BOAFLEL
EremiE. BIOVT (VzAbARY—( Za—
=M. KE) MSBALFEL,

BESIVBROAR
MEROEFNEERKIZ. MeOH F7:i% ACN
T 1 mg/mL £71& 100 pg/mL TL 7
HEROESIZERKIZ. MeOH 7% ACN
F1 ¢ 100 pg/mL &7z 1& 250 pg/mL TL
Teo RO DIZEHRICDOVTIE. MeOH & 1
mg/mL TRABZRFEL EL7. FRRIFIAN
T, —20°C OB REBEICRELE LI LE
MBHZ WD, DR 1 JIL—T%
BAT 6 BEOFBRNAVAREZ. 1.1
@ MeOH/H,0 A 10 yg/mL THELFL
Teo RIS SRTODIHRRYZITRER
EIANAUBBRE. 11 D MeOH/H,0
250 ng/mL THRABLELT COR/N1Y
BAREERLT. BEAR:RESE (QC)
BTN EFLELE LT, AEZZE (1S)
ZINAUARIE BRI IS REik%E 20/80 @
MeOH/H,0 T 1 yg/mL IZZERLTIERL L.
YO TINCEERNNT T DIHICAVEL
Teo IRTOBERBREREBDHZRE/NA
TILICAN, -20°C OBHET 1 MBREL
FlL7

BEHE A 1Z. 0.125 % FESAMN 10 mM EE
B7UEZDLKBERELE LI, BEIEB
I&. 0.125 % F B A0 95/5 @ ACN/H,0
DI0OMM EFBE 7> EZTJLARELE
Llco Z—RIERBRIF.T:1:1:1 @
ACN/MeOH/IPA/H,0 (2 0.2 % FEE%= X
AR LE LT, AR TH S 95/6 @
ACN/MeOH ¥ 7 ICFARL. RT3 £ T
—20 °C OAREICRELF LT, 80/20 ®
ACN/H,0 %z BIoAE AR LTHERLE
L7co BAMAMRIE. 90/10 @ 5 mM Erig 7
VEZULEER/ACN (v/v) ELFELT



IR eite
T IVEIIBICEA L AR B £ UM
RO EBDTT,

— Agilent NERXT=R—J)LK SPE
A—tUwD 48 KA (PPM-48)
(p/n 5191-4101)

- PPM-48RO6EMLA—-KIYISvD
(p/n 5191-4103)

- JdLo>3>owvo. 13 X 100 mm
Fa—7. PPM-48 A (p/n 5191-4107)

— Agilent Captiva EMR-Lipid 3 mL
A—kKDw (p/n 5190-1003)

— Agilent Captiva 71 /L&A T )L
BEwLOo—X (RC).0.2um
(p/n 5191-5940)

- YILFFa—7 vortexer
(VWR. RS ILARZ 7N, HKE)

- AZRFa—7.13 X 100 mm LS
13 X 85 mm (VWR. R>ILNZTHN,
KE)

- IyRVRILTERYEABLVOIE—H—
— SPE TurboVap T/\7RL—%

SRS

Y TILOAHICIE. Agilent 1290 Infinity
W N1 F1R>T (G4220A) . Agilent 1290
Infinity 1| S%EBEA —bF> TS (G4226A) .
Agilent 1290 Infinity Il ¥ —E X 2w kA
SLaY/)N—=rX>k (G1316C) #H&HEL
7= Agilent 1290 Infinity Il & 25 L % {3
LELTe SO LC ¥R F L%, Agilent Jet
Stream iFunnel TLZ AR L —1F >
vV — & BE L7 Agilent b 7))L IME R
LC/MS > X7 L (G6490) ICEMEL FL
feo T—ROEIF EDHTICIE. MassHunter
D=7 =3V IbozT7ZAVEL
foo BID LC ¥ X7 L%, Jet Stream #i1fy
RA® ESI V—X%#EH L7 Agilent 6545
LC/Q-TOF > RF LICEMELEL e 7 —
SALIBIE. TIOLYRDAREZIYAXEH
EREZN-VFIILEYT —EZRN—2
7 Z1) (PCDL) B.07.01 IZ & D &.
MassHunter Quantitative Analysis v 7
Fox7 (QTOF AB) N—=>3>101 @
Agilent SureMassdata 7+ —<whTEITL
FlL7o

ITRTOESLIBICHT LT Z1FIvIX
WFFNIToavEZL)>% (AMRM)
E—RTT—2ZEWDAHF LTz TUH—H
CTOA O FY (BREAAVECESAH
V). AUvarIxL¥— (CE. 1taymle
ICRELLEmEER 1 ICRLET, AT

ORI RYNIF LT ROFREIEFE LTI,
MST LU MS2 DfERE * 1=vb. TILA
RT DR 12 53, LILIBREE : 4 Vo

LC 5%
p— Agilent ZORBAX Eclipse Plus C18. 100 X 2.1 mm. 1.8 um (p/n 959758-902)
7 Agilent ZORBAX Eclipse Plus C18 A—R. 2.1 X 5 mm. 1.8 ym (p/n 821725-901)

i1 0.4 mL/min
NILRE 40 °C
AEAE 5L
— A) 0.125% FEEEHE 10 MM FrfE 7> T =0 LRENAR

B) 0.125% ¥® &5 10mM Effg 7> € =.495/5 ACN/H,0 7&K
—— RS 1:7:7:1 0 ACN/MeOH/IPA/H,0 ¥ 0.2 % ¥
——RLES 3 mm

B (99) %B & (mL/min)

0 10 0.4
JIIVTUN 0.5 10 0.4

8.0 80 0.4

8.01 100 0.5
Ay TEA I 114
RANZA L 249

QQQ D73 M

AHZRE 220 °C
HRE 18 L/min
KIS 22 psi
S=ZONRE=51= 400 °C
S—2ZHAZRE 12 L/min
ERd =) 3,500V (iE). 3,500 (&)
JZVEBE 0(B).0 (&)
. _ BERF 120V (B). 110V (&)
iFunnel /S5 X—=4

EERF:60V (IE). 60V (&)
T —HEDIAH HAAF I ORINFIINIT o> a>E=421)>7 (AMRM)
EXDIA AR RIOFATBELOXHATAT

Q-TOF O35
RZAHZ (N) BE 250 °C
RS1HZRE 13 L/min
FITSAHEN 30 psig
S—ZHZRE 375°C
S—AHRME 12 L/min
JXIVEBE 0V (ES+ 3B6E) H&1 2,000V (ESI- DIBE)
FvESU—BE 3,500V (ESi+ @i5&) $&LU 5000V (ESI- 0HE)
AFVYERE 65V
FU2R—IL&ARE (RF) 750V
TSTARE 125V




£ 1. LC-Q0Q TORITHREN D RIEET —ZEDIAHXY Y RD/INTA—4

Pi=E 2 &

EMeem EMISZ RT (43) ESI &% TIh—H1F> EETAY CE (V) | El¥r#> | CE (V)
TUOZUAFIIZTIL 0.78 % 200.1 1821 19 819 23
ZARFZ—2 7ihaar 3.56 % 335.2 184.1 40 156.1 40
dDhTFLY 5.00 5 3182 196.1 19 82.0 39
URBA> TI/IFILTIR 3.67 5 236.2 86.1 23 58.1 39
TJTDNTON=ILTEY 1.62 % 1521 117.0 19 1341 7
ITJIRUY 218 % 166.1 1481 11 116.2 35
TYIIEIY 2.83 % 136.1 911 20 65.0 40
MDA 3.07 5 180.1 163.1 4 1051 24
TIVIXETIY 3.1 5 1921 115.0 35 91.0 43

TYITHIY
XEVITTRIY 3.15 % 150.1 91.1 20 119.1 8
MDMA 3.30 % 1941 163.1 8 105.1 24
SIFINTOEF> 3.34 % 206.2 105.0 19 77.0 55
TJIVTILIY 3.40 5 150.1 91.0 40 65.1 48
MDEA 3.65 % 208.1 163.1 8 105.1 24
TUVIRY 3.90 % 2191 162.1 11 91.0 39
NILNREEY TFONAFA 5.89 L 237.1 194.0 23 1921 23
SEOT5 L 5.59 % 325.2 109.1 35 262.1 23
J0OLTT=53IY 4.89 5 2751 230.0 15 167.1 55
MERZIVE

PIIVERTIY 5.51 5 256.2 167.1 19 165.1 51
JRRYR> 4.85 % 411.2 1911 43 69.0 71
TFTEY R 5.42 % 384.2 253.1 23 2211 55
Jx/NLEZ—IL 498 =3 231.1 419 19 1329 15
TENILEL—IL 514 =3 2111 42.0 27 -

TENEZ—)L NILEY —)LEiE 5.44 5 2231 419 27 180.0 I
TENILEZ—IL 5.97 (=3 2251 42.0 27 -

LaNILEZ—IL 6.30 (=3 237.1 42.0 19 -

7-72/o0F7ENA 4.09 % 286.1 121.0 31 222.1 27
JONDTEREFDR 5.03 5 300.1 282.1 31 227.1 35
SEVIN 5.44 5 326.1 291.1 31 2231 47
P21%AAVN 5.47 % 388.2 316.1 31 134.0 55
TEFENL 5.68 % 287.1 106.0 23 179.9 23
FFHE/NA 6.14 % 287.1 2411 20 1041 40
=t SR IAVN 6.22 5 282.1 236.1 24 180.1 40
[mSAVAVN 6.30 5 321.0 275.0 20 2291 32
TINTZV T RV DTEEY 6.35 % 309.1 2051 55 281.1 23
2-EROFSITFILTIZE/NL 6.37 % 333.1 109.0 39 119.0 80
ZAn b JAVN 6.41 % 316.1 214.0 51 270.0 27
rUTYVZ L 6.44 % 343.1 239.1 51 308.0 31
TRATIFILTILZE /L 6.67 5 289.1 2269 35 140.0 39
JINSTEINL 6.76 % 2711 140.0 31 165.1 35
TIENL 6.80 % 301.2 256.1 16 177.0 44
J0NY L 6.97 % 301.1 269.1 23 224.0 39
STENL 7.49 5 286.1 1931 32 1541 24




Tador1AY

EMLEm BMISZ RT (4) ESI &% TIh—Y14> EETA> CE (V) | Efr#4> | CE (V)
7F/0-)L 1.34 > 267.2 190.1 19 145.1 23
Xh7Oo—L N=—2TOvh— 413 1% 268.2 56.1 31 77.0 75
JO73/0-)L 5.16 12 260.2 56.0 31 116.1 15
INTTLINT 1> 478 1% 4143 55.1 79 101.0 47

TP INTa>
TILINT1> 5.71 i 4683 55.1 67 1009 47
XTONA— 472 > 219.1 158.1 7 54.9 23

HhIUVZOR—IL
AUVTOR—L 6.36 1% 261.2 55.0 31 176.1 7
AIVANT A= 3.60 12 290.1 168.1 19 77.0 71

aAhTY
ahTY 451 1% 304.2 182.1 16 82.0 48
m-EROFS AV AIILToI=Y A1 AR 3.20 [ 306.1 168.1 19 65.0 79
veony soOrnny 5.47 > 389.1 1749 80 2547 35
JNTTYRZIL 377 1% 2332 84.1 23 55.4 43
Jz>BAZI)L
pE ) 5.40 12 337.2 188.1 23 105.1 43
RESSI> 378 [ 271.2 182.0 19 167.0 39
242> H1 A
EROFSUY 6.10 [ 375.2 201.0 19 1653 80
TLRZVY FILEY 5.41 > 359.1 147.2 33 3412 9
oa=vy =4V —)L 247 [ 230 74.0 79 72.9 80
VILEF L 1IHEVEUDY 466 12 308.2 2355 39 65.0 80
JILARY DY 450 1% 2342 160.1 15 56.1 31
XRYDY ARYDY 455 i 248.2 174.1 16 220.1 20
XHRY 6.38 i 310.2 105.0 28 265.2 12
PN NMDA #i! 3.74 1% 238.1 125.0 31 89.0 71
ElLE®R 1.02 12 286.2 152.1 79 153.0 47
EROELTAY 1.39 1% 286.2 184.9 31 157.1 51
YEROAF Y 227 [ 302.2 199.1 35 1281 79
PAREYD 244 > 3282 3102 19 212.2 51
b oY FREREE 248 1% 300.2 1281 60 165.1 40
6-TEFILELT> 312 12 3282 211.0 31 165.0 59
ErROIRY 324 1% 300.2 128.1 60 1711 40
FEZROXMLT 7> 5.31 [ 272.2 1711 47 1281 80
EDDP 5.94 > 278.2 234.1 35 115.0 80
FESENTFY 1.15 [ 302.1 284.0 19 2271 31
FESIRY

EEDmINY 3.0 12 316.2 2411 28 256.1 24
FO7Y Iy P450 BEEH] 7.20 12 354.2 91.1 40 167.1 40
PCP PRSI 517 > 244.2 91.1 36 86.2 8
FEIORIY 5.78 > 327.2 86.0 21 58.0 45
TOXEDY TTIFTIY 5.85 [ 285.1 71.0 47 86.0 19
sOLFORIY 6.57 12 319.1 58.1 45 86.0 21
OEDY T oL 3.44 1% 220.1 84.0 31 56.1 59
NS/NIL JIZILIFILTIY 6.26 i 4553 166.1 28 150.1 48
JLTaRFS TS 6.15 [ 326.2 252.2 3 91.0 51

JORFS I
JORES Ty 6.29 1% 340.2 58.1 15 266.2 7
AOFEFY 591 12 330.2 70.1 31 192.1 19
TILREHIY BRMEOR-Y 6.06 12 319.2 200.0 23 71.1 19
TNAFETF BHDRAHEER 6.38 [ 310.1 117.0 59 91.0 80
LIS, 6.51 [ 306.1 159.0 31 275.0. 1




P e )
b2 (2= BMIS R RT (%) ESI 1% POLECEE S EEI4> | CE(V) | EMAA> | CE(V)
AFNTT=F—h blb el 4.21 = 2342 84.1 27 56.1 67
cis-kSTR—IL 417 B 264.2 56.1 75 58.1 35
hSTR—IL
N-5Z A FJL-cis-F ST R—)L 421 B 250.2 232.1 7 1211 31
rSVRY rUTVEEUDY 498 B 372.2 176.1 23 1481 36
sOvEy 528 B 327.1 270.1 23 192.0 55
RELEY 5.66 = 280.2 107.0 27 77.0 59
RFTEY 6.01 B 296.2 202.0 63 2226 31
FLTSS 6.01 B 267.2 72.0 19 441 55
SHOANRSA TS 6.12 B 276.2 215 51 58.1 19
13753y 6.13 5 281.2 86.1 19 58.1 43
JINUTFFUY 6.17 = 264.2 91.0 27 105.0 23
FIRUTFUY —mx 6.28 B 278.2 91.0 27 105.1 35
HOSTTIY INIITEEY 6.73 B 3152 86.1 15 58.1 51
7> 71832Db 2.81 B 1411 1241 5 93.0 13
FHSTRVD6 298 5 322.2 304.2 19 262.0 27
EROTIR>-D6 318 = 306.2 202.1 35 128.1 80
a71>-D3 451 B 307.2 185.1 30 82.0 48
J8ILEE—)L-DE 5.42 =3 228.1 420 23 185.0 7
7ILTOVS LD 6.32 B 314.1 286.2 31 210.0 55
DTN L-D3 7.45 5 290.1 198.1 32 154.1 24

1IS. b2+ DoA . LOQ T
@ LC/QQQ vaOX I T L LET,

SureMass &Lz BEMICLT. &P HEBE
SLVBEEETZHOA 1 FIvIL YV
& (m/z1,700) #RIEICRIBI B L SIC.
QTOF #Fa—=—>JLTHxvyUJTL—>3
VLELT U TILFROEOH RIS

x10¢
1.8

1.6

1.4

1.2

Counts

RO)=Z27IE VT MS E=RTDZ

# (DIA) ZETLELT BBRESATED

JLZARZ LD All lons MS/MS 7 —2ELD
A (ESI+ Tl& m/z 50 ~ 1,000, ESI- T
& m/z40 ~ 1,000) BLURAF v VRE 4
AR TD AEORF v Id XY
F (OQUYayIx/lx— 0. 10, 20, B&
V40V) ZERLT. F—2MITEEDIA

AFVEREFRELTUE. RPToTE—R
Tm/z121.05087 (ZOr>bTUY) &
922.00980 (7O kAt HP-0921) . *H T
JE—-RTm/z119.03632 (7O
1)) £ 966.00072 (FEE- = > {50 HP-
0921) DUT7L>RA AV HFEIRLF LT,
FRE%A 10 pyl/min IZE&TE L7z Agilent 1200

2.6 3.0 3.4 3.8 4.2 4.6 5.0

Acquisition time (min)

B 1. e b2MmAIC DoA 1 ng/mL TRMIL7cE h2Mt > 7ILd LC-QQQ 7AX IS4 (AMRM) o A— Uy D RE > /X VAIB 7 D% O Agilent Captiva EMR-Lipid

I)=2T ALY T EHEHLE L .



TANITTa4vIR>TE 10001 X TUwAR
EEALT. UI77LYXBRETa7)L ES
V=RIZBALF LT

B o7ILEiE

YT R)yoZaAvbA—=)LeLTERE
MmE KEDTA 2R LT, XV RFEF CAREE
AEBRERBLEL FEFSRTHERIN
BB Y > TILY A I T ILEG
MIBICIE 05 mL oeMmEFERLE L
HoBlIC. SNLFLEEOL Y a3y Fa—
T%TERICEN DS 1F 7z PPM-48 7Ot wHiC
EMR-Lipid 3mL Hh—hrUwPERELFL
Too ENEMASRENSEOH LT, 10 9
BERICETE L, XIS, OA>hbO—)Lom
WY TIVIC, 1ZES L URIIZE R B A E
SNV LEL B ORIIC. YTz
2 BERILTYIRALE LT, THIC. RDOF
IBIC&DH> 7L aaTilIB L £ LT,

1. 05mL o2m% > 7))L % EMR-Lipid
A=Y IIZB L. 2 mL OBENEMR
HTdH 3 95/5 ® ACN/MeOH %L
FLico CCTEEARDIE. ZHAEAE R
MOERNICSEREHNSEDETZETL
feo EMTANEEAEZFRTZL
IC&D. 2NN TNBOMMRAE ELEL
feo EMIBFERBICHUENTZEDRY
INTENEENTWBTIH. YU TILIGE
. BAETET ANy DRICRFS
nxd,

2. YYTILEGYE b~ 10 DRENLERS B,
WUIARE (2 ~ 5 psi) MR THF>TIL
ERRICBHIEE LI, CCTEERD
& 1 BHTD 3~ 5 WICHRDESITH
EEFIHTECTLI, —EICERD
A—bUyDERDIRSEICIE. REHN R
SLANNICHEBZESICEICEZFAEL
T BRBEDR/INA DO 57 NES
ICERTBIMNENHDET,

3. IRTOA—bUY I TR IRI B
80/20 @ ACN/H,0 625 uL %=L T
TEITARIEEL h—RUYyPRD
BANBR CHERTEIR A2 EFTERE
ICEDREEFIIL. BE (6~ 12 psi)
EMATHREBRINY RETLICFEIESEE
L7z

4. Lo avFa—JxEEOALT. ALY
Kz 10 BRED 3PS RILTYI LT
FCEBETEE L 2 ML OBEHKEER
DFa2—TITHLT. 35°C TN, &g
TF LT

5. ERSHIUYTILE, 640 yL OB AR
BRICBRABIEE L YU TILE 2
SDERILTVIR L. 10 DEBERLIE
LTHB. RC TAILENATILICELTS
BLELT. TDH. TILEZNTTILAD
2EYEFEALTOTLELT,

1Z#Emke QC

2MY )Y I RICRINA T LTAZRED R E %
RANRICHIZ 572120 250 ng/mL O]
ZNA VB RERMTRABLEL . RIS
OFBAHRZEALT. INTORBIFIEHE
CQC HYTINERNATLE LI, REFD
H14FZvoL>2F 05 ~ 50 ng/mL T
EENZEEIZ 0.5, 1. 5. 10, 20. 40. 50
ng/mL TL7ce 5 BREO/NILEY —LERIEE
YINZDOWTE A1 FHIw oL > I% 5~ 250
ng/mL ICHEBLEL T, CNIZSEED 5
EICHET2EE T, AEEEBLIZDIE.
CDEMDISADAAABE LV TTIAY
F=2arhFT+9T. HBREINMEN ST
TeD T, £low T RZZTILDEAFIvoL
>20E 0.05 ~5ng/mL cLFELTco THLUE
ZEED 1000 1 ICHEL. EEIEERRK
FOTLVEZILOREEN 10 2D 1 f2o7:
CEHEBHETY, INSDOZERKIZ. 27
SYOICARIEEE R N+ TAR BB X/
LI A DRI TV IR LTIER L £ LTz,

AVYRIRIEERB O =012, SRRV D
FrUTL—2aVEREICELCT TLAN
1207 QC B> 7L EaDHHRYZCITE
QC. 7 QC. & QC BETHAMLEL =
noo QC > 7iLiE. Yo 7ILemrIZ >0
ICFRRBIZNA OB R EBEZ/INA VT HET
ERRL & LTzo RIS, BED IS R/1 U8R
(20/80 @ MeOH/H,0 & 1 pg/mL) %= 1Z
ERKE QC YU FILICRIST1I L. BRERH
IC29 50 ng/mL @ IS BECARZELSIC
LELTce IRTOY U TILEDZPONIRIL
TYIALTERICEE I B, Y 7ILATNIE
DEFZET T LELT

BARIEZROV=ZV 0B LUVRE
(LC/Q-TOF)
BRLICY O TILEIMEXY Y RICKD. KiF
MEMIBHEE ZNA T LY > 7ILEH
SIEL. LC/Q-TOF DtrE=RML F LTz, LC-
QQQ EEAICHIMIEL: QC Y > TILDIF
BrELAET. 2750022817 F
L7co AUHRRIZEEZ N1 B RICEDEMm
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2. LC/Q-TOF TORHRYDEIE/NTA—4

TIuh—4%

HEEE REELT

RT RT £. f2=Hyhk EfE%R ERES EREL %R (ppm) . 1A,

[(a=vE SFX Loy ] (83) | 10ng/mL | ERFAA>Y |TFIRAIET | TFTAVE2|TFIRAVE 3| 7FH9AF 4| 10ng/mL | 10 ng/mL
Al B C D E F G H 1 J K L
2-EROFSIFILIILSE/N A Ci7H,CIFN,O, | [M+H]" | 5.61 0.004 333.08006 | 211.07918 109.04481 140.02567 | 140.02567 1.16 5
6-7EFILEILT> Ci9H,NO, [M+H]" | 2.42 0.008 328.15433 165.06988 | 211.07536 181.06479 58.06513 0.70 3
7-7/00FENL Cy5H:,CIN;O [M+H]" | 3.51 0.008 286.07417 | 121.07603 | 250.09749 | 222.10257 94.06513 0.36 3
TtEraxTy Cy9H2N,0S [M+H]" | 4.99 0.012 327.15256 58.06513 86.09643 222.09134 254.06341 1.30 4
TFIVTISVS L Cy7H15CINy [M+H]" | 5.62 0.001 309.09015 | 205.07603 | 281.07143 | 240.04488 | 219.09168 0.07 4
FILUTFIY CyoHasN [M+H]" | 5.45 0.004 278.19033 91.05423 233.13248 105.06988 117.06988 0.70 1
FENLEZ—IL? Cy1H1gN,054 [M-H]” | 513 0.006 22512447 41.99854 182.11865 68.99820 85.00435 -1.90 1
TYITEIY CoHisN [M+H]" | 2.32 0.007 136.11208 91.05423 65.03858 119.08553 63.02293 0.98 3
rTr/0=) Cy4H2,N,04 [M+H]" | 1.18 0.003 267.17032 145.06479 56.04948 190.08626 74.06004 0.32 2
NV AIINToIZY Cy6H1sNO, [M+H]" | 297 0.005 290.13868 | 105.03349 168.10191 77.03858 82.06513 0.53 3
TILIINT1A CooHuNO, [M+H]" | 5.02 0.007 468.31084 55.06423 396.21803 | 414.26389 84.08078 -2.32 2
JanLea—IL? CioH16N204 [M-H]” | 4.35 0.009 211.10882 41.99854 168.10300 85.00435 12411317 -0.26 1
JaILEeR—)L? Cy1H16N,05 [M-H]” | 4.61 0.014 223.10882 41.99854 180.10300 85.00435 136.11317 1.96 1
HILNREE> Cy5H12N,0 [M+H]" | 5.10 0.002 237.10224 194.09643 193.08860 179.07295 192.08078 1.39 5
huvZFOor—IL CioH2uN,0, [M+H]" | 5.58 0.004 261.18088 55.05423 62.02366 176.12812 97.10118 0.51 5
OIS TERFIR Cy6H14CIN;O [M+H]" | 4.68 0.004 300.08982 | 282.07925 | 247.11040 | 227.04963 | 283.08708 -0.48 5
7AYok et 2 Cy6H16CIN, [M+H]" | 4.29 0.010 27513095 | 230.07310 | 167.07295 | 201.03398 118.06513 0.36 4
sorovey Cy7H16CIN,S [M+H]" | 5.70 0.002 319.10302 58.06513 86.09643 214.04180 | 246.01387 1.64 5
cis-bSXR—)L Cy6H25NO, [M+H]" | 3.54 0.002 264.19581 58.06513 246.18524 -0.01 3
SHEOTT L CyoH5 FN,O [M+H]" | 478 0.002 325.17107 109.04481 262.10265 234.07135 116.04948 0.43 5
IaNTL C16H1sCIN,O, | [M+H]" | 6.05 0.004 301.07383 | 224.09441 259.06327 | 105.03349 | 153.02092 0.28 4
IRSTIEY CigH23CIN, [M+H]" | 5.86 0.016 315.16225 58.06513 86.09643 227.04963 | 242.07310 0.48 5
Zn b JAVN CisH1oCIN;O; | [M+H]" | 551 0.003 316.04835 | 214.04180 | 241.05270 | 270.05544 | 207.09166 -0.19 5
oO=y> CoHoCl,N5 [M+H]" | 1.99 0.010 230.02463 159.97153 144.96063 123.99485 132.96063 -0.37 5
raey CigH1oCIN, [M+H]" | 4.65 0.003 327.13710 270.07925 192.06820 227.03705 84.08078 0.79 4
JHhIFLY CygH23NO, [M+H]" | 4.26 0.006 318.16998 82.06513 196.13321 106.03349 91.05423 1.33 4
B> Cy7H,1NO, [M+H]" | 3.79 0.003 304.15433 82.06513 18211756 105.03349 77.03858 0.48 3
71> CigH,1NO3 [M+H]" | 1.89 0.011 300.15942 | 165.06988 1563.06988 199.07536 181.06479 0.56 1
SOANIFTY Y CyoH, N [M+H]" | 5.30 0.008 276.17468 215.08553 216.09335 231.11683 58.06513 0.58 3
FEFE/NA CisHnCIN,O, | [M+H]" | 4.90 0.001 287.05818 | 241.02999 | 207.06835 77.03858 123.99485 -0.51 3
TRTILVFILTILZE /N CisHoCIFN,O | [M+H]" | 5.82 0.005 289.05385 | 140.02567 | 226.09008 | 165.02092 | 214.04180 0.64 5
TYTIEY CigHaN, [M+H]" | 5.21 0.003 267.18558 72.08078 44.04948 193.08860 | 208.11208 0.67 3
TERIAMOXMLT 7> CigH2sNO [M+H]" | 4.57 0.006 272.20089 171.08044 | 147.08044 | 213.12739 173.09609 1.20 5
STEINL C6H15CIN,O [M+H]" | 6.59 0.007 285.07892 193.08860 154.04180 91.05423 22211515 1.54 3
SIFILIOEFY Cy5H1sNO [M+H]" | 279 0.007 206.15394 | 105.06988 77.03858 100.11208 79.05423 0.22 3
erOodrr> CigH,3sNO; [M+H]" | 1.81 0.054 302.17607 | 199.07536 | 171.08044 | 201.09101 183.08044 -1.32 3
DTIVERTIY Cy7HsNO [M+H]" | 472 0.001 256.16959 167.08553 152.06205 166.06988 | 166.07770 0.07 5
RFTE> CigH21NS [M+H]" | 518 0.002 296.14675 | 203.08553 | 221.04195 | 223.05760 | 217.10118 0.08 5
RFEEE> CyoH;NO [M+H]" | 4.86 0.005 280.16959 107.04914 116.05423 91.05423 77.03858 0.45 3
RESSIY Cy7H2N,0 [M+H]" | 3.51 0.009 271.18049 167.07295 182.09643 90.09134 72.08078 0.52 5
IOAZUAFILIRTIL CyoH17NO; [M+H]" | 0.66 0.013 200.12812 82.06513 182.11756 68.04948 91.05423 -2.34 1
EDDP CooHN [M+H]" | 5.10 0.003 278.19033 23412773 186.12773 219.10425 | 249.15120 1.34 5




TIh—4%

WERE REELT:

RT &. K=y~ EfE% EREL EREL ERE%R (ppm) . 1328,

A=y SFX {3008 RT (53)| 10ng/mL | BBFAA>Y | TSTAVEMT | TSTRAV 2| TF5TAV 3| 759X 04| 10ng/mL | 10 ng/mL
Al B C D E F G H | J K L
IJzRUY CioH1sNO [M+H]" | 1.79 0.019 166.12264 | 148.11208 91.05423 116.06423 | 133.08860 0.08 5
Jx>az)L? CyoH26N,0 [M+H]" | 4.63 0.001 337.22744 | 105.06988 | 188.14338 | 216.13829 132.08078 0.98 3
INAxFETFY Cy7H:FsNO [M+H]" | 5.59 0.004 310.14133 44.04948 148.11208 1.27 2
PAEAAAYN CyHxCIFN;O | [M+H]" | 4.78 0.004 388.15864 315.06950 317.08515 287.06038 271.04279 1.06 4
TILRFTFIY CisHpFsN,0O, | [M+H]" | 5.33 0.007 319.16279 71.05028 268.11003 | 200.06816 55.05537 0.25 4
ErOOR> CygH,1NO; [M+H]" | 2.57 0.001 300.16942 | 199.07536 | 171.08044 | 141.06988 181.06479 0.20 3
ErFOELTA> Cy7H1oNO3 [M+H]" | 115 0.000 286.14377 185.05971 167.06479 163.06988 181.06479 0.70 2
erOx> oY C,HxCIN,O, | [M+H]" | 5.36 0.001 375.18338 166.07770 | 201.04655 165.06988 173.12845 0.00 5
AETZEY CigH,aN, [M+H]" | 5.31 0.005 281.20123 58.06513 86.09643 193.08860 208.11208 1.62 3
GrEasy C13H:6CINO [M+H]" | 3.14 0.007 238.09932 | 125.01625 179.06221 207.05712 | 220.08875 1.34 3
URA1> C14H2,N,0 [M+H]" | 311 0.005 235.18049 86.09643 58.06513 0.64 3
(MR AV CisH10CILNL0, | [M+H]" | 5.49 0.003 321.01921 275.01373 | 229.05270 | 303.00865 | 163.00527 0.87 3
MDA Cy0H13NO, [M+H]" | 2.44 0.006 180.10191 105.06988 | 163.07536 77.03858 135.04406 0.52 4
MDEA Cy,H7NO, [M+H]" | 2.98 0.003 208.13321 163.07536 77.03858 135.04406 105.06988 0.70 5
MDMA Cy1H15NO, [M+H]" | 2.65 0.005 194.11756 105.06988 | 163.07536 77.03858 135.04406 0.44 5
AT Cy5H,1NO, [M+H]" | 3.85 0.012 248.16451 70.06513 220.13321 17412773 91.05423 0.95 4
XFONX=k CoH1gN,0,4 [M+H]" | 3.99 0.006 219.13393 56.05423 1568.11756 97.10118 69.06988 243 3
XHYRY CyHzNO [M+H]" | 5.56 0.005 310.21654 | 105.03349 | 265.15869 77.03858 91.05423 0.38 5
XBVTTHRIY CioHysN [M+H]" | 2.59 0.004 160.12773 91.05423 119.08553 65.03858 63.02293 0.85 5
AFINTI=FT—hk Cy4H:sNO, [M+H]" | 3.55 0.022 234.14886 84.08078 56.04948 91.05423 55.05423 0.91 2
XhZoa—)L Cy5H,5NO; [M+H]" | 3.53 0.008 268.19072 56.04948 103.05423 74.06004 116.10699 0.23 5
m-EROF IRV AL TIIZY Cy6H1oNO5 [M+H]" | 2.51 0.006 306.13360 121.02841 168.10191 93.03349 82.06513 -0.22 4
SEN Dl CigH15CIFN, [M+H]" | 4.84 0.004 326.08548 | 291.11663 | 249.08225 | 223.07918 | 209.06353 112 5
Ellex Cy7H1sNO; [M+H]" | 0.94 0.018 286.14377 165.06988 1563.06988 167.06479 181.06479 2.67 3
FoFv>y CygH,NO, [M+H]" | 1.78 0.022 328.156433 | 310.14377 | 212.07061 263.10973 | 268.13321 0.36 5
N-FZXF)L-cis-hZ R =)L Cy5H23NO, [M+H]" | 357 0.002 250.18016 58.06513 232.16959 0.63 1
ZhSENL Ci5H:11N305 [M+H]" | 5.36 0.002 282.08732 180.08078 | 207.09168 236.0944 190.06513 -1.02 5
INITTLINT1> Cys5H3sNO, [M+H]" | 411 0.005 414.26389 | 101.09609 83.08553 57.06988 187.07536 -0.66 3
ST EINL Cy5H1:CIN,O [M+H]" | 5.94 0.004 271.06327 140.02567 165.02092 | 208.09950 91.05423 -0.50 4
JINTTEZI)L Cy4H20N,0 [M+H]" | 3.16 0.006 233.16484 84.08078 56.06423 56.04948 94.06513 0.78 3
JILARY D> Cy4H1oNO, [M+H]" | 3.81 0.000 234.14886 42.03383 160.11208 56.04948 91.05423 0.58 2
JINTORFS T Cy1H57NO, [M+H]" | 5.38 0.010 326.21146 44.04948 91.05423 0.61 2
JIVNUTFI Y CioHy N [M+H]" | 5.36 0.003 264.17468 91.05423 105.06988 233.1325 117.06988 -0.37 4
FEESUR AV CysHy1CIN,O, | [M+H]" | 5.35 0.003 287.05818 104.04948 241.06270 269.04762 163.00627 -2.18 4
FFARY CygH,NO, [M+H]" | 2.36 0.009 316.16433 | 241.10973 | 298.14377 | 212.10699 226.08626 0.75 5
FFREINTHY Cy7H1oNO, [M+H]" | 1.02 0.005 302.13868 | 227.09408 | 284.12812 198.09134 | 199.09649 1.11 4
NaFteF> Ci9H,0FNO; [M+H]" | 5.08 0.003 330.15000 70.06513 192.11830 | 135.06046 | 109.04481 0.86 3
PCP Ci7HosN [M+H]" | 4.45 0.006 24420598 86.09643 91.05423 159.11683 81.06988 -0.10 4
TIVIXRSDY Cy,H;NO [M+H]" | 2.54 0.017 192.13829 91.05423 115.05423 144.08078 146.09643 0.14 4
JT/NLEZ—)L? CioH12N,04 [M-H]™ | 4.4 0.007 231.07752 | 188.07170 85.00435 0.61 1
TJIVTILEY CyoHisN [M+H]" | 2.84 0.007 150.12773 91.05423 65.03858 133.10118 | 105.06988 1.00 4
ZzZ)L7anN/ =TIy CoH13NO [M+H]" | 1.42 0.031 152.10699 91.05423 117.06988 134.09643 116.05423 -0.38 2
TLRZVY Cy1H5605 [M+H]" | 4.68 0.004 359.18530 147.08044 | 237.12739 171.08044 | 34117474 0.32 2
TUSRY CioH1:N,0, [M+H]" | 3.26 0.003 219.11280 91.05423 162.09134 119.08553 117.06988 -0.42 2




TIuh—-4%
HERE REELT:
RT &. K=y~ EfE% EREL EREL ERE%R (ppm) . 1328,
A=y SFX {3008 RT (53)| 10ng/mL | BBFAA>Y | TSTAVEMT | TSTRAV 2| TF5TAV 3| 759X 04| 10ng/mL | 10 ng/mL

Al B C D E F G H | J K L
Jar Ty Cy3HaNO, [M+H]" | £.33 0.004 364.24276 91.05423 209.13248 105.06988 167.08553 -0.02 3
TOXETY Ci7H20N,S [M+H]" | 5.03 0.004 285.14200 86.09643 198.03720 71.07295 56.04948 0.26 4
TORFITTY Cy,H20NO, [M+H]" | 5.49 0.007 340.22711 58.06513 266.19033 91.05423 143.08553 0.64 3
Za7z/a-L Cy6H2NO, [M+H]" | 4.42 0.004 260.16451 56.04948 116.10699 183.08044 74.06004 0.72 4
TFTEY CyH2sN30,S [M+H]" | 476 0.001 384.17402 221.10733 253.07940 210.03720 247.12298 0.22 5
RN R Cy3Hy7FN,O, [M+H]" | 4.25 0.006 411.21908 191.11789 110.05984 69.03349 82.06513 -0.49 2
DEDDY i Cy3H:7NO, [M+H]" | 2.82 0.000 220.13321 84.08078 56.04948 85.08860 91.05423 0.27 2
ZaANILER—)L? Ci2H1N,05 [M-H] 5.39 0.007 237.12447 41.99854 194.11865 85.00435 150.12882 -2.02 1
IS Cy7H7,CLN [M+H]" | 5.67 0.006 306.08108 168.97628 275.03888 129.06988 122.99960 -0.70 5
ARFZ—x Cy1H25N,0, [M+H]" | 2.87 0.000 335.17540 184.07569 156.08078 | 264.10191 222.09134 0.13 3
TRENL CiH15CIN,O, | [M+H]" | 595 0.002 301.07383 | 255.06835 | 283.06327 177.02092 | 193.08860 0.41 5
rSYVRY C19H2CINsO [M+H]" | 4.24 0.007 372.15856 148.05237 176.08184 78.03383 133.07603 0.40 5
NNV Cy7H1,CloN, [M+H]" | 5.70 0.005 343.05118 | 239.03888 | 315.03245 | 308.08233 | 253.06345 -0.30 5
NI CprH3eN,0, [M+H]" | 5.47 0.002 455.29043 165.09101 160.06753 303.20671 105.06988 0.85 4
VILET Ly CigH21N30 [M+H]" | 4.03 0.006 308.175674 | 23512298 | 263.11789 | 236.13080 92.04948 1.32 5
vesoy Ci/HiCINgOs | [M+H]" | 3.38 0.006 389.11234 | 217.02706 | 245.02198 111.99485 139.00527 0.19 5

' HS LS.

EFENILEZ—IL TENILEZ—IL, TEILEE—IL. T/ NLER—IL BLUEIANILEZ—ILOTF =2 £1MIC 50 ng/mL Z R/ 7 LIcHDTT,
PITLINTAVELVTTVATIILOT —AIE, £MIC 1 ng/mL ZXAILEHDTT,

BARILROV=Z2TD
NFR—REERE
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R LE LT TRTDERER 2 ITRL
TVED,
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BEb 7 — 20 70— Il L2 RPDFFMTIE.
50 ng/mL THRMLE=H > 7 ILIE ESI+ £—
RT Q7 BEOEY S5 93 BENFRELE
HEICTECLTRESN. 4 BEBOEY)ICD
WTIEIBICEFLGAELE LT ESI- E—
RTIZ. b BEODEYDS5 4 BEINEER
BT CLTREESN. 1 BEOEYICOV
TIFTHICFHELGEEERELF L. 10 ng/mL T
ALt > 7ILiE. ESI+ E—RT 97 #&fE
DEYDSH 89 BENEBEELH-TLT
FIE SN, 8 BEOENICOVWTIITSICFFL
<ABELELT ESI- E—RTIE. b BEY
NTOEYICOVTISICHABNKEERD
FL7%o 1 ng/mL THRMLIETIL /LT 1>
CTTVRZILH. BEZRICTELTRIEDS
nFElLi



BEEELBLIEYICIE. BERE. U
FoiarvaA L, EAH. KU S/N Lo
BEEZBLITHDPFAAIVERE T @O
TOXRA TN FET DR LEL
Teo SHICEELABLI-EYIE. BRAETS
TAURA A VDRI TWB D D FT A
VERIETSIAN T DE—=TFEEDT
BTl IEEEBELIE. ThEDEY
FEEABITELCRESN. RTU—ZY
TELUREREN. BRENRNCEDR
BREREHS T A THZ e =R LF LI
FRETHRLIZEIA. TOXVYRIE 102
BEOEYHER ) —=>41L7T 50 ng/mL

TIE 100 BEOEYEZRETE (98 %)«
10 ng/mL Tl 93 BEOEYERETIT
WELTE Q1 %) 7TL/ILTa>ETTY
AZIOHBE. COXVYRIE 1 ng/mL TH
ETCTFH LT 2MmEMFD 10 &£ 50
ng/mL OWLWFhicEWTH, BEtT—2o7
O—CHBREIEHDETATL,
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TIAVRIANAVRERRICED, YARTER
T =Xy RZEFFHMICFIML £ L7
ORI ZENGINIE LI RAOY > T %,
BE L QTOF TORI—Z2FI XV YR

£3. LCQTOF IC&B TSV RRISA I LILE b 2MOEY RO —Z 2 J5ER

THL. BEORRZRLICEMZREL
Flico cNIF. REBODITICHITIEY R
D)=V DERRZBIRLIEDDTT, 8
N> 7ILhD 16 BEOERYTAT
. BERMEPEBETIER BERRESE
THREINF L 10 HKU 50 ng/mL T
INAO LT > TILDO VT NICHEWNWTH,
15 BEOEYHERICAESN. T2
E4—)Lix 250 ng/mL TRIEIN £ LT
TZAVRIANAI LI > TILDEY Y
== T DFERICOVWTIE. & 3 #8EL
TLIET W,

BS1' RT #. TUHh—TEERE | REL1F 8 BS2 RT #. TIVHh—VEEREE |REEL1T .
A= Lok 10ng/mL | 10ng/mL | (ppm). 10 ng/mL 10 ng/mL 50 ng/mL | 50 ng/mL | (ppm). 50 ng/mL 50 ng/mL
IO TERFIR [M+H] 71 0.001 1.60 5 B 0.001 219 5
SOOANRIHTYY [M+H] 1% 0.011 1.63 4 1 0.000 0.40 4
ElLER [M+H] 1% 0.021 0.87 2 % 0.001 0.23 5
TFTEY [M+H] 4% 0.002 1.93 5 514 0.001 1.7 5
BS2 BS2
10 ng/mL 50 ng/mL
3-EROFSIFILIILSE/N A [M+H] s 0.002 -0.65 3 Z1ks 0.003 1.10 5
7-73/00FE/I A [M+H] 1% 0.001 -0.80 3 % 0.001 0.81 4
I7xzkU> [M+H]* 71 0.031 0.74 3 5 0.011 1.71 5
TEIY [M+H]* F5 14 0.002 0.90 3 514 0.001 0.14 3
BS3 BS3
10 ng/mL 50 ng/mL
TEFE/NA [M+H] 1% 0.001 0.93 4 51 0.002 0.25 4
RFSSI> [M+H] 213 0.020 1.02 4 [ ]ES 0.005 1.61 4
707>/0-)L [M+H]* 1% 0.004 1.30 4 71k 0.003 1.33 4
T2IEZ—)L [M-H] &% 0.005 0.53 1 ks 0.000 227 2
BS4 BS4
10 ng/mL 50 ng/mL
cis-h SR E—=)L [M+H] 1% 0.007 1.37 3 1% 0.004 1.24 3
SIFILFOEFY [M+H] F& 14 0.010 1.30 3 Ziks 0.005 0.98 5
SEVIN [M+H]* F514E 0.000 0.44 5 514 0.002 0.62 5
Faxvy [M+H] 1 0.045 0.24 5 51 0.012 0.80 5

'BS. 54 VRRINAY,
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3iSy 275> oHEEYHIC 10 ng/mL
HELUV 50 ng/mL TRIARR/SSA LI
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FEESIUBEDNEIEIN. A1V RE
FINRTHBEE (HEE 100 £20 %, &
LT'RSD <20 % ELTHRE) =L TWL
F Lo RED OO RMICEVWT, £
T LOQ 0.5 ng/mL Z#ER L F L7e 72720
OZE/XL. 7T/ NILERZ—IL. TENILE
2—)L. JILRUTFUD VEZOVIZDL
TIMEEMDOREDEINERT. FL7>
TIRAIV ARVTTHEIV TFIANOXS
LI 7N DVWTIER R IR DR EEF 114
FHHAERT, LOQ BE<abEL (=1
ng/mL) . BED DRI T2 T HT
FLRFEEERL. EERATIFFERLER
NAUREICEROF v )T L —>a EFEE
FEIILFE LT FvUTL—avEBEe. X

593 QC YV TILDRANATEENERD
BION—T%H. RA4ITFRLTRLET, B
FENRE 1/X° OEMMI T %, HEEHRE R >
0.99 OAED DRI RY DIRELRICHTL
THEBLFELI b BEONILEY—ILRS
gy (FRILER—IL. 7ENILESZ—
Lo aANILER—IL. T/ NILEZ—IL,
TENILEL—IL) DiEEfRIE. R*>0.99 @
1/x2 TEHMIF LI ZREIRGICL<—HL
TUWET XV YROZFEREIE. <y I2D
2D L0Q 7 20 % KB THZILMmM M)y
ORTS U TIMAL E LT 7272 L. XUy
DRITS I THRMEZRRLIET Y7230 X
BYTTRAIV TEIANOARLT 7 1EERS
LFLTco ChH 3TBEOEYD LOQ 1F. <

®4.1C-QQQ Ic&BERL2MAD 102 FEODITHRY O EEFERDHE

MY ORI DD EETAEICEL
BoTWELT, BEICEYOARVWRMO Y~
O—ILTS20DHEIE. INSDODITHR
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FrUIL—>a3v € Qc fQc = ac
LoQ 1|

e EEIN-T PIERIRE (ng/mL) (ng/mL) BER R HEE RSD HEE RSD HE RSD
TJx>EZ) 5 ah-1>-D3 0.05 0.05~20 0.9922 104 71 93 4.5 92 9.0
TUOZUAFIIZTIL 1 7271 R32-Db 0.5 0.5~200 0.9947 100 2.4 100 3.6 86 53
Ellex 1 T7>71x83>-Db 0.5 0.5~ 200 0.9939 111 32 112 3.6 104 5.6
FTFEINTHY 1 T7>I7x232-D5 0.5 0.5~200 0.9928 104 51 98 53 95 72
77/8-) 1 7>I7x83>-D5 0.5 0.5~200 0.9912 113 3.8 101 4.4 105 49
ErRAELTHY 1 T7>I7x83>-D5 0.5 0.5~200 0.9936 112 4.8 98 3.9 103 4.4
)\ TFON/ LTI 1 T7>7x83>-D5 0.5 0.5~100 0.9946 101 59 109 5.0 95 5.0
IJxRU> 1 T7>71x83>-Db 0.5 0.5~100 0.999 109 42 103 3.1 99 47
JerOarar 1 T7>I7x23>-D5 0.5 0.5~200 0.9935 110 4.7 98 5.6 112 3.0
Faxyy 1 7>I7x23>-D5 0.5 0.5~200 0.9972 109 3.7 102 3.2 93 7.0
o=y 1 T7>I7x83>-D5 0.5 0.5~200 0.9958 113 6.5 96 4.6 104 6.5
b 1 T7>7183-D5 0.5 0.5~100 0.9947 114 3.0 110 4.0 101 58
FERY 2 FH£2aR2-D6 0.5 0.5~ 50 0.9954 113 71 107 7.0 97 10.4
MDA 2 T7>I7x232-D5 0.5 0.5~50 0.9922 99 6.3 114 8.1 103 7
TIVIXRTTIY 1 7>I7x832-D5 0.5 0.5~200 0.9951 109 59 101 8.9 115 79
6-7EFILEILT1> 2 T7>I7x83>-D5 0.5 0.5~50 0.9926 110 2.9 115 9.4 100 53
m-EROF IRV AILTIIZY 1 T7>7x83-D5 0.5 0.5~100 0.9956 137 10.1 102 9.7 100 6.7
erOakr> 1 ErO3aR>-D6 0.5 0.5~ 200 0.991 102 12.3 97 8.9 100 6.5
MDMA 1 ErO3aR>-D6 0.5 0.5~200 0.9932 118 10.4 101 1.7 96 71
SIFINTOLF> 2 ErO3aR>-D6 0.5 0.5~50 0.9981 114 8.6 109 6.9 101 7.3
TIVTIEY 1 ErO3aR>-D6 0.5 0.5~200 0.9967 101 10.0 100 10.4 91 8.1
B 1 ErOaR>-D6 0.5 0.5~ 200 0.9947 113 10.4 95 7.0 101 10.6
AR FZ—2 1 ErO3aR>-D6 0.5 0.5~100 0.9976 11 105 101 7.4 126 75
NI IToI=Y 1 ErO3aR>-D6 0.5 0.5~100 0.9931 m 8.1 109 4.8 105 8.3
MDEA 2 ErO3aR>-D6 0.5 0.5~50 0.9923 110 9.1 108 55 100 9.2
URATY (VFI/A1Y) 2 ah-1>-D3 0.5 0.5~50 0.9954 102 4.6 102 2.5 107 59
TEIY 2 dhH-1>-D3 0.5 0.5~50 0.9991 104 4.6 95 6.7 91 6.7




FrUIL—>a3v & QC fQc = Qc
LoaQ ]

EMLaem EBIN-T PIERIRE (ng/mL) (ng/mL) BREHR® HEE RSD HEE RSD HEE RSD
INTTVEZ)L 2 ah-1>-D3 0.5 0.5~50 0.9998 94 3.5 108 3.7 1 6.9
RFSS3> 2 dh-1>-D3 0.5 0.5~50 0.9933 100 59 107 3.4 106 5.1
TRy 1 a%-1>-D3 0.5 0.5~ 200 0.9971 98 9.0 89 4.8 91 4.8
IEEAZA= b AV 2 ahH->-D3 0.5 0.5~50 0.9929 100 6.4 103 8.3 88 9.6
AhT7OoO—L 2 ah-1>-D3 0.5 0.5~50 0.9956 95 9.5 106 2.3 104 9.3
cis-h < R—)L 1 ah-1>-D3 0.5 0.5~100 0.9949 97 10.8 96 6.0 95 9.0
XFILTT=T—hk 2 dhH-1>-D3 0.5 0.5~20 0.9919 98 6.6 105 8.5 100 8.5
N-FZXF)L-cis-~Z R —)L 2 a%-1>-D3 0.5 0.5~ 50 0.9952 100 11.4 110 6.8 98 38
JIARYD > 2 ahH->-D3 0.5 0.5~20 0.9937 92 79 92 5.4 94 9.4
s e 7 2 ah-1>-D3 0.5 0.5~50 0.9906 109 4.2 m 5.7 113 9.7
ARYDY 2 ah-1>-D3 0.5 0.5~50 0.9974 95 1.5 103 6.4 107 8.5
VILET L 2 dhH-1>-D3 0.5 0.5~50 0.9857 101 6.1 105 9.3 97 10.7
XTONX—h 1 JhH-1>-D3 0.5 0.5~ 200 0.9965 103 9.8 102 57 100 7.1
INTTLIINTa> 1 ahH->-D3 0.5 0.5~200 0.9959 56 18.7 113 6.2 103 9.6
DRRUR> 1 ErO3aR>-D6 0.5 0.5~100 0.9993 95 10.5 97 1.6 112 4.3
J0O0LTT=53Y 1 ErO3aR>-D6 0.5 0.5~100 0.9931 105 79 101 50 114 4.5
FIYRY 2 dhH-1>-D3 0.5 0.5~50 0.9916 91 133 97 71 106 5.7
JATFLY 2 JhH-1>-D3 0.5 0.5~ 50 0.9924 130 16.3 131 17.0 115 16.0
JONDTEREFIR 2 ahH->-D3 0.5 0.5~50 0.9958 103 11.9 99 14.0 96 12.0
PCP 1 ah-1>-D3 0.5 0.5~100 0.9909 85 4.0 116 105 98 7.3
JO07Z/0-) 2 ah-1>-D3 0.5 0.5~50 0.9955 85 13.8 100 19.7 100 8.8
savey 1 dhH-1>-D3 0.5 0.5~100 0.9926 101 9.0 102 10.0 110 4.3
TLRZVY 2 JhH-1>-D3 0.5 0.5~ 50 0.9926 91 122 105 12.9 96 8.5
TFTEY 2 ahH->-D3 0.5 0.5~50 0.9979 98 71 105 12.8 98 8.3
SEVIN 2 ah-1>-D3 0.5 0.5~50 0.9909 101 8.7 103 130 94 15.5
TEINEE—IL 1 ah-1>-D3 0.5 0.5~200 0.9913 93 77 96 4.2 96 14.0
P2IAAAYN 2 dhH-1>-D3 0.5 0.5~50 0.9913 107 9.9 106 9.1 104 16.9
PTIVERSIY 2 71203 0.5 0.5~ 50 0.9939 103 7.4 104 9.1 103 10.9
D in N 2 ahH->-D3 0.5 0.5~50 0.9923 106 13.2 99 10.4 85 8.2
REtE> 2 ah-1>-D3 0.5 0.5~50 0.987 94 43 94 7.3 92 14.4
TEF L 2 ahH-1>-D3 0.5 0.5~50 0.9973 113 4.1 94 9.9 93 10.6
TILINT1> 2 dhH-1>-D3 0.5 0.5~50 0.9963 104 11.2 103 18 92 18.6
7oy 2 Jh-1>-D3 0.5 0.5~ 50 0.9856 87 14.2 102 9.1 110 7.7
TOXZDY 1 ahH->-D3 0.5 0.5~100 0.995 100 138 97 10.2 105 159
HLNTEEY 2 ahH-1>-D3 0.5 0.5~50 0.9906 88 10.2 92 58 107 11.5
NaFteFy 1 ah-1>-D3 0.5 0.5~200 0.9922 101 11.6 98 136 105 14.0
EDDP 2 dhH-1>-D3 0.5 0.5~50 0.9901 114 5.6 114 15.6 95 12.4
TENILEZ—IL 1 THLEe2—)L-D5 0.5 0.5~ 200 0.9909 79 16.1 100 12.4 111 4.0
RFIEY (RRLEY) 1 a7-1>-D3 0.5 0.5~100 0.9941 103 9.0 7 11.6 92 10.8
TYTIIY 2 ah-1>-D3 0.5 0.5~50 0.9928 86 77 89 136 101 8.8
TIRFHFIY 2 dhH-1>-D3 0.5 0.5~50 0.992 99 9.0 96 7.8 93 6.4
erOFIOY 2 dhH-1>-D3 0.5 0.5~20 0.9882 109 11.2 98 15.7 97 14.2
SOARIHTIY 2 DT E/INL-D3 0.5 0.5~ 50 0.9992 92 10.6 102 15.0 118 6.5
e 2 ah->-D3 0.5 0.5~20 0.9918 75 12.8 101 6.3 103 9.2
EE SR IAVA 2 ah-1>-D3 0.5 0.5~50 0.9971 114 10.7 112 8.2 107 1.4
JNTORFSTTY 2 ah-1>-D3 0.5 0.5~20 0.9892 55 222 104 145 97 16.1




FrUIL—>a3v & QC fQc = Qc
LoaQ ]

EMLaem EBIN-T PIERIRE (ng/mL) (ng/mL) BREHR® HEE RSD HEE RSD HEE RSD
ZhSHENL 1 ah-1>-D3 0.5 0.5~100 0.992 95 10.7 102 16.6 88 17.2
NI/ 1 dh-1>-D3 0.5 0.5~100 0.9915 81 12,56 94 8.7 98 7.0
TERUTFUY 2 a%-1>-D3 0.5 0.5~ 50 0.9891 108 11.2 99 71 96 8.4
JORFI Ty 2 ahH->-D3 0.5 0.5~20 0.9987 106 11.5 92 9.4 97 11.8
ZaINILEZ—IL 4 T EZ—)L-D5 0.5 1~200 0.9905 102 9.6 108 101 1 8.7
TINTZI T 2 TINT SV Z D5 0.5 0.5~50 0.9919 100 11.3 94 18.8 85 13.0
Avv7For—IL 2 DT /INL-D3 0.5 0.5~20 0.9927 116 19.6 114 9.7 97 18.4
2-EROFSITFILTIZE/NL 2 TINT YT D5 0.5 0.5~ 50 0.9974 99 10.6 101 189 108 10.5
XY 2 DT /NL-D3 0.5 0.5~50 0.9978 129 135 113 1.1 116 9.7
IINFxEF> 2 DTH/AL-D3 0.5 0.5~50 0.9946 78 14.6 83 1.8 98 8.7
Zinba JAVN 2 TINT SV Z1-D5 0.5 0.5~50 0.9935 114 5.6 98 6.3 97 9.7
UV AVSTN 2 DT /NL-D3 0.5 0.5~50 0.9957 93 15.9 104 13.0 107 14.7
TILESUY 1 DT E/NL-D3 0.5 0.5~100 0.9943 96 13.6 96 9.2 108 14.5
sonzokoy 1 DT /NL-D3 0.5 0.5~200 0.9955 98 9.3 88 6.8 109 15.0
TRATIFILTILZE /L 2 DTE/NL-D3 0.5 0.5~50 0.9941 119 52 110 4.8 107 6.5
JOITIIY 2 D7 /INL-D3 0.5 0.5~50 0.9866 84 3.6 96 8.8 113 109
JINSTEINL 2 DT /NL-D3 0.5 0.5~ 50 0.9922 105 1.7 109 10.7 104 4.0
TRE/NL 1 DT E/NL-D3 0.5 0.5~100 0.991 110 5.7 106 6.4 103 39
JAONY L 1 DT /NL-D3 0.5 0.5~200 0.9962 108 3.4 96 19 107 6.9
Jarvizy 1 DT7H/L-D3 0.5 0.5~100 0.9983 102 2.2 95 17 104 5.6
DTHEINL 2 D7 E/INL-D3 0.5 0.5~50 0.9984 108 1.6 105 2.4 104 29
OS82 4 DT /INL-D3 1 1~100 0.9876 122 53 91 6.6 102 17.8
== 3 T7>71x83>-Db 5 5~ 200 0.9942 104 7.0 N6 4.2 101 4.0
A>T HIY! 3 T7>I7x23>-D5 5 5~100 0.9884 96 123 93 17.2 94 8.0
T /NILEZ—)L? 3 ah-1>-D3 5 5~200 0.9904 104 1.9 96 54 99 10.5
TENILEZ—)L? 3 T ER—)L-D5 5 5~200 0.9913 108 4.4 96 1.0 97 6.9
FEZRAXMLT 7Y 3 dhH-1>-D3 5 5~100 0.9977 139 247 m 15.0 91 129
JILRUTFFUSA 3 71203 5 5~100 0.9957 91 17.0 86 13.1 7 3.8
vesoy? 6 ahH->-D3 20 20 ~ 200 0.9972 99 109 103 8.2 95 6.3

EBIIN—T1 FvUTL—>3 80 = 0.5~ 200 F7z1F 0.5~ 100 ng/mL. 1& QC = 0.5 ng/mL. # QC = 5 ng/mL. & QC = 50 ng/mL
EEIIN—T2: FvUTL—>3 8H = 0.5~ 50 F7zi& 0.5 ~ 20 ng/mL. & QC = 0.5 ng/mL. # QC = 1 ng/mL. & QC = 10 ng/mL
EEYVIIN—F3 FvUIL—aVEH =5~ 200 F7:1F 5~ 100 ng/mL. 1€ QC = 5 ng/mL. #1 QC = 10 ng/mL. & QC = 50 ng/mL
FEEUIN—T 4 Fv)TL—3 & =1 ~200 F7z(d 1~ 100 ng/mL. & QC = 1 ng/mL. & QC = 5 ng/mL. /& QC = 50 ng/mL

EEJIN—75: FvUTL—3 8 H = 0.05 ~ 20 ng/mL. & QC = 0.05 ng/mL. # QC = 0.5 ng/mL. & QC = 5 ng/mL

FERIIL—T 6 FvUTL—3 48 = 20 ~ 200 ng/mL. 1& QC = 20 ng/mL. & QC = 50 ng/mL. & QC = 200 ng/mL

A=y MEBIINR )Y ORTS VO TRMETH D, TNICED LOQ BTV eh, 3 iRBIRn T2 ICBo TV ELT,
P A=y MEEMIE IEUYORICEVWTRE R ISBEREMETL TSN TICED LOQ B Ao TV ELT,




A DHRRYD
[V (REC)
REC%>120% (1%) €— > REC%<70% (2%)

IR OBIRE

RSD% < 20 % (100 %)

REC% 70~120 % WA
(97 %)

B SBRE 10 ng/mL TD SR 50
RIE

SHICEE (0% < ISICHAE 2% «—

B 4. LC-QQQ TOEEN (A) BELU LC/Q-TOF TORYU—=>T 947 (B) DFiFHER

R EUY I ZZHR (ME)
ME%>140% (1%) €<—— —> ME%<60% (6%)

ME% 60~140 % LA
(CERA)

ng/mL T®D
BE



o

Er2mH D 100 BEZB R 2KEFEEY
BLUEEROD LC/Q-TOF TORII—Z>
JERELTIC LC-QQQ TOEEICH LT,
YUTIVELIR. SR, T—UIBE S
CEENBRY—o 70— 2BHE L URIELE
LTce h—FUYIR PPT R—=XDH > 7L
HISLIE XYy R 2D D EMR-Lipid 21—
STV ED T IL TR RO
KYOHEB NIV IRT ) =Ty T HER
BLFELI Foo DfEBECA 1T IV oL Y
JxE ETE LC/Q-TOF —2o7a—7hk
I—=F P TOYRRINR ) ==
DIEEEFAERSES xR LF LT,
SEIDOXAVYRTIE. COMETHEARALER
TEEEICESVWC, eh2mPn 102 FED
B H20)—=>7 L. BE 10 5LV 50
ng/mL TZENZN 91 % HLU 98 % F[FEE
LELTze IHIC. TTL/IINTa> TR
ZIJL%Z 1 ng/mL TREEL&L7 LC-QQQ T
DEEIFE. 413y MRM BEHICEDW
TEMLELIZ. CNSDBRENS. EEDE
EURENERIN. DITRYIDEIINE
TR OZHR BLUFvITL—a 8
F BRI IFETARERERANT L,
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