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Agilent Captiva EMR-Lipid & LC-MS/MS
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BHRERY YV TILOMEN R, IU—>T7 v Difld. EEZSRICEOTRIBAIYRER
DET, 2MFPDOTFZEROAYFE/—IL (THC) BLOZDREYID LC-MS/MS DIFICH T3
MW OIZINRDOERFERIE. UVEEE (PPL) THA DDA > TWET, COT ST —3>/—
R T 250 ASTHC (THC) & UZ0TBABY. 11-£ ROF>-ATHC (THC-OH) & &
O 11-/)L-9=HJLR*F 2-A°-THC (THC-COOH) Dty LC-MS/MS S IcDWTERBBLE Y, Ut
JLAA PPT @#IZ. Agilent Captiva EMR-Lipid #/SX2J)L— 1 mL A—~Jw P THERLT PPL %
FRZELTULWE T, Captiva EMR-Lipid Tld. &DIU—>ABERNERINE LTz BIEMICIE. £
MY~y IIMNSAREL PPL A 97 % BrEIN. 2—7 vy MEEWH 92 % BRI F LT
1 ng/mL < THC. THC-OH. THC-COOH #9493 L. MR THIL/ 1 Xtk (S/N) OEABH %
E—ofARICARDE L. 0.5~ 100 ng/mL DREHEEICSVWTERENHD. R? 1£0.99 #2181 &
Lo TR TRRIZ 1.0 ng/g LUFT. RSD (& 11.5% K# Tl 3 BREIOERICEVT—BEDOHS
EREIMESNFE LT



IECHIC

LC-MS/MS ST D& DINEB A4S 7 LB 1. SRS RIS e T
EBARNEETT, T2 FUARBIC S5 TY R T LDBERERS L
F B UFHUF 1 XYy BRI SITRE, EEMEE LS5
LATEET, 2MPOTBTFHIE, 22 /X0ErUVEE (PPL) @ 2
DTY, PPL IE. LC-MS/MS NAADIFICEITBZVR I IZNRDFE
BERTHZENDN>TVET, TLIRORTL—1F 1L (ESI)
FRICHR SN B RBORE THAT 514 LD =HTT .

—RRIRAEZBITY Y TILELIERE L L TE. BRE /IR (PPT).
BB (SPE). it (LLE). HLOMRFERIME (SLE) 2o h
HDET, EFACH. BE. IRM ERT—2ORBICEHTIREAE
BRI B £, B2 PPT. LLE. SLE Tl& PPL AfrEIN g, SPE
EEITIBICIEEBEFEAIDNDETS £ LINSOFEDHT
&, PPT BRHIBAMERAINTVWEYT, PPT BT 52. ACN ¥
MeOH R OBMEMERBEAEEY > TILICFIE DB G TBINT 5 C
T BVINOBEBEN ONEMICHETEET, 2/ 0BNEMNT
3 ORBNHTER SN, 2BPREODBCHEICRETI XY, 12720
PPL I3 I MRIRISAIT BT, PPTICE->THRESTNEZLIEHD
Ft A

HYFE/ARIE EEF SR TRD BN AI—TYyMEEYD 1 DT
To TV TIICEENS A-THC (THC) BLUZDEHABYTH
% 11-£ RO* 2-A>THC (THC-OH) ¥ 11-/JL-9-A°-HJL R 2-THC
(THC-COOH) %#iuEN DIERICERS LUERB TS LIE. FEICE
EBTY, /2L THC 2z REYIE. Y 7ILEILIERICFERFEN A
ERLRZDHBEDDHDET,

FI754> PPT. D08k Bix. BIRBCOT U TILEINUREREEE
=MW ATTILA PPT % PPL REAFRTTI32MOY > 7ILE
WIRENBEN T, COT FUTr—>a>/—k Tl Agilent Captiva
EMR-Lipid T mL A=y HEFERLT BN EBERTZ B o>
TILBNRAZIIL =R TTH (I PPL) #fET2HEEHRALET,
COFER. FEHN T —NIARD. A VEIDEIREE Y. hT LB
VEEDMETOBRMEBLET,

J1)LA PPT T£Mmh5 THC. THC-OH. $& U THC-COOH %=t L
7c#. Captiva EMR-Lipid 11—k w2 T PPL ZBREL & LT, £DHE.
Agilent 6490 ~UZJLIUEMR LC/MS S XTFLATEEDMZ LT, PPL
MREDEEZFTMLF LI, THC BLUF0REWOHRE (HE = 3)
DEE. BE. BLUBEIELRAELE LT,

MY > TILEDHTBICIE. 7TV —23>/—k TAgilent Captiva
EMR-Lipid & LC-MS/MS IC&2 ErmfEFD THC LU ZDREY
DR BREBNHT #BRBL LTV,

PRBE

A*-THC. 11-& R O #F >-A%-THC. 11-/ JL-A*7 JL R F S-THC.
A-THC-d3. 11-£ RO % 2-A>THC-d3. & & O 11-/JL-9-7 )L R
F<-A° -THC-d9 & Sigma-Aldrich (£ > FJLA X, ST —UM. K
H) #5BALEL. LCMS/MS L —ROFETYEZ Y LIE
Sigma-Aldrich M"5EEA L E LTco TANTOREIF LC JL— R ET,
Burdick and Jackson (W ZXF—d> SA VM. KE) hSEALE
Lo

THC BLUZOREMTHS THC-OH. THC-COOH DA%/ —ILES
1B % 10 ug/mL TYERIL & L7=. BAE(L LY THC-d3. THC-
OH-d3. THC-COOH-d9 % X4/ — JLIBEATRIC 10 ug/mL TEA L
PIERIZE (IS) L LTEALE LT,

FrUIL—2aviZErmBEEERY T

FLRNA L LI REEE (QC) YTV, BYIAEEIC A S TS
BRIC T BARMLE LTz 2MAROEE 1. 10, $&£U 50 ng/mL (5
LT, {E QC (LQC). 1 QC (MQC). & QC (HQC) ™ QC #>FiL%
FELE LT EAEREAR (S) 14 QC LALTEIZ 50 ng/mL T
21 LE LT

Captiva EMR-Lipid TOU—=>7w I LIcBOT IOV IR %
THC 2O OIZERKRT. 2MFd 1. 10 LY 50 ng/mL
DEEICRRRR/NTZLE LT 1.0 ug/mL @ 1S 5EED 5 pl 0P8R
SHBMLEFLT.

YUY O EERER T, REARZERLTHARL F L7, Captiva
EMR-Lipid TAIBLIZBRD TS oM )w o2 % MHEY) T 0.5, 1. 5.
10. 50. &V 100 ng/mL DEEICHIGT DESICRIANR/NTIL
Flico BFvUTL—3ViEEICC 1.0 ug/mL @ IS & 5 pL Bl
Fl7o



WEE LUERR
RIS HTICERLI BB OERERERLET,

R 1. UV TILBIIES KU OHES CEFER

& 2. LC ottt

HE BRES
B 7L EiNIE
Agilent Captiva EMR-Lipid. 1 mL A—kUw 5190-1002
Agilent Vac Elut SPS 24 v =7&—JLR. 12 X 75 mm EREH 12234041
ALU>aysyofds
ITyRYRILTZERY R EUE—2—ERyE (VWR. NJ. USA)
BEIOAINITFT1—2 AT
Agilent 1290 Infinity LC > 27 L G4204A
Agilent 1290 Infinity ) =X =2y MIHZ LAV /N—E X2k G1316C
Agilent 1290 Infinity #—r4>75 G4226A
Agilent 1290 Infinity 1>Z+1>7)L&. 0.3 um 5067-6189
INAT LA A = 400 Pl AR, P, FEHIEH 5183-2086
MS BN TILFE Y ke 2 ML REX 12—/ T SR
%Xizﬁlf'ﬁr‘@\/jj\ PTFE/JE?%?&A ; °190-2280
BEESRRTLA

Agilent 6490 ~'JZ/LIHERR LC/MS 2T Ly
Agilent MassHunter Y7 +o 7

LC-MS/MS 43R

Z @ LC-MS/MS 43 #1 T I&. Agilent 1290 Infinity LC ¥ X F L &
Agilent 6490 MU ZILMEREE DL AT LEHAEDETEALE
L7zo R 2 ¥R 3 1. ALK LC LU MS ODHEEERLET,
HUTINSERETICA— MY TSICEBL & L. STARIIC Agilent
1290 Infinity #— > 75O HBREEEEFRALF LIt COCI 5L
OY>FILOFIC 10 uL OFIR (k) #H5ILELTc. 28% LC VX7
LISFEALE LT T 1V BIREBEEZ A — N Y TSN TILRTO
Y TNHERCEBLIZIBEOFRIE. YT ILoF#MEE 100 %
BTEBIUETYT INT FLALDILEINEELET,

£ 41E. NTLEEBOTIILF I FHLa>EZLU>S (MRM)
DEBNTA=Z (FTUA—H. EEAAFVEEEIF Y. IUVIVT
ZJL¥— (Collision Energy: CE). UF>>a>Aa1L7RY) #RLET,
Captiva EMR-Lipid IC&% PPL OrEZFHES 570, 11 & D PPL
DOMRM bZ>o3a3yH TR VT LELIAERIZR S DLHBDTY,

NFRA—% FREfE
_— Agilent ZORBAX Sty RLY'1) 2 —<3> High Definition
(RRHD) Bonus RP 2.1 X 50 mm 1.8 um 1354
mE 0.5 mL/min
NS LRE 50°C
T TSRE 5°C
AAE 5L
TP2-F11 5T 74 RE—RT 10 uL 5|
1oV ORTOT T Y2 TINUDSTITHILERE—RT 5 L 05|
XYY RTRESNICHE T —RLEkS
i A) 5 MM OFETVEZTLDNKAER. 0.1 % FA
B) 5 MM OFXEETYEZILDXE/ =LA 0.1 % FA
Z—RLEA ACN:MeOH:IPAH,0. 0.2 % FA (1:1:1:1)
B (9) %B
0.0 65
JoITVh 0.1 65
4.0 95
5.0 95
2y TFEA L 5109
RREZA L 159
] 3. MS &t
INSRA—% REfE
AAACE—F ESI
HZBE 120°C
Al i 20 L/min
E R 50 psi
S—2PRE—F— 325°C
*FrESUEBE 3,500V
TSTRVEEBE 300
FILETLOROVIILF IS 7 OBEE (EMV) | 200
TRME ROF17
& 4. THC ILEYD MRM £REUNS X —4
TIh— EEIAY EErA> VFooaryiaMh
ey H1F> (CE) (CE) (%)
THC-OH 331.23 3132(12) | 193.1(24) 1.70
THC-OH-d3 334.25 316.3(12) 1.70
THC 315.23 1932 (24) | 123.0 (44) 3.05
THC-d3 318.25 196.1 (28) 28 3.04
THC-COOH 345.21 299.1 (20) 327.3(12) 2.26
THC-COOH-d9 354.27 336.2 12 2.26




®5.11 74D PPLLEYD MRM $£REY

INTX—=4
FUn—H14y | TOFIRIEY
(m/z) (m/z) FHRIFILF—

808 184 30
806 184 30
786 184 30
784 184 30
760 184 30
758 184 30
704 184 30
524 184 30
522 184 30
520 184 30
496 184 30

BBEIVFO—IILET—2OEMEBLUVEEDITICIE Agilent
MassHunter V7o 7H#ERLE LT, THC BLUZ0REMOH
B (B# =3) DEE.BE. 5LUXV YRS DEIEAZRELE LT,

BT IVAILEFIE

1. 500 pL ©BHIL7=* 15:85 MeOH:ACN % Agilent Captiva
EMR-Lipid T mL A—btUwJIZBIILET,

2. 100uL oebemT>7ILzBMLET,
FEVETOHIAERY N TLICERELET, Fild 5~7 2
BELURATEAZCHTEET,

4. 35~4psi DEZEICF|EFET,
HEILT 1:4 @ H,O:ACN % 200 pLBIIL £9,

6. ZENH—FIYIEEBETSETHEREICF|IWTH S,
EA% 1T ~13psi lCEF TERDDOAEASISHLET,

7. FESIET. 100 pl @ MeOH (0.1 % FA) THARLET.

8. 5uL+10puL 0FERAKE LC > RATLICEEFALET,

* B EILTz 15:85 ® MeOH:ACN & =20 ° C OB EREICRTE L.
FEARFICIIPRLIEBSRICANTUWEL

EE WYY TILENFTBICIE. 7TV —>a>/—k TAgilent

Captiva EMR-Lipid ¥ LC-MS/MS IC&2 ERMEEFD THC HLU#

ORBMIOMERM B EEDH #BRL TV,

SRICBRIVNIIIET BICIE. — RIS > FILEAROIEE 1:3
~ 15 ICTBCHEMERLET, RIMEROAM 7 EBIE CARR) 1213,
BEIL7z MeOH/ACN BIR%ERT 2 L EFITT, N T ZDRD (1
f28) N EAFEOMFISHHE SN MFROLEI RSN ET (K1),

1. BEHEROLM TR, EEOHICHFRD
AR I NE T,

AROARIHBERYNFYT, FIEZEOMOEEGRELXFEHLT. T
IRBHESET e HRELET, BZEICEL>T Captiva EMR-
Lipid A=ty ROT7O-DFEIREINET. REBREEREDOIC
ld. 3~5BIUIC T BEBRDILSICHRELFIET 2 HRLET,
=ty Ih et Y IIHART e, BZEED EAD. H>7)LEIUR
EHNRARICEEDFT,



BRLER

FERBEINVYIRDRE

EMR-Lipid (&M, iR, JFREDZ—7 v MEEYIDT Ry I 25
BEBSL. DITHRYOEINER%E EIFZ7DICLERTESZ VT
IV 5ETY,, EMR-Lipid TIZIRBOFIER T XN Z@ERALTED,
KTEMET 2. EMR-Lipid OFIEH|IC &5 47 XBERPEKIERE
ERICES T, BEEANERMICES YT NET (K 2), lFEDORSH N
DB VRILKEBEIGTHERICAD TN, ODNLIEDIGAD FE
Ao FTIERNC AT REESEITNIC, BKMBEERICL TRy TN
F9, PPL I3HlREBEOIHOTHD. 2MFUCEFICEFNTVET,
PPL IZUYEE D)V h SR AFKEERETERIN TS D, BkM
EBEIFETILFILETERINTVET,

A AR RO DOV RILKEE (EE) IFFTEANC
ADETH BODNLIERDIEAD FH A

DITRTRY)

EE

EMR JEIEA]

FEH TS AR TEFNICA > TBEE
#Hid. BKMHBEEERICE>TRS YT
ThEJ,

B 2. EMR-Lipid O XA =X L ¥ XEEBREFTIEA 7S Y

3 @iy THC. THC-OH. THC-COOH ICIXERRDRERENLT Fh
FIH\ BHHAMEVc®. EMR FHEAI DR E LB EER LY
MEINELE A, Flow ADNLI) VI HD IEFREANC S TRIFS N
i'ﬁ-/bo

THC THC-COOH

H,C o CH

3 3
THC-OH
3. THC & DiEiE

EMR-Lipid £1f1id 96 )L 7L —FERXELIE 1T mL A—~Uv D
RNT BRANL—TYrERBEETEZT7 T ) r—>avmElfooo/LA PPT
BICABIT>2arvT Uy EEFNATVWEY, CORBRFTICEST,
DEDERNRISHST A TETET,



O3 IS5 70—148E

1 ng/mL @ THC. THC-OH. THC-COOH T®m. FL /{12 =21
® MRM 20O< 554 (K 4) &, EMR-Lipid 7Ok J)LTEETES
IORNI ST —MBERRLTVWET, 1 ng/mL ORETH->TH, <
MW IR EFHORBDICLZDBAEL > FIL /A XL (S/IN) D
BLEIC&STERICES SN, BENARE—IBREA>TVWET, AR
FHDITICEoTBERIET 255, BEIE 5 ng/mL FTOIEREL
BRHEHCEENKROSNFT,

YUIEEDIRE

LC-ESI-MS/MS (Z&22MOXA TN ULHHICEFN 2 THC
BEOZOMD A>T E /1 ROBEDH (PPT OF) 1&. HAH PPL
NEDFEERA AWM OFEEZ T T, FHOEARRRAIF. PPLY
DUYRZRTZFF AV ISR RAT7FOILIZ/ =L T I
IS TY,

Captiva EMR-Lipid IZ&22Mmh 5D PPL BREDMERZAET S 7.
11 BEOKIAPPL ZE=R VI LELIHKICM/2184 TORIT7
FONDVTAL I F TS TRA M EERALT BREVN\I0IRS
& U Captiva EMR-Lipid IZ&3RERICEMARYICE &5 PPL %
TEZRUTLELT

x10?
1.0

THC-OH
THC-COOH

-0.1

5% M INhicelmty > 7ILhS 97 % @ PPL A BESNhcl e
ERLTVWET, CO—BIE2—7yMEaH e At L TuETY
50 PPL OBWTINYAVR (BEDON —X, BEI L7z MeOH:ACN.
15:85 OHICLD PPT) 1&. BHIBBOBEMOAIEEMAZRLTHED. B2
DRBICHETIEENHDE T, £/c PPL DTNV AVZAFNE,
RHMICIE MS S RTLDBRICOBEDZDAREENH D ET,

EEMEEE

THC 20 RHMOBREROEMRMEZFHmL £ L7, K6 1. 6 EED
2 (0.5~ 100 ng/mL. n=5) DFEERICE VT, RFLBERENRS
NIECEERLTVEY,, SEFOTERERE (RY) 12 099 B2 &
L7z (2Mmo 0.5~ 100 ng/mL IZH T 2B, BEROLIFEES. 1/X
DEHFT),

REFFBICHL ARNRCEYOLMOEE TR (LOQ) 1 1.0
ng/g LR TL7ze XV R®D LOQ (& %RSD <15 & S/N 210 IC&ED
WTW&EY, XYy RFERER. 2MICEENEZ 1. 100 KLU 50
ng/mL ORETRNATL. COEIFZ 7 BEDRLTAELE LI
7 DFRIFC RSD A 24~115% T, YhUYIRICE>TEE TH>
el CERLTVE T,

THC

15 16 17 18 19 20 21 22 23 24

2.5

Acquisition time (min)

B 4.7 ng/mL TTLZ/INA1oLTc2Mid MRM 20X 5 L

26 27 28 29 30 31 3.2



%108
9.5

9.0
8.5
8.0
7.5
7.0
6.5
6.0
5.5
5.0
4.5
4.0
35
3.0
2.5
2.0
1.5
1.0
I
0
0.2 0.8 1.4 2.0 2.6 3.2 3.8 4.4 5.0 5.6 6.2 6.8 7.4 8.0 8.6 9.2 9.8
Acquisition time (min)

Counts

5. 704U K1F>m/z184 TEZZ>J LI 11 #HED PPL ® MRM 2 0O< b5 L Agilent Captiva EMR-Lipid (&3 REE
BALLGENRE. RBLBWSGENEREDN —X

o 241 A m 1 ng/mL
5 20] THC . m10ng/mL
S 16] y=1.090916* - 5.274451E-005 L2MADTHC LRBIMDEINE = 50 ng/mL
1%}

R? =0.99498673

12
(o]
208 123
3 04 n
9 100
0 02 04 06 08 10 12 14 16 18 20 90
Relative concentration 80
70
018 B = 60
£ 141 11-0H-THC (THC-OH) =
2 19| y=0.865995% +0.001395
© 1.0{ R?=0.99681895 40
o 0.8 30
£
© .
3 0.2 2
E} 10
0 02 04 06 08 10 12 14 16 18 20 0 11-OH-THC (THC-OH) THC {t&% THC-COOH
Relative concentration
. c tam 1 ng/mL 10 ng/mL 50 ng/mL
¢~ | THC-COOH EMRE | %RSD | [EMX® | %RSD | [EMRE | %RSD
S 2{ y=1.235648* +1.725657E-004
15| R2=099527837 THC-OH 96.7 15 959 35 99.0 24
o 1 THC 927 6.2 97.2 28 1025 35
05 THC-COOH 98.1 9.2 96.8 37 103.1 36
[24 0 -
0 02 04 06 08 10 12 14 16 18 20 7. 2MF® THC HEUZORBD XV~ %RSD (1 BE)

Relative concentration

6. 2845, A) THC. B) THC-OH. C) THC-COOH.
LMmAOREFF 0.5~100ng/mL.n=5




FIE 3 TD PPT D#E#ICLD. THC 2D R#EH (THC-OH &V
THC-COOH) DEIMNE(FEE AL ILD 92.7 % ~ 103.1 %. RSD &
11.5 % &, BRBIED R? 13 0.99 £ 8D F LT /Sy T PPT TlRE
VA 91 % ~ 105 %. RSD #' 10 % KFBTLIH . BBIED R? &
0.98 T L7z, Captiva EMR-Lipid JRE @ PPL BREXHDZXLIZEST,
TR EIURZZER TIE LT MMDFIETIE. PPL & THC R EDER
KEEEYE X TS HRWNEENBDET (Log P. 7.6),

3 HEONHT. BEOXV Y FEINECEEIF—ELTRHFTHO. 1.
10. 50 ng/mL T 93.4~109.2%. RSD A'11.5% K& WSHERE
mOELI

L

DT TV =3y /—kTlE THC 8&UZ0REYD LC-MS/MS
AEFDIMAO2MT >IN ZARTZHD > > TV TERRE T —
J7A—ICDWTEHBBL £ LTz /LA PPT T£MA'S THC 2D
FEMAHW (THC-OH & THC-COOH) %3t L7=#. Agilent Captiva
EMR-Lipid T mL #—tUw2 T PPL #BRZEL F L7, Captiva EMR-
Lipid Tld. £IMYUyIIDEARER PPL @ 97 % ZRIFENICFRE
TEHEL FR2—7TyMEEMORINESHFVWHDTLTZ. PPT O &
ZREALICGE DT Y TIVEID ) —>TH DT 1 F ANFe
LC-MS/MS S RTFLDBRSLUVA T LREDAREEDETLFE
LTce DTILA PPT ICIdE. Y FILOMIREREXA DRV E WSFR A
HDFET,

THC. THC-OH. THC-COOH # 1 ng/mL THHrL. BhicE— ok
¥ SIN #1832 e N TEE LT, 1 ng/mL &, BISDIFRRICHEREE
LONSVHIETY, 7 BEDREE (0.5~ 100 ng/mL) IC&1F5 THC
BLUOZORBMOIGEIFERMENB O, R* 1£ 099 #BR LT
LOQ 1& 1.0 ng/g MU T. RSD 1 11.5 % FiTL 7o THC E 203
YIDOEIUINE IS, EETREET 92 % U ELIFEBICEVHDTL 3
HEDITZEDIRL. —BH0H5EREEFEI N TIH LT,

R L=

www.agilent.com/chem/jp

AZANRAVZT 2B
0120-477-111
email_japan@agilent.com

RERIF R BRBARTOEAEZRELTED,
EEMEREBRSEICEIEREZIT>THEDEE A
AXEICGHDOBER. FHA BAAFFETFERLIC
BESNBEHHDET,

TIOLYE - FO/OD— AR
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Captiva EMR-Lipid 1F. BEE0 7 — 2 70— ICEEICHAANSZ EH
TEEY, £fo. TUTILBIERIOENDESRPHS R BBEAET 3
NELH D £ Ao Captiva EMR-Lipid 1&. 96 wT/LFL—k~& 1 mL
A—rIyPOWTNOERTH. BEMEBLUSRIL—TY T T
T=aVIRIELTWET, TUYNRETD =6 DEDD A EHED
DR B T ILAL N ETEETT,

BE XK
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