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§F3 Agilent Captiva EMR-Lipid #
LC-MS/MS Xy 2 MH8Y THC
R ITEREE DM

e

SXEEYHERNESRIRE. UMD EAEFRRERNE . BilS (PPL) B
HENERMPEEARFME (THC) REMRBHMIH LC-MS/MS 5| RE R A
FERF. ANBERNAT 2P A-THC (THC) REF BB 11-FE-A"-
THC (THC-OH) A1 11-nor-9-¥2 &-A°-THC (THC-COOH) BY$REXA] LC-MS/MS oo 1%
Al B RAFLAE B RIEE (PPT) #1 Agilent Captiva EMR-Lipid Bi@ 1 mL i3
JEIEEBR PPL, Captiva EMR-Lipid BEBBSEIE & #00ERK, EfREmMERYF 97%
L ERFEER PPL, BEMRSTYIMEINESTF 92%. X 1 ng/mL THC. THC-OH
# THC-COOH My IT1SEI T IR, HIKBT RIFHIEEELL (S/N)o £ 0.5 &
100 ng/mL SEEIRFREMIEN 244, R BT 0.99, FEREERAE 1.0 ng/g U
T, RSD/NF 11.5%, fE=KMSLIISIEH, BRMNER—
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EEEZSLRHES, LC-MS/MS D2 Bl M evE e bR
—NEBEERZ, FREAETBT LRI RANEN
IBEEM. HEAEEN. SMRBMEN TR, 2MPFE
R EZ T NEEBRMEE (PPL). PPL EREN
LC-MS/MS 435 R ERBN N EERIR, FNTEBE
EBEE BS) RN RERE LR ERSBE,
BRANEZEFHEREIMIBRAGIEEARIUE (PPT). EIiEE
BY (SPE). B&ZEEN (LLE) AN BURRZEE (SLE). MR
ERE. AMERBIENRESESE LS. FIIA, PPT.
LLE 7 SLE T2k PPL, M SPE HTie kBN BTS2
AT, EXLERART, PPT 52T &I Z8IAR, PPT IR
ERLLBIEEERFIMANBNTESH (W2 (ACN) 3
BE2 (MeOH)) , AIRMBMHMIFREEZERR. MEEARMNT
M, EAERBIUEEL T R E O U AR, 8 PPT X
7EZEBR PPL, AR PPL BEBSA T ENIUEATF,
AR RSTHRGBAETIEEFLREFRE LN B IR
DIz —. PR, HEHRMEBIAHTEEYERPH A-THC
(THC) R EEEE) 11-E-A-THC (THC-OH) #0 11-nor-
9-A°#RE-THC (THC-COOH) EXEE, #AMM, THC KEALH
YIEREGRTMET IR R L E TR LS.

BYEE—MHemFReAEEE, TR ERIILESE
(BIEBEL PPT. B, HBMHER) WESIE L
M PPT # PPL £Bf. AMAREIRNAT —FEE) Agilent
Captiva EMR-Lipid 1 mL i EHFEBRFIYR (512 PPL)
W7k, ZAERAEBNEREN, T3 ITYRE.
FTSHIREVIE S %, B T B AR S FINHI LU G &R

S

OR(ERFLA PPT A Captiva EMR-Lipid i34 £B& PPL, Xt
2MARY THC. THC-OH 1 THC-COOH #1712, FE/EfEMA
Agilent 6490 = BRI REEXRRAHITEE Do XTI PPL
EBREMT TG, TNET THC REREYANEE (3 B)
HERE. BREMNDIKE,

BRMEFERNDN, BSRRRBOCNBBEIRES Captiva
EMR-Lipid #I LC-MS/MS IF A M€ 69 THC FftsietiTs

HEBHHT
SIS ER S

RS HFER

A%-THC. 11-32E-A°-THC. 11-nor-9-A%-RE-THC. A®-
THC-d3. 11-8&-A-THC-d3 1 11-nor-9-#2E-A°-THC-d9 1
B Sigma-Aldrich (St Louis, MO, USA)o LC-MS/MS £k FRERS%
FEIFFME Sigma-Aldrich. FFEAFIINEREBIERNESHR
51, ¥ME Burdick and Jackson (Muskegon, MI, USA).

AR

FERERESIREN 10 ug/mL B9 THC RE MRS THC-OH
1 THC-COOH BYRAT L1EA K. Rmf THC-d3. THC-OH-d3
A THC-COOH-d9 JBE B TIEA®RS, KES 10 uyg/mL (&
FHEEF) , HBIERR(S).

ROETMFR RREIT 54 &

EFMNAREE1ES (QC) HRFPIMANE S RENIETIEA
&, FTEHEEMm. QC HHAMKE QC (LQC). FHERE
QC (MQC) F1& & E QC (HQC), PRIXRF2mA 1. 10,
50 ng/mL BIRE. TEMRERN QC H&mF, RIRENRN
50 ng/mL BIFCEIRAR (1S)o

1£4253 Captiva EMR-Lipid A= B ER+, A THC &E
REHN TIEARENR, EIRRED BN T2 1.
10. 50 ng/mL BRE, FIb, @EIN— 5 pL 89 1.0 pg/mL
IS B Ko

BERILEREHEBIMETEARTIF. WD Captiva
EMR-Lipid BB BEFHITENAT, IR KREXT R T1REX
#5 0.5, 1. 5. 10. 50. 100 ng/mL BRE, FESMREN
ROERRERIIAN 5 L 1.0 ug/mL IS,



RESNE
& 1B T BTFRITDRBNIRESES.

® 2. RIBEIERMT

S &
. Agilent ZORBAX & E %= 53 B (RRHD)
= Bonus RP 2.1 x 50 mm, 1.8 pm &iLit
= 1. ERETBR ST IS 51X R 0.5 mL/min
R 50 °C
4 b =
afr s B 57
RTTS
- - — #"nﬁwfﬂi HEEE 5L
Agilent Captiva EMR-Lipid, 1 mL g 5190-1002 A EEAIE “P2F1” AR 10 oL
%\glent Vachllijlut SPS 24 ZERE, RERAH 121 75 mm 12234041 sEsiaE BBA R 5 L S
e b TRIE7T A RBORE AES
Eppendorf BRENESB RS (VWR, NJ, USA) .- A) 5 mM BERSRAGETR (& 0.1% FA)
REEEERS MEH B) 5 mM BRI BEAR (& 0.1% FA)
Agilent 1290 Infinity TRIEEIE RS G4204A ERETEL 1:1:1:1 ACN:MeOH:IPA:H,0 (& 0.2% FA)
Agilent 1290 Infinity RF1EE58 G1316C E)T(l)Eﬂ (min) DE?SB
Agilent 1290 Infinity EIGh5##%58 G4226A BE 2-; gg
Agilent ZORBAX {875 E 125 5 BB (RRHD) Bonus RP 5.0 95
. 857768-901
2.1 x 50 mm, 1.8 pm &igiE {Z1EAT{E] 5.10 %F
Agilent 1290 Infinity 7££%3 3828, 0.3 um 5067-6189 EEfatE 15 5%
HRERIES, 400 pL, I, TR, =& 5183-2086
MS DT RIEEYS. 2 mLiFEROFRE, TREE, ) b A2
BB OEA PTFE/AHIRARE, 5190-2280 R 3. FraR it
FRIERS S &
Agilent 6490 = EMURATRREXFA RS BEER ESI
Agilent MassHunter 2214 FRSBE 120 °C
FIRSRIR 20 L/min
LC-MS/MS 731 SUBED 50 psi
KA Agilent 1290 Infinity FRAEEILS Agilent 6490 = E Uk ol s26°C
NI, NP N ERERE 3500 V
MHRIER BB AL HTT LC-MS/MS 9o 3 2 FFE 3 7 B o
N7 N N A2 O N — Y- At~y o
TRBEENRER . KREINBMERBZARER o acemmer o 0
%2, TERHEZ AU 1200 Infinity S o0 SRIEEINEE, - E

HATEIRER 5 pL B2 BTRER 10 pL R Ok) » RED
FIRHEERBEERAT. FHENHESRNEEHERED
BB, SEmhEFSRFRAPHBEEREL, ENBETER
B] 100% REBEBVAER, KZMUEMELZH FBRE,
R AR T ZFOERTFZRNMEN (MRM) RESH, Hep
BIESET. BT, EEBT. WiEEE (CE) MERE
18] J91F{E Captiva EMR-Lipid B9 PPL APF&%, X7 11 4 PPL
B9 MRM B F XTI, 203% 5 Ao

R 4. THC L EYI8I MRM RES

EEBF EEEF 1REEBdiE)

wam BEF (CE) (CE) (min)
THC-OH 331.23 313.2(12) 193.1 (24) 1.70
THC-OH-d3 334.25 316.3 (12) 1.70
THC 315.23 193.2 (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 4 PPL L&YY MRM RESE

BEF (m/z) | FBF (m/z) | HiiEEE
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

fiEF3 Agilent MassHunter 2R T EIEHILIR EEFEE
D WNE T B ESEIR THC RERESYAIRE
(3H) EME. BEEMEEE,

Hma IRz

1. % 500 pL {E* 15:85 MeOH:ACN f\ Agilent Captiva
EMR-Lipid 1 mL iR

2. JANT100 uL AZ ¥

3. A—RMRBBREH
7 45%h

4. HEZTZE 3.5-4psi
5. B0 200 uL BYEE 1:4 H,0:ACN

6. WMETEEEMBREBELTER, AEBENHRESE
11-13 psi, ERIFBF @IS ERE

7. BARE.R, ARERT 100 L MeOH (& 0.1% HER
(FA) R

8. ¥B5uL HERE5BTHEREN 10 L KEEHEESREEIEER
FRHITONT

* R 15:85 MeOH:ACN fi7FF —20 °C 7kfE9, TR
OIS

D BROMEERNDN, BSLRECNRAERES
Captiva EMR-Lipid 7 LC-MS/MS X{ A 132469 THC FItiE1)
HITEHLEES

TIARTED RS, HWEESR

ERAEEER 1.3 F 1.5 BFm/ATItE, UKIMEBRT
2Tk AR MeOH/ACN A2 5 R4 4RA0 A MEik A
CafR) BYEER . A ERAARNAEY (ABR) B
BEIBERMET, FAIRIE, WE 1 FR.

1. RFEEENEMNERETZ /7
BRI

MAEEAAORBRICANEMBESEEHITENILNES,
BHFEER M@ Captiva EMR-Lipid idiEit, EERE
-5 M—ENRITARIR, ULMREIERER. TFE@MATIE
HnkifE, ENEsNETSEURAEERSHEREE,



HR51ie

ERAFFENREREE

EMR-Lipid F57AEIME, BATRME. PEREMIERERN B IR
M, BLEMRERENHSESTYIEINE, EMR-Lipid F
FRIRFF IR 2R, AACEN EMR-Lipid WRHMIFIE, B8
W AFRRHPEME K AR B EREREREEEX (B 2) . i
K L HEEEEH NI, MARERANDTFRH
NEA, RE, # NP 89A8 558 Bk AE B At 38
%, PPL RAMEMNEEND, AEFETT2MIF. PPLEH
BABABE AN ABRR SR ST A AR B R I SR B B LU H K BRI B AR Y
BB 14 B BB A Ao

{AFRHEE: TR (538) #HNRMIFIH;
FRRANDITIHARENEH,

Pagiiky!

EMR %P5

TR HIFFEFER . NIRRT P BOREHE
B kAR B {E A S

2. EMR-Lipid {EFE#HE] . AFRHEFE AR5 F1FF

REE 3 FiRpy24¥ THC. THC-OH 1 THC-COOH 28 H
s, BEmMBEABEK, A5 EMR WMFIFRRERETK
HEER. Ui, DRI KRS58 T IRMIFIXY E
IRE,

THC THC-COOH

OH
H.C ‘o CH

THC-OH
3. THC MEAEEEM

EMR-Lipid 7RI 96 FLIREE 1 mL EEF R M, HEEA
TFLA PPT BUBFIREIRD, ERTHRESBENNA, X
—RFANRITRAEE LD T HEEN R L.



BikitEE

2 1 ng/mLTHC. THC-OH A1 THC-COOH FRANR 2 MmAY MRM
BigE (B 4) B/~ 7 A EMR-Lipid 75 3FRA S EIEIEAE,
BOFETE 1 ng/mL BURET, BFERMNAMFHEEMRE
TIEENIER, EARIEBRDREET RIFHDBSEMEERL
(S/N)o NMBEIRAMIEIEEEEF DM, BEFE 5ng/mL B
RELLURENERR BT S,

WERE X R

A LC-ESI-MS/MS BEENT2MZEHEIEY ((RET PPT
AIE) Y THC REMARMENR, SZ %R PPL B9EE
EBTINEERNEN, XM FIEEBEA MERENARREA
MR 2 B2RR2E PPL 5182

A EEA Captiva EMR-Lipid A2 M PPL BIR, 3
11 FRAFERN PPL TN, BAEMmE, FIA m/z184 &
BB BSBLABHR, 7 2 7R R SN2 M IRENY) R 42 & B BUTe A
Captiva EMR-Lipid k&P Z /5 PPL,

%102
1.0

0.9

0.8

THC-OH
THC-COOH

0.2
0.1
0

-0.1

5 "H 97% PPL MIREXAY S MAE R ARk, Hp—L
PPL AJRES BIRO AL T HkRs B 5 P RHNESFE
PPL (B&Z:; (HRAMEE MeOH:ACN (15:85) #17 PPT)
AIREERMIEHAZEEM, HAIREFMEENTHNRE, LIk,
&==EFE PPL AIREMERY BRI SR IL R 5.

EE%EE

S THC MERGIYINRER LR LT T HEH. B 6 RA
EMRARFRET (0.5-100 ng/mL, n=5) MEREEBHFH
Mafz £, LI2IMmAR 0.5-100 ng/mL SEEARIZE, 1/x 10X
TR EEAINE, SRHMENFDRERE (RY) 95T 0.99
DMRARBEMNE, E2OPFUNLEYHNEZR (LOQ)
79 1.0ng/g FEK. 7% LOQ HTEMIER %RSD <15 B
S/N210o L 1. 10. 50 ng/mL BIFRE SREEINARE 4 M
SNESZEIME, EENEELR. B 7 BFRFREH RSD £
2.4% E 11.5% BSEEN, WFZEREDLUEZH,

THC

b -

- ~

1.5 1.6 1.7 1.8 1.9 2.0 2.1 2.2 23 2.4 2.5

SREEEE] (min)

& 4. INFFRE S 1 ng/mL BI2 MK MRM &I E

2.6 2.7 2.8 2.9 3.0 3.1 3.2



x10°
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
25
2.0
1.5
1.0

WARL

0 N

0.2 0.8 1.4 2.0 2.6 3.2 3.8 4.4

5.0

5.6

SFKEEHTE (min)

6.2 6.8 7.4

80 86 92

9.8

B 5. X (A@ibsk) AR (BEil4) Agilent Captiva EMR-Lipid BEFR AR @AY, TEFBEF m/z 184 SIS NEIAY 11 Fh

PPL By MRM & iEE

244 A
2.0{ THC
> 1.6] Y =1.090916+x — 5.274451E-005
£ 4 ,] R?=0.99498673
21
m 0.8
4
0.4
0

0 02 04 06 08 10 12 14 16
MEXRE
B

11-OH-THC (THC-OH)
y = 0.865995+ + 0.001395
R? = 0.99681895

ABXS R
COOO—
ONDROONDO0

0 02 04 06 08 10 12 14 16
HEXRE

c

THC-COOH

2{ y=1.235648+x + 1.725657E-004
15| R?=0.99527837

LERSLE)vE

0 02 04 06 08 10 12 14 16
EXRE

B 6. KOERZ, A) THC; B) THC-OH; C) THC-COOH,
2 MY KRESEEN 0.5-100 ng/mL, n=5

m 1 ng/mL
. m 10 ng/mL
SMF THC REMAMMOELE 50 ng/mL
120
110
100
90
80
# 70
= 60
=
50
40
30
20
10
0 11-0H-THC (THC-OH)  THC £&% THC-COOH
vam 1 ng/mL 10 ng/mL 50 ng/mL
Bz | %RSD | [EUKE | %RSD | [EIULZE | %RSD
THC-OH 96.7 11.5 959 3.5 99.0 2.4
THC 92.7 6.2 97.2 2.8 102.5 3.5
THC-COOH 98.1 9.2 96.8 3.7 103.1 3.6

B 7. 201 THC REREYISE %RSD (5 1K)




7E55 3 WY PPT IRBHHITERNRS, BEWB(E THC ReHEATH
#) THC-OH # THC-COOH (1% 92.7% & 103.1% BV {E[EIUL
K, RSD/INF 11.5%, BOERZ R*3A%F) 0.99, #Eh PPT 3%
BIEIWE R 91% = 105%, RSD /NF 10%, MRERLZ R A
0.98, Captiva EMR-Lipid RFBIRFFHY PPL ARG, HILIk
BT NABRNEIWER, HMEABETLEX D PPL 5 THC
(LogP = 7.6) HFIHRKMELE.

£ 3 RESEA, 1. 10 50 ng/mL RE TEEIMBEAX[E]
WEFIERERLFRRYT, 4F 93.4% & 109.2% HISEE
M, RSD/NF 11.5%

it

AN FAEIRNAB T —FEEMRRN 2 mFRF R TIER
2, BETWemFERFN THC REMRBEYI#TT LC-MS/MS
BYEEF DM, RORERFLA PPT A Agilent Captiva EMR-
Lipid 1T mL 3338 %BR PPL, Xt2MmAH THC RETERK
54 (THC-OH A0 THC-COOH) #172EX. Captiva EMR-
Lipid BEBE 2 AR MEFRT 97% LU EAREER PPL, HfE
BTSN RNEINE, FrSEIREE RIREILL Ik (E
FA PPT BRIMIREMME &%, MR T BENE TG
LC-MS/MS ARG5S RFEHAITIEE, FLA PPT EB R/ Fm
BRI o

%F 1 ng/mL THC. THC-OH #1 THC-COOH WIS E) 7 I8
IEFFRIFRY S/N, ZRERTRERGMRIRE, ti
MREF (0.5-100 ng/mL) BY THC RELAREYIMMmN 2401, R
57 099, FK8HI LOQ 7E 1.0 ng/g AR, RSD /NF 11.5%0
S FRTAMRE TR THC REMREY), BIKEZE DA
92% HE=. 73 KMNBENITIRETR, ERFRF—H.

www.agilent.com

BTFEEEE.
{URFRFGER. FAIATFISERM.
AXHHER. RRFERNEEE, BASITEM.

© REFTHE (RE) BIRAH, 2017
201711 B 6 B, PEHAR
5991-8635ZHCN

Captiva EMR-Lipid A/ARIBRMBANINE TIERIEFR, £HM
SN BTN B B R IMIEES M. 7 96 FLAREL 1 mL adiEM
oz, Captiva EMR-Lipid B/ E BV ES, EHTEE
ENA. ROIITARILNSSERESR, TR REEE,

SE 3k
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