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Establishment of Extraction Methods for THC
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M~ N v 7 AEHT D EHERIRE A AW b Tetrahydrocannabinol (THC) Al - K842 Fike L
T, MERZZ L ELRMITIFAFHUROTE F= | )/véﬂ%\t(rsz{mﬂam/i% Py %% < LR MITIZCIS
AR T 7 2% R T i RS SR & 2 L EiesE LTz, , RKIRERBEWESLFOTHCIZOWT, FiEiRE
su~x h7Z7 - b T VNEMBEESHTE (LC-MS/MS) &Um@ﬁzﬁw n~ K777 - RATREEAVE =T R

(LC-QTOF/MS) 12k BEMWAH, IR a~ v T T 7 - KBRA A At (GC/FID) K OEHikA s o~
k227 (HPLC) Z& % E RN % Ehti L7-.
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No.3iIF v 5 4 Thote.

F£1 KREA RO

3 EEBRUEH
(1) GC/FIDIZ & %R
EEIL, 7PV b T nv—HKhAatm

A4 No. 1 2 3 6890GCZ MV, mirdfha K2R LTz,
HHE Fazal—h 7 v %— Xy T4
#2 GC/FIDZ#r 4t
GC/FID system Agilent 6890GC
SEMISWEET Column DB-5MS 30 m % 0.25 mm X 0.25 mm
CHOCOLATE
(SUGAR,UNSWEETE Carrier He 1.2 mL/min, constant flow
NED CHOCOLATE, ) Sulit / Solicl 250 °C
; COCOA BUTTER, Inject: /8 , 250 °
ﬁk@ POTASSTUM 0k L CBD feetor P e
FR CARBONATE,SUNFL Split ratio 2011
OWER,LECITIIIN,VA
NILLA),CANNABIS Injection volume 1 pL
EXTRACT,
NATURAL FLAVORS Oven 200 °C (2 min) - 10 °C/min — 240 °C (15 min)
THC = = FID 300 °C, Hy 32 mL/min , Air 200 mL/min
Tk e ste » Hy ;
LA 180 mg/f Atk L AUE7e L Detector He 24 mL/min
2 RE (2) HPLCIZ & 532
(1) H|ER WEEIX, TYVLY T n YRR
Cannabinol (CBN) (1.0 mg/mL) %, Cerilliant HP1200% AV, W&tz :sicRr L.

HAGRAEEEME (CRM) 240 L7,

(2) EIRKRE
JERL A 55 A e ] DU 2 A R DR AR e et C IR AR 5

BB AT RIRO AT REE 21TV, AT LT,
(3) ZFDfhtEE
HPLCO®EMHIZIE, BAR (LS HPLCH

T R=FUN, ZEEKEDY V%, LC-MS/MSK
ULC-QTOF/MS DB FHIZ 1%, BIFA Lk St
LC-MSH 7t b= hUNNKROEREK, L7 A/ LF
FeftiZEE A S RLC-MSH XM 2 H L7z,

IS, BRI RS HPLCH £ &~ /
—b, T = MUAVKROEHK, BT A VLT
FSERR AL AR~ RO =T LA L
7-.

HLR R IR O IR B 21X, 7~ T VR
Vo F N RODLT I R LT

(4) /M
C18[EtEHMH Y T 221E, TVLV b -T2/ my
— k&1 HBond Elut C18 (500 mg) Z{HH L7-.
Sl IFADVANTECH#20.20 pm fLAET ¢ AR —
PITNALT VLT g E—2=y RN HEY —=T
N —1 8045 ym ARV T T o v E —EEH L
7.

#3 HPLCH#T &4

HPLC system Agilent HP1200

Column YMC Triart C18 150 mm > 2.0 mm, 5 pm
Column temperature 35 °C
Injection volume 10 pL
Flow rate 0.5 mL/min
Mobile phase A

Mobile phase B

Water containing 0.1% phosphoric acid
Acetonitrile containing 0.1% phosphoric acid
Gradient A (21 %) — 30 min—A(5%)

Wavelength 210 nm

(3) LC-MS/MSI= & 5T
EEE, 7YV b T2 m U—HRAHE1290
Infinity I (LC) K& 186740 Triple Quad LC/MS
(MS/MS) Z VY, ohrsff 2 &4l Lz,

(4) LC-QTOF/MSIZ & 32

HEL, 7V T n VS HR1260
Infinity (LC) % 16540 UHD (QTOF/MS) % >,
SN Seft B RBITR LT,
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#4 LC-MS/MSsr#rseft:

LC system Agilent 1290 Infinity II
Column COSMOSIL COSMOCORE 2.6C18, 2.1 x50 mm
Temperature 40 °C

Injection volume 2 pL
Flow rate 0.4 mL/min
Mobile phase A Water containing 0.1 % formic acid
Mobile phase B

Gradient

Acetonitrile containing 0.1 % formic acid

A (50 %) — 6min —A (5 %) 4 min

MS/MS system Agilent 6740 Triple Quad LC/MS

MS conditions

lonization mode  ESI
Gas flow 10 L/min
Capillary voltage 4000V

Gas temperature 300 °C
Nebulizer gas 50 psi
Fragmentor voltage 130V

Scan mass range m/z 50-1000

MRM conditions

m/z 315.2318
m/z193.1 (CE 25 eV), m/z123 (CE 37 eV)

Precursor ion

Produet ion

Product Ion Sean conditions

10, 20, 40 eV

Collision energy

#5 LC-QTOF/MSSyHrseft:

LC system Agilent 1260 Infinity

Column COSMOSIL COSMOCORE 2.6C18, 2.1 x50 mm
Temperature 40 °C

Injection volume 5L

Flow rate 0.4 mL/min

Mobile phase A Water containing 0.1 % formic acid

Mabile phase B Acetonitrile containing 0.1 % formic acid
Gradient A (50 %) — 6min —A (5%) 4 mn

QTOF/MS system Agilent 6540 UHD

MS conditions

lonization mode ESI Gas temperature 350 °C

Gas flow 10 L/min Nebulizer gas 50 psi

Capillary voltage 3500V Fragmentor 120V

Scan mass range m/z 50- Reference mass miz 1?}'050§?3
1000 m/z922.009798

Targeted MS/MS conditions

Collision energy 10, 20, 40 eV

Precursor ion m/z 315.2318 (THC)

4 FREREORR
(1) CBNiZ# %%

CBN#EMEIR R 1L, [EEIE WL R FE B I o 7 ik
(GC/FIDIE) [8lic#-S&, 3.3 - 53.3 pg/mLO#PH T
L=,

(2 FMEHBRAEZEXRBER TERARUHEDR
RATHCIZ# A&

THCIEHEFIH D NTF-RHEETH - 72728, GC/FID
HEaE AW CTHCHREE 2 @ B U 7= e R I % | s

ANIENERER ) fz o Rl R, & B & O ITHC
MEAEPRIE & LT L7z,

HE AR R BRAI IR O IR T 12 DU ISR L, Bk
W16 g ZFFE L, WEEEYE & LT0.5 mg/mL k
VRUCONT IVEBERTDTH /) —/VEKR20 mLE
EFEICNZ 72, T a2 160 MBS RLEE, A7
VI 4 NE—TAHIB L. HENTAIKR500 uLA BREL
L, THCH VAR Vet % B fRi: & & CTHCICA# T 5
729, 150 CTMEAL CHBE S B, Hon=EEic
T & ) —/V1.5 mLENZ CTEMLT= b O % iR
i & L=,

CBN DOFEHEYRIR % FAV CRESE R Al iR - O THC

DPEEEZER%, WMETX /) —/LTHRL, 0.86-8.6
ng/mL o> & A o 1 A THCEE #E 7R M 18100 ng/mL

DOHfERS R R 2 AR L7z,

5 HHEBEBROHREHE
1) FaalL—trRUZ yE—hoDHH

F =z alb— MIBIRE LT T 57k, 7
v F— i%{@ii%h%h#ﬁb,ﬁﬂ&bt.%
LN AR g2 HILEICHREL, 7B R=1FU L
i~ Y10 mLEI X TISHMIEE 5%, =iy
HEL7-. EEOA~XUEESRL, FEICHET |
F= kU BT~ 10 mLEIZ, [FEREO#REL
TV, &~V rEsfbilz. Zhiz, ~%F o
7 b= kU200 mLEMZ CTISHMIRE 5 it %
TV, 7 b= MU VEESE LT, [REROMHERE
EIDI2EEVIEL, Bo5NeeT e =M VEE
Gb¥i. 27 b= Y fafio~F4 210 mL
EMAZCREDHE, TR F= I AMEESRLEZ. T

Th=hUAEBEEEL, I0mLIZERLZLO%
AEHAIR & LTz,

@ Fv T4 b o0

Xy T 4 M, 1 gL, K10 mL TR
L7z, Z0OW%E, o0 UH AKX 7 —/110 mLE UK
10 mLTa>F v a =27 L-C18EMHE D T A
IEEAM L. BT, K20 mL TS AT, HE
et FL10 mLCIAEH L=, SO 7R iR &2 B R
%L, 7 F=1FU A TI0O mLICER L= 0 &3k
Wik e L.

6 THCHMNEIYNGER

THCOFIMENGRERIZIX, RO T7Z vy 7 Faab
— K, INVIFaab—§F RUAL Fazalb—},
7 X —RUOF ¥ T 1 OFFEREE Wz, ARk
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I, FRNICHRS LT Dmia(T 5> 2 & T, BRI
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@2 Fv>oTa

PHEEZZSEDREEZLNDEF Y T 41I2OWVT
1%, C18[EFEIMH I 7 2% HW CTHCEZ W S, /K
THEZ VRO L7otk, WIS X Y THCA B H S E 7.
WHIALLE LC, BEig—=T L, A X/ —, T b=
MU VRN X ) — )L D ATEEE & LR ET L 72 fE R,
BEEE = T /L % Bk < SYEBECIZEIRERAHI80 %Iz & &
F oo, BT T UL DIEHTIENE % ib
BWEINENE N0, BB T IV TERT S
HHEEER L.

THCIE, CI18FEFHIMH S 7 & & Bk BERIC
LR BREFEND 2D, A )=, TER=FY
NIRRT H ) — VO EBEREE I3+ lciw i &
nenw—7J5, PREEOmEE A Lo Bk kR
fif Z TV D EEER = F ik, THC & BT 238 5% #)
IEL Y, mHROm EICES LZEEZDNS.

2 THCOFMEUREEIER

RO 7 Ty 7 Faalb—h, ILsFaal—
N, AUA R Faalb—h, 7y F—RUF v T 4
ZF HTHCOEIL % #6127 L. GC/FIDTIE
88 %Ll b, HPLCTIE86 %LL &, WWihoHikic
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BWTHBHRMEESG OBl b DR R
b, Fazalb— kW yF—{ZxLTIE, ~FH
-7 b= R VW X iRk % 3R FEkE T 5 ik,
X v T 4Tk L CIXCI8EMHIH S T 42 T
FEl— F /L Tt 9 2 FIEIC L 0, JAE 0 ofE Y e
CORMM & EL, THCERMICHH T -, =
NITED, HxRRORMIZRIT DR EL
LT 7.

1T B THCHINE] U 7B A

(n=3)

#*6 SO

TFw B ROA R

L S P e R L I e
GC/FID 96 % 88 % 93 % 88 % 93 %
HPLC 92 % 87 % 90 % 86 % 92 %

3 XKEERVEMRDPICEITHSTHCOSH
(1) LC-MS/MSXR ULC-QTOF/MSI= & 2THCO R
KRGHRENRERE [k b REHAKOFR ) 12
FREk L7z ke LR BRI IC 2w T, LC-
MS/MS X O)LC-QTOF/MS % F Ttk o THC %
2 L7=. LC-MS/MS MRME— FOTICIZ BT %15
FERF R (3 e ATHCAMERRIR & 3 No.1 (Fa =1
— M) KRO#ENo.2 (7 vy¥—) T—%L7 (K1-
(A) ) . F7-Product Ion Scant— FiZH!1F %4 CE
DOFuEI M A AT ML bR — T DR R
nELRE (K- B), (), (D)) . &6, LC-
QTOF/MS MS¥— FOEIC (m/z 315.23186) T3
WTh, EEATHCERERKRE Faal— RO
v X —DOEFRFEA - L (K2- (A)) . AT,
Targeted MS/MSE— R TOECEIZB T H T &7
r A A7 b iiR—E L7 (K2- (B), (C),
(D)) . kR LD, 85 No. 1 & U i No.2i2
WTHCHAEGH ShTWA Z LRS-,

7B, #WENo3 (F¥ 5 1) IZoVWTH, LC-
MS/MS & O'LC-QTOF/MSIZ & 0 EPESHr & S5 L
7275, THCIZMH Shado 7o, YagsliniX, RO
FRERV R~ —I P ERTWEZ &b,
BRI W TERBHEES NS Th o 7=, BIEOE
BFFE ICB WL, EERES L TH-TH
P U LEEENMTON D DI Tide <, REMLEE
ZRETICRARELEL & LT b vz ATREME S R &
Ezohb.
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(A)

Targeted MS/MSE—

(2 KHEERVERFOTHCOEE
PN

BWAEGLZGC/FIDE; CHPLCTE &
L, 2R ELZSE
RTITRLTE.

LC-QTOF/MS MSE— KX %TIC

kA FuX s A F A2 kL CE10eV(B), 20eV(C), 40eV(D)

5347

OHEERIRE 2 5 H L 7ofiR 2
GC/FIDD /37 TIXF 2 =2 L — M

149.5mg, 7 v ¥—1%16.0mg, HPLCO /4T Tl F

aal— MNI154.0mg, 7 v ¥ —1317.4 mgDE &
DG DI, B X BUFIZ20184F 12 RE4F H KIR O FTFF

X

KO 2 S b Ui=23, KRR B9 2 B
LT, ROBEHOKRBRMEIZ OV TIELES Y
7=V THCEHA ®A 10 mglh F, 1825472 Y 41000 mg
UTFEEDTHABIEL 7 v F—Ilzo0TiE, Ey
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fli L7ct, 7 OFkEE LE->TnsZ &b
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E% FlEl> Tz, Mz T, F3ab— MIKIRT36
EDOENRANENTNDTZ, I ELRS EAR LT
LA OTHCEITK4 mg & HEE S, 1B OB fE %
TRIZHERTH-7. 7277 L, KREARELTHDZ
L DB 20GE, SHLULEOEBERUT & v HHIE 4
FEZFHEMES ® 5. THCO/ERRBITBEU EIZ X
S THERZRY, BYE-CIE35r LI L E o #, 1053,
WIZZ 37 EOERANBIN S DIZxt L, ROBET
TR 3043 7 B 1TEERFREE 7 1T CREP M ICHE A M A %
v, LV EREFHET L LB SN TWAIT]. L
ST, RKKEAELTOTHCEMENMEA TH-ThH,
DHREEC2VE FEBEIERT S i ReErsH Y, K
TG L LI RREREROERICBNTD, @R
BRI L AEEWENEL DY 273 HaIcEx bR
7.

7 KREEEROEHFTOTHCE R L O

E IR
(n=3)
THCE A & mglg  (E7E 4 54U mg)
BUE g
GC/FID HPLC
P 45.7 - -
Faal—F (1 f34) 3.27 (149.5) 3.36 (154.0)
e 14.3 .
L (140 1.12 (16.0) 1.22(17.4)
] =
AW T, ETHRERMREE M5 OTHCHIH
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W, ~F P UROT R b= b YV K DR
%, X% T IOV TIECISEAEIE 7 T & & HEE
TFNEACD HIEEEAT 22 & T, KM ORE
2 D ORENECORMER I RETH o 7.
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LZRABWMDOY 27, FICEM LW EEIIC L 5
TR EOFREEZ RET 2L D Th o7,

772U, ARBFZECHESE L - mhiH SRR, #5al
DoEL R PEETRENZ L, T EEELZ W
b, P EEOBA DITRENE D, L
2T, SHITERIEDTRAL-CEEE H B ORI & Vo
P& BB FEOHEILSNT RT3 LENHS.
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