JEAE ST BT B R A S 3 R ) (R 5 BB R BT )

5y A 58 ol

Sy FAAFSERRAE S HTIEZE DIRE N OVE B NMR I I DR AE S DR EE T E
WFFEo R R B [E]SL R A R An i A ST A A BRI IE R

KRB AT B/ ARILD NMR % F U7 H &

s E: 'H 2 WD E R NMR ("H-QNMR)EI, JREDSEBEAMOYE LI EE AR M ORED H-
NMR Z AR E T HIECE S TED T F VIR EE e AR GE O & & A I §E72 E ElE Th
%. A, KFER DT EIARRIEIZHONT, 'TH-gNMR {EZ2 W THEEDRIEE2 L. 4
EIHE W RIRE ST B /A RREIL A-THC %O THCA (THCA-A) THY, AL
TT T ANV TIRFES IV TV Eb DO ZEEE F-20C TRAEL TV eb D Th-72. 'TH-gNMR AT
FDEREOFER, A>-THC X 93.04~94.75%, THCA X 95.51~96.82% DM EfE TH 7.

R EKIIy a~ MEIZE DM AR RS TODDS, T IS EL THWAERIC, fE%E 7
L CIEfE7RE &S ATHE T D 'H-gNMR 1L THIUE AR L THLIEB LTIV DN EE X LA,

A. WFZEH #Y

KIFFF R CRLILASLTWAEY THY,
HARIZIB W THRLERD D 1858 FFELLKE, Tt
ANZRNTZE HICKK CRZESND NN S
Mofe. Lol 2023 1% 6,482 ALK Lrn
HEEBIT, FID TRIRFALOMZE N B 23T EEA
FHOKEANEE LT ZOERDO—HDEL
TEERBOEMME BT HiD. KIKOELHIZES
M EIILDAA, WDWWLS — T2 ARTy
T7ELTaBA TR WA EDN—RRTv T
DOELHIZ DN LI ENfERSID.

KR K BRE (Cannabis sativa L.) e QD #l
DI AN KIRE LT W FE (Cannabaceae)
DOMERERIR DO —FAETARTHY, T VT ~x
TRNEPEES LIt T, flocaidk NJEICHIH
ENTEY, KIKREOZELYENDMHEIT R AR 2
2, IO E, ~ T —RAALEL TR
A, FAKOM L CHORIASNS. 72
RIRENLBGE D SIS L 5.
RIRENZ I e I AR RSN D IR, K
#, BHROHBPORDIEEWREN G ENTND.

B FE VAR DI LITAE 722 L O FHRAEH
EEFOILERHY, E DD KIKE X <05
HAHENTEL. A TFEIARDIBA-
Tetrahydrocannabinol (A’-THC) %3 & % 14X /F
DRIRSKIRELDIE A THS. A-THC (34D
MR R T 72 ) — VANV R U BIETHD
Tetrahydrocannabinolic acid (THCA)®D K HE T
TE9°%. THCA HIRIFTEIEZFFIZR DS, I
(CHIRLTZY, RAF TIPS Lo TR IR DS
BIVA-THC ~E2 17 %.

EZATIHHE, NMR AT MV R LT E &
£, qNMR (quantitative NMR) {£237F H &L T
. KR THEEZ D56 TH-QNMR EEFRL T
WD DD BRI T, B 16 SOES Bl
ZEMHHIP RSV TLIRE, 5 16 IEH 6
B — R BEO I ST D Y. TH-
NMR T3, 7 F/VRE 35 F O fE % D
PA=INVE - {ha= 1 b R e SY el = 4 S Y 7))
VT VRIENL, [FCEVIEE THOIUEILAY
DFEFICELT —ETHHZENHBLIL TS, i
S TIRENBEMOWE LR EARMOREI D H-
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NMR % [RIRFICHE T HZ LI TEDT T
IV SR HE B AR FFUR O E B AT ISR 5.
B2 L, AL O AN TN, 25030 R
EEE M ORHOBHDIEMRNT > 7 )5 O E &I
ZOFEPEFIZHEL THDOTIHROINESE 2
7o ZWVETOMIEIZINT, Fx a7y s

LI DWW T TH-gNMR 2L T, a3
DESY D E BARGI L O, AlEl, KRB H
KA FEIARIZONT, 'H-gNMR IETEAS
MDA DIEBERETT 5221 Lz, kDR
FEELTAFLYEFT CREL TV T E AR
AFKD A’-THC K TF THCA (THCA-A) (Fig. 1)

DEBEOMEDREZL "H-gNMR 15 THETLIZ.

B. W5 i 1%
1. 3B LUK
NMR HIE¥EEEEL T Methanol-ds (99.8 at. %

D) (Isotec fE:(Miamisburg, OH, USA)) #l% fu 7=,

IS HFREEEL T, A>-THC 1mg/mL A% ) — /LI
#% 1 Cerilliant Corporation (Round Rock, TX,
USA) , THCA-A Img/mL 7 b= /LIRHEIZ
Cayman Chemicals (Ann Arbor, MI, USA)J D
AT A V=, F72 "TH-qQNMR D8 FiERE #E
W & LRGSR Tk s+t (KR, B A)
LU AL 7= 1,4-(bistrimethylsilyl)benzene-ds
(1,4-BTMSB-dy) (99.9+£0.6%) % F\ /= (Fig. 2).
2. '"H-gNMR FHHE v o g5

1,4-BTMSB-ds 1.83 mg % methanol-ds (Z¥Afi#
LT 100 mL ¢L7=b D% 'H-qQNMR A HE K
(0.183 mg/mL)EL7=. 'H-gNMR HAEHER D H D
1,4-BTMSB-ds #2FE 1%, 1,4-BTMSB-ds O IFf 7
FEEPBLO SI FL—H U7 1 (100.0+£0.5%) THE
S DR R L.
3. "H-gNMR & FHER O3 #d

A°-THC K& O THCA IFZ 1241 200uL % s
REE L72. 2402 1.00 mL @ 'H-qQNMR FFE %k
ZINZTENL, ZOWHKDHH 0.60 mL 2 NMR
AEHE 12 L C 'TH-gQNMR OHIIE 2t L 7=
4. "H-gNMR A2~ ML OHIE

B A°-THC & O THCA @ 'H-NMR %
EL, (LEWMDKFEL T F VDTS 7 M % ik
L 7. Fig.3, Fig4 ([CA~XI V&R LT-. 'H-
gNMR (% Table 1 {ZRL7ZEAETRIE L. FEH
BIHE, 64 FIELT. PIEIZE S THRBILIZ AN
JMVb, THC DOKET 7T/ 48 0.04 ppm D
1,4-BTMSB-dy D7 F LD HFEZ i LT, K
LIZHe> LA DR EE R HLI-.

C _ ISample
Sample

X Cyrpsp (1)
Tgrvss

7272 L, Cermse,s Csample 13 E 4L F L 1,4-
BTMSB-ds } O ALE 1) D € /L i FE (mol/mL),
Isrmse, Tsample 13741240 1,4-BTMSB-d; @ 6 {
DAFIVEER NEALEMDKFE 1 -V D
7 VIEFE.

AEHT 3 B EZTT 7.

Table 2 & Table 3 |2 'H-gNMR k(255 A%-
THC } Of THCA OMEDRERERAERLIZ. &
7= Fig. 3-4 12 A°-THC & ' THCA @ 'H-NMR @
Fx—hraRLe.

48], TH-qQNMR {5 TRRET L 72 RBR L Sie A7
T /ARRIED A-THC L THCA (Fig. 1) 1%
FNENT T IAC AT IR IR O IR EE THEE T -
20C TRAFSIN TV D THS. [HL 1 RKDOT
DD IR ORI, 2DV E
BFEOZHIMILIBEL T, 72D D
7V &, 200ug/200puL TR ORI EZRETLTZ.

FHELU 7= A°>-THC K% T¥ THCA @ 'H-gNMR ]
EHFED TH-NMR ZHIEL, &7 Fvof
T MEERERLTZ. ZOREE, A-THC 22\
TiX '"H-NMR OF ¥ —k EOIREES IRz
T 6.44 ppm T 917, 6.17 ppm |Z 2/, 6.08 ppm
\Z 4 LD FFEHE TN OV T F IR HLIT
(Fig. 3). THCA {22\ TIX 6.40 ppm (2 9 {7,
6.11 ppm (T 4 (OB FRETabr O 7 F LN
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5Tz (Fig. 4). ZHHDOT 7 F AT, il
DT FIVOERVIIH LN/ o112, 'H-
qNMR JEICEDHE OB WL LI LT,
F7pb, A-THC ' THCA OZNENDH
U vE, REHEEYE CThD 1,4-BTMSB-ds
DT FNOEEE L CREZR L. £
DOFER, A-THC [ZOW\WTUEENE DT T F L
B DMEE D 6.44 ppm DT F LT
93.04+0.68% , 6.17 ppm O ¥ 7 F )b T
94.39+0.48% , 6.08 ppm O ¥ 7 F ) T
94.75+0.50% & 72 > 7=. THCA 122\ TiE 6.40
ppm D7 F /LT 95.5140.59%, 6.11 ppm D7
TV T 96.82+£0.68% L7257, ZHHIRIKIZOWN
TUFEA—H—I2L% HPLC 72EDru~NEIZED
WIS T ILTHL 98.5%, 96.9%LF/REINTEH
v, A EHIELZ 'H-QNMR EICEHMEME
L VSN @AY
AEIAWERETZENENT VTV AT
IR OIRRE T F-20C TSN TV b o
Tho. BERREBTRAEIN TV ZEE 2 LN
DN, BRAFIZL D3RS, 72 THCA I[Z2oW\W T
HREAD BT OMLRERIZEY A%-THC &72% 7]
REMELHD. LLRND, A EIHIELZ A’-THC
® 'H-NMR OF ¥ —h EIZB W TR OE —
TIEIH BRI T2. F2, THCA I[ZOWTH A
Wi LY A-THC HRD L7 F /AT AL

7.

D. f&ia

KIRFLH K e /A RREIZOW T, H-
qNMR {E& HWTHE ORI EERFT LIz, 20
At B, A-THC (2 2\ CTliE 93.04 ~94.75%,
THCA 122\ TiE 95.51~96.82% DAl E A TH
HTED DO oT.

Ut 2ozt HERMEL THWD
BRI, FEVERL e L CIEMR E &3 FIRE ThDH 'H-
gNMR {ETHIEZ iR L TR EL ML ETIE
VWhEEZ DI,
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AS-THC THCA

Fig. 1 Chemical structures of A>-THC and THCA

D D
H
3G, CH
HsC—Si Si—CHj
/ \
HsC CHj
D D
1,4-BTMSB-d,

(1,4-Bis(trimethylsilyl)benzene-dy)

Fig. 2 Chemical structure of 1,4-BTMSB-d,
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.éHOH
B
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A%-THC
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|
J | ﬂJL V1 UWLDW___,LA_
IIIII 6|05104|03|02‘01|0]
Fig. 3. "H-NMR spectra of A>-THC
iHOHO
OH
H O
THCA
b
|
J- .
IIIII 6‘05|04]0'4|02|01]0|

Fig. 4. "H-NMR spectra of THCA
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Table 1 'H-qNMR A2 3517 D4 i L E 51

e ECZ600 (JEOL) FH R 60 s
5 &1 B -5~15ppm BEMEH 64
T—ARAVb 60000 AEY no spin
2YyTT7IT I 90 RE 25°C

Table 2 '"H-gNMR (255 A%-THC O i 5

chemical shift (ppm) content (%)
H-9 6.44 93.04+0.68
H-2 6.17 94.39+0.48
H-4 6.08 94.75+0.50

Table 3 'H-gNMR #£(25% THCA O & & 5

chemical shift (ppm) content (%)
H-9 6.40 95.51+0.59
H-4 6.11 96.82+0.68
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