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I TH LRI (VU 7 7F) RPHIEOEEFRFIIWMLTHY, SHMLELFEEICEERE
Thb,"

B, EHECLZAROERE LT, RRRIGHE, £14LC [KRE (WY FEX - 47
AN ) ROZDOEFZ W), BL, KKREORALLERCZOHE . (BlEZER<)
B KREDHE T RTEOEMBEHRE (FR24E6 AI9HE=Z, —#®HIE) £HbH, 2D
EHETIIHHER B S IZEOR R LIE RS, FRE %5 0ImERLE, 1, BiE, =)o
WTWANE (EDEREN 3 ~5mm, iz & 2ZEERBRINS) THDH,”

EZEVREEEERELZ XTI, 1) REEODBTFOEENB,LLV, KRE (ah 1)
RRFE (U T77F) ERERDHLVIEBEEL TWADTIEZ2W0A (R, (2) »5FBIHE
KEETHY (BI5cmiEE) 2HE LTS, ZOWPAPKK (TY) OUEKTH5HE»
(M RESER)), 3) BZIRIE (V) 77 F) O, (4) 4 ¥ FICHEESY, REEARZELEL
TBYREBBETIBIALY (7759328928 2), TTIZ6 7 BIEEBL TV,
FRICKRED ORBW AR SN T B 250 R9H), 6)EX VKK (79) ofFET%
FLROFMFEEL TWD, RYIZINPKROEFTHLH» (KKK (7TY) OBETERN) F4T
Hote

£11H XK (7)) OREE"

1) tEpRREZALEE (PUER)

KEk (74) &, RIRMICR THOREY &L IZEOrOETRLRIEMEET S, T TIZHH
R L2k 9, A THhEEE (3,579 KarNER, SEROER, BE0Y
WHEBEI Db, EITEOHEMELE T 5, HEOTERE, 75 OROET S RENTIE
WAL LRBEOENIIEMTH S, LoL, HRETIITITIIRENFBNLTE D H R L&
Vi,

2) EMTRESERILEER (A%ER)

AR AL VWAL, SO B EIT) SEDTEETH D, RE LOBIEIRYE,
HHMEOHIK, BEOHELEIZBENTIEZVIZLTHEYO—HBTHAZ LE2EMFTLI L
o, BEIETELENRFETHS, MIERUBREZETIHEPEETINTIEZVY, AIE
L oftlE GhE) ZREERCD OHEMERIEZE S S kv, TR FETH DD, Kk
(7H9) OBRBEROERER T, (1) KEBILF MY wakiwn) 0T, RE2HBETHS
Mifnge, BERICELZE, 10%KEEF M) o A@ERICRL, H200HER. E&E, Bk
EEBET DL, Z0H, FHEETHN, BGFTHVATIA FIIRLICEBE, HN—-FF AT
HERBEIMAT D, SHICE > TRIEDSKGEEBECE 5, (Figlz2R) @) fakrsus
—VIETIE, REEZHSERIEICRL, FRICLAE, 370 F—2% B0 TEERE M,
MR EZ A4 NI 2 R0, akrsug—iuK (@Kkrsas—nv:iK=5:1) 1i&
XHEL, WN—TIAEZBOREIKRT, THICE o THIE, #EILK, BEOHBAEEY
HETX 5%, (Fig2%%R)

Fro, ABERT M FRICERES, EREME QLEEME) CHETS LEKBPRED
BEEZMDIENTED, A5 /- VEETTSLEBIBRLIICER SIS,
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x120f& (BEORIE) x1201% (BEDRIE)
Fig. 1 KREZRIE (HE) OBEMEETE

KRPEHFHICE T 5808 [(UEMERAORETHSLTF b FauhyF ¥/ — ) (THC) %
Ete] X, ¥, HE, PMNEPOSTUMENDID, TS EZBRBETILIEBRENSTHL I LHIH S,
Tz, EELIARIFBNTH AN, TRIBOLI LN TE S,

MELIE, EOR (FHEK) ¢E (THER) CEBRLNLBEMBEEOETHL, »
HARTEROTETFET B, Kk (TH) ORIEIIERIKRE S ALHERZ LokL
By (BE280~100pum) dD LRk (EE150~350pum) 2°FIWCE (LK) WhHb, B
(TE) IidMiRy (RE150~200xm) FAIEL S, WE L S ERIIEEEMMNICEZL TS
D, 7EIROKRBANY I L 25 GUCHEIBEIED B, LL, RICELEILIIDR N,

BEEERICRIDZCE (THERE) 250V, FICERECESL TS, REEFIZERE
LTHBY, 2200FMBOMIE (FHEI6~25um) TRREIRE 2 LEHE, HlzAEL v
Bo E72, B ALMHINDREO—FEIL, HEI 8 EL_EOMILATE A THEHK (#840~60 «m)
723,

Table HZEHOWY OMFERHORFREL MK L -b0TH S, P RKEKITEERE (F33) L XL
RELNTRESINL DT, EHREWHONTHEEICOVTEHLVA#EL IJBBLTWE Z L
NEEND,
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X601&
Fig. 2 AREEDHEMKEHE
P LEA N yoNa A NINFIT| HFLT T Vel F ¥
Cannabis Nicotiana Humulus Humulus Humulus Morus Thea
2 % sativa L tabacumL | lupulusL lupulus L Jjaponicus bonibycis sinensis L
+ cordifolius sieb. et koizumu
zucc
# % |Cannabinaceae| Solanaceae Cannabiaceae Moraceae | Theaceae
*7
R " # # A = =
weETE| A A # =
WBEE(TR) i i B H HE i i
SEILIA i = i i i Fi5 i

Y EROBMBEIAREBEUT S, TRICIZERIHAS-ZEOLDE, EoBE IRy, i
DS AT 2TED B B DT AR & KFITEE,
KR EREL R o TOBDTHRIITEE,
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RKRLAREE (20 9) 5

$B215 HPFE/ARFORTEEBE

Brffe U 7o KIRREE 2 MEE) L 7-30EHE 1 kg% Fig 37 - THI, & 512140 CizT204 B mEk L

BiEe#, THC, #»F¥ Y+ — (CBD) RUSH >+ ¥/ — (CBN) ZEDH Y FE /4
FOSBEZT) o BITROMBESDOMELZTLCH 5 WIICCTITH , HHEEIZA Y/ —
rHAWwAE OO 740V (ERE) DFETHE SN TS, 79) V- VhTLpbRY
LU THYFE /4 FE2AERSELE700 7 4 VIERESINFTEITHLEI DD, &
WCBRETLIEDNTRETH D, BB, RVEY /n-~FHr (1:1, vv) CTHE LSS
X, FEAE oo 7o VIdHBINT, BHELAY /- VB E KB L THROTES TH
BN, Ty IANSGEBIZRATIRANRD S AWIT I ATNVAITAIOUMNTT T4
— [(RVEY/nA"FY Y S TIFNT I 25:10: 1, vivv) TEHEE] IXTES Y FE A
FEIS %155,

KREFOH Y FE 4 FiE, PP TEARINTZLDTIIRL, BROERIHEDHVIT
HMEICHET D, 22T, BRLAZVZOE FOET5 glo_VEr50mLE2 14 MEL <
JREHB, BHILABTAZLIZLD, EFCESIHBTLI LN TE S, (Fig 4) 0k
Y BEETV, EOXRVEVEREFRE GO ERETIRER, =57 /) —VIZER, BRLT 5, ™7

BIE AFRADEBLE

KERIEERFTELTHOFEI A RZERALTWLDT, ThH2HIEE L CHARETIT
Vo FORFFEL LT BARIE, 2 EE/u~< s 7 7% (TLC), B) HRAZ7ux rTF 7
& (GC), 4)GC/HEEAHT (MS) ¥, B)E#igfkru~ 7 J 7% (HPLC), (6) 7V A4 4 A
T4 EERHL, DT, TNHIZOWTHERT 5,

(1 E&RIC
1. E—LRIS (Beam reaction)

KRS 2 D 5 VIERETILIC L D, E— A B%KOH-T-¥ / — VigiH) &Mz 5

LY ET S, BEOBBIEX ) VDD VIIEAX ) VEOERTH B, (Fig 5-asiR)
2. HLO4RIG (Ghamrawy reaction)

KRR % 8K B WIEEETILICE ), AL RE PV AFANTI IRV TLTE
F1gaMmBESmLRUK ImLIZERT) 2~ 3Lz, Kk 15MNET 2 L RBEZ
EBT5, MEGETHEREBIIEDLS, 72, THIIKEMRABEF~RBLEL S,

3. Fas /7 - xLRES (Duguenois and Negm reaction)

BBETORKMEW I T2r /7 - 223 E (T 7VTFTE 6, 72 X04g %
95% L% J —VIZEDT) 2mLEMRA S EFBZET S, CORTCIFE-REFR-RE—~
AN EET D, SOBERICZ700RIVAL~2mLEMAZ A E 7 0T RVABIZBEN
By, F~%RB2ET5 (Fig.5-b2H)
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ILeaves (Cannabis sativa L.) 1kg l

allowed to stand in 12L of MeOH
at room temperature for 2 days
filtered through a filter paper (Toyo Roshi No.2)

MeOH solution Residue
(Extract 1)
allowed to stand in 8L of MeOH

filtered through a filter paper
{(Toyo Roshi No.2)

MeOH solution l Residue'
(Extract 2)
allowed to stand in 7L of MeOH

filtered through a filter paper
(Toyo Roshi No.2)

MeOH solution Residue
Heas™) (Residue)

1) combined extracts

2) evaporated to dryness and heated at 140 “C for 20 min
in a dry chamber

3) applied to a Florisil column (Magnesium silicate) with
a solvent of benzene

4) applied to a silica gel column with a solvent system of
benzene/n-hexane/diethylamine (25:10:1, v/v/v)

TLC l GC '

applied to a silica gel plate and 5% SE-30 on Chromosorb W
developed with a solvent system of (60-80 mesh, 3 mm x 2 m)
benzene/n-hexane/diethylamine column temperature 250 °C
(25:10:1, v/viv) detector temperature 270 °C
colored by spraying 0.1% aqueous carrier gas N, 50 mL/min

Fast Blue BB salt solution

Ag-Tetrahydrocannabinol (Rt 3.3 min)
AS-Tetrahydrocannabinol (Rf 0.35, scarlet) Cannabidiol (Rt 2.8 min)
Cannabidiol (Rf 0.45, reddish yellow) Cannabinol (Rt 4.7 min)
Cannabinol (Rf 0.25, violet)

Fig. 3 KKENSH Y FY ) 4 FOME & olEE”
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RRX(EREE (Z209) 7

“Rf value

A B C D E F G H I J 1 2 3 4 5

Fig. 4 BRf#E LTHREATWERBEFHOTLCICL B > FE /) 4 FoH"

Samples from A to ] were the benzene washing solutions of commercially available cannabis seeds as
feed for birds. Cannabinoids: 1; cannabichromene (CBC), 2; cannabigerol (CBG), 3; cannabinol (CBN), 4; A *-
tetrahydrocannabinol (A °*~THC), 5; Cannabidiol (CBD).

The benzene washing solutions of cannabis seeds (A-]) and cannabinoids standard were applied to
aprecoated silica gel plate (0.26mm thickness) and developed with a solvent system of benzene/n-
hexane/diethylamine (25 : 10 : 1, v/v/v). The cannabinoids were visualized by spraying (.1% (w/v) aqueous
Fast Blue BB salt.

4. 7 JILRIS (Diazo reaction)

TT7 V= s{bEH & L CTFast Blue BBif (4-Benzoylamino-2, 5- diethoxy benzenediazonium
chloride hemi [zinc chloride] salt) Z b & A v F ¥/ 4 Fid7 =/ — Vit Tch b720,
ORUPALIZH vy TN Y IRIBERIT A YT E /A FOBEICL > TEVERITIELR B,
FR~EEETH, COBEPWEIZZ OORVAICERT S, ROBEEESNTVARIETH 5,
7o, ARERDELEZEHEETL0T, LBEEEL LTHFHASR S, P A-THCIK
scarlet (A% — 1 v b), CBNidviolet (%), CBDidreddish yellow (), CBG it reddish
violet (%éﬁ‘é) , CBC iZreddish violet (FR¥&f) TH b, MEBRFIITHC Thngs & 2 T L\,
EfmEHEI, FigbhDcTh b,

(2)Bvn~< rJ 7% (TLC)

TLCAHT E, KRS CTHRIBENE I Y FE/ 1 FIZUTOILEWTH 5,

THC (tetrahydrocannabinol), CBD (cannabidiol), CBN (cannabinol), CBC (cannabichromene),
CBG (cannabigerol), CBGM (cannabigerol monomethylether), THCV (tetrahydrocannabinolic acid) o

Table 2I2FEEH ¥ 4 FOTLCORME L ERAGEE, HERELIET,

7
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a)

CcBD

b)

c)

Fig.5 XHERERCOFRGHEE"
a) ¥—AKE b) Far/7RIE c¢) VT VILRS

(3) KEREL 3 DEIRINZ <7~V (UV) BRUFRSRRZ <7 bv (IR)
REW 25>+ ¥ 4 FA-THC, CBD, CBNOUV#%Fig 6-1 TR L7z, %X IRIIFig 6-2T
To
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RFRXAILREE (20 9) 9
Table2 KMESDOHEBI/ U< 75714
RIfE 2RI
"a ,%q;% Eﬁﬂ"j (ﬁ“ﬁ%
(A) (B) ©) (a) (b) (c) d)
A°-THC 035 - 057 g B % ®5E
A’ THC — 0.59 - (0.1 2g)" (21 g) (=) (3ug)
CBD 045 - 0.60 BE wE e F
CBDA — 0.67 — (018 (03 x8) B Bug)
CBN 0.25 - 053 s
- - ® # e 55
oA B 020 03 0148  (01xg) R (58)
CBGA — 0.67 —
CBGM - - 082
CBGMA — 0.59 -
CBC - - 044
CBCA - 0.24 —
THCV 057
THCVA 0.35
a) () PIFRBRRAEZERT,
REEHK
A) RyBY pAFHy T FNT I (25:10: 1, v/v/V)
(B) n-~FF I EEEEZT OV (1:1,v/v)
€ ~RVEY
EHRE
(a) 0.1% Fast Blue BBi& (4-benzoylamino-2, 5-diethoxybenzenediazonium chloride hemi [zinc
chloride] salt) &
() TTCANT 7 ZNVEE (T LA T 7 ZIVEEIOmg R S%IREE T b ) Y ABHLICERT D) B
() Voo TV UFIISYTLIEEEE (Y 0o- T2V YV UF MUY 7 AEEREISmg % 0.IN
FKEELF B ) AETR20mLICIERET 5) B
(@) 7=y THE
(A) A>-THC (B) CBD (C) CBN
1.0 - 1.0 1.0 ey
0.8 0.8 0.8
o @
g 0.6 r 8 0.6 § 0.6
[ + < [}
2 £ 2
8 . 2 =2
£ Ke] —
< 04 o H<f 0.4 <€ 0.4
0.2 0.2 ,“ 0.2 ¢
0.0 Sttt == = == 0.0 _ : = == 0.0 ST =
250 300 350 400 250 300 350 400 250 300 350 400
Wave-length (nm) Wave-length (nm) Wave-length (nm)
Fig.6-1 UV
(8) A*-THC (200« g/mL of ethanol), Amax = 276nm, 283nm  (8) CBD (200 /2 g/mL of ethanol),
Amax = 273nm, 281nm  (C) CBN (20 « g/mL of ethanol), Amax = 286nm
9
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(A) A®-THC

68.0

64.0

T -

1130.1

2928.1

3438.9

1629.8

1444.2 1100.3

1585.5

33913

2929.5

N
2858.7

1622.0

1402.2
1586.0

1185.7
1128.2

500 400

cm?’

500 400
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@WHxva% 77 (GC)*™

KEBESEIZE A EHIKBETH Y, A¥ ) —NVFEnAFHy, RUEVIZESICHE
ENb, RRERORABICY 2> TiX, THCOREIIHEWIER TO5~ 5%, KERBHETId2~
10%, WAKKTIE»Z2DEENFTT C10~30% 2k 5, €2 T, THCEE &(30.1 ~ Img/mLE
ERIZHRT %,

GCEDMESRM X, 77 2 EE180~220C, # 7 AFEHIISERTH 5 &£SE-30, SE-52.
OVF&TIZOV-1, OV-7, OV-17, OV-210, OV-2250°HwHb i b, 72, Apiezon L, Carbowax
20M, XE-60, QF-1, QF-1&O0V-1&O0OV-17TDREEPFHRHEIND, HFE/ A FOHNVFEY
BARIZZ DN T ARETIRESICHKE SN, A°-THCE A-THCOZEMKIE 1 BXE-602 5 \»
ZOV-177 5 L2 HVIBORMIFHESND, P TLADOEEIE]1 ~225m, FT#EHE L T15~

3%0V-17% B\ 72 B O AR EREEH (X Table 30 ) TH 5, WIERIT7 » Fax 5o U4
YHBHWIEE5a- T VATV ERBWAIGENE N,

Table 3 KT DGCC

KRR GiEpoRES i KRS FHXT AR R
(Rt) (Rt)
HFEIINY v
9
A°-THC 049 (CBDV) 0.18
8 hrFEYsa—u
A°-THC 0.44 (CBL) 0.26
CBD 0.34 CBC 0.34
HrFEINY >
CBN 0.63 (CBV) 0.34
VBV el < | VAV A V4
CBGM 0.38 (CBE) 0.48
Androst-4-ene~
CBG 0.57 3, 17-dione 1.00
(NEEEYE)

Table 3IZ BV CHMEDNARITREAFEL, TUFARL)IMMETITSBETREE 25, BlZ
i, MY AFNVIYMETHIEA-THCE A>THCOGBEIX X Y BiF& b, LA FE Y
£ FOANKYBERREBZZF2OTFOVT IS AT VIZEoTAFNVIAT VL, &5
VIS MR X B YU MERIBIC K o THNVKEF U NVELFEL TBLEXE D S5,—H,
15%SE-50% vy, 1T AIREE220C, #7 AKE225m, ¥+ 7 —MEN: 35mL/min® &4 T
iZ, A’-THC®Rt (min) 13234, CBD1.76, CBN 288Cd 5%,

(5) GC/MSE"™
KRBT DCC/MSD X4 1 THC, CBDRUCBN & 7 B354 H % W5, &1 & - TIXCBC,
THCA® 5 W EICBGH » V155, MENDGCTRE—DRt % 5 2 % Eidpreparative TLC % A
L7508 - B 2 TWGCO/MSIZT 5 L IO B2 E/K L1554, Fig 71ZEE XKD
THC, CBDRUCBNOGC/MSANRZ Vv THb, BT HEA A 1L (E) ETIEA A+ b x
WE—%T0~100eVICERETH E, P FA A YE—-2 %I ILOFg 8D LI LTI 7 A M F

11
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VEBHETAIENTEL, ZOBE

W% & 5

aldBAF N, bIZFETF A — VATV —BRE, ¢l

FA = WAT IV — BB A F IR o TWnb EEZLNSE, CBNTIZY 72 = VEIT
HLDOTODYWT 4 — VAT IVT—FREITEI 52,

12

(A) Mass Chromatograms of A°-THC, CBD, CBN and 5« -Cholestane (IS)

Max 85,1575

g 4 & 8 R'{a’mas. abund.
A TiC /_J\_M N—
u : *1.0 864.908
a 295 CBN
a
n | 1.8 85.1575
c 310 /L
e
*6.9 12,3412
231 NBD
*1.1 76.3
299 /L 651
*3.2 26.5868
314 /\A%-THC
*2.9 29,3777
*x2.8 42.0408
e /\J
: : , , ' +x2.9 29,4852
58 108 158 200 2se 398 gean
(B) Mass Spectra of A°-THC, CBD, CBN and 5 « -Cholestane (IS)
188
2B1 73.26
R
c 138
2 174 248 314 CBD
Ti' 189 " 1%‘1 L )\ L l
v 25534 27.04
e
231
184 271
8 5 243 258 ‘ A-THC
,L: 180 ﬁll | T T l?l.“ L IZ.BI1 a1r L II. L | L
d ZpS 75.83
n
228
< CBN
238 318
108 ] I
372 37.89
272
55 67 ,t 95 1@9 143 357 IS
T P .J|. PR L
) 188 158 200 250 380 350 av8
M2

Fig.7 FEAWEHSTHC, CBDRUCBNOGC/MSARZ kv

5% SE-30 on Chromosorb W (60-80 mesh, 3mm X 2m)
Carrier gas: He 40mL/min

lonization volt: 70eV

lonization current: 300 ¢ A
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OH OH
a
H - \
p Ao A
. +
AS-THC M*, m/z 314 m/z 299
Y‘ OH
\ ‘Csﬂam
+ m/z 246
on | ~CHj OH
- &
Ao ‘ 3
+ +
m/z 243 m/z 258 m/z 231
+
on |t ~ 1 9H

ZFuo
m/z 246

CBD M*, m/z 314
C\c H3
OH

"
+
|-! m/z 231
+
OH H
-CHj
. ——
’ 3
+
CBN M*, m/z 310 , m/z 295
\& OH 1-
m/z 231

Fig. 8 KFEBL4THC, CBDRUFCBNOMSIZ BT % FZARR

13
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14 i ® £ B

(6) Bk IAIO< b5 7% (HPLC) ™

HyFE AL FOREICLBEN - EERIELDOFEZZL > THREINTWS, FESH®
{¥Permaphase ODS71 7 &, 63% X ¥ / — VA BEIE L LT, Fig 90 X 9 IZGCTIX BN BE
T&H-7:CBDECBCO % T & L 7>, Baker et al™ iESpherisorb S5 ODSH 5 &, A% J —
W/ T b= PYNUREE (8:9:7, viviv) 2B E LT, 20omTEELI S FE /A F
(THC, CBDRUCBN) Oftl, # >+ ¥/ 4 FEER 70 EVEISEAEL EAGHETRETH 5 L
EBLTWS, T/, pHE27~60I1CE L& 8720, Altex octadecylcilybifi #2759 &, T b=
FNINW/KBDTS Ty bERORERED Y FE ) L FOTRTRRBIFICOBETE 5,

CBD

CBC

Solvent

|

Injection

l

0 ‘ 1 2 3 4 o 6 ’

Retention Time (min)

Fig.9 HMEH > F+¥/ 4 FOTEE

%£{8 : DuPont 830

717 I . Permaphase ODS, Im X 2mm
Fr)T—163% A% /= (v/v)
IR 1 40°C

717 &L 11,700 psig

Uvigii2: (254nm)

NSTHFALITye1EY
48Ty ETREFEBRNEETHY, IL—FIEZLORRESMTELAELD
5Ienn, EEEE»L0ON FE AL FOBBEL LTRSS, BfE, 147 vt
LEFRHWIAZYY ==V 7% v b & L TSyvaft DEMITRBiositeft D Triage 2SR & L Tw»
o INHIRWTNRET Y FE /1 FIREEZET AHAZHV TS, THCZZOA ¥
FEA FCHREEAETOMGERET L0, 70 FE/ 4 FHEVIZZOREWE

14
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KRXALBEE (€D 9) 15

HEOBMTY VNV ELELSETINT T 52D ALENSAL, P HWA N F VY /A4
FOBERECZENS OFEESMEBICL DRSS RESNS, ¥

(8) AT A8 (NMR) Z~<%7 MLk

BT FEI L FOBEREIBWTIIHPBWEEL L THVWLNRTWS, #l2IT'H-NMRT
&, A-THC& A*-THCO ZEHADHEIZL Y ATHCHC-82D 71 b ¥ iX54ppmfTiTic,
F 72 A-THCOC-10LD 71 b »i63ppmfHiEicHE T2 Z L5, BEZESH KT SHZ
ENTED, PO, "C-NMRIZBWTIXC-7, 8, 10O REMKD S 7 F V5 5 THCEM
FOHBINTRETH 5, PIERBEHWEETH H AT EIR S5 A, NMROHIE ISIEMSR
AK) Ty EAEIHBLTEINVSEORBEZVLEL TS,

F3E HbHUIC

KRR, [REREUREE] & 5\ i3 [RRE R O MEEIGHEE] X > T L < 2R H
#lZ 2 TWwb, KE (%Y 7 77F) {3Gate in DrugDdRFE & L TEHHE L bEEEFHIIHMT
BIZHY Tz, RKROENS & ZDOFERICIIZBHLEDPRFEI NI, ZO0HE
EORBEMRIIRBME L LI TIITERESIES L EADbNS,

H

ABE, FEOMABEER, MK RF#HEM, ARBATHT, FERATEIFIE U EMER
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