JEAE BRI A Bh A (R 3R - RS ERE L X 2 T N — A = RBUR IS F3£)
ﬁj\ *ﬂ HF am %& = El

Sy TS AR AR - YEHLH Y O T FHEORRET
WFFe 8 A0 OR ) BRE [ENL EIR B AT A3 =&

—=ZEEFY) D GC/MS 437HTIZF1F 5 Injection Port Derivatization (IPD) TMS #E&{&{LDFH
MR 28 (I e AN EOREY ot ~D s ) —
Jelh & AL h— TUNEA R #ERR BT E

WEZE S E R IR ORI E Vv, R o R BE K 59 BT 4 11-Nor-9-carboxy-A°-
Tetrahydrocannabinol (THC-COOH) D3 #2345 1% O KIKEGRHIZ B W CIEFICEE L/25. T TIE
A°-Tetrahydrocannabinol (A°-THC) A%+ Cannabidiol (CBD) 72EDH T /AREEHTHK
WRUF Y RO HEISTEY, 4%, #EE DNZOII KRy RERIRUIZEPI9r T2 AT aetEnd 5.
FFIZ CBD AT BB > C THC-COOH (2B ND ATREMEN SV, KIKIRRBRIZEB VT
DI MmN 1T D BRI A B T AL BN DD, ABFSETIX, CBD DA BT LTIk
TMS #FHERERFE N THDHEE 2B, GC iFEA O Tl ER{L 35 Injection Port Derivatization (IPD)
TMS FHEARLIEDRET AT 72, £72, CBD A4 7-Carboxy cannabidiol (7COOH-CBD), 7-
Hydroxy cannabidiol (7-OH-CBD) } OVKFRIRSE & D L2 M CTd 5 THC-COOH %% S 4'E
LU TEIRL THC-COOH & CBD ) 27! rI REZR KRR AR IE I DUV TR 21T o 72

IPD-TMS AR D7D D GC IEA D R MFIL2E2A, TEARREA 2500C, A7V Mtz
11 ICREL, BRI B =NV E WA FRMERE T HICE ST, SHIT, ZOFRMEE W
T, PERDOMBIEIZLD TMS FHEMRLD RSS2 24, IPD-TMS #FE AR LIZNEEE TR

DRI F 2T HIE%HERL, IPD-TMS #F8 R bA IV D Z & CRlBR I 2 i | A 7T He
HOLZENTRIBS .

%72, IPD-TMS FHERIIEZE W RIRIRRBRIEZ L, SWE% 40 ng/mL &H T 5/RFE
Z W TIHRNENGRER 2 i L 72 L 25, mz IBTHEWE ORI ERIL 7-OH-CBD 7% 39.3%, 7-
COOH-CBD 78 47.6%, THC-COOH 7% 103.5%&720), K FE D KERIRIZHKT U CTHAIEIT RIS 7T HE
HHZENTRBEE T

AWFFEIZED, IPD-TMS FHE AL WA ZET GC AL TO CBD Rt DA #ETH 1L, S5
\Z CBD f#i#& THC-COOH Z il FIRE, KVs7Ze KRR RBRIE A LT,

i YAE Tetrahydrocannabmol (THC-COOH) @ 55 #1 23 I
AB BER JUINIEAE R RS EGRED 85E iR WICHERLOLRLHIED TSNS, —TF, i

(XSS #EClE, Cannabidiol (CBD) 72 D1 FE /AR
A BFERT EIREGATAMMMBA L F— RN ETRS
KR SEORIRRI LY, 48, R RBRA 7Y IZHEATEDIRRETHY, gt H N D L5728
R Eil 7 11-Nor-9-carboxy-A°- e L7228 e 32 W et o 5. £ D
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728, R R BR B S A O 8 E ClE THC-
COOH 721}7C72<, CBD 72E 1B /AR
MO EERSNAAREM DRSS, GC X
GC/MS 1T 53T TULH SN D T2 T D
28, FPlZ CBD X BV R I2 LD A
Tetrahydrocannabinol (A°>-THC) (Z #4652 &
DENHIVTEY, GC FEADIZBWTHIREROE
LNFIERIEND 12, ZOH LT CBD R#EY
IZhBIEEZSNAZEN TSR, T7bh GC
HEATT CBD fUi#i# @ 7-Carboxy cannabidiol
(7COOH-CBD) ¢ THC-COOH ~ZS#Si5 Al
EbHHEEZLND. 728, 7-COOH-CBD
DRI DT, XA T vAar a4 g
KN LD E RSB O JR % B R Ok
PRRBBICELSZEICEF RIS o2 el
ENTEY 2, KKREEIZBW GRHEEZ G
L= 9 A HEMEAYSHY, THC-COOH & CBD fR##)
kil P RE AR ARBR A L L EThHEE XD
n5.

GC {EALICHITD CBD D2z
W, (LSS R O KR AT E R L5
DN RHITHY, FBRASUS DB I B S
A BEX720 ) Trimethyl silyl (TMS) 503E4 Fv 2
FHEAMENFREE 2 O5ND. £, TMS #5E K
{EIZDWTUE, fEROMBGELISNT GC AR
W CIE S5 Injection Port Derivatization
(IPD) NS THRY, IPD 2 HWAHILET, X
SRR D BRSO BRIE DO FA LB IR TX 5.
EELIZ, IPD ZHV7z TMS i =8k k& R
THC-COOH D #riZIS T 2EbHY 9,
CBD (& TMS #HER(IC IPD DS I
FRECHDHEE Z LI, ZD), AW T
IPD-TMS #FER{ba H e GC AR TO
CBD {R#t DE B 135 GC/MS Ziriks
fREfL, IPD-TMS #E &L vz GC/MS 12
LD KRR ABIE DG LR AT, FT, A
DRI EWE L LT, CBD R#@tmeLL T 7-
COOH-CBD K 1} 7-Hydroxy cannabidiol (7-OH-
CBD), KIKIREEFTEDOZ—7 > NI Tdhd A*-
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THC X4 THC-COOH A& RL, KME D
FRAIDSETRETHHGREELT-.

B. A5t 1L
1 5 K O

7-COOH-CBD, 7-OH-CBD } * THC-COOH
D% 1 mg/mL DAZ ) — /LRI Sigma Aldrich®
HEDOHLDOEME A LTZ. N, O-Bis (trimethylsilyl)
trifluoroacetamide with 1% trimethylchlorosilane
(LLF BSTFA) I Sigma Aldrich®#-8D, D% ff
LT, e NRIZTZ oy (BR) 2Bl A LT-.
Z O OFAI TR sh A LTz,
2 HEROSRE

TNAIT ey 7 E R (TAITEC 8, H%
DTU-1CN), 10k =357 BffE (ALLSHENG
#1854, HU3%:Mini-10k) , Silicon Coating Tubes 2.0
mL (RS AF AT 4 T A Ak R
bmb2200)
3 IPD-TMS #3841k,

#BHIZ 40 pL (2 BSTFA 10 pL Z¥RINL7=H0
% GC/MS IZIEALTZ.
4 INENC LD TMS #5E AL

FEHIZ 40 pL 24T A3 T /LI AR, BSTFA
10 pL Nz 7=, 80°C D7 N7 oy 7 E{EAE T
30 SrFEDINEAL 72, SO, 28 38 KIS RO
EARFEEL, 7Rh=RNV 50 pL ([CHIAfRLT-
{H D% GC/MS ICTEALTZ.
5 RECEIOFRRT 1A

40 ng/mL ® 7-COOH-CBD, 70H-CBD K&}
THC-COOH Z & A ¥ 2 Rak Bl & FH L, Nl
IGERBRICHE L7, JREE 1 mL % 2 mL O~ A
raFa—7IZ A, 0.2 mL @ 10 N KERLAY
UL, #BFELTZ, 60°C D/KIET 30 43 fH]
IMEL7-. IE#, B 0.2 mL Z3hnL, fifit
WL Tt Wil =T VIR G (7:1)0.5
mL ZNz, 10 BPEHEEEL 7214, .05 8 (10,
000 rpm, 10 FPRD) L7z, mLoEER, FEOA
Bk A BT, [REROH N B EA ARG 3 [Hlid
DIKL, /L= FE X — > ORERE ICELD



BTG E A E R RIS KV RE L%,
7Eh=RJ/L 40 pL THEMEL, BSTFA10 uL %
WINL7=H D% GC/MS IZiFEALT-.

6 srtraett
GC/MS S5tk

4 Agilent £ % 0 7890GC  system/5977
GC/MSD)

ST AT A :DB-5MS (30 mx0.25 mm i.d., &
J£ 0.25 um) (Agilent #1:54)

A DR : 2500C

HEAE AT YYR(:1)

VEAE:1 L

FRS1 (GHRF]) :200°C (1 min £REF) —
40°C /min - —300°C (2.5 min f#
£F)

FRSA2 (FRANEINGRER) 100°C (1 min £RFF)
—20°C /min #-i2 —300°C (4 min £
£F)

"NTU AT 77— A2 :280°C

X7 —H A AU L

AF A A A ARYE (ED

AF AL 70 eV

A PRIRE : 200°C

VU EE AR 1L < 150°C

HEE—K 1:SCAN E—F (m/z 40~600)

HEE—NR 2:SIM ET—F

THC-COOH  IiE A m/z 371, FEad
A :m/z 488
7-COOH-CBD & FHAA > :m/z 492, fifes
FAAA mlz 561
7-OH-CBD  #IE A :m/z 478, R
A :mlz 546

C. fERKOBL
1 IPD-TMS #FHEARIICHITD GCIHEAR SGAE
Dt
7-COOH-CBD, 7-OH-CBD }, (O} THC-COOH
@ IPD-TMS &AL D7=8, GC HEA D SMH%
a7z,
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1. GC FEANIREIZELD IPD-TMS FHiE (L,
DR
1-1 FEHA L OER

IPD-TMS #%ERAIC BT 5 BHRBE D 2
[ZOWTHRREL 72 BT BT s S D~ 24
v, RRIEA B O =T L K OV T Eh=K L,
AR D BSTFA Z3IRL7=. 7-COOH-
CBD, 7-OH-CBD, THC-COOH (22 C, & Ff
TRIEA VT 10 pg/mL ORREHEAFRRLL, [FRk
BHE 40 pL (2 BSTFA 10 pL Z¥siLi=b 0%
GC/MS THIELZ. ZORER, &2 TOREET
4302 TMS 38R OS2 AT L, 7-COOH-
CBD } T} 7-OH-CBD (25U Tld TMS 2% 3
ff7m L 7= 7-COOH-CBD-3TMS, 7-OH-CBD-
3TMS, THC-COOH 2oV Tik TMS 73 2 Of
L7z THC-COOH-2TMS 723 47, Fig. 1
IZ GC/MS 12XV 57z Total Ton Current
Chromatogram (TICC) E#-W'E D TMS #5E4K D
Y AART VAT,

WIZ, BN I XA NG EE MREET 572
b, FRERIEA VT 100 pg/mL OB Z 7
RILT-. TOFER, ~FY U REETIE 7-OH-CBD
DIHPFHEMRESH, 1 FNOEIZ ST TMS
AR T L2 o7 (Fig. 2-1). fth
77, BEig—F )L, 7ERh=R/l, BSTFA ZIEL
LCTHWESE, 2 TOWED TMS #FHER(EH
FCHEITUTE. T ER=RI VIR CRIE L2
BROKWE TMS #E RO TICC % Fig. 2-2 IZ
R

WIEIZ X% IPD-TMS #FE MR ~D BT,
I LD E N R ThHEE Z bz, 37
bbb, BIEEEO T2 =)L, FERTF LT
I% IPD-TMS #FERAL ST 503, )y, ~F
oD LT FEARRME AL IPD-TMS & (L%
PRHELZRNEWDHIEE R HHE O LHERIE . S
HIZ, 7-OH-CBD D, ~FHEBET TMS
BRI TL T2 END, BRI LRF
JVEAD IPD-TMS 5 BRI Z I IR 1573 i
LTWAEZE X L.



Fo, TNOEENC BT & ME TMS FHER
DY — 7 HfE% gL 7= &2 5, BSTFA #H =
BRIZATO TMS FHEA ThRb E — 7 R I TE<
72o7= (Fig. 3). )7, 72 bh=RU /L LHiR = F
DA, 7-OH-CBD & THC-COOH @ TMS 7%
BKIZRBWTE =7 HEBEICEIT AL R-T
23, 7-COOH-CBD @ TMS #FEIKIZHBWTIELT
Th=NA DR —7 L EL LT,

UL EDZEMD, IPD-TMS &R bickiT5
WAL LT, 7TER=RNVERIRTHZEELTZ.
1-2 {EAMREORE

RUNT, IPD-TMS FFEMR(LIZI1TD GC A
PR EE DR E I DWW THRETLZ. GC A HIE
% 200, 220, 250, 280 & TF300°C, A7V kit
% 20:1 IZFREL, 10 pg/mL @ 7-COOH-CBD,
7-OH-CBD K% O* THC-COOH D7 & h=RJ/LIA
W& 40 pL (2 BSTFA 10 uL Z¥ML7=b D%
GC/MS THIELT-. ZDOfER, 2 TOFEADIR
JEIZBWT, EWED TMS FERbiT 4512
HEATL, TOE—7HEL RIREICB W T—E
Toh -7z (Fig. 4).

WICAF VR 12 112815 GC IR JE D %5
IZOWTHREELT-. ZORE %, SWE Tl
Sl —7mfEix EFL, 250°C LIET—E
Lipot-.

UL bEDZEns, FEi#iHO GC AR
BT, £WED IP-TMS FHEA b4
1T TAZENTREN, A7 UYL 11 I2BIT5
7-COOH-CBD & THC-COOH DOt — 7 [fifE b 5-
5B HE, GCEA DRI 250°C LA EIZEE
ETDHIENEELNEE BN,

1-3 ATV MEORRIE

Wiz, GC AR DAFYyRIZLD IPD-
TMS #ERME~D BT OV TRREEL7Z. 10
pg/mL DT ER=FLVEK 40 pL I BSTFA 10
uL ZRINL7=b 0% GC/MS THIE L. DR
IZ, GC FEAMRET 250°C (128 EL, GC HEA
ODOA7UwREAE 1:1, 5:1, 10:1, 20: 1,
30: 1 R OM50: TITRELZ. HAT Uy MMEIZE
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FOATL~OREPEANEEZR L, H#WED
TMS #FHEARDOE — 7 HfEE O BAREREELT-.
AT LBNEITAEHEAR 1 pL 207 A& 1
mL/min &5 A7V Mt EOMBFNZ LRI &
TRz, ZORR, BT L~OREHEA R
FWE O TMS FHEARE — 7 EREO TR
FEBEBI R D D Z LD RS L7 (Fig. 5). ZDZ
LD, BETOAT Yy REIZEBWT, IPD-TMS 7%
ERALO RIS EIT—ETHLZENHERI S
7-.

&5, ATV IZEITH 7-OH-CBD DO
— 7 HMEIZxt 45 7-COOH-CBD &% (8 THC-
COOH DY —ZiEfEHARAELTZ. ZDHER,
A7V MKW IEE 7-COOH-CBD/7-OH-
CBD & THC-COOH/7-OH-CBD 73 i< 72 D)
231, 7-COOH-CBD & THC-COOH [Z{XATY
S MNEIZTVIREEDS E 322D e STz (Fig.
6). ZAULEE N 7-OH-CBD L0 I
<, MAT VY ML TIEA L — N OB R
REH NS, IR bS L TR N2 E SRR
ThhHEBEZ LI,

YL EDZ s, IPD-TMS #FiEikikicisir s
GC HEARADART VY MEIZDONWTIE, &2 TOY)
BRI ATREZR 1 L ISR ET 528
LLTz.

2 _IPD-TMS gFE R L EANEED Lk

IPD-TMS &5 B DB B A RFE S 5720,
PHSNDIMEIEE D e E T 7. FWEIC
D& 10 pg/mL DT ER=N R ZFEHREL
2. MBYEICOWTIET4 INENC LD TMS 753
AL NZREWEREHR ATV, GCMS THIEL
7= 7238, IMBGEICHOWT, #3BHE > BSTFA
IZXD GC/MS FEAREZ IPD 235 &k ShbTz
D, MG O BSR A —FE, BHREET D
THEEZANTND. GCMS OEMEELT, 27
vhE% 1:1, 5:1, 10:1, 20:1, 30:1 KO 50:1
IZEREL, B E R LIEICBIT 28 ME TMS
RO — 7 HEOZEE 2 i L. £ D
B, BRGHEL THDIEND, MEYETOEY




Bov'—7 gL IPD J:D%.%J\é@cézi, ]
FHOE — 7 mFEOZEEITITE — L W (Fig.
7). MBGETIZEWE N TMS FHiERbsh
KRBT GOMS IZIEASNDT0, IPD EANEE
DE—VHEEBN —ETHLVHTL1E, A
7V MEIZBW T IPD-TMS #8135k D
IMBGE L RO SR E R T EB 2 bz, L
FoZEME, 7-COOH-CBD, 7-OH-CBD K& Ot
THC-COOH O IPD-TMS #3810 DN
BUELFISORISEEA L, DO INEETE
% 30 53 DSOS B A TEHZEND, KWE
O TMS FHEARALEEL THHATHHZ LN RIE
S,
3 IPD-TMS FFEMAMIZIIT DM MRS, &
R e OV HH R
RELIZEANOEGER, £WED IPD-
TMS FHERIIZIB T DM R 36 LOVE &
FREZMEELT-. ZDEE, GC/MS OWEE—RIL
SCAN Z Wz, ZOfER, F¥E TMS #5114k
ELITHR RS 0.5 pg/mL, E& TR 1 pg/mL
ThoT-. £7=, 1~50 pg/mL @?}%W%ﬁ.”@*ﬁ%
BREVERRLTcEZA, 28 TMS FFEAIC

r=0.999 LA D BAF72 AR B MG DAL (Flg. 8) .

¥, K GC IEARASEMEE AW IPD-TMS &
ERAEIZEWT, 7-COOH-CBD ¢ THC-COOH
~OEWIIREERS N2l o7z
4 R#EEL~D IPD-TMS &ALl
KIFRPRFER~D IPD-TMS &5 AL #)S %
Fiat4 %72, 40 ng/mL @ 7-COOH-CBD, 7-
OH-CBD }% () THC-COOH % & 32 Rtk %
FRHEL, WINENGRER A EhE L 7=, DD GC
HEANASEHITEANDREA 2500C, 27Uy Rt
Zl s VICREL. 72k, RINENGRERIZ K
WC, R D RHER Gy D BB ARET D728
GC/MS DIl EE—R 1T SIM Z V=, JIE D
REONT-EWE TMS FHERORIEAA DY
n~h7 7% Fig. 9 \RT. JREEIOHRIEICE
WTH IPD-TMS #5358 L BOSITHEITL, 7-OH-
CBD, 7-COOH-CBD } (U} THC-COOH @ TMS
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PERL Z TN EES I, BN FTRE T -
7=. £7=, /a~rI758 ED% SN X 7-OH-
CBD-3TMS 7% 188, 7-COOH-CBD-3TMS 7 85,
THC-COOH-2TMS 78 143 & 72V 40 ng/mL &K
IR DJRFAREHZ DN T RAFREE RSO,
BT, REBRCTEALAMLEIEICE T A%
Y& DAL= X 7-OH-CBD 78 39.3%, 7-COOH-
CBD 73 47.6%, THC-COOH 7% 103.5% C& 7.
CBD U DA )3 THC-COOH X0 H KL 72
272D, % CBD MO FHEIEICH D2
D/KEEHNC LD, THC-COOH L0t KIEMEA &L
720, WA R DGR ~D o EAPE MR T L
T2 ENHERTHLHEE Z DN, DT, AKHi
SLBRCER A L7 YA B SV Ol IO FE
FERIRA LR OB F 21TV, CBD Ol
INREZLETOINERNDLES Z DN, — 77,
—EANZE SN D KRIRIRD AT ) — =27 %y
rDH AT 50 ng/mL THHZEEEES

BHE, RRERETH RFRPRARBRIZ 2 2% a]
BETHDHEEZ BT,
PLEDZEND, KIRREERIZIB VTS CBD

54, THC-COOH ~® IPD-TMS #%3(Rk1%
ICHATRE TH LI EN R I NI, £/, IPD-
TMS &R L% =S 275 B AT RED D
FORH 72 KR PR FARBRIEAAEFE LT

D. i

AHFFETIL CBD ¥ Téh% 7-OH-CBD K
' 7-COOH-CBD @ GC/MS 73Tz $1)% IPD-
TMS FFHERILDOAF AT OV TREELTZ. £D
FEE, BWE D IPD-TMS S8 kI i/ 4
fEELT, GC ¥ EA DR 250°C, A7V bk 1:
1 IZRREL, sEHAEL L T 2r=NLHWD
ZELAaFZZELUIZ. IPD-TMS #FER I ED GC &
AFRTO CBD W DZEHAR I AR THD
ZEEER L. SDIT, ERUEI AR E LI NE
IWEBRE KL 7= 25, KIKRABR~L IPD-
TMS FHEREREH THDHI LIRS, Kk
PR R 0D R IR ] LA & R AL S IR T & D%



DEEZ BT,

AT WE DT V7o B A 1K% A
WK EORREEIIAT > TR O T, RIFKIRR
B C— MBI S TS IR 4 g s T 7-
COOH-CBD & THC-COOH 2 Hricfiifa s
TWAHEREL TEREITSTZ. 2O, KU
ZECHESL - BRIE IO W TR W E DT L
O A R E R RELTRFE L L TH 5.

L EDZ MG, 5% 0% Tl THC-COOH
J ¥ 7-COOH-CBD D7 /v v Bt A % %t
L LU KRR RBIEOE AR 52012,
A, RIRUEYRICEASIL, T4 443 A 7
HiICHE &KW ICHEE I h =
Hexahydrocannabinol (HHC) DAL 12D\ T
HRIGE LU TEIL, TRIAW AT E /AR
EILZINS SUNNEI RS NN RNYE £ T
WNETZL,

E. 2% 300k

1) BILEk—, WIEINF, B0, JBEA TS
B} 2T TE A B 4 (P25 A0 - PRI B 2R L
FaT—Y AT RBERBFE ) THUHIEE
W 0> 53 Wt L TE 5 D FAEDBHZE D780 OB
JE 15 R0 24 FERR AR - o FAAT T s T A
7~ 7 7EANAIZIBITS cannabidiol 7
© tetrahydrocannabinoid -~ BM:{LIZ B3
HHFFE |

2) Golombek P., Muller M., Barthlott I., Sproll
C., Lachenmeier D. W., Toxics., 8(2).

3) E.D.Hart, S. Vikingsson, J. M. Mitchell, R. E.
Winecker, R. Flegel, E. D. Hayes , J. Anal.
Toxicol., 46(5), 573-576 (2022).

4) Y. E. Sim, J. W. Kim, J. Y. Kim, Analytical
Science and Technology, 34, 68-77 (2021).
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Fig. 1 Total ion current chromatogram and Mass spectrum of 7-COOH-CBD-3TMS, 7-OH-CBD-
3TMS and THC-COOH-2TMS measured by GC/MS.
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120 7.0H-.cBD3TMs 7-COOH-CBD-3-TMs ‘2 THC-COOH-2-TMS
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Fig.2 TICC of 7-OH-CBD, 7-COOH-CBD and THC-COOH 100 pg/mL in hexane or acetonitrile
solution measured by GC/MS. 2-1: hexane solvent. 2-2: acetonitrile solvent.
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Fig. 3 Comparison of peak areas of substances measured by GC/MS using each solvent.
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Splitratio20: 1
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Fig. 4 Comparison of peak areas of substances measured by GC/MS at each injector temperatures.
Hl7-OH-CBD. B7-COOH-CBD. NTHC-COOH
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Fig. 5 Relationships of between peak areas of
substances with amount of sample introduced
into column measured by GC/MS.
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Fig. 6 Comparison of peak area ratio and each
split ratio measured by GC/MS.H 7-COOH-
CBD/7-OH-CBD. ATHC-COOH/7-OH-CBD.
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Fig. 7 Relationships of between peak areas of substances with amount of sample introduced into
column measured by GC/MS at IPD and heat derivatization. @:IPD-TMS derivatization. ¢: Heat
derivatization.
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Fig. 8 Calibration curbs of each 7-OH-CBD,
7-COOH-CBD and THC-COOH measured by
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Fig. 9 Chromatograms of each substances monitored ions measured by GC/MS. 7-OH-CBD : m/z 478,
7-COOH-CBD : m/z 492, THC-COOH : m/z 371.
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