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mE

EXNRT—HERBEETBAMRREAR T ZNLE TR THCA KRKHPIRRE, 5E
HMET %, BITRIEFEEREES5]A 7 min #19 min, FiEREEA 0.002 pg/mg,
EERA 0.01 pg/mg.
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BN EENERAYES 50 SEMHLT, RAEELRHTHREBRENRK
HENMAEREL, SEMENERRL, REGMEBEILPBIRTFRE. kX
KRUALFERES ZER, LNENBERENMSER, EIRSEE, RIREES
BMRLE. IRGRELERATHRENSENTIARNSSER, UARAER. 55
WaTNEENTREFRFNNES. TEFMITEFIaES X GR, Eis
ARRSTRE. ETFERURTENSABENHEEK,

ARZEEMSRFEPLERNNAYZ—, EBELEYWOSKRE(THC)EL L H
ARG, BEAERIHAKSENMETSEH, EEENERHE=Y 11-5E-A°-
M S ARRER-O-RER (THCA) EAKNY, EEHYKRMBHERRSEER(SAMH-
SA) i ARBT R MK TR R MARE, ERIUHInor-9-#%E- A -MEXKEHESR
E0.05pg/ (mg k&) . E—REFHAZEENEHE—TRARMMTHER, ELN
RESEWM THCA EEMRA LOQ < 0.2 pg/ (mg k&)
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G RAMENET—MER Agilent 7890A SHEEEXA 70008
ZERBNAHREREFRAONELE S THC RiFM A E.
ZHEER_#SEEIETNABFLERSR (Cl) MS/MS,
EERREN (MRM) BT (HFRA SRM, EFHR KT
ER) ZETRENREEMRENRNEE. ZHEERTZ
BIROIREITH GC/MSD ik (11 , RAFIA T ZERHMRH
FREHEEZE SMEREENRE. FARWKRS THEH®
A, RAF (LTM) BIEFRRNET BikodE, EiEfT
RHEMNA 7 min, EFRETEIEILA 9 min, BIL7E=E BEEMAH
ik EH MRM MS/MS SirRIAE TEMHREE,. LOD
LOQ 431X 0.002 pg/mg #1 0.01 pg/mg.

ki)
PRI
ER=-RK THCA EAMFRMIGKEA 100 pg/mL KHIRERA
#), TEMIEFRIZH THCA GREA 100 pg/mL MEHEERR)
WIE Cerilliant A7, (Round Rock, TX), k& HHIRIREKEHR
0.05 pg/mg,

AEE. ZF. BF. ZBZE. Eck. KBRRIN_SRRMAE
Spectrum Chemicals 2} @ (Gardena, CA). FiEAFIYA HPLC
REEST, FELFAFIYAACS %K. Bond Elut Certify | El4H
(130 mo)M B R R F (Walnut Creek, CA), &
M Clean Screen ZSTHC02 ZEUH(200 mg) , MEB United
Chemical Technologies, Inc. (Bristol, PA)., fT4#iXFI£ERE
B (PFPA)II A ERTEHFIP)A R E Sigma-Aldrich 2
(St. Louis, MO) #1 Campbell Science 2&] (Rockton, IL),

W28

IREARESHEAHFED (MMD #1 LTM REMRER
7890N SHHEE R RIERL 70008 ZE RBNRHRLHEA RS,
£ =i®% Purged Ultimate Union &#Hit LI R KA Deans
Switch EHERMERE (LTM) BiEH, R4 EEEET
(B 1) . URFHTITFRL

F1.  ZFEE T890N/7000B SHHEEF=E EBINRITRILE M

GC BITHH
itz 1m x 0.15 mm x 1.2 um DB-1
(EBS 12A-1015)
ST
=iz 15 m x 0.25 mm x 0.25 ym
DB-1ms LTM &btk
(EPHS 122-0112LTM)
Bkt 2 15 m x 0.25 mm % 0.25 ym
DB-17ms LTM i fi&ik
(£ 122-4712LTM)
AR 2uL
HHEORE 250 °C @&
HEOEK 0.75 S $ABKIHARSR, 35 psi
BERE
GC HAHRE 250 °C(fE:B) R+ 7 min
Bk 1 LT™ bR 100 °C fR#5 50 s
M 100°C BL 200 °C/min HEFHZE 210 °C
M 210 °C KX 10°C/min &EFHZE 267 °C
267 °C f&# 2 min
Bk 2 LTM 155k 100 °C fR#¥ 324 s
M 100 °C X 200 °C/min EEFHZ 230 °C
M 230 °C A 10 °C/min EEFAZE 240 °C
240 °C f&¥F 2 min
#R as. EE
FitE: 1 psi:@iEH 1: 26.6 psi; BILHE 2: 19.6 psi
ERELRE 300 °C
REEH
% BEhEE
EMV Delta 1200V
BIEXESH NCI; &R (MRM)
EHSE &, 35%
RHES K =5, B%, 0.9mL/min
BEREME &%, 18#. 05mL/min
AR 6.2 min
MS iBE BT 150 °C; I4HT 150 °C



HablE

BREIRAEHE (2] . BRER, REHD 20 mg k&
AREEHRAFEERER, B 15 ml ZE§REHTER. FX
R, BEEBET. & 005 pg/mg KIRERLZERFMA
THCA-d3 W44, 433k & #1#% 0.002, 0.01, 0.02, 0.05, 0.1 #A
0.5 pg/mg BILLBIMMATERGIEFRIZE) THCA RAFREZR S,

EIRE AN 0.5 mL ZEF7kF 0.5 mL 2N # NaOH, 7 75 °C
FIBE T 15 min, HRAEEE 2500 rpm EETHD
15 min, B LEFRENFFELRS 1 ml KEEERFD 3 ml LM IKERER
12 ml 0.1M BRERSMA K ZE AR H (pH 4). MERS.

SPE HHEZEC /2R ZER(75:25, v/v; 2 mL), 3 ml B,
3 ml £BFAF 1ml 0.AM HEHITEULE, BRELHES
2 SPE #E, FF. RER 2-3 ml EBFKMIE SPE H,
#E 5min. BA 01 M BB/ (70:30 v/v; 3 mL LMt
SPE #, 7 30 psi T8 E 10 min, RERAECKR/ZBRZE
(75:25 v/v; 3 mL)ikRt, # THCA BBl L ISR &,

40 °C THIEIREENRZET. £/ PFPA (70 uL) #1 FIP (30 pL)#
e, BREREBE AR LEARBNBRENES
EMHRAL. BHERME 80 °C MM 20 min, EEBTHE
10 min, ZEZEPERRBEELZET. RERREG WE
&, RIERA GC/MS AR,

SR
R ZERKMET cC/MS MSHINE 2 Frir.
%2 Agilent 7000 B ZEE KR GC/MS MRS 4

B i
LAL] RT (min) MRM BHE (ms)  #EE (EV)
THCA* 6.714 620—>492 50 5
620383 50 5
THCA-d3 6.710 623—>495 20 5
623—>386 20 5

*11—BE— A —N S KRB —o—RE

ER

ERPOYFIN - HSHEE
FERANEEESBEERMERUEYEA—TIEENEATZA
TEREGETRIMEFIORERENE. —EH TR RE i)
EE-REEHE BRI, SKEEBEFX (Deans Switch) #
SEBIHEFBHESTNREE - REEHE, FHEERERE
KHfl, ZHATES — R BT LR YRR ER P OIS
‘B0 ERIEESESTYHER, BEREANTSRML,
MEE_REEEEIRA#—T B (B 1) . LERREILHE
MEZHERERR, WENHEBNERZEIREKL.

BB TR TEE

ERINgERERARLTM) BIEEERIEE S EZFESREEE
AR ERERE, MTEEER., = MEEMIMNER
EAEHRTS=MIERINEFEEEFRES (B 1) F
H. MEME—R LTM BiEEREIERY DB-1ms BIEMH, £
R LTM B ERMRER DB-17ms BIEHE. FOYERE
EEA 0.2 min (5.5 E 5.7 min),

—H—T MRS, ATFLRD THCA BB RERN

MMI
#E0
5

GC HAERE %

Ultimate Union

ECD @
GC H#HRi R
LTM #&th
7000B
GC/MS @
DB-17ms
LTM #&h

E1. HAFTHCA FiEA XK &L FERREHE



RS B E i IR (AUX EPC)A R FHRM R RIN Bk LURIA
LTM Sk, BITEEd, Bt 1 psi EEERH#TRR, &
B 0.75 min, HEOMBKRENERRES. ERRWL
BhEALAERLELEE, NTRMREEES, &L
TRMEZRSE, RETEEMNERY, KNERRKTSFRE
ZELAMILENREZ MRAELAE, FrEETETHE,

WEE TV BERRRRRARSTARENBRE

B2 ERABLTM)EREHRESZIER T800A #HH#E

FERRER LTM BiRHERIMER| GC BIBHA, T2 AIME
MR TRIAEREERES (B 2) . SEREFERE
WEREFBEMPBEER AT, LTM BIEFRERAT A EARR
RIeSHARE, TEXEEOMEERERRQREITEML
T, MAMMBIE GC BUEHITES,

EFRER R RA LTV HORIESR T ARIMERE, 7E 7 min B1TRY
B30 9 min {EIRE &} B ATRG AR E B ARME B R B E
(BTN .



E Y R FAETREY E Bt AR

ZAERER (LOD) A 0.002 pg/mg, ERFHEFENRE
005 pg/mg, RAGEATHEEHREE (B 3) . FEHER
EhRIAM, M 0002 2 05 pg/mgSEEIRNA R2 A 0.995
(B 4), FEEERA (LOQ) 0.01 pg/mg, EHELLELEAH

% (B 5)EFNIERME 0.2 po/mg B—MHERZ &, FikEE
RETELMHEESMES, SFRENE (EERERELT
BR) . MIRKE, EEBFL (BFELELTR) FITEER.
BT THCA-d3 MK A B FRENEEEFRIRES FH
MRM & B E#5FiRES (B6) ,

LOD % 0.002 pg/mg
Compound |nformation
- MAKM [B20.0 -» 383.0)00701008.D E20.0 > 383.0 ,620.0-> 4320
£ 047 “E.714 min £ 4103 | Ratio = 222 [85.4%)
2 2
o 0.8 [in]
0E-
0.4
0.2
EEE GBE B7 G/2 674 G676 6.8
Acquigition Time [min)

- MRAM [B23.0 > 386.01 00701008.0 B230-x 3860 B230-» 4350

£ 105 B.710 min £ %105 Ratio = 295 (89.8%)
Z Z
s 14 [ 1
0.8 0.8
0.64 .64
0.4+ 0.4
0.24 0.2
0 0

EEE GBI E7 G672 Erfd4 EVE 678

Acquigition Time [mir)

EE4 EEE GES B7 6/2 674 676 Ev8
Aoguigition Time [min]

EE4 EEE GES B

7 E72 BJ4 /G G678
Acquigition Time [min)

B 3. ZHEBMFR0.002 pg/mg LOD KA THCA (E#E) FIAERY (THE) BEEEF MRM iZE (X3]) HEEE
FREEEFMRM EMEE (£5])
TRRELR
Calibration Curve #
2 =+ 1 B Tvpe: Linear *  Origin: L. = ‘Weight 1fx = ISTD | Q€ | CC
THCA - 7 Lewvels, 7 Levels Used. 20 Paints, 20 Paints Used, 0 OCs

w=13.824711 " +0027042
R"2 = 093530560
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Relative Aezponzes

0.5

A 4.

o

045 05
Concentration (pg/ma)

4

LA HEdm THCA JIERE 55 % 0.002, 0.01, 0.02, 0.05, 0.1 7 0.5 pg/mg AIEHE By 2%

5



LOQ 4 0.01 pg/mg

Campaund [nfarmation

i
RN PYE (= [ATE L& A
-MRM [E20.0 - 222.0) 012010140 200+ 383.0 G200 4920
£ w04 6.715 min £ #104] Riatio - 261 (95.2%)
S 1.2 E 1.4
1 124
0.6 ]
06 .
7 06
0.4 .44
0.2 0.2
0+ 04
' GEG  BES BT BJ2 B4 GJE 6./G ' B6 GBS 67 B2 G4 BJE .G
Acquisiion Time [min] Acquisiton Time [min]

-MRM [F220 - 2260113010140

B230 4 3860 5230 < 4850

£.404 £.710 min £ 4104 ] Ratio = 31.092.9%)
= b = T
S gl S gl

£ £

5- 5

4 4

34 3

2 2

1 1

04 04

64 GEG  BG6S  B7  BiZ  G74 BB 6D B4 GEG GGG

Acquisiion Time [min]

6.7 G2 G4 GG GS

Acquisiion Time [min]

B 5. SLZHaEMER 0.01 pg/mg LOQ KFHI THCA (L#E) FIAEY (TH) MEESET MRM i£E (£3)) MEEEFREEEF MRM &

TmEE (£3)




HiE i 01401015.D HmiR 14
1BiEE DATASYSTEMO01/Admin HREH 0.0
REHEBH HRiER
HiE R R i8] 2010-10-08 16:24 B i E e 8] 2010-11-28 09:34
HRammEes 0.01 pg/mg,
D:/MassHunter/GCMS/1/data/PFAA
Curve Extracted/
e Signal RT RT SEE 1 ¥ QRatio LLESER HEER
THCA-d3 6230 -> 386.0 6.71 82558 35770 - 143081
623.0 -> 4950 24962 30.2 231 -429
THCA 620.0 -> 383.0 6.71 6.38-7.05 10999 0.008
6200 -> 4920 3908 355 231 -429
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Atgudtinn Tehe s Arqumion Tehe imin)
THCA-AT {Imfud]
+ WIRM [E23.0 - 386.0) 014010150 MAM (230 5 835.0) FH4000150
A =@ . 708 mn " =1 8710 min
= 2
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Acguation Tane (min)

B6. 001pg/mg (EER) MiF*LZHXHEESTIRE

Acqumson Tene (min)
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Rb B MR EREA, ERERESENg, £ 1 [ Feverherm R Lowe, J. Stuff, D. Singer, "Rapid
Multidimensional GC Analysis of Trace Drugs in Complex

XN ARFER, BHSHRTERD RRIRASELHER Matrices”, Gerstel publication AN-2007-8,

N=| yE 7z = [t 4T B H EIR
ﬁ#’m*ﬁﬂyfﬁ’”":" ﬁﬁTEE’H’”’FFﬁ’ EfTRIE 7 mm, 3k 2. C. Moore, S. Rana, C. Coulter, F. Feyerherm, H. Prest,
BFiE 9 min HIRTIE] N BEBIRERT k& THCA i Sk REE “Application of Two-dimensional Gas Chromatography
(LOD 0.002 pg/mg; LOQ 0.01 pg/min) FREEM, with Electron Capture Chemical lonization Mass Spectrometry

to the Detection of 11-nor-D9-Tetrahydrocannabinol-9-car-
boxylic acid (THCA) in Hair”, J. Anal. Toxicol. 30, 171-177
(2006).
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