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FEZOIAEYRE L 50 ELLERNICEA T
NELTco BEERBEOF SO 1 DX LT &
FBREDDBLEVENZRETIZ LD
IFENET, £ow ZLOEYFEZPRICTED
»7<. 900 FRIDSASDEEZENSAHTY
HEHINHEHDET, EEREIL I
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AR ERLET,

EEZOEYBEIZ. TOTUVINBZ T,
BRI LB LD IR DICL. B ETREHARS
HEWVWIEHS. BBRETOIILICHIE
FRAENTVET, ZLDOETIE BBOEE
BAEICETZHTIRSAUARRINTHEO.
PR EOHY ST TREZEE 1 mg B
DYUT77FREY 1 pg ELTEHTWVETD,
TZIIIZHEWTIE Society of Hair Testing
(SoHT) MHRETZREICHK L. 11-/ )L
O-HINRFAA-FRSEROAYFE /=)L
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RICIEFEEE R Ty IHARETT T,

|

ERLICOE

LC/MS/MS XYy REFEHET 2 THESN
ZROLEBEARMEAIE. FEMMEARELRC
. FRERO)—Z VOB L UOMERBEEN AT
BEARC ¥ TY, 172 Ly GC/MS/MS HYAFFRA
S EBRHTEICEVWTRADES LT
HHELIOPEETITZDICT L. LC/MS/MS T
IF. FNIFCBEERESNEONEEA. O
nig. BEETNIYIRDEMTHBZEHS
LC/MS/MS TRIMICEL 28I THD. €
DERICAFANFI A>TV EZ EHER

SNTVET, CORBIMCOVWTIE. vk
ATBREUTTOHIDMBENBEICADF
TR VI AT YD ORFEERLET,

REEENLT
FAH/N— b —DERICHE

A

RIRER-TRDFRINT
EHIPBFERINIREE
NLTHE

BlmEZ
NLTHE

BEEY 2mDAHHMTREN LT
EIBIEERN

i

RAEZENLT
EEILHE

F513RBH

THCA-A

1. EZSNBEREEADAYFE /1 ROEDIAHFRE

11-/)L-9-ALRFS-THC

A



REF &

BBEIUER
B LI HBIERDEED T,

Agilent Captiva EMR—Lipid
H—krJw2 3 mL. 300 mg

(p/n 5190-1003) (EZ 40 mg D
IBA) KU1 mL. 40 mg

(p/n 5190-1002) #£7=1£ 96 UL
ZL—+r (p/n5190-1000)

(E£ 25 mg DAIEA)

Vac Elut 20 Y=ZR—JL R,
16 X 100 mm &HBERIL V3>
ZwvofdE (p/n 12234103)

Agilent InfinityLab Poroshell 120
Phenyl-Hexyl.3.0 X 150 mm.1.9 um
(p/n 693675-312)

Poroshell 120 Phenyl-Hexyl<

3 X 5mm. 1.9 pm. UHPLC H—FR
(p/n 823750-943)

Agilent 1290 Infinity Il 1 >Z1>
T+)L%, 0.3 um (p/n 5067-6189)

FRLEARIT XD EEDTT,

HILRF-THC BEXUVAILAREY
-THC-d; 2253 (£ 21 Cerilliant
HBELVLGC %)

GC UL —RD n-A"FHYELUEEET
FIL (EtOAC). LC/MS L —RD X%
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ACS J'L—RDKELFRIT L
(NaOH) & & OBFES
(Merck/Sigma #t)

ik (Milli-Q I & DBIE
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D= DEDKT2~3EELEL
foo BE 1 DEBEFUIEL. XR7T

£ 1. 2—7vED . log P FRL L 2EE

E2E T} Log P 2FR

HILRFS-THC 6.21 C,H,:0,

SZOADEBDETKEMRE LT 3B
Rid. FSRFy vy IHTORN
)I/_C“{%%ngi L7

AR KEMEFRUILICKENR S LD
RELET,
n-AFH O EFETFILEAT
(9 :1v/v) (EEBREABE :
90 mL OAFH> & 10 mL OFFER
IFILzEbE +2IEBELEL .
¢ MeOH/k (8:2v/v) (Captiva EMR—
Lipid Fi&) : 80 mL oX&/—)LL
20 mL oiEfikeahtE, +DICRE
LFElLT
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8 ng/mL DAL ARF-THC-d, E D
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& by O IHRE 8 ng/g ICHEEL
ESE N
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DIBEEARTIC 0.04 ng/mL DAER% T
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EERTRIE. MLELT. 2O%K. 1)
FEOPRETLOU—>T VT 2) WA
H (LLE). 3) Captiva EMR—Lipid (&5
U—>7vF 4) LC/MS/MS ADEA. D 4
ERPETH I BB ZITWE LT

1L.EZD5E

40 mg DEREDEEEAYRIR—=INTT
JWCETELEL . #BRICEZEZEDNAT
IVEEEADNEZH T2 BAKTRIEL
NATINEFERBTZEHITOLET, €
D TIVIEEY IV TILITRDESICRI/N
1oL FLT

a) T30 -40uL D IS EMAELT=

b) #7)L7Z>7 (S#HL),

o fEEARBR]~6- ETNTNICZEED
RERRERBIRERR 40 L & IS
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FOTIHDHILARF S -THC DEIE
BE#% 0.15.0.2. 0.4, 0.8. 1.6,
BLU3.2ng/glcLELT,

d QC-40pL @ QCAKEL 40 UL @
ISARETLRNAI LT, BB VTS
WD ARFL-THC DRKEEZ
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ANAO LTEEY VT ILE 3 DREFEL
e 2mL @ 1 M NaOH A&z mA£L
Too TDHE. NATIICFYyTZ L. 100 °C
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FTAHLFELT

MIC 5 mL @ n-AFH > /EtOAC (911 v/v)
EMAELTce YO TN ERILTYIRIF
Y= 1 PREHEH L%, BEREICED BT 5
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L&l
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25mg DYV FIVEERLIEXYYRD D=2
7O0—%=nRLET,

2. ®#md (LLE)

5mL @ n-~AF4H >/EtOAc (9:1 v/v) %
MAELTce Yo TN ERILTYVIRIHH—
T1 2BEEALLTC BBICHLCTRELODBE
L. EBE&ENOFa—TICBLELT. C
D LLE F)E%E 2 B EEDRL. DRV
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HE AR E 50 °Ch N, AT TG
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B
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$ 8:2 MeOH/H,0 T T
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3.Captiva EMR-Lipid 2)—=>7v 7/
BAMLELY > TZIL1.5mL % Captiva
EMR—Lipid 3 mL A—btUwJICBLEL
Too 1 EHTD 3~5WDRETH > TIL%E
BRETIE., AHLEL. 2O, BE
IS TEREZR TS ILEL T h— Ry
NOBENRZ R BRoEET TmL o
MeOH/7ZK (8 :2 v/v) #MIR TEMAG %
TWELT, T, REBICIGLTEZERS|
LE L7 AHKE 50 °CD N, A N CEZIES
BELTc, TD%. IR >7I)L% 150 uL @
MeOH THAMBLTH L. RILTYIRIF
H—T 30 MEHHEL. 1.5 DEBERLE
LE L7 LC/MS/MS ITEAT B2, 1>
T—brEEROR T2 2 ML NI TILICT>TIL
B LFELT

1R o 25 2 Eps: % 3 A 4 ERR:
i TLo)=>TvT Eii:fa] o)=>T7v T
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T I p
i 1mL OEFEMZ. ' '
1mL @ 1M NaOH RINTYORZIFYS— 02mL?8:2
SEREEM TH#® MeOH/H,0 %3&f
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$YIN% MeOH/H,0 AR
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30 77fE ¢ EEZETHS|

A>Fan—3>
ERFT
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RILTYIZXZIHH—
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'
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AR % 2. LC/MS/MS &4

YT DSHICIE. Agilent 1290 Infinity

. . NSRA—% BRAE(E
I LC &. Agilent Jet Stream iFunnel T L i o : " " 'ELH ;
N o . N Agilent InfinityLab Poroshell 120 Phenyl Hexyl (3.0 X 150 mm. 1.9 pm) & &
JRRRTL =AY = BB O Agilent A HeRDS LA~ ST FEA S SA TSR
6495C ~JZILIUEMR LC/MS Z&ERE LT Py 5
SLRE 50°C
2T LEFRLEL. & 2 BEUFE 3 12K AR
AAE 5puL
o E-3 = —
BROFERZEGEZFHFLIRLED, 2 0.01 % BEOAER
=t > 3 A il B B) 0.01 % EFEE D MeOH &
BH. Y>TILODHERRBT 3 E]IC. 071 % FFEO MeOH 87
MeOH TH##E L7 0.04 ng/mL @ QC J&#& G 0.5 mb/min
ZEALT, PRTLEEMHBRZERL F B () %A %B
0.00 55 45
L7
0.50 55 45
2.00 25 75
s 5.00 25 75
JZVITVR
8.00 20 80
9.00 20 80
9.01 0 100
12.00 0 100
12.01 55 45
IR T RS 12.02
HAREA L 35
Eapexilsic 159

R3. T EEWMDRAH/NTA—L

Agilent 6495C MS D fERZMH

T=IF MRM

RS HRE 300°C

SULIRERE 450°C

RS HRME 13 L/min

RITSAHED 50 psi

FrESUERE 4,500V

S—2RHARRE 12 L/min

S—RARRE 385°C

JXIVBE 2,000V

BE RF(+) 0

BE RF (=) 130

1EE RF (+) 0

1EE RF (—) 140

FILEZ EMV (=) 800

h(4=gvE TIh—HAF> TOdorF> CE | CAV it

3432 245.1 32 4 ZAT4T

TILARF-THC
343.2 191.1 33 3 ZATAT

PIFEFSTH d, 346.2 302.2 20 3 XAT1T
346.2 194.1 20 3 ES bl




BRLER

FEEFDOAILARFI-THC ZHHET /DD
FUTIBEBAYYRELT, TEIFRF
ENRRINTVET, CNSDXVYRDE
{TIE. FRMEBeLT 1) EE2TFOTILD
FoE 2) MM RIS 3) DITREEY
> 7))L 10 ~50mg DFtE. O 3 DDRTY
TEITVWET, 20K, EEFEMEEITE
BEMARP T Fark—2g3> L ThHe. B
HAETHELET,

SEIOHZETIE. NaOH IC& 2R R %
RLELTo CHICEDBO NI EEDRE
&&k% LLE THiH L7=%. Captiva EMR—
Lipid A=ty ToU—>T7yvFLFE LT
CO—EDAVYRIZEDIE. 2NV B. &
JUBBBEZMENICBRET ST [BUE
@O, TAMF MR B ENTEFET,
R4EEETOTILORBE )2 T YT
ICBEWASNTWVWE RIS > 7 ILETALEE X
VyREHBLIZHDTY,

BREBIRTIF. 4 BIFIF 2 BIOKEOIRLE
AICED FrUTL -3 &H 0.15 ~
3.2ng/g IKHEWT R?>099 ¥ LS BIFA
BREENMESNF LI TNER 4 IIRLE
o Flow EIUERIFTFE 110 % ICHEFI N
RSD I&. ELY>FILHER 0.2 ng/g ® 7
EDEDRLY > TILIZDWVWTIL 8.8 %, EE
HITILHEE 0.8 ng/g @ 7 EDEDIERL
FTINCDOWTIE 7.8 % TLTco K 5 IR
TES5IC. AILAEFS-THC % 0.2 ng/g TR
INTOLTZEZES > 7ILICH L. 6495C ~U
JLIER LC/MS Tld. 6470A ~JF)LIUE
1 LC/MS Y RAF LD 3 BDOL ARV INE
SNFELT K6 1E. mAD MRM (Z81F5
FEETNIVIRT VIV NFTRED 5
DR LT VT ILODHER T,

R 4. T2 TPR(0.0002 ng/mg) DEET Y I ZXHRAILRF S-THC ICKT 9 BE YV FILFILIEX Y v RO HE

YU TIVELEXY Y F ¥R R&
© DERRTFVTTESNISERN SRS KU © By bR C A LIBEEIC LD,
AU NOEERE BB TODEHCRBENEL S
LLE . -
 EWANES © XYY ROERRMEIZRIT. B F ]

+ BAWMEEY ZiaE

MRHNELS

SPE-7=# >3 LLE.
F/cld SPE-T7 =4 3B DH

* DRRTYVTTHRSNBARN SEE LT

BNV BERE

AT BREMBHERD LLE LD —>
© B DEMNEDLF W

+ LLE 00 => AN S5 a h\

BV IFEHRMNELC S

CHEESLUIU-> Ty T TORIILD

2TV TEDE W

SPE-AF#VAHE LLE,
F7clE SPEAFHVIHEDH

* DRRATYVTTRONIBRNSEE LT

BUNVBERE

< AR BREBBHEED LLE KDY —>
A A B R Z T

LLE BLUT =AY RMED T =27

BERAMBSN B, S DEUNEAE T

BB LYY Ty TORNIILD

2TV TENZ N

LLE & Agilent Captiva
EMR—Lipid

« DTV T TRLENISARDBIR. 22/

&, lEE %L

 EATBRREBHHEA LLE KD —>
o A A HNFIEHR ZAER

CHHESLUTU-> Ty T TORIILD

2TYTENE

22| Carboxy-THC
2.01 R2=0.9958
1.8
1.6
1.4
1.2
1.0
0.8
0.6

Relative responses

) b

y =0.613382 *x +0.079544

(]
0.4
4
0.2

0 02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34

Concentration (ng/g)

R 4. EE2F>TILAD 0.156~ 3.2ng/g DAILKRF L -THC ORRELR. SO=ZAFIE. EEYVTILFRED
HYbATRE 0.2 5L070.8ng/g @ 7 EDEDIR LM BDDITHERZRLE T,




Counts (%)

Counts (%)

x10"
2.6
2.4
22
2.0
1.8
1.6
1.4
1.2

1.0{
0.8\

0.6
0.4
0.2

x10"
2.0-
1.9
1.81
1.7
1.6
1.5
1.4
1.3]
1.21
1.1
1.0
0.9
0.8
0.7
0.6

-ESI MRM Frag = 150.0 V CID at 40.0 (343.2 > 191.1)

343 - 191

Five replicates at 0.2 ng/g

*8.059
1,723

Prespiked hair

Agilent 6470A

Counts (%)

76 7.7 78 79 80 8.1

-ESI MRM Frag = 380.0 V CID at 33.0 (343.2 > 191.1)

Acquisition time (min)

343 > 191

A\ *8.491
| 664779

| 0.2 ng/g
[ . 10.15ng/g
0.1 ng/g

82 83 84 85

/ ‘\ Prespiked hair

8.3

8.4 8.5 8.6
Acquisition time (min)

8.7

x10°

1.7
1.6
1.5
1.4
1.3
1.2
1.1
1.0
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

-ESI MRM Frag = 120.0 V CID at 32.0 (343.2 - 245.1)

1.9 343 - 245
1.8 Five replicates at 0.2 ng/g
*8.064
4,542
Prespiked hair
0

76 7.7 78 79 80 81 82 83 84 85
Acquisition time (min)

Agilent 6495C

x10"

Counts (%)

3.74 .
3.5
3.3
3.11
2.9
271
2.5
2.3
2.1
1.9
1.74
1.51
1.34
1.1

-ESI MRM Frag = 380.0 V CID at 32.0 (343.2 - 245.1)

| 3435245
o *8.491
C 1411719

i Prespiked hair
/ 0.2 ng/g

0.15ng/g

- 1 0.1ng/g

8.3 8.4 8.5 8.6 8.7
Acquisition time (min)

5. Agilent 6470A &£ U 6495C U FILIEERR LC/MS 1243 0.2 ng/g DEEY >V FILFRAIILRF S-THC ODHTHER



x10" -ESI MRM Frag=380.0V CID@32.0 (343.2 -> 245.1) Branco_2.d Smooth
M/
34V

EETISVY

x71()! |Noise (PeakToPeak) = 288.0200; SNR (8.173min) = 46.9

4 8.173
4 13548

-ESI MRM Frag=380.0V CID@?32.0 (343.2 -> 245.1) 0,0002 ng_mg_1_1.d Smooth

EEY O TILGTEE
0.2 ng/g DRA DR

%707 |Noise (PeakToPeak) = 248.8617; SNR (8.174min} = 516

8.174
. 4,\/ 12845
&
L
A 24
D

0,

-ESI MRM Frag=380.0V CID@?32.0 (343.2 -> 245.1) 0,0002 ng_mg_2_1.d Smooth

EEYVTIGRE
0.2ng/g D2 BEBD
&

%70 |Noise (PeakToPeak) = 288.6386; SNR (8.172min} = 44.4

8.172
= 4 12824
z
A 24

O,

-ESI MRM Frag=380.0V CID@32.0 (343.2 -> 245.1) 0,0002 ng_mg_3_1.d Smooth

EEYOTILRRE
0.2ng/g ® 3 BFEBD
&

%70 |Noise (PeakToPeak) = 304.9140; SNR (8.17 1min} = 43.0

8.171
= 4,\/ 13110
L

-ESI MRM Frag=380.0V CID@?32.0 (343.2 -> 245.1) 0,0002 ng_mg_4_2.d Smooth

EEY VT ILRiEE
0.2ng/g D 4 BED
fii:hekid

%70 | Noise (PeakToPeak) = 229.9162; SNR (8.165min) = 54.9

4,/ 8.165
12632

-ESI MRM Frag=380.0V CID@?32.0 (343.2 -> 245.1) 0,0002 ng_mg_5_2.d Smooth

EEY VT ILHEE
0.2ng/g D 5 FED
&

6.0 65 70 75 8.0 8.5 9.0 9.5

Acquisition time (min)

10.0

-ESI MRM Frag=380.0V CID@33.0 (343.2 -> 191.1) Branco_2.d Smooth

-ESI MRM Frag=380.0V CID@33.0 (343.2 -> 191.1) 0,0002 ng_mg_1_1.d Smooth
Noise (PeakToPeak) = 316.5616; SNR (8. 170mm) 461

N 14595

-ESI MRM Frag=380.0V CID@33.0 (343.2 -> 191.1) 0,0002 ng_mg_2_1.d Smooth
Noise (PeakToPeak) = 282.9695; SNR {8.165min} =47.4

8.165
13400

-ESI MRM Frag=380.0V CID@33.0 (343.2 -> 191.1) O 0002 ng_mg_3_1.d Smooth
Noise (PeakToPeak) = 313.9529; SNR (8. 159mm) 6.1

NN

-ESI MRM Frag=380.0V CID@33.0 (343.2 -> 191.1) 0,0002 ng_mg_4_2.d Smooth
Noise (PeakToPeak) = 314.5844; SNR (8.168min} = 45.2

8.168
14204

-ESI MRM Frag=380.0V CID@33.0 (343.2 -> 191.1) 0,0002 ng_mg_5_2.d Smooth
Noise (PeakToPeak) = 309.2839; SNR {8.155min} = 46.6
8.155

v

60 65 70 75 80 85 9.0 95 100
Acquisition time (min)

6. EET75>20202ng/g D5 DDTLRNAIVEZEY VT MRM 343.2 & 2451 &1 343.2 & 191.1 THMLIAER
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LLE & Agilent Captiva EMR—Lipid 2 &
B0)—>T7yvTEBWIERERELRY > TILE
AIBXYy RzfE L. LC/MS/MS =&
LTEEZEFDOAILARF-THC ODMIEEE

BLELT Efele EERNIWIRT LT
JL% Agilent 6495C ~1) 7 JLPUEEE LC/MS
2 X7 I Agilent 6470A U FI)LIHE R
LC/MS Y X7 LTI L TREZLLR LI
CA. 6495C DA 6470A £DERETH
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