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Table 1 Validation of results of the LC-MS/MS analyses of targeted compounds in serum samples

Retention Detection Linear ranges Precision (%, n=4) Accuracy (%, n=4)
Compounds MRM time limits ~ Re;;‘,)ery

(min)  (ng/mL) ng/mL "2 o 0.1 ng/mL 1 10 100 0.1 ng/mL 1 10 100
5-APDB 178.0>133.0 4.05 0.05 0.1-10 0.994 67.0 11.7 9.7 4.8 - -3.0 2.4 12.5 -
a-ethylaminopentiophenone 206.0>146.0 6.18 0.05 0.1-10 0.991 69.9 10.2 16.4 7.1 - 6.2 -4.0 6.4 -
a-PBP 218.0>91.0 4.80 0.01 0.1-10 0.977 87.4 7.2 16.5 6.8 - 4.6 7.4 7.2 -
4-methyl-a-ethylaminopentiophenone  220.0>144.1 8.26 0.01 0.1-10 0.991 88.2 9.1 13.8 6.7 - 20.9 0.9 6.9 -
a-PVP 232.0>91.0 6.53 0.01 0.1-10 0.987 91.5 8.3 16.3 8.0 - 11.9 4.2 6.0 -
a-PVT 220.0>144.1 5.32 0.01 0.1-10 0.992 85.9 8.5 15.2 7.9 - 20.6 5.3 5.3 -
a-PHP 246.1>91.0 8.37 0.05 0.1-100 0.998 98.5 6.1 16.8 9.2 12.1 16.2 -1.9 -3.0 1.7
MDPPP 238.0>126.1 4.12 0.05 0.1-100 0.998 90.0 10.1 15.3 4.1 14.7 27.7 11.5 4.3 4.6
4F-aPVP 250.0>109.0 7.18 0.01 0.1-100 0.997 93.2 6.9 15.6 9.8 12.2 14.0 -2.1 -1.4 1.0
Diphenidine 266.1>181.1 9.78 0.01 0.1-100 0.997 96.3 10.8 11.7 8.5 12.4 17.9 23.6 15.1 3.1
MPHP 260.0>189.1 10.34 0.05 0.1-100 0.998 100.9 17.9 16.5 7.2 13.5 314 8.1 6.3 2.1
a-PHPP 260.1>91.1 10.38 0.01 0.1-100 0.998 100.2 8.9 17.6 9.7 12.4 17.4 6.4 1.2 1.0
4MeO-aP VP 262.0>121.0 7.64 0.01 0.1-10 0.992 109.6 9.5 14.1 4.3 - 12.9 7.2 8.2 -
DL-4662 266.1>217.1 6.45 0.01 0.1-10 0.996 102.3 14.0 13.6 3.3 - 18.2 6.3 8.3 -
a-POP 274.1>91.0 12.27 0.01 0.1-10 0.991 96.4 8.4 19.0 10.2 - 19.4 5.9 5.0 -
4F-aPHPP 278.1>109.0 11.00 0.05 0.1-100 0.998 101.8 5.4 19.2 12.2 12.5 18.0 -1.2 -2.0 1.6
4MeO-aPHPP 290.0>121.0 11.18 0.01 0.1-100 0.998 107.0 10.5 15.0 5.1 11.4 25.4 6.4 6.1 -1.7
AH-7921 329.1>283.9 10.16 0.01 0.1-100 0.998 115.7 11.6 13.8 4.7 12.8 24.7 4.5 8.8 0.4
5F-QUPIC 377.1>232.1 20.75 0.05 0.1-10 0.998 110.1 10.1 10.8 3.8 - 17.0 4.8 3.6 -
5FQUPICcarboxyindole 250.1>118.0 14.91 0.05 0.1-100 0.996 132.7 11.7 10.4 13.8 10.9 16.8 7.6 =17 8.7
QUPIC-OH carboxyindole 230.0>144.0 10.41 0.1 0.1-100 0.993 120.0 30.4 5.9 17.5 11.2 14.5 15.1 20.4 5.5
QUPIC-COOH carboxyindole 244.0>54.9 10.23 0.5 1-100 0.994 96.6 - 17.4 17.9 14.8 - 11.9 20.0 25.9
QUPIC-N-OH 375.1>230.1 15.98 0.01 0.1-10 0.997 104.3 8.9 9.4 15.8 - 13.4 -3.6 2.0 -
QUPIC-N-COOH 389.1>244.1 15.75 0.05 0.1-10 0.997 111.7 9.5 9.0 152 - 12.1 -4.9 0.4 -
5F-AB-PINACA 349.0>233.0 15.00 0.05 0.1-100 0.994 105.0 7.1 8.8 6.7 13.6 18.6 9.1 14.5 0.6
AB-PINACA-NOH 347.0>213.1 10.91 0.1 0.1-10 0.994 98.5 19.9 11.0 14.9 - -12.8 -3.9 0.6 -

AB-PINACA-NCOOH 361.0>245.0 10.81 0.1 1-10 0.975 93.3 - 13.6 15.2 - - -10.4 -0.8 -




Table 2 Validation of results of the LC-MS/MS analyses of targeted compounds in urine samples

Retention Detection Linear ranges Precision (%, n=3) Accuracy (%, n=3)

. .. Recovery

Compounds MRM (i‘l’;; (nh;/“;;\ ng/mL 2 ®%  0lngmL 0.5 1 10 100 0lngmL 05 1 10 100
5-APDB 178.0>133.0 4.05 0.1 0.1-10 0.993 46.9 5.3 8.1 10.2 8.6 - 27.1 -8.9 3.5 3.9 -
a-ethylaminopentiophenone 206.0>146.0 6.18 0.05 0.1-10 0.980 72.5 13.7 7.5 15.0 114 - -2.8 20.3 20.4 20.8 -
a-PBP 218.0>91.0 4.80 0.01 0.1-10 0.993 65.7 6.9 8.3 13.4 9.9 - -16.3 2.4 23 13.4 -
4-methyl-a-ethylaminopentiophenone  220.0>144.1 8.26 0.01 0.1-10 0.987 65.1 7.3 8.7 10.6 7.9 - 0.0 15.2 17.9 16.5 -
a-PVP 232.0>91.0 6.53 0.01 0.1-10 0.996 65.6 10.8 11.5 17.5 10.3 - -13.5 8.3 6.9 12.3 -
a-PVT 220.0>144.1 5.32 0.01 0.1-10 0.995 60.4 3.1 11.3 19.1 12.2 - -11.7 1.9 3.7 16.2 -
a-PHP 246.1>91.0 8.37 0.05 0.1-100 0.996 65.9 25.5 18.1 21.8 10.5 18.0 20.9 27.8 25.6 23.1 11.3
MDPPP 238.0>126.1 4.12 0.05 0.1-100 0.982 51.7 5.8 4.8 5.1 8.5 9.8 12.5 21.1 17.9 26.2 14.6
4F-aPVP 250.0>109.0 7.18 0.01 0.1-100 0.996 60.2 3.4 10.2 19.2 10.6 20.0 -3.7 14.4 18.0 24.4 10.6
Diphenidine 266.1>181.1 9.78 0.01 0.1-100 0.999 88.7 7.0 - 7.0 5.4 27.7 10.5 -9.4 1.5 -1.3
MPHP 260.0>189.1 10.34 0.05 0.1-100 0.993 68.1 27.6 13.7 15.2 11.0 17.2 -0.5 27.7 29.2 24.7 10.2
a-PHPP 260.1>91.1 10.38 0.01 0.1-100 0.996 65.8 7.7 9.7 16.3 10.7 18.4 -3.9 19.6 21.7 26.8 10.6
4MeQ-aP VP 262.0>121.0 7.64 0.01 0.1-10 0.987 70.2 4.4 6.2 6.9 6.7 - -6.4 25.1 24.1 13.0 -
DL-4662 266.1>217.1 6.45 0.01 0.1-10 0.992 62.9 13.5 7.8 5.2 6.5 - -4.8 10.5 5.4 1.8 -
a-POP 274.1>91.0 12.27 0.01 0.1-10 0.997 64.4 6.8 11.2 18.5 9.4 - -16.9 4.7 7.4 12.0 -
4F-aPHPP 278.1>109.0 11.00 0.05 0.5-100 0.996 71.3 - 9.2 21.7 10.5 19.3 - 17.0 22.5 252 12.2
4MeO-aPHPP 290.0>121.0 11.18 0.01 0.1-100 0.994 79.5 4.1 4.7 12.4 8.5 15.3 5.9 22.9 22,6 17.8 10.0
AH-7921 329.1>283.9 10.16 0.01 0.1-100 0.993 84.9 6.0 9.3 6.9 7.3 12.4 10.6 21.9 27.6 16.0 6.1
SF-QUPIC 377.1>232.1 20.75 0.05 0.1-10 0.996 67.3 3.9 4.4 5.5 13.1 - -1.5 1.3 1.6 -2.6 -
SFQUPICcarboxyindole 250.1>118.0 14.91 0.05 0.1-100 0.991 72.2 15.2 10.1 33 9.7 4.1 28.4 -7.0 9.4 -23.6 2.8
QUPIC-OH carboxyindole 230.0>144.0 10.41 0.1 0.5-100 0.992 85.6 - 8.0 19.4 14.2 4.1 - 17.7 12.8 -11.1 -1.2
QUPIC-COOH carboxyindole 244.0>54.9 10.23 0.5 1-100 0.984 62.0 - - 18.9 8.0 4.8 - - -2.9 -20.4 1.8
QUPIC-N-OH 375.1>230.1 15.98 0.01 0.1-10 0.993 65.8 4.6 9.0 6.6 7.9 - 20.9 11.9 10.3 -12.1 -
QUPIC-N-COOH 389.1>244.1 15.75 0.05 0.5-10 0.986 69.3 - 8.6 10.0 6.2 - - 15.6 9.5 -15.1 -
SF-AB-PINACA 349.0>233.0 15.00 0.05 0.1-100 0.985 89.3 23 11.5 5.6 15.5 - -5.1 2.4 -5.3 -20.5 -
AB-PINACA-NOH 347.0>213.1 10.91 0.25 0.5-10 0.974 93.1 - 11.1 13.6 13.4 - - 5.2 -4.0 -18.9 -
AB-PINACA-NCOOH 361.0>245.0 10.81 0.25 0.5-10 0.977 91.8 - 29.0 27.1 11.5 - - 17.0 11.1 -16.5 -




Table 3 Validation of results of the LC-MS/MS analyses of targeted compounds in urine samples after the f-glucronidase treatment

R . Detection Linear ranges Precision (%, n=3) Accuracy (%, n=3)
Compounds MRM ) etentlc?n limits Rec:)very

time (min) (/L) ng/mL 2 (%) Ing/mL 10 100 1000 Ing/mL 10 100 1000
SF-QUPIC 377.1>232.1 20.75 0.1 0.1-5 0.977 68.2 11.2 - - - -18.6 - - -
SFQUPICcarboxyindole™* 250.1>118.0 14.91 0.5 1-1000 0.997 88.1 18.5 10.4 8.9 6.3 -16.0 -9.6 4.8 2.9
QUPIC-OH carboxyindole* 230.0>144.0 10.41 0.5 1-1000 0.998 78.0 5.6 10.2 5.3 4.9 -9.2 16.5 6.1 5.5
QUPIC-COOH carboxyindole*  244.0>54.9 10.23 0.5 1-1000 0.999 100.5 23.0 10.7 6.1 6.1 12.6 6.2 9.0 5.3
QUPIC-N-OH 375.1>230.1 15.98 0.1 0.1-10 0.995 63.7 4.1 6.0 - - -16.9 6.1 - -
QUPIC-N-COOH 389.1>244.1 15.75 0.1 0.5-10 0.99 56.3 5.9 6.4 - - -17.3 -0.2 - -
5F-AB-PINACA 349.0>233.0 15.00 0.1 0.1-5 0.956 104.9 10.4 - - - -21.4 - - -
AB-PINACA-NOH 347.0>213.1 10.91 0.1 0.5-10 0.983 92.2 10.9 8.0 - - -20.1 5.8 - -
AB-PINACA-NCOOH 361.0>245.0 10.81 0.1 0.5-10 0.957 98.4 13.8 5.7 - - -3.9 1.2 - -

* Absolute calibration curve methods

Table 4 Quantitative analyses of the psychoactive substances and their metabolites found in the serum and urine samples (Case 1)

Serum (n=4) Urine (n=3)
Compounds
ng/mL ng/mL

MDPPP 587.37 + 30.07 1048.23 =+ 60.75
AH-7921 235.52 + 9.98 74.31 + 1.68
MPHP 114.17 + 5.85 53.24 =+ 1.41
a-PHPP 92.88 + 4.71 30.39 + 0.51
4F-a-PVP 30.06 + 0.59 11.13 + 0.12
a-PBP 3.67 + 0.09 1.78 + 0.02
a-EAPP 1.06 + 0.03 0.27 + 0.003
4MeO-g-PVP 0.60 = 0.01 0.25 + 0.01
a-PVT 0.39 + 0.01 0.13 + 0.002
a-PVP 0.33 + 0.01 R

o-PHP 0.16 + 0.01 TR




Table 5 Quantitative analyses of the psychoactive substances and their metabolites found in the serum and urine samples (Case 2)

Serum (n=4) Urine (n=3) Urine {(glucronidase, n=3)
Compounds
ng/mL ng/mL ng/mL

SF-QUPIC 053 £ 0.02 ND ND

SF-QUPIC 3-carboxyindole 2195 + 107 59.8 422.6 + 101

QUPIC-OH 3-carboxyindole 1355 + 052 5.8 21.5 + 03

QUPIC-COOH 3-carboxyindole 10428 + 626 109.9 4442 + 97

QUPIC-OH 030 + 001 ND 0.1

QUPIC-COCH 0.10 0.1 0.1

Table 6 Quantitative analyses of the psychoactive substances and their metabolites found in the serum samples (Case 3)

Serum (n=4)
Compound; T g/l

a-POP 8.07 + 0.32
4F-g-PVP 0.33 + 0.02
o-PHP 0.10 + 0.005
SF-QUPIC TR

5F-QUPIC 3-carboxyindole 0.84 + 0.03

QUPIC-OH 3-carboxyindole 0.25 + 0.02

QUPIC-COOH 3-carboxyindole 2.13 =+ 0.09




Table 7 Quantitative analyses of the psychoactive substances and their metabolites found in the serum and urine samples (Case 4)

Serum (n=4) Urine (n=3) Urine (glucronidase, n=3)
Compounds -
ng/mL ng/mlL ng/mL
Diphenidine (Others) 217.61 + 5.06 9319 &+ 3.48
0-PHP (CA) 90.15 + 134 5202 £ 149
AMeQ-u-PHPP (CA) 19.49 + 0.35 7.90 + 009
4F-0-PHPP (CA) 15.65 + 0.27 3.54 + 020
SF-AB-PINACA (SC) 6.85 =+ 0.11 0.87 + 6.22 0.50 + 0.02
AB-PINACA-OH 67.18 + 1.85 1.03 += 014 1.00 &% 0.10
AB-PINACA-COOH 48.61 + 2.11 1.89 +  0.07 180 % 0.10
3-APDB (PA) 5.80 + 0.17 10.38 + 0.68
4F-g-PVP (CA) 1.66 + 0.03 1.08 +  0.04
DL-4662 (CA) 1.05 + 0.03 0.69 + 003
4Me-0-EAPP (CA) 0.89 + 0.01 0.11 £+ 0.003
0-POP (CA) 0.18 + 0.004 TR
a-PHPP (CA) 0.15 + 0.002 TR
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Fig. 1 Chemical structures of 27 psychoactive substances detected in the test biological samples
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SEOERIHEN LUV REICKE BT REESN
1 2R+ 78 B (JWH-018, JWH-122,
TWH-073, B e Z7a~dx¥/—1 (CCH),
XLR11, AM2201, MAM-2201) I B L, ML
REEOTFE R HVEOHREEZITOIZE LT,
PESk, MRS A AEUEE O BT AL 213 B A Al
Hi{% (Solid-phase extraction ; SPE) D3 LA &4 T
BY, YERFEL, R-EMmHEEERLT, 1) f#
BTHEERDE, 2) =< APar BRERSN



RNZE, 3) ZHEBIOLBENREH R E DAY Y
K383 BH3, 5, SPE 1%, BAlR TABN TH
Naw, HEMFWEIZLDERE ~DOIRE
Ry/RAALAIF =g E N EREND. B
WY LA F TR B O L AR ENLIFRS
HIV EREREH %<, YiYeE o migiZ-D
WTIHEEICREI L ERHY, EERF O MK
FRBED NI EEL22T TR 672028,
SPE CEIMEATH=A— I ROII2BH R
DB OB T 5B F UG B TER.
FZ TR TIE, IR ORI ELELRBEOR
AL &R KA &% B HYE L CEAE 4 B
(Solid-phase dispersive extraction; SPDE) Z£¢
L, Z0FAEERE L. $0Ek, —&KiCE
FRA YV FE JAREO MRS A RERB ORI,
FEERAOREEE D B LO/MS Z T TOB 8
G0 IERVES BT, REROEIE B DA
XD EETHZENHEREND D2Ehb,
LC/MS 2113512 GC/MS 12X 555 iEa it
THIEELTE.

723, SPDE &1, =A7uF a—7 HNIZBNT,
REHE R ICE A E S EESE, ZngE D
AT ANA—FHNT, 1) BLOSBECEIVE
FHEEARE AR, 2) Sr#EE, 3) SHIEH,
DIAT T BAEEITILD T, BEFD SPE DK
BERRLZHHBLIOZY—2 Ty HETH
0, MEFOR VT REY oA
AT OIS ASI TS B9, REFFE T,
MmEZFBELCRIEEOA KD T8/ AREIC
DUWTHIEEITVY, SPDE O 2Lz

B. W FE
1. BB L URRE

BHEEMLEL, REEPOEEZ2FE RS
n, BSOS EEICEZ TR TELLSh
TS EOIAPELNIZLDEIRE - NAF
(BR)y»» 5B AL 7=, TWH-018, JWH-073,
JWH-122, AM2201, MAM-2201 88X XLRI11
< Cayman chemical f-20>GRREEFEERNZEEAL

fe. AT rastd s — Ui, REREER
WZE S E SRS AR AT LR
HLOERMHERALEZ. ZOM o E R E AR
B bR S DA LT
2. ZREBIUERE
#=E

SPDE T A7 2iE LiEiR 7 /4 — (8
& @A ™M) BIORZY2— 347 )L (8
&y T Fa—T ™MIER T e T 4T VA
TUAPLREENTZLOEFERLE (K 2).
Oasis® HLB(30 pm)iE Waters #EDEEALTZ. 2
mlL D=A270F 2—T XU N RS BiE
ALTz.
B

B B0 H-36 (=79, B
H: VS-F100 7 AU (£R),

mE T VIRNESRE  TurboVapLV /A7
= Vs (),

=YL im0 CHIBITAN T (10 krpm)
AT (HR)
3. EFHREA O EL

Oasis® HLB A — R 7 BE0 H U7z E B A
100 mg #~A70F 2—TZ A, AF /) —)b
1.0 mL Mz ZO~A/aFa—712@ A1
™ %HEEL, 7ANF—FRHAICb RIERIC < A2
nF o—T R EEE LI, Oasis® HLB ZIRMNLI-
v AraF 2 —T BN TN B LI EER LT Y
JAIFY—E AWTERL, BEfERE A%/ —
PCBESETZ. BEHIC E Tl TGEOOEE
(3,000 rpm , 1 ZYEDHL, WA AR LTz, FEEER
AolewAraFa—T%5L, b TEMAK
1.0 mL ZANTow AT o—7%@ A1 ™I
HEL, B LT (Oasis® HLB MLz~
AraF 2—7 % FHE) 2L TE L5 BE3,000
rpm, 1 77 L7=. Oasis® HLB Z¥RMLIz~ A~
nFa—7H@AE ™MLREL, HiE- R
T, 100 mg/mL O EARRERZ AR L7z,
4—1. MFOFRE 3T

MiE 0.5 mL v A/nFa—7Z AN, 7EH




=hJV 0.5 mL ZIZ THELL, =O0BE0
krpm, 1 min)L7z. BVEEATREZRRVEREL, £
HESIE T, 40°CTHI 250 ul ETEML, LLTD
LBVEE S B EIT 7.
4—2. SPDE |2 XA RTALER R 1E

@A ™M EHICFry T TFa—T ™ T
v ArnFa—T 5w EEL (LT T /S A RERE
5), Fyo T Fa—7 MANCERBRTYE
(250 ng/mL) ZHHNL/=I0TE 0.5 mL BILOEFE
SRR 0.1 mL (EFEH] 10 mg M) Z¥RmL7=.
RAT w7 A9 —THEEL, 305 B (3,000
ipm, Imin)L72%&, AR A>Te~vA7aF 22—
TEINL, R THZIZED~A/aF o—T
F@AIE ™MIZEERLT, vy TFa—T7 ™|
IZHBHIK 1.0 mL ZI0% THREL, =008
(3,000 rpm, 1 minx2)L CEMBEZLFEELZ. <17
nFa—T7EFRERHEL, BWHEEEL T 'R
¥ 1.0mL A THEERL, BICEE RS (100
kHz, 1 min) L72%%, FI#RICE O BE3,000 rpm,
Imin)L7z. IR, EMERN T CARBEEL,
AZ =)V 0.5 mL CTHEMEIHE, 3= 0oBE10
krpm, 1 min)L, k5% GC/MS ARBIRIKEL
7-. (M 3)
5. GC/MS HIE
HE{8 : Agilent #E8 7890A GC / 5975C MSD
SHT T A Agilent #E8L DB-5MS (30 mx0.25
mm i.d, fEE 0.25 um)
HEA AR 250°C
T HRE 180°C (1 /2 fEfREF)—5C/min HiR
—250°C (5 22 REF) —20°C/min FIE
310°C(7 57 IR FF)
NIRRT 7 —F A R 1 280°C
HEAE:2 L
BEAE: A7V R
X¥ VT —H A ~U7 5 (1.2 mL/min)
AT A BT A A ARk (BD
A ALEE  70eV
MHEREE :280°C
TUEARIEE : 150°C

BIEF 1 SIM

JWH-018: I7E FHA 7> m/z 214,
MR A m/z 341
JWH-122:BI7E 4 m/z 214,
B4 m/z 355

JWH-073 7€ 4> m/z 200,
FERR A A4 m/z 327
CCH:AERAAY m/z 233,
WERBAAA m/z 215

XLR-11: {817 A7 m/z 232,
sS4 m/z314

AM-2201: I RAZ> m/z 232,
B AAA m/z 359
MAM-2201:{817E 7> m/z 373,
s A7 m/z 232

C. MFER/RBLUEE
1. I OMRET

RIES S (7 ) IO T 2 s L
T, TN, 2%FE/EEiE =T VIRIR, BEE T
Fov, TEM=NIVBI AR /— Va2 &R, b
WIREILT.. ZORER, SWE I3 2% [E
INEEIL, T'by, 2%XER/EER —F VIRIR T,
FE B 80-100% & RAFAREIE R HD
iz, BEEE =T L, TERh=RILBL AKX
— LB EIL R, 40-70%RELEVETH
27 4). TERNBID 2%FE/EE =T L
IRIBPNFEO BV HFE CHHZENTRRE
NBR, 2%X Be/EElE =T VIRKE BV E
TIE, OB B OEZE (IR -
B2 ) WZBFR S D Do T DT L, TR DT
DPEER A EME TEAIEND, T RN ZIEH
LU CRIRLZ.
2. EFEEINED

BED 1 mL BEOREFEZUETDERIC
ffidoib SPE IZBWT, A—hy Il ETAS
NTWDEFEFIDOEIL 30 mg THAHZEND, K
EBR T, EHEAIOEBERMEZ R T 5720,
5, 10, 20, 30 BL TN 40 mg IZ DWW TEINEA H



BRET L. EORER, EHEAOED 5~10 mg
ST 2L EUREG AL, ZDOH%ITOR0
B EmA RSN, 10 mg OEMAIZEML
72 EOEINZERIT 80-100% &t E\ AN R %
RUTZ, Lo CHEMAIOERMESLTE 10 mg %
BT,

3. GC/MS BI7E

GC/MS ORIFEIZR W T, BRE B >&R
DE SIM E—REERLZ, GC F¥ETU—A
Fh, =T OFRIRIBESLMBIZONTL,
HEYILREBEFT PR TLIE/I T /A
ROyHTE DU CEBEEEREFILEE. £
DFER, BRIEREYE O — I RIZBRIFT
HY, WIILh BRI A SyBES Tz (]5)

4. HBRBIONER TR

sa<wh L L, =0 SIN>3 KON S/N>
10 &t/ R BHREZMHBRABLOERE
TrREL. 3BT, EEINO Mg 2Rk o )7
BIC IV EMESEETIT, BWHIRE R
Lict, BBWICEERA T /AN IEER %
FILT 5, 10, 25, 100, 250, 500 ng/mL @ 6 &
ECFHB L DIC W THIELE, BREHIT
HEXHR BARE TR L. S EORHBRE
TOEETRAEHLUER, BRI, 2.5
V5.0 ng/mL, & TIRIL, 5.0 KT 10 ng/mL
Thoto. MERIT 5~500 ng/mL BLU 10~
500 ng/mL DR PEEERFH T RATREAME (FHEIFR
¥ 1=0.994~0.997) 2R L= (5 1).

D. #&#

SEWELA DY HIV B O F B RO 101272
STVWAZEITEREFI 2 NEZATHDLH 19, 3K
YrEL R O MRS 2 00T T 2RI, BUE
U7 R GeF BRI L BT 22 1 id 7 e, ek
@ SPE CEIMEA T 5v=AR—/VRDL572B Ak
FROFETIE, Sk, BB IRERE O
AR ZER B LR IT L 7e b7 0s SPDE (iR
ESRB A AR CUIETLIENTEDD
TERICBIT 2 MR E B ORE R LIC LD FER
F DR D B2 T 58N TEERI/RAL

HIETHHEE 2D, T2, LCMS HIZEDE KL
T EIAR DML RE O HEFLR
L% 0.1~230 ng/mL EMESI TN DR AR
WFFEOfE R TiX, SPDE-GC/MS ETOEET
PRI, 5.0 X TV10 ng/mL THHI=6, BLHF =TI,
LC/MS EDORREFZEITEBETELLO T,
V. LALLOMS EEE FIRETRIE T A2 M
METHIT, BB RET o0 0LBRE 5
HTEIZEY, BFEL-IVOSITb A EEEE 2 b
L. B, BRERSE CHREOEYEEORKE
XD E R THENERSNDEE, [
BT, LOMS FIZEHT 2MENOEEDR
WSHHETHY, BRI FE /RO I R
LR OMRRBIELL THERATHHAZ LN RES
Nz,

FHFFROZEITIZY =D, BIRKEIER ST
{bFHE FREE—HRIVEERHEBE2
TelEEEL. L BT ET.

25 30k

1) B ORE) B, BIERT > 7 (Blik N —
D) NCLHEEHE LSO, BAER
SRR, 18 B, p.1, 2013.

2) UNODC, 2. Main new psychoactive substances
encountered in illicit ATS markets and their
effects, in: The challenge of new psychoactive
substances. p.3, United Nation Publication,
Vienna, 2013.

3) BAG AR EEE L REREE  FRER
iR, FH8E B N—THELMLTIRTBSND
W (OB DBIER T ) XK, FREE- 7R
FATEL OB, pp.201-202, 2014.

4) Hutter M., Broecker S., Kneisel S. and
Auwirter V., Identification of the major urinary
metabolites in man of seven synthetic
cannabinoidds of the aminoalklindole type
present as adulterants in “herbal mixures” using

LC-MS/MS techniques. J. Mass. Spectrom., 47,



54-65,2012.

5) Sobolevsky T., Prasolov I. and Rodchenkov G.,
Detection of JWH-018 metabolites in smoking
mixture post-administration urine. Forensic Sci
Int., 200, 141-147, 2010.

6) Teske J., Weller JP., Fieguth A., Rothdmel T.,
Schulzlr Y. and Troger HD., Sensitive and rapid
quantification of the cannabinoid receptor
agonist naphthalen-1-yl- (1-pentylindol-3-yI)
methanone (JWH-018) in human serum by
liquid  chromatography  -tandem  mass
spectrometry. J Chromatogr B, 878, 2659-63,
2010.

7) Kneisel S. and Auwirter., Analysis of 30
synthetic cannabiniods in serum by liquid
chromatography-electrospray ionization tandem
mass spectrometry after liquid-liquid extraction.
J. Mass. Spectrom., 47, 825-835, 2012.

8) Zhang L., Wang Z-H., Li H., Liu Y., Zhao M.,
Jiang Y. and Zhao W-S., Simultaneous
determination of 12 illicit drugs in whole blood
and urine by soild phase extraction and
UPLC-MS/MS. J Chromatogr B, 955-956,
10-19, 2014.

9) Ammann J., Mclaren J., Gerostamoulos D. and
Beyer J., Detection and Quantification of New
Designer Drugs in Human Blood: Partl —
Synthetic Cannabioids. J Anal Toxicol 36(6),
372-80, 2012.

10) Shanks K., Dahn T. and Terrell A., Detection
of JWH-018 and JWH-073 by UPLC-MS/MS
in Postmortem Whole Blood Casework. J Anal
Toxicol 36, 145-152,2012.

11) Hermanns-Clausen M., Kneisel S., Hutter M.,
Szabo B. and Auwirter V., Acute intoxication
by synthetic cannabinoids — Four case reports.
Drug Test Analysis, 2013.

12) SWGDRUG, RECOMMENDATIONS
METHOD OF ANALYSIS / DRUG

IDENTIFICATION. p.14, July-7, 2011.

13) Saito K., Kikuchi Y. and Saito R., Solid-phase
dispersive extraction method for analysis of
benzodiazepine drugs in serum and urine
samples. J. Pharm. Biomed. Anal., 100, 28-32,
2014.

14) Sakamoto Y., Jinno Y. Shinoduka I., Iwasaki
Y., Ito R. and Saito K., Sample Cleanup Using
Solid-Phase  Dispersive  Extraction  for
Determination of Vancomycin in Serum. Anal.
Sci, 30,271-275, 2014.

15) UNODC, Recommended method for the
Identification and Analysis of Synthetic
Cannabinoid Receptor Agonists in Seized
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Cannabicyclohexanol
oo

AM2201 MAM-2201 ~

1 BRI ESNT-ARATE /AN TILEY

- Captube

|| the centrifugation ' L Micro test .
filterdevice _____} e
X2 SPDE T 2%E (BHK 1 mL 2% THEH)

E ATV 2= T (B A ey T Fa—T ™)

HSE D AT V8 — (B4 @ B ™)
TivArnFa—7T




4

I
= = ==
X
@ b @ @ @ H @

3 SPDE |2 L ARTALEREE

@A ™MD ERIZH Yy T Fa—T ™, FTEIZv AT 2—T7 % EF UL T OBIEETTD
a) [MiE GREBH S ERING) B L O EHRBRERE X vy 7' F =—7 ™MIZERM
b) HE#%, 205 HE3,000 rpm, 1min)
¢) Fyry T Fa—7 ™ TBMKEINZ CTHEE
d) EFEBEEOT-DE L5 BE(3,000 rpm, 1minx2)
e) WHIBEL (TN X vy 7 Fa—7 ™MIZERI
) YEH O30 R L4 BE(3,000 rpm, 1min)

g) Ak
120 -
100 -
B Acetone
s 80 -
:_; 2% Formic acid-
¢ 60 Ethylacetate
g Ethylacetate
40 -
Acetonitrile
20
O Methanol
0 e
NS >
SR

4 FEEHRIZEDEIER LB
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16000 -
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8000 -

4000

1600
1200
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X 5

m/z 214 JWH-018 . JWH-122
E WY
10 15 20 25 30
m/z 200 JWH-073 i
10 15 20 25 30
m/z 233 g Cannabicyclohexanol
2 ;)
10 15 20 25 30
m/z 232 XLR-11 AM2201
—
10 15 20 25 30
| m/2373 MAM2201 |
10 15 20 25 30
Time {min)

BRI TEAREEY SIM BIERAA v DI T4
(KA T8 /AR 250 ng/mL FANL 7 Mg R EED



#1

limits of detection (LOD), limits of quantitation (LOQ) and calibration ranges of all analytes.

i i Correlation
Analyte LOD (ng/mL) LOQ (ng/ml) Callb(r:;l/i:l—r)ange coefficient
JWH-018 2.5 5.0 5-500 0.997
JWH-122 2.5 5.0 5-500 0.994
JWH-073 5.0 10.0 10-500 0.997
CCH 2.5 5.0 5-500 0.999
XLR-11 2.5 5.0 5-500 0.998
AM2201 2.5 5.0 5-500 0.996
MAM-2201 5.0 10.0 10-500 0.996




BT @R IR R M e (B3 ERESREL T2 TN — A = 2ABORIT R E )
oy R HEE

S ERTFERRE R RS O R Lo R ORI BE 950198
SEMFEE FER ORE) B EZEELEMEETETEREL =&
WHEEth 0 AT W0 ITREARMERGEES EEE

— PR FE Y O E R BRIE I T OMRE —

WFREE 2014 £F 4 A L0 EEMOFERAEIEHRIN, RPOIBEEMEIRIEAI)—=0 7 TED
WEENRDOLNL TS, RFRIZBNTL, KE 7~ 77 —RITREEE &5 E
(LC-TOF-MS)Z W TR B E B DEME AT —=2 T L, TORERET A7~ N T7E BHTE
IRV iR T B —EOHIEORBELZRAAT. a2 OFHNLRAZHEEREY 10 WEIZ OV TRELE
FES, LC-TOF-MS IZBVVTE—Z7 & X 6000 count PA |, ‘B &REZE 10ppm LA T, ZERINLA M score 40
U EOSRMEBRETHIET, RPEYEELLT2.5~50 ng/mL OB TREZEIZENTER. R
FoTAT R IBEERELIRER, ZORFICBOTELNA RS HROBEB Y — 7 (—RE72 R
ROy LB Z BB LDEERL) DT 3~10 A THY, LC 1230 DIERFFEEE I O GC-MS [C X ARERRBR
TEEMED RV EPEBR TEDEITE Eo7e. REITRFEEEY DAY —=0 7 HHTCHE AT THS
LEZONT.

& TREEMENRIELAZY— =0 7 TEHRBRIEDN
W T TEE A R RIS KDL TS,

JEAE S E 2015 £ 1 A 5 BETE, EIELERESRED

BEIED AL 1437 WEIZOIZY, ZoHisix

A. FFFEEE St FIEYE L S AFRE b DN S E FINLT

fERRN T 7 ORI IS T 279, WD, AT T 57 4 —E B HT(GC-MS)R°

2014 % 4 AJVIEER, BEREEREOLE, § BRI R <N 57 0 —E ESHT(LC-MS)%
e R OV 2O MERE IR 3 2158 (KR A3 28 E CILRFFRBE R~ AR L
B3R LR TE, BEFEE) | 0B EEYIC EFRRNVICHEDRIEEITH0D, ERER IR
DWTHERASERFHREINT. FEREOIIEDT AR ThHD.

DIZIE, WE, HEE QRN HZEY A KT —77, AT E B O 47 3H(TOF-MS) i34
SNDNEPEROEEPIBILSND. HREEHE FEEBOREICL> TEWVEE THEED TR
BERALIZLEDNOED AL THDHEEIT, WFEETHY, 7 FADBHLNRYE Thiuid,
S EEY R EL TOEERIEL25. LAl BERPESTO A== T S A FTRETH

PEEPMERLERE Ty 7R THESIT %. Guale  DiZ LC-TOF-MS % AT K& O
WBGER, LS DERN T 72 E AL PR OIBIRERRR Z> 7 54y (& 20 ng/ml) %
RV DGASE, ¥R T REREE AI) == T HGHEEHREL TS, Fi,
WEIRE CTERWERIRSDD. 207D, JRFO Sundstrom? 5% LC-TOF-MS % IV CIERES D




RSO E Ty 277 MEERINOARIV—=27
THOMIEZREL, 0.2~60 ng/mL DAy 4T
VANV R ERLIZEL TV, T2 LI nbO#E
IR R R A BE R DY E 2 F kS L L TRY,
R RIC LD IA R NAT Y — = 7 FIED
BERERLR->TWD. REFFEBRAIOYE
IZDWT LC-TOF-MS WEDIEERZTHDHH
FRSIUTURL.

FIT, ARV TIL, eSS
AWTICEBREEDH TIRTOIEEEYE 2
V== 730 EERE L. JRELERE
X, ROOREEOHEEFIRMESNT
R T R A VAR — )V 3O THHEFEIEE
DEFRITE AR 770 WE K OFRIRRIZR MG
OHBIANFEEAE RO HFEERT 2T L 596
WEERIEEIEY 2015 % 1 H 5 BRER) 661
WETHD. ST FRIEE, £T, ROBRZ (T
DIHEATHFE HEIRATERDH%IZ LC-TOF-MS %
TV, BEESNEZWEORBEEENDIEELREY
ICZE T ObDZRMETHILELZ. TDRIT

PRET VI IEOSMATHEL T GC-MS 21T\,

LC-TOF-MS THHINIEER M OF BE ik
BTBHIEELT.

BRtORER, ERFIRERAZV—=V 7 FEE
R TEX-OTHRET 5.

B. #FFEH1E
1. ¥EEFYARLE S

Cayman Chemical #f CREIT U Ann
Arbor ) £, 5-MeO-MIPT Xl EEE L, i
RHERALE . ASCPITII SRR L TORE R
URInEL L.
2. K

AZ )=, TEr=RI (), ZEE K
(A :\HPLC A

FEER = F )L, n-~H, raafivl, A7
R =)L, EEEREE BRI Rk

TUE=T K 25%, RE—K

TER=FIV (BB, KB K (BB

) :LC-MS A
RIUTAT 3 AhDREENTZ R
4. REHR OBk

LC-TOF-MS F: fR 200 pL {27 £ =k, 800
ul Nz, RVT oI A5V — TR,
= D4y BE (2500 rpm, 5 min) L C REZEREL
7=.

GC KU GC-MS A :JR 5~50 mL |27 &=
TAREMZ T pH & 9~10 ([ZFHFEEL, R 5 mL i
DEEALTNTA 0.6 g R OEEBRT=F /L —~F
PRI (1:1) 10 mL ZhNz TIRESHHL, B
AL TREBEIIY LA THKLE. ZhEE
FEMTEMHEL Tl mL LTI, ARTTA
Sz AL CEER = F /L — ~F R (1) &
AT 1 mL IZERELE. IVEWBEREED
BAEITIE, BAEFLERIC 200 pL OFfBTF v
—~FY AR (1:1) 2N A 7=
5. BEIRIER  a~ N T7 BB &M

4E{E : Agilent & Infinity 1290 (LC) X O 6530
(TOF-MS)

#1525 : ZORBAX Eclipse Plus C18 (2.1 mm
IDx100 mm, 1.8pum)

BEME:A 01%FEE+10 mM FEHT7E=
vAh, B TER=RIL

TusIh:A:B =90:10 (0 min)—0:100 (30
min), RART 90:10 (6 min)

P :0.2 mL/min

717 LIREE 1 40C

EAE: 1uL

AZALE—R: T 27 /L AJS ESI

AFX L R T AT ATV AXY L, m/z
50-1000

B 2 :350°C, 10 L/min

T T4 50 psi

=R A 400°C, 12 L/min

Veap:3500 V

AN 0V

TSI AE 120V



AF<:165V

F I HR—)L RF ©°—2:750 V

7 — ZfEHTY 7 b : MassHunter Ver. B.06.00
Service Pack 1

v —27 g H TR : 6000 count [ZF% FE

EREEOE A WEDE BREL RO
HATEMHLE.

BERE= (B4 OB EFEREN
CEEETEINCEE - EHRIEER) RN
ZE

EREUEBOEE LT, 2 TR0 DEEL
T/ TAV NI EE
LBEFRIN IR —EE score DEFE  IROEH
HrickvEEEELE.
Mass score 100
Isotope abundance score 60
Isotope spacing score 50
6. WA~ hTT7 4—5At
4EE : Agilent £ 7890A
HZ25:DB-5MS (30 m x 0.25 mm id., [EE
0.25 pm, Agilent fL#4)
XX VT HA YT
Jie3& : 1.9 mL/min
T LIEE :100°C(1 min hold)— 10°C/min—
325°C(0 min hold)
MR KFER AT ALK R
R EHEEE :300°C
ZE R & : 450 mL/min
7K &t & : 40 mL/min
AT T T HA % 50 mL/min
HEARIRE:280°C
EAFEZAZTUvh (20:1)
HEAE: 1 uL
7. HARIa< I T7 — BRI
$EE : Agilent 1 7890A K T* 5975C
F15 2 Agilent ££ DB-5MS (30 m x 0.25 mm
id., FEE 0.25um)
XU T H A AU L
PRIk : 1.9122 mL/ml(FIHEAER]), = 2&2 7

Loty —E—N, 77 20.177 psi (FIHIEH])

HT LR 100°C(1 min hold)— 10°C/min—

- 325°C(10 min hold)

aBA ORFFRR 16,169 VT ar i
ALy F T

A UPFIRE :230°C

T E MR : 150°C

HFEADRE:250C

HEAFE ATV vk (40:1)

EAE: UL

A3 & :m/z 40-620

AL B 1.3 scan/sec
8. BEMAE - BINEEDHRFT

LC-TOF-MS : R K OV R 1 D & W8 D
BEREZSOWUEDTDIZ, BYOT Eh=K
TR R QYR -ZREE K - T =N NVERALT,
REFIIARET =NV EE 2:8 DR TETe
Wik AR LT

GC KU GC-MS: B R DOIEF D7D, U
VEETIKFFTIIT L, UER, REET IV A, R
BRKFZE T MDA, KBTI LEERLT
pH8~11 DR =BTz, ZHHDKERK 1

L IZH LR EEY DIRE AF /— VIR (200
pg/mL) 50 pL Zh0%, fEx OVEE 1.5 mL Tl
HUT-.

ROMEZNROMET DIz, R 25 mL %
721 5 mLICHEERY OIRE AF ) — VAR (200
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ug/mL)
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