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MBD7 V7 9 VREYDEFEERRT S, Agilent
6410A bU JIVMEESEESHET(000Q) ZALE. B&E. &
BEEARAEER/AULET ., BEEHE 15 ~ 1,000 ng/mL
TENEERMEZTRLELE. SAATARENS 70T
IEVREVICIE. MBPDTPVITTIZEV. AFVITTHIE
I AFVLIVIFFITPITIII=ZY (MDA), XAFL VY
FFIAIVTIHIZY (MDMA) BFEFINET. BV
&, BE7ZIVFINCETENELE U, Y'Y JIVRiILIEE,
BESHTEVWIEEZSSIHIC, HiE 1.8 ym C18 A5
LZERWTEE LC/MS/MS SFZETVE U, AIEXRE
S EAREPIERELEBIC 3.6 PLIAICHEHEUE UK.

7V 9 ZRENDEED

-

T r7 ey IV, PRAEERICHRWRIE B2 55
BRI TY, SO V—TDILEWMIET v 7«
FIV (722 NWAVTRENT I V) ZHEAREREE L,
RS IcEmM L g3, tofkdwiz, =7 FY >,
BrL7 2 RY) Y, AFNVT 7283V, 72073
V. Tz vINVIIV, zualv7z 7V v, MDA,
MDMA (=27 A% ¥ =) TY, AMETHMINS
LC/MS/MS AV v Fid, A& %W o M %2 bR
WHEOFHLAETOT7 v 728 IV 2EYEERT S
EEICHHILET. 1 e 2 MOBEKRTI Y37 Vvh
V4T INF ORI VT TA4 FERG L,
ENENTIPFERELET, 2oL EMBTVF L
LD EHZFH LT, WX > TR IR ERY %
MR IR S BEL F 9

#YNE, TV buRAT L=k u~ 7T 7 /EVE
BoMite~nvFursrvavre=syvrs
(LC/MS/MS-MRM) T LE ¥, ZRICH7D., £l
ENRILEWOERERNA A V2 E=F—L T T, ff
AxEEDIDIC, S5, 240774 T74F &8I
TE=ZY—LFET 24 VT4 T77ATAFTIIHT 5
7)) T 7ATAT Y OEMEKN LA HEAY Y BT
B L. ZORFEEZMEWDOHFAELMERT 2720127
TOV Y TNVICHERALET. CORFEOFAH I
+20% T,
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BHE 5 5 D56 WEBEEHE X, MEEEL & AL ED LR WVD T,
IFVTFATIATAF VT EE=ZY—LTT,

ILaoEXER 1 ITRL ET,

NH, NH_
CH,
CHs CH;

FUITIIIY XIFPIITTHIY
CgHq3N CqigHqsN
CHy
CHy 0 0 HN
H,N \ﬁ <
0
0 CH4
MDA MDMA
CgH13NO, C11H15NO;

E1. FHRTHILILENOMET

$ZE (Sigma-Aldrich, Castle Hill. NSW, Australia)

L 5% X¥y¥7n+u~yILrus4 K (PFBCI)
(PFBCI 0.25 mL #3i{t 75V 5 mL IS L 5 )

2. P Iy /) —LVT7Iv/vruanxHy (TEA/CH)
(TRA/CH 0.5 mL % 500 mL * 23V ¥ FIZ|LD .,
rAUNFHUTAAT vy 7 LET, BWikE TR
L. 58S 2 ETHROEL 95 )

3. T UEZTHEBE (K 100 mL (2. SAIEEAE SN
LETHALT VE=o 22 BMLET, BT V€=
THHTpH % 9.4 ISR LET. )

4. WKBEERS R Y v A

=584 (Cerilliant. Round Rock. TX. USA)

1. SHTxE G OBHER R (X 5/ — VIR (S ETEY
oML F Lz, EBRoBIZENRILEY &b
DALEWTIEDOT TR Y L ik oo 5§ PR SOt
ENET, A5 —VCEEREZ G, MR
ML T# 15 ~ 1,000 ng/mL OEEHPAIZ L 9

2. PEBKEHE - 10 pg/mL @ D5-7 > 7 =% 3 v, D5-2
FNVT 7 x% 3, D5-MDMA. D5-MDA &
EH#RFHIRB O 754 Y —2blA L, BHXH
T Y TNVELTAFLET, &7 v 7Tk, Y
100 pg 2o A5 —)VEH 1 mL 2SA-> T
Ee

3. VAKYR7 727 %% #ULRGHEREHEONDLY
R P OB R SR A MR L CIRE L E 9,
M D¥E. Fhz 0.05. 0.1, 025, 0.5, 1 pg/mL
EHSICHELE T, KoMy FIk 77 v 7l
PLETT,

B2 IVainE

1. 1M 0.2 mL % 15 mL OfWIETREFICE L, K
THMLT I mL ICLET, D5-7 ¥ 7 =¥ I VA
RBEW% A,84 7 L7 TEA/CH ¥ 5 mL %, L
50 ng/6 mL ©7 Y E= 7 0.2 mL &3 L < GiE
L7z 5% PFBCI i 0.0l mL 2L 5. HHW
. HEIAREE (Hamilton Microlab ¥V — X
500) T 0.2 ~ 1mL#AM7Turs 2z, X9
FEANCME DS > T v 7F @R e 72 95

2. AR L AEHERFHCRIM L7279 v 271 0.2 mL
T Lo &) IR WL 9,

3. 3. KVvry 7 ZAIFH—THEFAEL, 60 °C T
10 7 L7z, 0oL 9 (JERL 4 22 ).

4. FHBEINY &, MAKWMERST M) 722 cE L 728
AV =¥y NPT S, WET 5 F THEES
TEJ,

5. A% 7 —) 100 uL \ZFEBWEHER L, et —
b TINALTNVIIBLTCER L%, LC/MS/
MS-MRM T/Hr L E9

pE 3=

1. Eiio ISTD (N#bE#E) 13 250 ng/mL T, PR
B 10 ~ 1,000 ng/mL (2 LTV F 7,

2. BHRFMMSNHUWEP AT TE RWIETRILE
Wik LCid, #IRL 2 PERERE & e gL &l o
LT EP—-F L 2T hEwT EEA, 250,
17 ITE1IHT7 I V2MEHL, 2/H#7 3 ~I2iE
2T I VRMHL I,



3. KVF v 7 AIFH—TORAETIZ, =NV T g
UL ERDHYTT, ZOLEIIIAY—LERY
P CTHhEEE, FORLDEEL 9,

4. 7753, AFVT Y7283, MDMA,
MDA &, M#Z% LTSV #EAT S, =7 F) ¥
EEOTERT HYH1 MAT2LE0H) 5,

LC/MS/MS tasiEBnt

AT &b LC/MS/MS ¥ A7 A ORI,
Agilent 1200 V) —XFH v, NAFVRYT, F—
MY T T T AETAE,. G6410A MY 7OV EARE
BoHE (QQQ). G1948B TL 7 ha A s L—A F ¥
B (ESD) T%o YAFAa ¥ ha—EF— 5@
Agilent MassHunter B.01.01 ¥ 7 b7 =7 TirwE L

720 LC & MS OFEfiSMF2 U ITR L £

LC/MS XV v RO

LC 544

H5 L Agilent ZORBAX XDB-C18. 4.6 X 50 mm,
1.8 ym (p/n 922975-902)

NI LEE: 60 °C

TEER: A=7VEZ7HEER (pH=9). AEZSR
B=xX%/—=)L

e 0.7 mL/min

JIITIVN BFE(D) %B
0-02 50
3.0-4.0 100 RARSV=1%
41-6.0 50

AAE: 2L

MS i

TR G1948B 1 # ViEZERWRI T « T ESI

RTS8 50 psig

RSAHRARE: 6L/min

RSAHRRE: 350°C

Veap: 4,000V

Q1 SfERE: 0.7 amu (FWHM)

2 53#BRE: 0.7 amu (FWHM)

MRM #% 1 IZRLET. % MRM © 757 X ¥ —7&
EETaTVy A4 L, ThZFh 140 V & 40 msee T
B SN TVE T,

R1. FWRTHILEIEANO MRV B (REOLHIC,
51UTFAFAF Y EEAIETRELET)
ke i i o e
€7)

PUIIIZY 330 119 (971) 15
D5-7VTxIH=ZY 335 124 15
AFIVFPVTIHIZY 344 119 (971) 15
D5-XFIL7PVTH=Y 349 121 15

MDMA 388 163 (135) 20
D5-MDMA 393 165 20

MDA 374 163 (135) 20
D5-MDA 379 168 20
fBREER

#15 ~ 1,000 ng/mL TOEALEWDOERIEE . 2a
~2d W IRLET. 2 KA PEZBEH L F L7z, EA
FiFiEad, FEREdEaIEA, 4 DOlFEMNTXT
BV THIBREL (R?) X, 0.999 MLETY. 72, 2 &K
ML T T 0.007 LLFCTL7Z0T (K 2a ~ 2d %
ZH). MFEPANOF LGP BDTH 2, FHREL
THEULMBRERIEEEZ LI ENTEET,

CEMHBHEIET B L OMEEEZ RS 7201213, 7+
TT7ATAFT YDV T4T77ATAF VT3
Y — 27 HfEHAS, A vy FHIZRE L2 TPREED = 20%
DWNICINE2LENHY T, FX¥ VT L—FRMEE
BT (QC) 2 &H /Ny FNOTRTOH Y T VT,
COREDNFHSINLLENHY 5, M-S wigs
erLEZONET,

BB DA F Y IHER OB Z K 3a ~ 3d ZRL E T,
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Amphet - 7 Levels, 7 Levels Used, 7 Points, 7 Points Used, 0 QCs
y=0.0069 *x"2 +0.3655 * x - 4.8449E-005

3.5
R*2=10.99997167
3 -
25 FUIIYIY

13.5-862 ng/mL
R? > 0.9999

0.5 -
n -
T T T T T T T T T T T T T T T T
-0.5 0 0.5 1 1.5 2 2.5 3 3.5 4 4.5 5 55 6.5 15 8.5 9
HRRE
2a. M7 VI IZVDERE
3 Methamphet - 7 Levels, 7 Levels Used, 7 Points, 7 Points Used, 0 QCs
275 y=0.0026 *x~ 2 +0.2681 * x - 0.0041
' R*2=0.99993213
254
2.25 4
) AIPYITHISY

15.4 — 988 ng/mL
R? > 0.9999

0.75
05
0.25
0,
T T T T T T T T T T T T T T T T T T T T
-5 0 05 1 15 2 25 3 35 4 45 5 55 6 65 1.5 8.5 95 10 105
1RsTRE
E2b. MAX57VT 15 0ERSE




2.2 MDA -7 Levels, 7 Levels Used, 7 Points, 7 Points Used, 0 QCs
y=1.8780E-004 *x~2 +0.2085 *x - 0.0085
27 R"2 = 0.99974712
1.8 7
1.6 7
MDA
< 147 15.0 — 962 ng/mL
N 19 R? > 0.9997
2 12
N
g 1
=
0.8 1
0.6 7
0.4 1
0.2 1
0
T T T T T T T T T T T T T T T T T T T T
—0.5 0 0.5 1 1.5 2 2.5 3 3.5 4 45 5 5.5 6 6.5 75 8.5 9.5 10 105
HERE
E 2c. I+ MDA DE#FE
184 MDMA -7 Levels, 7 Levels Used, 7 Points, 7 Points Used, 0 QCs
164 y=0.0016*x"2 +0.1461 * x - 0.0047
R*2=10.99990121
1.4
124 MDMA
N : 16.1 —1,028 ng/mL
& R? > 0.9999
i
= 08
=
0.6
0.4+
0.24
0,
T T T T T T T T T T T T
0 1 2 3 4 5 6 7 8 9 10 "
HERE
2d. MR MDMA DERE




+MRM (330.0 = 91.0) AMPH005.d 330.0 = 91.0,330 = 119
12 3.347 1.2
1 14
<+ 0.8+ < 0.8 4
= N T |
£ 0.6 £ 0.6
R R +20%
R 0.4 B 1 B e A
0.2+ 0.2+ J
0 L AN 0 L \
\ \ \ \ \ \ \ \
25 3 3.5 4 2.5 3 35 4
EDAHEER (5) WDIAHEEE (9)
F3a. MPFPITIIZVDALFTIHER. 3.3BFDYTYYarvs( LERR
+ MRM (344.0 = 91.0) AMPHO005.d 5 344.0 = 91.0,344 = 119
3.598
45— 4.5
4 g |
3.5-| 3.5
S 3 S 3
X X
L 95| B
R 5 3 25
R 24 R 2 —
1.5 1.5
1+ 1+
0.5 0.5
0 0
\ \ \ \ \ \
3 35 4 3 3.5 4
WDAHBRE (9) DA BB (52)

3b. MAAXIFIITIIZIDAT LS. 3.603DUT VY aVyy4 LEER

+MRM (374.0 = 163.0) AMPH005.d 374.0 = 163.0,374 = 135
44 3.224 M
3.5 3.5
3 3
S 25 525
X X
L _ L —
R 1.5 N I R e ) e R
- N /a\ ...............
0.5 0.5 - k
0 0
I T I I I I I I
2.5 3 35 4 25 3 35 4
ERDiAH B (%) BORAHER (%)
3c. IR MDA Q4 # VLtHESR, 3.2 5DVUF0vavyA LEsiF




+MRM (388.0 = 163.0) AMPH005.d

4 3.437
35
3 —
S 25
X
L |
£ 2
D5
.
05
0
T T T T
25 3 35 4

WOAHBEE (593)

hovk x10

388.0 = 163.0,388 = 135

2.5

T
2.5 3 35 4
WOAHBEE (59)

3d. mnfh MDMA O 7V LEHESR. 344 3DUFT VY ay 4 L&k

EHIT, 2 O0RGZMPBETOT 728 I
(amp) &A% 7 7% 3 (meth) OFBMZHEL
F L7z MAEE 05 & 0.25 ug/mL T, ZhEFh 10
F3 o8 D R LME AT - 725 R %, Mok 2a & 2b
ZRLEF, 0.5 ug/mL » D5 ISTD 23 LT, 7~
TxzZIVEAIT YT IVOMBLARY ZED
Y— 7 i/ —t v MMEEFZE (¥RSD) X, #hEh
0.48 £ 0.89 T, ¥ 0.25 ug/mL Do, Wind 5
fHigZFnEh 1.12 & 2.27 TY,

NUF—=v3y

1.

2.
3.

DAYy Fid, WHRON)F—=2a viEARAY YR
zwE L W] GC/MS 2V v FTT,
LC/MS/MS-MRM &, "YU F—> a3y #0LEE L%
WHETTY,

SINTREEE L, B Y VORI CHE L E L7z

WDy ba— ¥ v 7R s KEOBRRERD S
BONTMHBEDT v 728 IVERXAFLVT VT 2
FIVIE DAYy FTHOWNBTEE L7

F2a BESpg/mLOMABT VI IFIZVERITIIIIZVDOERE

Amp D5-Amp Meth D5-Meth
EAES ([EEADVR  (EEADYRC *5;’ . ([@RADVE  (EEADY *S;’ o
1000) 1000) " 1000) 1000) "
1 918 1844 0.498 1060 1600 0.663
2 933 1887 0.494 1599 1599 0.674
3 938 1875 0.500 1620 1620 0.671
4 949 1904 0.498 1627 1627 0.661
5 948 1909 0.497 1648 1648 0.657
6 949 1911 0.497 1641 1641 0.659
7 967 1924 0.503 1650 1650 0.672
8 980 1963 0.499 1689 1689 0.670
9 986 1969 0.501 1678 1678 0.672
10 1006 2011 0.500 1720 1720 0.666
A R 0.002 St RE 0.006
%RSD 0.484 %RSD 0.889




www.agilent.com/chem/jp

% 2b. B 0.25 yg/mL QP YT TYSYEXST YT T IS YOER
Amp D5-Amp Meth D5-Meth
EAEm  (@EpYVLC @REnovh BN @mnovee @@novee B
1000) 1000) 1000) 1000)
1 236 966 0.244 167 515 0.324
2 243 957 0.254 173 506 0.336
3 247 972 0.254 173 513 0.342
4 246 972 0.253 166 518 0.324
5 246 973 0.253 175 516 0.338
6 245 978 0.251 173 514 0.335
7 250 994 0.252 176 512 0.342
8 248 989 0.251 178 526 0.348
9 254 1004 0.253 175 536 0.333
10 253 1005 0.252 179 536 0.334
R 0.003 R 0.008
%RSD 1.126 %RSD 2.270
4. FWEOBET Y7253V ET TV OMBRRE FEMAIEER

WL, ANy F T2 ER L X L i#
FE#EPH 156 ~ 1,000 ng/mL THE#MEDLDH 5 Z & 1355
MY FE L7z ZOREHMIMCELTIE, #Re TU
EIF22ETUF] EWETHREN D) T —7,
B E LTSS 258, HMOREZ SO THIRL
TARHEREP T TV R T 260 H ) £7

5. I MU= VT =% LIFEOWIES, SHllE S iz £
Vv FOAKEEMIZ, 95% OEHE/KIET 10% T,

AETIE, FFFITHN AR T O O A7
WEEER X UOHERT 57200 LC/MS/MS # Vv KR
GIMFEEZHALE Lice ELZ 4+ YT AT 7T A%
VTCREBT BT TRL, 24V T 7ATA LV THAER
EES 5720128, ~VF )T 72 a vy B8 ) VI ELT
WEF, R 1.8 um ® Agilent C18 /1 7 2% JHn/=Z
ET, W 46 mm & ESI A ¥4 72— & A~THINE
MIC 700 pL/min FEEEE WIRE T, Bz EREE ¥ —
IRREHBONE Lz, MEPOHREE 0.5 ug/mL O7F ~
TLFIVERIT YT I OMIFISH LT, Hx L
AR ZFWTND 1% RSD L FTL 72,

TIYLY MG EF—EXOFMIZOVWTIEZ, TYL Y
e

FOY = 7% 4 b www.agilent.com/chem/jp % Z%
728w,

TILY R AXEBICRODREREINIIBE. e, FAXEDREAICKDIIHE
HFCEEBNICEUDBEICODVTIRELESETVEEE T,

ANEICEHDER. FHH. REAFFFFELUICEBESNDEHHDET .
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