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Bz Lixthklehnatz. LoT, 4%, tho
R TR A R~2% L, OREREE4T
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TREOLONBAEFTHL Z L, FORIE
(HIE) EMHKICAWTHS Z &, W, B2
HoELEDBNTRESHETHL L, M
HITE 2 [ElE+ 5 =012, RIGEDO A4
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R D BfThhd Z &lchd, £z, Kt
DOEREERRE LS REITENRA D
LT, WHIB A LG TReT 25 Z & A5AE
b, EbID, SEADSSLE L Zh Y
FELM Sz T, AR THATCE OB
ORI S, b, BEESHILEIND
Z LT, UM AT Z e kS, i,
KRR S AT Cik, BB m L T
VWA, ABFREOFER,, 0 e e A
Vi H D LT, IR A Thhb Z B
o0, HEOGEY A7 ERSEL Lok
. AT X0, BEIC KBERR -0 4 5E o Rl
HREOM LA TN, FHF S E < THRF
TENZMET DL EREL 2> TN, Ak
BRHENL LT, MO THESES
T ENAfEEY, Ry NREFTHEFE 2K
ML THa KA LA RRICHEZZY
A kizizd,

pds, AWFFEBETIE, WS L7ooth Fikg#|
L TIRREE « FEMEA - RS RS O R TEYE RS
OPBBFRE DL LONW AT I Z L &G
LTV A8, A LT, SRV E

B ER L, E oM ERBEEEAS
OFF AT, TR 20 456 A 30 HICHFA G
{2 KR (R4 8 H 21 BIZIEITIEL =
MIEMOKR) 2@ T05. BUE, TERESH
B & O ¢ BAKK) 72 A iz > T i T
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£ (200849 A, #al)

W, EFRERE, SRR, ANz,
& 2R, KEFRUT 0B R 3E e L ERIE,
F A4 377 2508 55 [BI4E 2 (oM, 2008 49
H)

fCH 5, iR, BWE - fird bk
FREHBAHW -7 F7Thaq

-FaPT O, H AL P2 55 EHESR,

(2008 4= 9 H, E#)

fRE i, KBAK, BEET.
Iy sERAGEOGKR. BARERES
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el Okfr) FRPE, WIHBRK T, MILZRHE
-, AL, =H%F, RO, 6H
5, N-OH-MDMA $5 7 v MMZBiT 54K
B EY O UPLC-MS/MS 2 U= o4 ik
IZoWT, BAEFESE 12942 (2009 4
3H, i)

FIATBRAC 7, TEDL (KM B9, GWEIL,

DART-TOF/MS & JB W7z B vh o o Al K OF
MDMA Rl A 7 ) — = ViR, HA
JEEH 129 4E 2 (2009 -3 H, 5.
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EG WA EFERMDE (XD - ERBBSL X2 b )~V 1= 2RETFRFE)
SRR &

SRR FEYH O L FEEICHT S8R
SEFESE LR B EvEERLALEEHAEFTEES R

TRk 20 FEEH SRR E(L S N-OH MDMA O 73T iEIZ SV T

HFEESE Tk 20 SEEICHBICEEICIEE XL ={EE8%H N-OH MDMA 220\ T,
SIS, TLC, IR, HPLC (LC-MS) MTFGC-MS @ opth 7—# A L, Wil
R THSH MDMA, MDA, N-OH MDA & O@RliE%rs LTz, £72, KEGWHOH
pH OFEWIZ BT 2 REER BRI Y 7 2R/ 0 Bl ik £ R
L, 9¥i%277 LTHEET<2AIcoVWTERBEMA. 362, O N-OH
MDMA A dits sl S oghdERer Lz,

e &
] 4 1 £€ 1
113

[ 87 15 3 5 £ o 18 2 BF 26 i 2 36

A. FFEH )
N-(1-(3,4-methylenedioxyphenyl)propan-2-yl)-N-
methylhydroxylamine (N-OH MDMA) (%, 4T
fCHEEE LCHMsh T3
3.4-methylenedioxy methamphetamine (MDMA) ,
3,4-methylenedioxy amphetamine (MDA) M UF
N-hydroxy-1-(3,4-
methylenedioxyphenyl)-2-aminopropane (N-OH
MDA) OHERE{EGHTHS (1), N-OH
MDMA (ZB 5 FHi I TIE L A Y e,
1996 4-{Z Noggle 5 7% FLEA DA TA L U —
PFEZoZELTHBLTWAZ LEZBEL
Twa . BAESMENT>THH8IEFT v
SRGORERV EF#EEICBNTY, TR 18
I, 19 FEEIZHAROMEFT v Vi Toul
EwABHLENTVD., KMEEWIZHnTIHE, H
SOR - BERE L 7 — R R R R A T A R L
W EBRIC L0, Ml ENE R MR TR
Ed, PR 20 12 H 17 BICHEEE, WREERUE
ftidn, 1 A B ORI 1) B P JE IRURL & FRE T
HEGD - EGIETSHES (BhE 385 &)

MofiEi, FrlR214E1H 16 HEVERIEL L
TRl &Sz, AR TIE, BRBERELS
# N-OH MDMA (22 W T, #flir i 7 — ¥ &
L., #EH{EETSH 5 MDMA, MDA, N-OH
MDA & Ol et Lz, 7, et
i@ B 7 L% Hu 7= 208 o B
EER L. &6ic, ERCHBICHE LT
U /= N-OH MDMA & il it & 11~ 72,

B. WFEHiL

N-OH MDMA < = 77 et K U i S L 38k
7 MDMA Hi i, MDA ik 2 U° N-OH MDA
BRI DWW T FRRORBEIT1-.

1. BaLG
TZaRNR—FATLRORHALEGET L—
MoHY, EhFhA FTRELZBTL, B

Bl TROAEEST 5.

D= AR EE - S (B et 3)

@ A - il (P E L)

@7 A RE: AT BT E=TA 005
g ZBEN 10mL (AR 2.

@Y —~ 8K MBI L 1 g 2
Wil 10 mL (2R 5.



2. s v~ b/77 14— (TLC)

HAZES 5% 15 8OF —AGABRIEIZTEL, &1k
PO AL 7 —LEER (1 mg/mL) (ZOWVWT,
Fidoil ) g+ 177z,

&1
MRt HPTLC Silica gel 60 Fisy (20 x 10 cm,
MERCK #f%)

BB 2% ) —n
(100 : 1.5 v/v)

MERGH. RP-18 Fases (20 X 20 em, MERCK #:8)
P 0.05%X/e,/ A V7 1ass ) —)
WAL BRE - 2 ikt U W AR

10% 5 E R AR 1 mL (2 4% 3 2{kHh Y
7 AKBH2S mL 22, X512k 24 mL #
ZLEKIRETS.

5% 7 E=T K

3. AU A L2 kA (IR)

N-OH MDMA ¥ = 7 B HII- S\ T, KBr SEAlik
{20, HARERRR G 15 dOE ek iz it
e L 7.

4 HAV = 777 4 — TR (GC-MS)
RS

HLOHD A Y /7 —LEEK (0.1 mg/mL)
AT AL (R E KDk Vic i+ D)

Column: HP-1MS (0.25 mm LD. =% 30 m, 0.25 pm
film thickness, Agilent)

Column temp.: 80°C(1 min hold)—5C/min—
190°C(15 min hold)— 10°C/min—310°C(5min
hold)

Injection temp.: 200°C, split less

Transfer line temp.: 280°C, lonization: E1, 70 eV

Carrier gas: He, 0.7 mL/min, Injection vol.:1 pL
504

N-OH MDMA 0.1mg/mL # ¥ / — LEifli % 100
uL HRY, ZRIZMF THERBEME L- LI,
N, O-bis(trimethylsily trifluoroacetamide+10%

trimethylchlorosilane (
PIERCE #:%) 100 pL %z &4 L, 90°C20 %7
MG S, GC-MS #TERE LT 5.

BSTFA-10%TMCS,

5. ik o= 777 4—H&kH (LC-MS)
BLEGHO A S ) —AEE (0.1 mg/mL)
SRR GEEEYSTIE VICHETD)
[LC condition]
Column: Atlantis dCjs (2.1x 150 mm, 5
wm, Waters)
Mobile phase: A 10 mM ammonium formate
buffer (pH 3), B CHiCN
Gradient condition:
90:10 (0 min)—80:20 (50 min)—30:70 (60 min, 10
min hold)
Flow rate: 0.3 mL/min. Column temp.: 40°C
Injection vol.: 5 puL.
Detection: UV 280 nm
[MS condition]
lonization: ESI, positive, Fragmentor: 100 V
Gas temp.: 330 'C, Drying gas: N; 13.0 L/min

Veap : 3500 V, Scan range: m/z 100-300

6. % pH &{t Fiz £ 5 N-OH MDMA % (X N-OH
MDA O

VoAREKFE VT LRV ARE ZAKRFEAVT LA
AT, Vrfh LUTKBE(E A YD LKLY
pH ZMEEL T, pH 322510 @ 0.1 M U BEHUY
LR A2 ML 72, N-OH-MDMA @ 1 mg/mL
KEEHE 100 pl %8R0T 900 pL oz, PEE
P LEL T, MA-d4 @ | mg/mL Ki&Eift% 50 pl
Mz7-.0,1,3,5, 7,24 hr TEIZ50 pL &9,
LC O#MABEME T 10 5HRL, LC-MS ORE
sUEHEL 7. LC-MS ZrdricisuvT, iR HO
[M+H] D& —2Z{ %45 N-OH MDMA ®O[M+H]
DOE—2dEaRD, 0 BrHiIcB Ak %
100%& L7 B DR B b4 R o 7.
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[l # 7 4 Bond Elut Plexa (30 mg/l mL,
Varian) # A% /7 —/05 mL 2K 0.5 mL T
IEMEL L=, 4 (5 ko 0.1 M U > RERR Y (pH
3) MATZAEARGEEL, FO%, K05
mL TH 7 LEEGPL, 2%X8/ AY /—LiE
% 0.5 mL TiatH L T, @ LC-MS O 4r 4k E}

oot 1

nE, REIZEUT, AR T T
BWEL T, Lo LC-MS OB EMEIZTERL T
o T o e B

8. JEBROD T8 i il WSk D 23 AT 4

LB AR 19 RISV EIFsh R (AR
Frk).

ST Ak W 2 mg 2EN, AY /— 2 mL T
gL 7=, M4 (Ulrafree-MC, 0.45 pum filter
unit, MILLIPORE #=8) ZfTWW AR igin 4 B0,
GC-MS K TF LC-MS OB ELT=.

C. FRFRRERCER

. ARG O TLC MBS 3

# 112, N-OH MDMA K U S ELR 38 1 47
MDMA, MDA, N-OH MDA @ 5 & JZ 15 B 44 4L
R, &7, # 2 12 HPTLC (fnfkde g 7 o~
b 57 4—) B TF RP-18 TLC (i FH MERs 7 = &7
F74—)0 2 FEBIO MR R S
4 TLC @ RffEZa<L71z,

2 NhFARE, LEVRE, w7 Y LR,

b RS TR M AL -4
B 287 I IcRET 5 E REEIC MDMA
R AL R LA, ook witRIEA
wBHehnlehot. ¥, wAFR, =TV
Yo V== oI BT 4{ESH IS

Hitlo@airmLi-sn, w71 o REE N-OH

MDA (Zh Tz ER MBSO L.
TLC (ZBWT, £7°, @OV Lrr—k
LT, ARREMEERIZLY 4 L5 oM
EiTolt-0 ol HEEThHhT-. 2T,

IRy

@ HPTLC (FETEREMRR 7o~ R 7T 7 4—) &1
HIL7=4%, #%{Z N-OH MDMA * N-OH MDA (=
WT, BEF R BN TH-7-. 2285, N-OH
MDMA M T N-OH MDA iE%ik 45151z, WIS
PR T TIROMLRF s, P LUTRE
PRI FTaEITOZEAEELY. R M
FAT I H- BN YT, N-OH MDMA
[ZAB YRR TER AT, —F, BHiLEHO
v a R R REML 0D A4 ) — VR AR L
I8 RUET TV N T L —hEEHL TR
MEITHL, ARy F—UZEEL, FLW
R kDL h -T2, F2C, W7o~
F/Z7 4 —EERLT, &(t_&ﬁﬁ. T, BERE) K
AT TGN (A% ) — b, =& )=, 4T 11s5)
— ) DEBRORELE Z THRMET-T-. £
OER, 0.05%F [/ A VY 7Tan)—iT, kb
BbFieoyifarm Lz (£2).

2. IR A~~2 FAMIERSE B
(4 2 {2, N-OH MDMA % = 77 i 0> KBr &4l
EBIZEBS IR AT bR LT

3. GC-MS il #k 5

EBFIEICR L GC-MS R B W Tl %
fTo/2# %, NNOHMDMA O ¥ — 7 i3ftH&h
1, S L EbhA 0 onoE—2 3K
Shi=. EmH%, 17.7 3O E—Z713 MDMA
&, 160 DO E—2 X MDA &, {#FHRE D
CRRAY hAB B LT, £, N-OH-MDA
A4 7 — N A GC-MS TRIET S &,
[FIERIZ 3R L, BEAKRE(LIRTEH D MDA KU
S EEbhat—2 il ERn (data is
not shown). #@EDMECIZHBWVWTH, N-OH
MDMA (E GC-MS 4347k 0 5reg L,
MDMA K UMDA S a5 — Ll &
nTHH Y, MDMA KU MDA O N-ARE{LIKIL,
O EECIE GC-MS A ETHD &5
Abhk, £ZC, EKiEadBHico>WVWT,
BSTFA-10%TMCS % W\ Tk sik{b 21~ 72,




ZORE,
BBV E LT OEEOAS,
{2k v, N-OH MDMA @& S {ko iR viEc
bot-. W3, Y AFLLY kD

WE hof B — 2 2ER, KIS
YOMEERITH ZE

GC-MS v A A7 p iR,

4. LC-MS #5E#5 3

FeM )7 iz Lz HPLC BE SR T,
N-OH MDMA  (11.0 47) K UM S {LL Ik 3 o7
MDMA (8.0 %3), MDA (9.5 %7), N-OH MDA (13.6
fr})f;tl"&-‘u"{"}lﬁ‘&Lf: b O FRIERIE,
Ll LR &R L 24834 30 {k
G ({w 25, S{EEWIT TR 20 41 0 IZHE
HEITHE) OURFFREI Y & Ly EETRE Th o 1.
ki, FBEEIETHRLE LC-MS ORIERIFIZ
BT, 4 {EdPiic, 7o htng 44
YE—Z[M+H]'BEICHHER, oL, m/z
163 DA # Al E X,

5. % pH & Fiz £ % N-OH MDMA O 5EHE
T pH OFEHT i P {24517 5 N-OH MDMA D%
EPEE 4 12080, K(E&iE, pHSLLF TR
LIETHDHHLOO, pH6 OFRMEE TIL 24 I
W% OIRIFFEIL 60%FREE, pH 7 TlE 10%RIE T
dhol=. ¥lZ pH 8 L LR TiE, 24 BF
Mgz & A ERZ(EH IR S,
N-OH MDA @A F 2 Lk L B b E—2 5
Eicgtiahiz, DEO#ERXD, MDMA @
N-ZAKBgfbfkix, it ookt ¢
tiwmf’&fﬁfﬂr;ﬁi"ﬁw —EhmEh.
way, WHEWAILMDMA SO T LA Fi

SERBUEL D S I 2 RRCTT 9 ik,
BB A A BRI L chit 2
}5i:Tix, N-OHMDMA I3 LTLEW, %
FrL{HT AL NMBETHALEZLN
f-. X7, BN THELRPIZBITHLEN
bEWZ LTSN, RABORE I8MESR
HFFERTITHI ZENMETHLEE2bN
=

it~ T,

b,

723, Clark 513, REGHOMB N-A FIAKT
A A 4y N-OH MDA (22T, [ElERICH
MR T CESPIZHMRL, A X afkizi
LHZLEBELTHAY, &6iZ, N-OHMDA
57 o MFY T, mifE, RPicEHnT, #e
ICAKRELIE TH D MDA (K@i & h, Bt
GO HEm AR RIS &
RELTWAD Y., %, fxix, lowET,
Fw b RUE FFZEWLT, N-OH MDMA (i
ezl X4, MDMA AT MDA 723 E{C#
THHZEERLAIZLTWA Y. 2o ki,
MDMA & (f MDA @ N-AKEE{bikiE, B0
PE& M T CHES IR L T N-KBE L (AR
N-AF AR AERL, £, ERNTHESH,
2 O N-AREE RS L ThEtian g
723, MDMA > MDA 1l & i lnl S 24 <,
B ECREENLEL LB

6. [E Al 0O ol Aotk o B it

L L7=i@i v, N-OH MDMA (3SR T
TEBICOMT LS. T, WRRE W&ﬁi*‘}
Han b old %wﬁumm, et A M PRI L
Y A AT RE R I kY - AT o T e
HEETHS, £ 2T, @ MDMA ORI
Hahdhilkash TS EMH S 7 4 Bond
Elue Certify (Varian), Bond Elut Plexa, Bond Elut
Plexa PCX (Verian), Oasis HLB (Waters) % Hl
W, HERERESR 2 A A dioE A il 7R A B
ot Lz, #0548, Bond Elut Plexa % VT,
ERGiklckkEn T HiETiith 2T
=&z, N-OH MDMA, N-OH MDA, MDMA,
MDA K 1F HMMA
methamphetamine, MDMA @ LG OO & )
DSEEWIZ TR D 85%LL E AR
L, REFAfEERnEons. (H5)

( 4-hydroxy-3-methoxy

7. FEFEO i E R O 2y B )
g a MG (AAakEK) O A2 2 — 8
i 2T GC-MS HllE A2 1T - = /5%,

T —



Phenethylamine & 1|2 MDMA, MDA ikt
anlk. LML, LCMS TRES 5 &
Phenethylamine & 352 N-OH-MDMA @ E—7Z
MEICHRIE SN, E£72, HEFRO N-OH-MDA
MTOFMDMA (CHYTAE—Z274BHEN, =
L6 E—7 %, N-OH-MDA & X MDMA @434
HEE AL &8 & R FFREB R T8 ESI = AR

Prepi—8 L. UEOFEE LY, SEIMEL
= 8 oan O E R 4 1E N-OH-MDMA K
AflETHWE
GC-MS ’;}ff'-"ﬁf-f-{’ij"’!t N-OH-MDMA [T
MBAETHMLTRIHEA -T2 EZL
o, £/7, LC-MS ORIERR LY, RO
N-OH-MDA K (* MDMA 4 B8P IciRAE L Ty
Lz BN 6 WA EU N-OH-MDA,
MDMA @ GC-MS, LC-MS fllERE &=L 7=,

Phenethylamine T Cidh D

D. i

TR 20 I C T L IR EEICIRIE SRk E%
N-OH MDMA (22U T, JER7e & /i 57—
SERLE. £, thofkEBLH~ATNLN
nA FEGH L oailik4 5 Lz, MDMA &
U MDA @ N-KBe{ERIL, GC-MS iz dun
T, BB L0 aREL, B N-KRE(EMR, BE N-
AFARTEHSH MDMA %2 MDA ok &
NHOTHENALETHS., £, PUEMSIE
Kt OfB Wi TIrlh TREMENSE, R
WA 2 BOSHE I L T AT B I T
AHETIHHRLCMHT A L BHBETH
HEEZ LRI £, BEEMETHAIRPIC
BN POREMLEVW LT

o RBUVEHRE I ARRE FITR R L

2512, MDMA E1X MDA @

N-kEE{EdE, AERNTIESHICMEN T

FITR N-KEEEEE LTRINESRD 28,

MDMA = MDA IR & R[F S h 24, ririE

ENIREES L b,

E. Uik

1) R. Kikura-Hanajiri, M. Kawamura, N. Uchiyama,
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2) F. T. Noggle, C. R. Clark, J. DeRuiter and P.
Cain, MICROGRAM, Vol. XXIX, No. 1, 10-21
(1996).

3) A. K. Valaer, W. R. Ravis and C. R. Clark, J
Cromatogr. Sci. 28, 482-486 (1990),

4) W. R. Ravis, A. K. Valaer, D. Brzozowski and C.
R. Clark, Life Sciences, 54(26). 519-524 (1994).
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HELFXaT7 b —hA = 2REGHRES
(NEE N7 v V7 OEGHTFICESWIZELHE
Bk e HELZ B3 D 8F78) TRk 20 4L 45 AT
ZE (JERESER),

F. fEHEM RN
2l

G. fFgE3#
i S R
TELERBE, BEA DL E L (OB E MR K
W orhT, SAH & 2009, 76-81.



72 | N-OH MDMA B Ts i B LIRS 3 (L S0 B A USRS 1

W4 g Y FA XTI 1) -~)V7 >
N-OH-MDA - HEEf 2 e
N-OH-MDMA - HEa B et
MDA* - HiRm e Sk b3
MDMA* V7 i BEEE TR REH

I*: I Bk ST AR 20060 (R E(EERIN) K0 R
- R

#£2 N-OH MDMA K UV 5 S LR 2% 3 (b 5% D TLC Rf filf

HPTLC U 5147 )b 60F s, Al TLC RP-18
B3k AZ ) —):25%F > EZT K (100:1.5) 4708 7 — I +0.05%F B
Rf fiff K {h R fifi ELa i)
N-OH-MDA 0.72 WA 0.70 AR
N-OH-MDMA 0.72 W2 0.57 Vi
MDA 0.38 T ] 0.62 R
MDMA 0.29 RUT P S 0.37 AR
OUY OUY
< H,CN < HN
o 2 “SOH o “SoH
N-OH MDMA N-OH MDA
(FLEA)
<OUY om
NHCH; <
NH
(o] o 2
MDMA MDA

[ 1 N-OH MDMA B UK it {EURR3E 3 (B G4 O K
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1
0 | i i ] N Il i)
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500000 5 73 M
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3 N-OHMDMA k1) AF)Li U ILERTD GC-MS R A AT B




—4—pH10
—8— pHY
80
—&— pHE
60 1 =M= pH7
=¥=pHb
40
=& ph5
20 ——pHa
0

0 5 10 15 20 25hrs

44 % pH ORI O N-OH MDMA OZENE GRIFH)

o | e

100 - — =

80 +— L
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40 +— |—— - —

20 +— — -

L - ; T T T 1

N-OH-MDMAN-OH-MDA  MDMA MDA HMMA

[ 5 N-OH MDMA & 7XBSHi{ L &9 OO [ #1771 5 L Bond Elut Plexa Z Ff LA /= itz
BT % PR




