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Analytical Methods and Spectrum Data of 4 Governor- designated Drugs

Machiko NAGASHIMA", Takako SETO", Misako TAKAHASHI", Jin SUZUKI" and Ichiro YASUDA"

Keywords : 2C-I 2,5-Dimethoxy-4-iodophenethylamine, MBDB N-Methyl- « -ethyl-3,4-methylenedioxyphenethylamine,
5-MeO-MIPT 3-[2-(Isopropylmethylamino)ethyl] -5-methoxyindole, %15%5-+5 E %4 Governor-designated Drug,

3CPP 1-(3-Chlorophenyl)-piperazine
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19954EEH 7 D AR E - T2 3R T WAIELII VI, 20004F
E LEMERFRFEZ R LIZ LD, BE R T v 7 ORE LD
Rond X oZhhotz. Bk R T v 73 b P ik,
WAL FRBIESE OIEY) & D TEW TS A o
TWT, IRLHEEMNNH 5130, KAFESHER ST
BOHEERSPARR EOREREDCBBRAHD. L LK
B R y 73 AIEORS 2 TR Y, BHEHEOA
H—Fy FTRAREFELNTWS., RO TIEMRERT v 7
EZRICHA L CRLE LIPS, BAFE Zk Ll
RENED. iz, BUERNT v 7L, @EFEHEESILIEOR
SIDIE, fERRARREE, RHWAICFEZYD D E oITIC
b5, BERNT » 7%, EEEN SR L, FrER
PRAAHBL LTIV, BT O BRFEERH 5 R T80 A B
B WS TEHETOINMTIERA R H 0, EBLH o354+
W7o TWD, EWELAN GEROMEE L 2% 5F0, &
DLTELEIHEDEREZKLHZ LA HRE LT, HT
ITFERITHEAA LA LY THREEEY O A R BET 2
FB HED, BUE R T v 72 mEfi ety & UCThEIL,
BECRFEEIEL D Z L & Lz, i@ L, 4 CITEL
HEnTnany, SLASNDBNDH DHY, FEDO—EL
T ST 2 RO S R MR E O WS D & 5H 3K
WMo n, Ho®kRELTBEHALH XD
2,5-Dimethoxy-4-iodophenethylamine( LA T 2C-1 & B§ 3°)
N-Methyl-a-ethyl-3,4-methylenedioxyphenethylamine( LA T
MBDB & %9 ) K O83- [ 2-(Isopropylmethylamino)ethyl ]
-5-methoxyindole(LA F5-MeO-MIPT & i§97) D3FEDIRY) %,
FE W E LTIH29H £ U 1-(3-Chlorophenyl)-piperazine
(LAF3CPP LIS & 457 LHIHIZ B Lz, FHOITHMF
HEILHTz > THER, ZThLIEHOYIER KL DAY
MT =22 JET D & EBITHITEIC OV TRF LT
DTHETD.

EERAE
1. BH#
WG EEEGE B ERITELAIL, A VX —F%y R T
AL S DA V-,

2. fERE

FEJeEE © ARG Je(BR)BIDIP-370, 43 YeelE Rt - (k)
RAEFTRUV-3100PC, ARIMIIOLER © (KR HHERT R
FTIR-8400S, HR-TOF-MS : micromassft1:#Q-TOF Ultima API,
GC-EI-MS : AgilenttL:#45973N, LC-ESI-MS : micromassfL
Quattro-Ultima, NMR : H A& 7 (#) M INM-ECA500 %,
HPLC-PDA : Waterstl:#Alliance PDA System(2690 /XL —
Ta rEYa—)b, 996PDARHIAR), GC : (KF)&HERAERT
BGC-17A, A A7 n~< b 7T 7 40— 1 K —HHHE
1C-8020.

3. YEBEHRUHBZARY MLT—2DHRIE

2C-1% O"MBDBI &R T & - 72 D TEREHIS0mg %
10%7 =T KEMAZ v a kL THE LA E
Wie L L1z, UV, IR, NMRIZ#EEEARZ WV CHIE LTz,
1) UV BB AR 2

2) IR: BEBEARENATR 2R B ER TR1% L 25 L 1T,
BRI U7ZKB r I A% L IX Lo bkl & L.
3) NMR : EEEAENAR # T D E EH V. "HINMR K
UBC-NMR O, #HCOSY, HMQC, HMBCI (RIZNOESY
DRITEANRT MLVERIEL, E—2 DIREBEIT- 2.

4) HR-TOF-MS: &tz 7t b= UM LIz b D%
EHEEA L.
5) GC-EI-MS: 7t k= hU/MEiEa iz, JERE

717 A ; HP-5MS (Agilent Technologies), @®0.25 mmx30 m,
025 um, A > ¥=7 ¥ —RE ;250°C, 77 LEE;150C
—10°C/min—280°C, Splitless, 1 A > 1LAEE ; 70 eV.

6) ESI-MS : #ELD50% A # / — N A - T=. JE

FHORE R 22 AT IE Y v 2 — B I E AT SRR
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& A A AbE— R ESIH, ¥ BT U—%EE ;3 kV,
V—ZRE ; 120°C, T YNA_—3 g VIRE ; 400°C, o—
v H AW ;57 Lihr, 7Y v_—3 g A AR 555 Lihr,
a—&EJE 35V, (2C-11345V)

4. EMOIIEH

1) TLC FEHEEE : 1 mg/100 pL, 7L — | : silicagel 60
Foss (Merck®).,  JBBHAIEA : 7 oua kR /A% ) —L
28%T v =T K(15:25:1) B 1-T7H J — V/EEER/K
(7:1:2) Bfh:UV366, UV254, KT —57 2 A T7RIERD)
REE T, = b R U CRSEMEFE% S/ MIINEL, JBA B
: 10 cm.

2) LC-PDA BEH*Y X 5.

#1. TLCORSHE

B, 2C-1 MBDB  5-MeO-MIPT 3CCP
A 0.37 0.57 0.48 0.44
B 0.46 0.38 0.26 0.41

) AFvruv b7 40— BALOHEY LD,
4) GC Tt b= ULREHARK] pL&zGCIZiEA LHEIE

L7=. 75 2 ; EVDX-5MS(J&W SCIENTIFIC) , 0.2 mmx25
m, 0.33 um, 1 ¥ =7 X —RE250°C, 77 AiE250C,
7 477 4 —ikFE280°C, FID, Split

5) GC-EI-MS @Iz k5.

6) LG-ESI-MS % < A : TSKgel ODS-100Z(H » —fil)
0.2x150 mm, 7 NRFE : 40°C, BEE : AlGK T b=
MUV ANTH T VA v BEEEIRIR(9:1:5 mM) Bk [FIIRIK
(1:9:5mM) ZHWEZ TV FE— F(A 90%~A 50%) ,
WiiE : 0.2 mL/min. AIEIZ[E L.

BRRUBE
1. MBEHRUVRARY MLT—4
A X ra~ T TT7 40—k DEEA A ORTERER
kv, 2C-II " HiMets, MBDB K ON3CPPIE — et
5-MeO-MIPT (XA CTH D Z E NP L. £2 T
5-MeO-MIPTIZ %D £ %, 2C-1, MBDB X (3CPPILilEHfE 4
L CUV, IREUNMROJIE %17 - 7=, 7272 L, 3CCP
DIRT — & O HIG R TRIE L.
WEEE L OANRT MAT—Z U TOLEEY ThHhDH.
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1. 2C-I(A), MBDB(B), 5-MeO-MIPT(C) &% O3CPP(D)DIR A 27 /L



WO /B L W k' FE 56,2005 61

2C-I : C(H\\NO,I HEEEHE, A~ ER, “HEEo
S, 246-247°C% , UViu(MeOH, nm, €) 234 (12,000),
298(5,600), IRVy(KBr,em ™[ 1127% 3, HR-TOF-MS,
308.0164 [M+H] " (C1oH sNO,I : 308.0148), EI-MS (m/z, %)
307(M*, 15), 278 (100), 263 (19.0), 247 (6.4), 180 (2.7),
105 (4.5), ESI-MS (m/z, %) 308 [M+H]"(97), 154 (100), 137
(82), 'H-NMR (500MHz, CDCl;, &) 2.72 (2H, t, J=6.9, B-H),
2.91 (2H, t, J=6.9, a-H), 3.77 (3H, s, OMe), 3.83 (3H, s, OMe),
6.67 (1H, s, 6-H), 7.22 (1H, s, 3-H), *C-NMR(125MHz, CDCIl
5,8) 35.0 (B-C), 42.1 (a-C), 56.1 (OMe), 57.1 (OMe), 82.5 (4-C),
113.9 (6-C), 121.7 (3-C), 129.7 (1-C), 152.5 (20r5-C), 152.6
(20r5-C).

MBDB : C,H,NO, M ITikEEnER, EREORS,
156°C™ , UVApe (MeOH, nm, &) 235 (4,100), 288 (4,100),
IRVyax (KBr, cm™") [¥1127%4", HR-TOF-MS, 208.1354 [M+H]
*(C1,HsNO,:208.1338) , EI-MS(m/z, %) 178 (3.2), 163 (0.5),
148 (0.5), 135(8.1), 72 (100), ESI-MS (m/z, %) 208 [M+H]"
(100), 135 (18.8), 73 (7.3), 'H-NMR (500MHz, CDCls, 8) 0.93
(3H, t, J=7.5, 2>-H), 1.40 (1H, m, 1°-Ha), 1.47 (1H, m, 1°-Hb),
2.37(3H, s, N-Me), 2.53 (1H, m, S -H, overlapped), 2.55 (1H,
m, «-Ha, overlapped), 2.64 (1H, m, S -Hb), 593 (2H, s,
-0-CH,-0-), 6.63 (1H, dd, J=7.5, 1.7, 6-H), 6.69 (1H, d, J=1. 7,
2-H), 6.74 (1H, d, J=8.0, 5-H), "*C-NMR (125MHz, CDCl,8):
9.8 (2°-C), 25.5(1°-C), 33.8 (N-Me), 39.6 (B-C), 62.3 (a-C),
100.8 (-O-CH,-0), 108.2 (5-C), 109.5 (2-C), 122.1 (6-C), 133.5
(1-C), 145.9 (3-C), 147.7 (4-C).

5-MeO-MIPT : C;sHpN,O AR, HEEBE ORI,
162-163% , UVAya(MeOH, nm, €) 278 (6,300), 297 (5,100),

309 (shld. 3,600), IRvuyy (KBrem ™) K 1125R7,
HR-TOF-MS, 247.1800 [M+H]"(CisHx3N,O : 247.1810)
EI-MS(m/z, %) , 246 (M", 4.5), 174 (3.6), 160 (6.3), 145
(4.5), 117 (4.5), 86(100), 44 (26.4), ESI-MS (m/z, %), 247
[M+H]" (100), '"H-NMR (500MHz, CDCls, 8), 1.06 (6H, d, J=6.9,
2°-H), 2.36 (3H, s, 17-H), 2.73 (2H, m, a-H), 2.90 (2H, m,B-H),
2.94(1H, septet, J=6.9, 1’-H), 3.86 (3H, s, OMe), 6.85 (1H, dd,
J=8.6,2.3, 6-H), 7.00 (1H, br.s, 2-H), 7.06 (1H, d, J=2.3, 4-H),
7.24 (1H, d, J=8.6, 7-H). "*C-NMR (125MHz, CDCl, 5): 18.0
(2°-C), 24.2 (B-C), 37.1 (17-C), 53.6 (1’-C), 54.1 (a-C), 56.0
(OMe), 100.9 (4-C), 111.8(7-C), 112.1 (6-C), 114.5 (3-C),
1223 (2-C), 128.0 (1a-C), 131.5(3a-C), 153.9 (5-C)
3CPP:C(HsCIN, MM ITMESHIRFES Y T e —
V), HEREYE O A 210-214°C, UV (MeOH, nm, &):
255(12,000), 292(1,700), IRVya(KBrem ™) [H1IZ5RT,
HR-TOF-MS: 197.0855 [M+H]* (C;oH4CIN, : 197.0846) ,
EI-MS(m/z, %): 196 (M, 29), 156 (32), 154 (100), 138 (10), 111
(8), ESI-MS (m/z, %) : 197[M+H]7(100) , 154(70), 'H-NMR
(500MHz, CDCls, 8): 2.99 (4H, br. t, J =5.2, 3, 5-H), 3.09 (4H,
br. t, J =5.2, 2,6-H), 6.76 (1H, br. dd, J =8.0, 2.3, 4’ or 6’-H),
6.77 (1H, m, 4’or 6°-H), 6.84 (1H, t, J=2.3, 2’-H), 7.13 (1H, br.
t,J=8.0, 5°-H), “C-NMR (125MHz, CDCl,, §): 45.9 (C-3, 5),
49.8 (C-2, 6), 113.9 (C-4"), 115.7 (C-2°), 119.2 (C-6), 129.9
(C-5%), 134.8 (C-37), 152.7 (C-17)

B, MERTHESD2C-1, MBDB, 5-MeO-MIPT & X
3CPPOMEE R Z X212, UVA~RY b &K312, GC-EI-MS
AT MV EHART.

5-MeO-MIPT
2. 2C-1, MBDB, 5-MeO-MIPT % U'3CPP DAL

3CCP
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5. 2C-I(A), MBDB(B), 5-MeO-MIPT(C) % U'3CPP(D)DLC-PDA A2 | L

2. /O3 ST 4—IZ&BEYMONTE

1) TLC RfEZFUIRLTEZ. 2C-LUIIRT I > D= K
T =7 UREICIESOR LI <, BB EEET LA LI
LV EBMBEARY FERL, = b FY UEREL T XL
i LB A EZR L2, MBDBII2H 7 2 > CThHhW =t K
U UREETIES MBS 2 Z Lic kv aEREL, KI—
Ty RV T RETIEIAMEBEEZET 5 LIcL Y L BA
L7=. 5-MeO-MIPTiI3#kT I > CTH Y KT —4 > R 73k
LIS LIRWAR Yy &R L7, 3CCPIE3HIT 2 v
LART IO G EAL, =k FU URETRERA,
NI —=5 0 R T7HRETHADARYy PERE LT

2) LC-PDA LC-PDAIC L B JIER R EZKSIZART. 2C-1
ITF215 B L, 298 nm, 235 nm M 08203 nm A 2 UYL
MR VY, MBDBIZAI 75712 L288 nm & 235 nmiZ 1
ER U EE OIS, 5-MeO-MIPTIZHI1753 (2¥EH L
309 nm (sh), 297 nm (sh), 277 nm, 221 nm&% U207nmiZ I
FRAAS, 3CPPIRAI190 12 HH L288nm, 252nm % Uf210nm

IR R 23 8 > 7=, 2C-I) O'MBDBIZ A % / — /LT
R E & —F LTV D8, 5-MeO-MIPT & (N3CPP T
TR0 Y 7 PR G-, MBDB & 5-MeO-MIPTI L HR#
DPUTHEL TWA DS, WRIL ALY R L DEWT X 0 HIBI AT e
THol-.

3) GC GCIz L AHEARER X vV 2C-1, MBDB, 5-MeO-MIPT
K OBCCPDORFFREIZE N ZE 6.3, 4.3, 104K 5853 T
Hol.

4) GGC-EI-MS % UFLC-ESI-MS GC-EI-MSZ X v 2C-I,
MBDB, 5M@$MW&U%W@%%%MM35LHM&
0R6.4%57 7 RO, AR 4 IZMS AT ML EIR
L72& 918, EITARAXRT MLV TIHERZRDOoUIBAL TOR
HBEZ VLT, HRICEL Y ZENENEEZRET D 7
TR NI 525, 2C1idm/z 30T\ ZHIA A4 E—
7, m/z 21812_— A —7 78, MBDBIZ, 4 [BlOH#IESM:
THDHA A AMELEET) eVTHA A B— 7 1388 T,
m/z 12 |Z_— A B — 7 BB S 172, 5-MeO-MIPT3m/z 246
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WZBA A E— 273, m/z 861T_X— A ' — 7 78, £7-, 3CPP
WEm/z 19618 A A E— 27 B, mi 154[Z_"— A —27 )N
#HlE /=, LC-ESI-MSTTi¥2C-I, MBDB, 5-MeO-MIPT
K OBCCPIEZ N EAREER#I20.2, 17.3, 18.05T'18.54312
v— 7 ZE8%, 308, 208, 247K RITICHENNTH HIF
1F100% C[M+H] " —727 2 L7z, GC-EI-MSTIZH 1
o= PEEINIZ NI EnD, REDTZDITIE,
LC-ESIMSH HMATH 5. fFEHEM & BB TE 53541
I%, TLCOAfh, LC-PDAL WFILNDMSAT b L% HIE
THI L TEEIZFERREEEZLDNS.

5) 4 AYHYBINIST4— A A Im~vbTTT
4 —DFER, 2C-IH B IF2E L4y, MBDBK U3CCPA 5131
ENGOEEA T HETNEIVEER T L. —J7,
5-MeO-MIPT» & 13 13 U D AEER, #ils7e &, thokz1 4
UHRRH Lo T, 7 aadRL AT SV e EoMk
PO LA L TWRWIERATH D LB btz K
MBWEEEIRTH DD, ALNDOEHDOE LI TWBEM
DI A A I uw NI T T4 —DERHTHS.

FEH
BHELA =Xy METWMRINDIBIERNT v 71T,
WE, NERDPFRRENTELT, MAARFELTTHN
BB RIRD Z LIRE V. ITBCHWEZ T3 LT, ok
HEINATHY ESZROOND. MEREFEDOEE
(M7 B, AL T — S ROSTEE R L. 2hb
ZIGH L, MRS T ME R O NE SIS 272

2D &I, BHREILIIHIERT v 7 DUV, IR, MS, NMR
BTN T — 2 2EHL, T —FX—2{LLTWn<.

O ORI E EMT BT H 72 Y HR-TOF-MS D 43 HT 1T
WAV, HEEER KRR RS X — Dk
PR RS2 L £
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