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AN ZNTVBER, FEELTWRWOBRBURTH D, AR TIILC/Q-TOF/MS%E F T~ 72
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DRLZ LT T T AT = a OO 2T o7z, ZORER., R RT v 7 Oh0HrEE LT
BRI 2SI L, WEEREZIEEL LTHVWS Z L CRERE LM LT L8 TEE,
T, TITAT = a v OENESERANE L, 7T 7 A M A RN X DEEHEE AT D

ETEERMANG LN,

[(F—U—FK: G FZ v 7 LC/Q-TOF/MS, 77 7 AT — 3 ]

1 [FLC®HIC

R N7 v 713> THRIERT v 7 L LT, 4
DFBRIRATFORGENLEHANBIEE LI N T
%, ARIZBWTIE 1995 FEHER KT v 7 OiRGEN
REN, EYOBH LB 2O IR &R IRT T4
BF T o | ORENENTE T, HiZ, "—TRDOERKR
RZ v 7B, ®ICER SN DI ERE L.
fElR K7 v ZICRIRT 2 e 9 - il K & Ierh i
L ote, DIk, BERICHET ok 2 2B AN R &N T
W5, BUFIZ L D TfER KT v 7 OELHORKED 7 8 D ER
Zxtd) Yok, IRRIESO— KRR ENTh, 2015 4F
7THIZIE N E TICHER SN TW T T ORI % 72
T ZETHIILTND A, FRERM ORI 5 IEH
#l I, EBIDOR T IRV T EORE LR 2 S, &5
WZHF ) VEROER I T A RICR LTAE 3 1A
OBEFEFREN 72 8, ZHUT XV 2017 4 7 A BifE 2366
FHEOLAM BRI G Lo T0D I,
INHOMEIZEY ., fER KT v ZICEET S HE - F
XA LTehs, 7 U N U —IRGER0E /e £ L 0 s
ERFPICZVONRBRTH D Y, Fio. TARKOH =75 H
T AV —DIFEMDOHBRLEF v M SRR T
HIER S, ARRER A IS MEL L T o TNV D,

fER KT v 7 OREICB W T, BEOIE 2 AV
BT E ORE D DM e R HE RSy % & A TR EE T AT
WERER HIEE LA Vb Tn5g, —F T, JIER

fEI SRR ST
WEB ZABHEE AL 155 1
http://www. fihes. pref. fukuoka. jp/ kikaku/Reports/Re
port44/pdf/np4dpaper02_appendix01. pdf
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BOREEITITERER & ORAENNATH D, K OrmgE
SRS A TR G KT 7 D43 HF TR E 28 R #7200
W% 2 TR S, AR 2R 2835 & 9
BdHb,

R W C 120144812 T [ IR 3K oo i ARG 1L 12 B9 2 5=
Bl ZHIE L, WRICHET S KT » 78S OMREZ1T S
L vz, T - ITEOBR 21T > T B, ABFJETIX
LC/IQ-TOF/IMS % W= fali K Z » 7 ORIE SR OB %
Tolz, FTo, EHERZFTA L CWRRWMESORAES
W) O % LCIQ-TOFIMS THIE L7/ E i &~ A A2
7 NV BHEET B ORI MR E LT, BEAE
LCWAIEEHER ZHIE L, SFEORFEORLR T v 7
DNWT T T T AT —3 g OB %N L0 Tl
T5,

2 EBRAE
21 BERRUHAEK

fElR KT v 7 OfERES T4 CCaymanil 2 L, /7€
I K O OFEUWE % & OAFHLLFERZ F iz, Y
FlE A X ) — VR L, | pg/mLICHRR L7 o &2 HIE
W, A% 7 —(LC-MSH]), 7& k= U /L(LC-MS
). ZABAKLC-MSH)IZRA R P8 A Fv7z, 1.0 M¥
TSy AREEEREs vn~ V7T T ), Xk
(LC-MSH)IZ iR 2 v 7z,

2 -2 XERUAEEH
I E 2 & 13 Agilent 6540 Accurate-Mass Q-TOF/Agilent
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# 1 LCIQ-TOFIMS Dy st

77 A : Atlantis T3, 3 um, 2.1x75 mm (Waters %)
BT NiRE : 40°C
A 10mM FEET L = AT (pH 3)
BB "B:T7E®Rr=FU
7S5y h R[] (min) A (%) B (%)
0 95 5
25 95 5
20 0 100
22.5 0 100
it B : 0.2 mL/min
EARE ;1L
A A ALk ¢ ESIEMRY T 4 72— F)
HLI AT AR :300°C
HEfGR T A : 10 L/min
2T TA YA : 50 psig
= AN ARE 1 400°C
VAN A : 12 L/min
Fr 7 U —EE : 4000V

1290 Infinity LCEfEH L, R1OEHTREZIT > 7.

23 I75TAVF—L a3 DERRER
LC/Q-TOF/MS % A\ THIE L 7245 & 3 K O O3
WEAVESEO R B5RF(h T/ V38 - oMb &Y. Bk
AT A K21k EY, N Y S Z U8 20ikEY.
T3 FNT IV 32bEW. T = F =V B3k E
YN SNAIEAMITHONWT, BT LTI T A
T = a v O & T LT,

3 HBRRUBE
3 -1 LC/Q-TOF/MSZERW-SITEDBEERVETHEER
#RAW-LEhDE

TR L - BRI 2 VT, UPLC T A, T
T AT LE LIORTRUEARE LT, 205
% W TIE - SN R 28k % LA W(EF 411
) ZHE LR, £@TolkawiconTT—I 2
REFALNT RIFICHRHFATEETH Y R KT v 7 D5y
WrikE LCTHEHATHD LB b, B LITIXRENRE
e A4 R THD AB-FUBINACA D #H Iz~ L
Too ATER LIIEARGHTIE TRIE L7z 411 WEOLEW4A .
PREFRER], B EEFONE/REZ R L, ((FE 1134
AT HP 12 #5#)

LC/Q-TOF/MS & 55341 EDFIR & L ThaMm Dk
BEEZNEARTHD Z ENET N5, BEEhOY
BRI EEREECLVENL, S FREOENE DD T/
SVMELEYDOMBEDERLBFEELRELZNE L T 5
HR Lo TWND, ZOMEICK LT, HEE&ahEEL
TN DA IR TE L I D IR EAT o T, KIEAES %
BIE U725 5 B E & REM ORREIT—H o a w4 R
WCHERR 10 ppm K TH - 72, T OFERIE, X 2 1R T

(Intensity)
4000000 -

3500000 -
3000000 -
2500000 -
2000000 -
1500000 -
1000000 -

500000 4 L___,_,.L"/\/

0

0 5 10 15 20 25 (min)
1 AB-FUBINACA ® 7 u< k75 A(TIC)

KO RGTFEOENNSWIEYR SR ThHo T, Y

fmEMET 52 L7 <, LC/IQ-TOF/IMS THIET HDHT

Gz 2 LN TH D 2 L 2R LTEY, fER KT
v IRFCE D CHIRTEL B2 bz,

2
78 ppm 4-Fluoro pentedrone ppm
C,HyFNO
210.1289
OMe
<O OMe (ﬁ)
E%gﬁ/x‘
170 ppm Me
MMDA-2 2C-E
C11H15NO3 ClZngNOZ
210.1125 210.1482

2 WEEEIZ X D EmoENG

3-2 I735(A07—LavnERER
3:2:1 AF/EOISTFAT—a VEN

AT RITIEEFED DB E D 50%LL EE LD D&
B GMHECTH D, 94 FEO LT ) VHHIZOWT T Z
TRA T = a VEIT USSR, X 3 IORTHAR=1
BED afi kO ERIRTO oL THRAE L IFEHO 7 T 7
A2 NA F i (Fragment 1~3)A3FR VR TR S 400370
ZEW ol £lo, lEICE R U U UBREST{LEY
OELGEIIE, 2V Va VEBEE LT Ao TERr I TV
BRIZAHY 9% Fragment 4 A3 S 4v, Fragment 2 O %
WET 2 ECEERFTRLEE X bivi,

A4 ZITHIE - it OB & LT 4-methoxy PV D%
RLTe, ¥ AANRY MV ZNETIZRWE LT Z 7 A
YT—aryOfmel—%LTEY (X 5), Rt
T IR N T OREEE RS IRE & &R T
U7z (3 2), 7=, Fragment D OFREZA(L %X 6 (28 LTz,
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Fragment 3 \/ Fragment 4

Fragment 1 4——4\

X3 HF ) DT T ITA T —a

Fragment 2

Fragment C\/ Fragment D

Wer o
Fragment A <’\

X 4 4-methoxy PV9 D7 T 7' A T —3 a Mt

Fragment B

M+H
304.2275

Fragment C
233.1537

Fragment B
168.1747

Fragment A
135.0440

L

130 150 170 190 210 230 250 270 290

310 (m/z)

5 4-methoxy PV9 O~ XA ZA~7 kL

# 2 4-methoxy PVO DT T 7 A " F U OIFELE R

PERAE W EAE
M+H [C19H29NO2]+H  304.2271 304.2275
Fragment A C8H702 135.0446 135.0440
Fragment B C11H22N 168.1752 168.1747
Fragment C C15H2102 233.1542 233.1537
Fragment D C4H8N 70.0657 70.0653
3:2:2 BRAVFE/ARDISTALTF—3

)
BEEMIIETCENTWBERIT T A FidA >~
F—AFREK, AR, FT7 XLV UFHEEERD 3 HOD
BT A NG NOE S HIREE) ) D 72 DALE WIS E 7

(Intensity)
7000 -

6000 -
5000 -
4000 A
3000 -
2000 4

1000 4

0 T 1 T ! T
1ov 20V 30V

X6 2V ¥a EEEIZ XD FragmentD(E e U v
BYHRDT T A b A A DIRELE(L

HLDOTHD, ZNLDIAEMIONT T T T AT — 3
VERNT LT RS WL R S VO D o i THHEE
Z V| Fragment 5~7 23R ST W2 EI B E 2o
72 (K 7),

Fragment 6 \/ Fragment 7

%ﬂ .

‘R
R, 2

Fragment 9

K7 e /)AL REOT7ITA T —2 30

—F T H8ADEHITEIT AV FELTA U E Y —L
FEAK A ETEAWIE Fragment 8, 7 = =V EFEK LS
Tk &¥(X 8-B)ix Fragment 9, XU UVEFHE KA & e
{LE¥(IX 8-C)i& Fragment 10 XX 11, 7 ¥~ FL %
ET A (X 8-D)iX Fragment 12 BNZF N S h<e
TWIZEBREHLMNE ol TNHORERNS, BT AV
R OEVIC L 0B LT WERAL R O S e v
T T A M AR DN R SN,

Fio AV R VERE A & — VB DERIF T
WCREAT ABIBENR 9 1R T 7 F e UL N-A F
ERY D /AR U N-AFAT B DA

WA LR BEFFD affTHRE L7 T 7 A b
AF BRI T VW ERbhoT,

X 10 1 HE - fEHTHI & LT FUB-JWH-018 O R %7k
Lz MH SN~ AR NVDT T T AT —ay
DOEMI(X 11), 7 T 7 A > b A v OFSBEE BT & Ok
ET—HTDHIEPHRTELEE 3), £/, /1 F—
BHILBH KD T T 7 A M A HIROEE TR S
7=
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A B

Fragment 8 \

1
Fragment 9

C D

Fragment 10 Fragment 11 / Fragment 12

o iy

X8 HoF¥ /) A REODTIITA LT — 30

S8

l977&%/%4%/#@&%&%#%4/F—w&
WA & — L

Fragment F \/ Fragment G

1
o
L
/\\\ I: :
~
Fragment H N P
N :
= '

Fragment E

X 10 FUB-JWH-018 ® 7 5 7' X 55— g L fif#T

Fragment E
155.0495
M+H
380.1452
Fragment H
109.0451 Fragment G
 127.0542
Fragment F

252.0820

100 150 200 250 300 350 400 (M/2)

11 FUB-JWH-018 O~ X A7 k)L

F3FUB-IWH-018 D7 T 7 A hA A DFSEHEE

KR

ey
B FAnE R

M+H [C26H18FNO]+H 380.1445 380.1452

Fragment E C11H70 155.0497 155.0495
Fragment F C16H11FNO 252.0825 252.0820
Fragment G C10H7 127.0548 127.0542
Fragment H CT7HG6F 109.0454 109.0451

3:2:3 MITEIVEODISTAVT—VaY

MU FEIVHDT T AT = g B RN LI
B BERFT-O aff L OB AL THIZL L Fragment 13 &Y 14
PR SOT VWS ENboT(K12), $i2, A2 F—
JVERED ARLETAT B ALITEREE S UTKEEE, A FE
B TEFAENERLCH T I 7 AT — a3 OfR
WEWTIR bR 5Tz,

R2 R
/ 3
Fragment 13 A
RN, > Fragment 14
1
= N

X12 NV FEZIVEOTIITA LT — gy

13, [X 14 L O 4 21T H5E - fif##r i & LT 4-hydroxy
MIPT OfEFR %2R LTz,

- m/<
Fragment | T ‘.

[X] 13 4-hydroxy MiPT D7 5 7' X L5 —3 a U HRHT

Fragment J
86.0967

M+H
233.1649

Fragment |
160.0755

80 100 120 140 160 180 200 220 240 (m/z)

14 4-hydroxy MiPT O~ A AT | L
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3 4 4-hydroxy MiPT D7 T 7 A > b A F v OREBRE &

# 525E-NBOMe D7 7 7' A v A * v DIEEE &

PERAE T E B PR AE T E B
M+H C14H20N20 233.1648 233.1649 M+H [C20H27NO3]+H  330.2064 330.2067
Fragment | C10H10NO 160.0762 160.0755 Fragment K C12H1702 193.1229 193.1226
Fragment J C5H12N 86.0970 86.0967 Fragment L C8H90 121.0653 121.0653
3:2:4 JIRFLFIVEODISTAVT—Y3 W7 =X FNVERY DB EGATND, 77T A T

VRN

T =23 FNT IR 15 TR T L DT k& < 2 flE
DOIEENTFIET D, 77T AT —v a URETEAT - T4
R EHLOMEIZBNTHERIRTO o MLTHAEL,
Fragment 15 &% T8 16 ¥ 721X Fragment 17 23 H S 030
ZEbirol,

16, X 17 e U2 5 I IXHIAE - fig b7 61 & L T 25E-NBOMe
DFERER LT,

Fragment 15 \

NP Sn
X ! AN
Ry~ o !
Pz \ Pz
Fragment 16
15 723 FINTIVIHD T T T AT —va v

Fragment K \

OMe H
N

~

Me Fragment L
16 25E-NBOMe D 7 T 7' A 7 —3 a Uil

Me

Fragment L
121.0653

Fragment K M+H
193.1226 330.2067

AI |

100 150 200 250 300

350 (m/z)

17 25E-NBOMe O~ A A7 kb

3-2-
#r
7 X = )VEIIK 18 IR THEEE L TR Y. oW

5 J2IVAZIEDISTAVT—Ya VR

—va VR LTCRER o T 2 ERRFOTNTE
NOETHHEL, 723 F AU DB KIcHE kTS
Fragment 18 2 (R1973& Hi T W2 & 3o Tz,

/ Fragment 18
i '\/©
1,
1 1
R )J\N': |

1
© \ Fragment 19

X18 7V x v X = NED T T T AT — g

19, [X] 20 } O 6 (21X MIAE - fi#HT5] & L C Ocfentanil
DFERER LT,

/ Fragment M

! \/@
o ‘

1

!

o Ny :
ot

%19 Ocfentanild> 7 Z 7' X 5 —3 a RN

\ Fragment N

M+H
371.2135
Fragment M
188.1439
Fragment N
105.0705
1
100 150 200 250 300 350 400 (m/z)
[X]20 Ocfentanil >~ A A7 | v
4 F&OH

AAFFE TIELC/Q-TOFIMS % F VN 7= 53 HriE D BR3E e OME
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#6 Ocfentanild 7 5 7 A v M A F v DOREBRE &

ilpe:v 3 ﬁgg%
PERAE WA
M+H [C22H27FN202]+H  371.2129  371.2135
Fragment M C13H18N 188.1439 188.1439
Fragment N C8H9 105.0704 105.0705

BRT Yy TORBZENTT T T AT — a ORI
DWW 24T o T, WHEDBIR CTId, iz o1k
HEW % PETRE IR TSR IF 2R E L . EBEOSER KT
o J T ATRE e TR & e Sr LT, 72, FiBE &
ERWDHZ L CREREZKIEIZH B3 52 R TER,
7T TR T — a3 v OBRHT CIESFEE(L T/
BRI FTEIA R, NITHIVEH, 72X F AT I
B, 7= F VR OLEMEICOWTRE Lz, 20
FERACBEW DRI Z LITBHE LT WEM ORI S e
TWITFT AL MM AL TEL OHMAAERHTZ, Zh
BOFRIX, v AART DA LIBEHEEZIT) L CEE
RIEREERIC R D EEZ DN, — T, KRICALE B
DORGIEREEIZ OV TILRIFI, 7 F7 7 A T —va vic

(RXEE)

EWRIZE A CSES  HEESITEBEO T LD FETHT
WCHEECH D EEZ BN, 2D, [FHEEOE O
FER LT B T DITIINMRZR E D53 e/ Hr 218 o ff F 23 24
HThoHEBEZ LN, 5B L ELRDLT — X OEREAT
DL THEDREWOIT RO EHEE R TREE D & &
b,

Xk

H B A& % B A - K wE M K,
(http://www.mhlw.go.jp/stf/seisakunitsuite/bunya/kenkou_ir
you/iyakuhin/yakubutsuranyou_taisaku/index.html)
ELGME LR T v VT IREEHBEOHER,
(http://www.mhlw.go.jp/seisakunitsuite/bunya/kenkou_iryou
J/iyakuhin/yakubuturanyou/oshirase/20150819-1-03.html)

3) HANMAE WAL AP kB3 2 1,
(http://www.mhlw.go.jp/stf/seisakunitsuite/bunya/kenkou_iryo
u/iyakuhin/yakubuturanyou/index.html)

4) BTN SRR AL IR X SR A B xRN ¢ Topk28
R RN D5 - SatE S e

Development of high-performance liquid chromatography-time-of-flight mass
spectrometry (LC/Q-TOF/MS) screening method for illegal drugs

Toshitaka KOGISO, Yoriko SHINTANI, Tsuguhide HORI and Jumboku KAJIWARA

Fukuoka Institute of Health and Environmental Sciences,

Mukaizano 39, Dazaifu, Fukuoka 818-0135, Japan

Serious accidents caused by illegal drug use have become a major social problem. Consequently, various efforts to eradicate their

use have been made, but their use is still prevalent. In this study, we developed a high-performance liquid chromatography-

time-of-flight mass spectrometry(LC/Q-TOF/MS) method for screening illegal drugs, and investigated structure estimation by

fragment ion analysis. The method was useful for drug screening, and the exact mass could be used to improve the identification

accuracy. Franmentation patterns were identified and could be used to estimate a structure.

[Key words ; lllegal drug , LC/Q-TOF/MS , Fragmentation]
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