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HmBEXE SIS ENLEER, RERALEE
FINRF, BE, RAREIE.

B & PTFEITEAEAYAMEE (0.45 pmFLER, 520 pL
FRESSE 1L S 47) RN 100 uLZ A& SATR IS0 plL
mi#z (g=£Mm) 10 ulWIRE®R (0.2 mo/l, BFA
ZBB), BREWES120% (1900 rpm) , AEHEINE
=ES (-60%-65kPa) 120FMIG ELT BN EE F,
&G, %3 uURBWIHEEILC-MS-MSRZH,

1 msecAYIFEE BT EF3EN10 msecHIIERATE], &
B ERENMRMIENNEMRMBVEY, 8 MEEY
BEZA15TMRMIBE, FrE@EsddnalEst s A
REMANIZERESE, FRBIEENSEERNSEF
2B, MIMMEEMRMIFHEET,

UHPLC Nexera LCR %
Siraide Restek Raptor Biphenyl
(2.7 um 100 x 2.1 mm)
A 40 °C
IR 0.3 ml/min
TRENtEA 2 mmol/LERER$%#10.002 % BRER
TRENtEB E82 mmol/LERERERH10.002 % FRERHY R B2
TEEEER BfEl (43H) %B
1.0 10
2.0 40
10.5 100
135 100
13.51 10
17.0 &R
=8-vE3 k] 11-16.2 min 0.5 mL/min
HEE 3L
R1: BHEBERESEK
LC-MS/MS MRMEH#iE
FRiE (AT ERRRERE)
wEMH B iR E 42 (B4E20%ISTD)
HESR B ] /% BE B ] 1 msec./3Z 10 msec.
BEFLiEX ESI +/-
WL R B ] 5 msec
BORE 300 °C
PSSR E 400 °C
DLEE 250 °C
kS 3 /min
mARS 10 L/min
TS 10 L/min

2. BT RBE TR REUBIILC-MS/MSE

. BIFNREERR

FMEBARFERMNAEZ-SEFLRERHTREER
PrAmELHZR (ISO) 15189tME (IAIEZRS: 8-2607)
BN, XEERBFERAGE.
FEREERRRITERIEHEIRENTIESES
HRE, T4AR, FRFEHSNRETERREESE
eI SR AR (57050 ng/ml). BEFcERME
ERERE— R E & R REN E mEUE R BRI
18, AEERRZIEANNBETREREIEX BT
EHITERGE,

n 4R

Bl biFmai b IRFER 8D B, ARDOAGIE 7 BHERT
L9908 (BEFEANTEZFENODH) , RBEHE
MEFIRBREEN0.97 0 #EIEVEIM7 95 8, BHE
ERLN6DHIRBENER, REFTHRRERNS
H, RAB189HER—1MER. R3IPELETMRM
BERENRUER. —MERUEWREEEI15D
MRM3&@&E,

RAPRBLETHWIEARIE R, RETERERITSHD
AT, X TFHREAFIHRLIE (n=6) BUKEHRENERE,
CVIEENF15% (KBELFFIR. rIRZH. EDDPFIAN
BIERBRIL, XPOFH L EMRILLOQIREE/NTF20%) -
ERE1/XE/IMRENIN ZRIER, FRELaYin
JERZE (MLLOQZEIS00 ng/mL) BIMEX £ $3957F0.99,
RIEEMEYER, LLODFLLOQIEE 1. 2.58
5ng/mL, FEAIRENLHREZ G TEERYNUAR (n=
6)o HEIRK (n=3) HIREREFT RENER,
B&RZ—1"ArRSNnEmEX RIES (5F50
ng/mL) BITEE, FENEREZHEEE70H
130%2Z[8o 5 ng/mLFI50 ng/mIFiEmAIEACVESD
AMH13.0%HM14.9%. ER—AERENIRERL
NEREMETTESE, WRET7TREFNERE, 5ng/ml
M50ng/m BRIE R &R RKCVE DR 13.4% M
14.2%,

ER2iR A T 2ME 2 R SRS &,
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Q1

Pre Bias RitE Q3 WiEgEE Q3

V) FEE(V)  PreBias (V) Pre Bias

(v) V)

308.00 -11.0 290.85 -14.0 -13.0 275.85 -24.0 -29.0 5.03 15
260.05 -10.0 242.90 -12.0 -11.0 227.85 -22.0 -23.0 4.58 15
276.15  -10.0 126.10 -14.0 -12.0 175.00 -12.0 -17.0 5.18 15
182.10 -12.0 117.10  -21.0 -11.0 165.05 -12.0 -10.0 4.45 15
32835 -12.0 164.95 -39.0 -16.0 211.00 -27.0 -21.0 3.61 15
33135 -24.0 165.15  -43.0 -17.0 211.10 -27.0 21.0 3.61 2
136.10  -10.0 91.00 -22.0 -17.0 119.05 -15.0 -20.0 3.42 8
141.10  -15.0 93.10  -18.0 -17.0 124.15 -14.0 -13.0 3.42 2
182.10 -12.0 118.00 -23.0 -11.0 91.05 -29.0 -20.0 3.17 15
194.10 -13.0 135.00 -20.0 -13.0 177.05 -12.0 -17.0 4.06 8
290.15 -11.0 168.05 -10.0 -16.0 77.00  -29.0 -13.0 4.57 15
293.15 -14.0 17120 -20.0 -17.0 77.05  -56.0 -13.0 4.57 2
46830 -16.0 5495  -52.0 -20.0 396.00 -41.0 -26.0 7.31 15
47230 -13.0 59.10  -50.0 -22.0 88.10  -50.0 -16.0 7.31 2
318.15  -20.0 196.00 -10.0 -20.0 76.95 -32.0 -30.0 5.49 15
321.15 -12.0 199.25 -21.0 -22.0 8520 -32.0 -16.0 5.49 2
304.15 -11.0 182.00 -10.0 -20.0 76.95 -30.0 -29.0 4.94 15
307.15 -22.0 185.15  -19.0 -20.0 8525 -31.0 -15.0 4.94 2
300.15 -11.0 215.00 -25.0 -22.0 151.95 -62.0 -28.0 3.56 15
303.15 -14.0 21525 -26.0 -20.0 181.20 -37.0 -17.0 3.56 2
272.20  -10.0 171.00  -20.0 -17.0 215.05 -12.0 -14.0 6.43 15
30220 -11.0 198.95 -33.0 -19.0 127.95 -64.0 -23.0 3.56 15
305.20 -15.0 199.15 -35.0 21.0 128.30 -55.0 -25.0 3.56 2
200.15 -12.0 182.05 -18.0 -18.0 82.05 -26.0 -13.0 0.97 15
203.15 -14.0 185.25 -18.0 -13.0 85.20 -26.0 -30.0 0.97 2
R 27820 -10.0 234.00 -17.0 -20.0 249.05 -13.0 -16.0 6.95 15
28120 -19.0 23430 -31.0 -16.0 24935 -25.0 -17.0 6.95 2
169.15 -17.0 151.25 -14.0 -16.0 91.20 -33.0 -17.0 3.28 2
314.20  -12.0 152.00 -65.0 -14.0 165.00 -42.0 -16.0 4.04 15
300.15 -11.0 198.95 -31.0 -20.0 127.90 -59.0 22.0 3.82 15
286.15 -10.0 185.00 -30.0 -19.0 157.00 -42.0 -15.0 3.24 15
208.15  -20.0 13495 -6.0 -20.0 50.95  -60.0 -19.0 4.28 9
197.10  -12.0 118.10 -34.0 -11.0 154.00 -20.0 -15.0 438 15

Y ':0.10 -12.0 105.05 -21.0 22.0 163.05 -13.0 -16.0 3.65 15
IMDA-D5  EEERDRISEX 110.15  -22.0 -11.0 168.15 -13.0 -18.0 3.65 2
T 208.15  -11.0 163.00 -13.0 -15.0 105.00 -25.0 -10.0 4.11 11
[MDEA-D5 [PAEREREN 163.15  -14.0 -30.0 105.20 -28.0 -18.0 411 2
M7 194.10 -13.0 163.05 -15.0 -28.0 105.05 -25.0 -18.0 3.84 12
(MDMA-D5  EEERGEEAN 165.15 -15.0 -18.0 107.15 -25.0 -11.0 3.84 2

178.10 -13.0 145.05 -20.0 -14.0 160.05 -15.0 -10.0 3.99 15
EZ7EEEEEEEEEE 020 -180 31020 -8.0 21.0 76.95 -30.0 -13.0 7.60 14
EZYEEEEEEEEEEE ;020 200 26825 -20.0 -20.0 105.05 -25.0 -20.0 7.60 2
150.15  -10.0 91.00 -22.0 -20.0 119.05 -16.0 21.0 3.63 8
164.10  -30.0 131.05 -21.0 -23.0 146.05 -16.0 -30.0 3.43 13
E- I i56.10 -11.0 97.00  -23.0 -10.0 58.00 -12.0 -23.0 3.39 15
IFEEEEEEEEEEE 05215 200 84.00 -8.0 -20.0 91.0  -46.0 -17.0 471 7

E 286.15  -10.0 152.00 -60.0 -15.0 201.00 -27.0 -20.0 3.11 15
EEEE 289.15  -14.0 152.10 -59.0 -26.0 201.15 -26.0 -21.0 3.11 2

328.15 -12.0 310.00 -21.0 21.0 212.00 -39.0 22.0 3.60 14
333.15 -12.0 31520 -20.0 22.0 258.10 -29.0 -27.0 3.60 2
342.15 -12.0 324.05 -22.0 -15.0 270.05 -28.0 -28.0 3.75 14
345.15 -16.0 327.15 -22.0 -23.0 270.15 -28.0 -29.0 3.75 2
41425 -28.0 5490 -63.0 -24.0 83.05 -50.0 -14.0 5.50 15
152.10 -10.0 134.05 -15.0 -13.0 115.05 -25.0 -11.0 3.02 11
204.10 -14.0 159.00 -20.0 -15.0 109.05 -40.0 -18.0 416 15
302.15 -11.0 199.00 -37.0 -20.0 196.95 -26.0 -20.0 3.56 15
305.15 -22.0 287.15 -17.0 -20.0 190.10 -25.0 -20.0 3.56 2
152.10 -10.0 134.05 -15.0 -13.0 115.05 -25.0 -11.0 3.12 11
316.15 -12.0 298.00 -20.0 -20.0 240.95 -29.0 -24.0 3.73 14
319.15 -23.0 301.10 -19.0 21 259.10 -26.0 -27.0 3.73 2
399.25 -14.0 114.05 -36.0 -11.0 381.05 -25.0 -18.0 3.20 5
B o205 140 8410 -22.0 -14.0 56.05  -44.0 22.0 4.14

]R3 RE2MEEY R L2005 AR EYFIEAMRMAHFENMRMBEES . RENEMAMRMBESZ K, CHEEEFNSLEF (20%
BFLEANREEE) NEEEKIE. FRNEELR T REMRMIEBE,
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s #ARERE (%) (%RSD) HiEFERRE (%) (%RSD) MREELE (%) (%RSO)

(ng/ml) |(LLOQ) LLOQ  500ng/mL  LLOQ 50ng/mL 500 ng/mL LOQ 50 ng/mL 500 ng/mL  (1.5*ULOQ)/ (1.5*ULOQY (1.5*ULOQY/
(n=6) (n=6) (n=6) (n=6) (n=6) (n=6) (n=6) (n=6) 10 4 2
(n=3) (n=3) (n=3)

AI~E-D3 2,5 85 103.1(4.2) 1125(3.1) 102.2(6.3) 95.53.4) 88.4(0.9) 99.9(4.0) 102.7(53) 105.2(6.6) 88.6(9.6) 108.2(1.7) 102.1(3.7)
B+HE-D3 2,5 89  112.0(11.7) 111.8(3.2) 93.7(84) 86.0(2.2) 943(0.6) 102.7(7.6) 96.9(3.9) 1025(4.2) 854(50) 104.1(4.1) 101.4(3.9)
B[£E- D3 1 98  92.3(10.7) 106.8(2.9) 103.8(3.5 101.5(2.0) 853(0.9) 113.6(6.7) 102.5(4.5) 103.9(4.7) 89.9(11.1) 113.3(0.7) 104.5(3.0)
A &F-D3 2,5 95 111.6(6.7) 106.6(2.3) 94.8(6.3) 885(3.1) 926(1.2) 109.3(9.6) 102.6(6.6) 106.1(42) 949(3.2) 103.3(3.9 958(2.2)
6-ZEAIBE- 03 5 94 93.4(9.8) 91.4(44) 956(9.7) 99.1(4.1) 86.8(2.8 96.0(7.4) 97.8(5.2) 107.89.9) 90.9(14.2) 112.2(2.0) 104.7 (8.6)
KRRE-D5 5 90 95.6(9.4) 102.8(2.1) 104.7(8.9) 112.0(4.2) 853(0.7) 103.8(9.1) 96.1(6.0) 104.6(5.3) 89.0(10.4) 107.3(5.6) 103.6(4.6)
135E-D3 5 94  114.5(10.4) 110.6(8.7) 114.02.8) 107.4(7.0) 104.2(3.8) 93.7(5.6) 97.02.00 108.9(75 91.2(1.2) 111.2(5.0) 101.0(4.3)
MDEA-D5 5 95  77.1(12.2) 100.9(0.9) 93.6(9.00 96.7(2.1) 951(1.0) 101.3(8.8) 99.6(2.3) 107.5(10.2) 89.4(6.2) 104.5(3.1) 100.6 (43)
KBS FIR-D3 1 94  103.7(2.1) 105.8(3.0) 117.5(3.5) 857(0.7) 86.0(14) 113.9(7.6) 96.4(2.2) 101.5(4.1) 87.9(7.7) 111.2(3.00 106.8(2.3)
P T AEE-DA 2,5 96  106.5(13.4) 107.5(1.8) 95.4(10.6) 101.8(5.0) 104.7(3.4) 107.2(9.0) 97.0(3.2) 104.1(10) 85.7(59) 110.5(5.0) 107.0(12.7)
B[R ZH-D3 1 96 92.4(7.1)  95.1(24) 116.0(1.4) 87.4(0.8) 86.7(0.8) 115.1(7.8) 943(3.1) 104.2(7.00) 86.9(1.6) 110.0(4.1) 108.1(5.1)
A+E-D3 1 9% 83.8(0.3) 995(.4) 100.7(3.0) 92.7(1.2) 87.3(0.6) 99.7(51) 100.2(3.0) 951(5.8) 858(3.1) 1089(3.6) 93.9(3.8)
B{%H-D3 2,5 96  99.9(12.4) 96.9(7.2) 1045(83) 87.0(1.3) 89.7(6.1) 100.5(13.9) 95.7(8.0) 99.0(10.1) 89.0(13) 106.2(4.8) 99.4(3.1)
AIE&E-D3 1 97 94.8(6.1) 107.3(2.6) 106.0(4.5) 103.7(2.1) 89.1(1.9) 106.3(6.3) 107.6(5.0) 103.7(7.2) 88.2(11.9) 114.2(5.0) 103.2(3.0)
ZSAI1FE-D3 2,5 93 105.8(6.0) 108.9(8.1) 949(87) 989(23) 86.4(22.8) 101.1(9.3) 956(5.1) 1045(7.7) 881(7.4) 111.0(5.7) 105.8(3.9)
HFHHAES-D3 1 93 89.6(11.2) 110.6(15) 104.8(8.9) 90.5(1.1) 92.1(6.6) 108.6(16.1) 97.5(5.2) 103.5(6.5) 89.5(2.8) 112.4(5.5 98.9(4.6)
[Ee N EpDP-D3 1 92 102.8(15) 91.1(2.6) 117.2(43) 858(1.3) 86.1(25) 113.0(12.4) 97.0(43) 1004(59 854(86) 109.1(3.4) 1055 (4.3)
MDEA- D5 2,5 91 78.2(16.4) 815(5.1) 82.7(11.2) 90.7(2.8) 855(1.7) 102.4(13.3) 98.8(8.8) 98.9(3.5) 859(4.3) 104.8(1.1) 100.3(4.2)
MDMA-D5 1 88 783(3.1) 782(42) 1150(5.8 855(3.6) 89.0(2.5) 109.5(12.8) 98.2(3.8) 102.6(8.8) 85.9(3.6) 108.7(6.6) 100.7(5.1)
EEET T = D3 5 96 84.3(15.0) 84.14.2) 89.1(4.1) 91.7(15) 856(1.7) 103.6(11.4) 92.6(5.1) 110.3(54) 91.0(4.9) 104.4(5.6) 95.0(4.5)
KT FIR-D3 1 97 715(6.2) 87.0(3.6) 103.1(50) 903(15 851(14) 1035(9.9) 1002(26) 959(4.1) 89.2(72) 1148(2.6) 99.1(2.0)
KRB FH-D3 2,5 93  101.1(69) 96.0(23) 84.8(7.6) 90.8(3.0) 86828 1126(68) 94660 1057(6.9) 89.9(135 113.3(1.4) 109.3(7.7)
[N MDA-DS 5 91 79.4(15) 97.3(58) 943(10) 101.7(39) 86.0(3.4) 902(66) 953(3.6) 101.7(9.5) 87.9(57) 105.7(7.5) 106.1(14.4)
[T MDEA- D5 1 91 77.3(12.00  87.83.7) 112.1(3.7) 882(3.2) 883(1.4) 1129(76) 97.62.6) 1033(54) 86.0(6.4) 1056(3.5 103.2(2.2)
m_ MDMA- D5 5 81 81.8(6.5) 78.7(6.2) 103.7(3.2) 103.6(2.3) 856(1.2) 91.4(7.8) 99.6(4.1) 103.9(7.3) 85.1(2.1) 112.1(5.5) 101.4(4.7)
MDEA- D5 1 86 73.8(19.6) 87.3(5.1) 106.9(7.7) 94.8(4.1) 85.8(2.8) 104.2(9.2) 99.9(3.5) 100.4(1.9) 85.1(5.5) 109.2(2.2) 102.4(2.7)
ZIVER-D9 1 98 83.9(4.1) 89.4(3.4) 105.1(7.00 93.6(0.8) 855(0.4) 106.2(7.7) 101.7(3.2) 103.6(83) 85.1(10.6) 111.3(2.2) 103.4(3.5)
— S AIf$E-D3 1 93 92.3(17.0) 114.0(3.3) 106.0(8.0) 109.7(2.0) 86.2(1.7) 111.7(11.4) 99.4(6.3) 101.7(6.8) 88.3(1.7) 114.5(5.7) 107.1(2.1)
HKEAR-D5 2,5 97  80.1(15.0) 85.7(84) 84.1(3.5) 99.4(1?5 87.3(55) 102.1(6.00 96.4(84) 1054 (6.5 88.8(9.8) 101.8(63) 99.2(6.9)
KREE-D5 2,5 95  942(17.0) 103.1(6.9) 90.1(53) 101.6(4.3) 87.5(3.1) 1103(7.9)0 92.4(3.8) 95.8(6.2) 89.6(8.0) 106.6(5.9) 104.7(4.9)
a[EE-D3 1 99 81.3(4.4) 90.7(0.9) 101.8(3.7) 89.6(22) 856(3.3) 103.0(63) 99.6(5.0) 98.4(84) 880(.7) 112.5(41) 90.5(2.2)
13miE-D3 5 95 65.8(12.7) 77.9(9.6) 88.9(10.2) 94.0(2.8) 87.3(2.2) 102.7(12.5 98.0(4.7) 107.1(9.3) 92.6(45 110.5(3.1) 100.6 (5.9)
438ER-D5 2,5 92 103.4(4.4) 102.6(10.3) 88.9(10.2) 94.0(2.8) 87.3(2.2) 102.7(125 98.0(4.7) 107.1(9.3) 85.2(8.7) 108.3(4.9) 101.2(8.0)
4 phER-D3 1 91 95.9(13.9) 85.8(1.8) 1159(6.3) 86.9(2.0) 88.7(1.5) 119.9(54) 93.4(46) 100.7(84) 86.9(9.8) 102.7(0.6) 97.9(1.6)
TRIEHE-D4 5 86 81.4(12.3) 88.9(8.7) 100.2(14.9) 93.2(9.5) 100.1(2.9) 96.1(10.7) 92.9(6.6) 98.03.8) 87.4(11.6) 92.7(9.4) 89.6(7.6)
FRER-D3 5 98  109.7(12.4) 101.2(14.3) 90.4(12.2) 87.6(2.4) 89.4(2.6) 100.0(13.9) 99.7(11.1) 108.0(13.9) 105.7 (4.9) 104.1(5.4) 101.3(5.3)
MDEA-D5 1 83 72.8(16.9) 90.4(3.3) 105.8(5.6) 86.7(3.4) 85.7(2.4) 110.5(8.1) 97.6(3.0) 104.3(6.3) 85.8(6.5 106.7(3.3) 102.0(4.0)
ERZEFR-D3 2,5 80  109.3(8.0) 106.2(4.4) 104.5(14.5) 86.9(5.0) 85.1(2.2) 104.1(13.4) 93.7(4.6) 103.9(11.2) 85.6(1.7) 112.2(1.7) 107.0(5.0)
FRER-D3 5 91 90.2(4.2) 92.8(6.9) 94.6(9.7) 89.8(84) 96.8(7.4) 101.1(15.2) 101.2(6.5) 107.6(10.8) 103.7(43) 110.9(5.3) 98.5(4.3)
$2EF-D3 1 9% 85.8(9.8) 112.7(3.8) 86.7(5.1) 92.3(2.0) 85.6(4.5 113.2(6.7) 98.1(5.0) 102.7(5.1) 86.2(4.9) 108.3(6.8) 104.6(1.1)
13E-D3 2,5 98 69.7(14.3) 90.7(10.3) 105.8(5.9) 92.1(4.5) 91.7(4.9) 1043(9.0) 93.8(6.2) 108.6(6.5 87.1(42) 1056(3.3) 96.0(5.3)
MDEA- D5 5 9  99.6(11.2) 954(83) 93.2(29) 103.3(2.00 90.3(2.6) 97.2(9.5) 99.1(3.4) 106.0(5.2) 93.1(6.2) 112.6(2.3) 110.5(3.8)

R4 RMUEYEENRKRITLER, MR EFLEENEKRE, REMERTERETNBREINESS-115%, HFART15%ETERZ (RSD)
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AT ER2BohiFmai R ENLC-MS/MSEXR
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BITARE—MAE: BERERIIRGLET
BEAILT, HFmHlESLC-MS/MSARGERY,
F AR EREfAIBT El,

BAMERNERES , R ESEEN BT
FTESEMRMBE. EZRIATNEERZE
B, BREFMBEFREEIERE S FHEMMm A E
=NRbERE R, BRITNENMEEYRZ15MEE
AR IEREEIDHIT T Rtk B XA IERT LR
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§t3942 DOAMIADMWIET Z A EZNRR M. R
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FiES KR EFIANEA ARMEE, @I R EmLE
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