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1. ZUC®IC

ThaEY, ZaRFIVBFavky T,
Yy Fau, eI A, RFKyFREDF AEHPIC
EEINL v TV AuL FO—HTHY, WHELD
IR O ARG & LT s b8, —ER
DLEoBECTHR, MK, SRR EohapEik R
TV, FEKOIL, FavkrTHITFIZONTIE,
MENTEY EFEULTWSE Z EH5, SEMICIZEE
hEFEI RS Y ShTBh, MILENTLBEEICTH
FBHEBIDFEEL TV D, FRISAEEEIZIE 5 HIZm Pl
T, 11 AICIHEETREIET (B L) o 2 s
ALz,
FavkyTHAFOBRAVEEDLN LA, BEY
mO7 FaEy, AaKRF I LOERRHEERBEE 2
ZEIATo T ho ZOHBEIFMMAE, Mg
72BWHETHH0%, GCMELHHRE LTwb70, =
— 7V 3 A, HEYEERIC X 2 ki, WIC T — 7 v
Wk, W, WEOTRICI Y, MM TR
FIAHZELTWS, ERHERAOLEIE, —Zb 5
WHERAEDR SN B 0T, A, iR fH B X O
%HLC/MS/MSIZ & D %2479 Fikix ik, BAFRH
REBOTHRET 5,

2. RBRFIE
2.1 #H#t
VRINEERERIC 32 TR OREB KO, 2% W

LR L72F ¥ TR 2L THW,
2.2 HERUEER
iR 7 by, BALKERA IR T I
FIEAT R R LR R s
ZOMDFRIE | B RIEGHTH, LC/MS HaldE %l
7z
FEAHAH 7 24 0 Waters® 4+ 7 Y AMCX &5 A
500 mg/6 cc
e JEG (1000 mg/L) - BElEE7 he Yy 120mg (7 b O
¥ r 1L T100mg), RAbLKFE
fEAIRT I 133mg (XK
53I2E1LT100mg) #IELK
FEEL, MPNCAY 2 —VICHE
%L C10mL &9 %,
RAFRHER (10mg/L) © FE#EJFIE A ImL % 100mL 2 A
TIGATRY A Y ) — VTR
535
2.3 EBRUBEZRH
2.3.1 HPLCZfF
(i) BdB LC-20A WES I VTV MU AT A
(537717 &) Supelco®  Discovery HS F5, 3um,
150 x 2.1 mm
(BB ML) 0.2 mL/min
(EAR) 5 ul (B9 L) 40 T
(R @A)
5mM REfE7 Y E=7 A&4A H0 : 5mM g7
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»YE=v AE4ACHOH 2080

Total run time : 15min

2.3.2 LC/MS/MS 1%

(%) Applied Biosystems # API3200 QTrap

LC/MS/MS system

(f ¥%—7x—2A) Turbo V source

({4 »1bE—F) ESI positive mode

A+ VPR T A= —)
Curtain Gas : 30 psi, Collision Gas : 5psi ,
TonSpray Voltage : 4500 V Tempaerature : 600
C , Ton Source Gasl : 70 psi, Ion Source Gas? :
80 psi Interface Heater : ON

(WEE—F) @ MRM %
MRM O#llEFf i3 HEfaifs: (7774 F) 12
XYk, HERELORRIVEIDEBYH
Ay, FA4F > (ER, EMH) 2REL7.

®1 EZa—Aa4F>

ne= | BAAY FAF>2(m/z)

ATE V) [FEALU | RBATY
Z2aR53 | 3031 304.0 138.0 103.0
F7hkaey 289.2 291.1 124.0 93.0

AR 5g
BE1EEK0.5mL

[ ¢——0.01N HCI 10 mL
«—A%/—)L 40mL

v
O
RESFAX

!

[ %358 ’

B (REY)
0.01N HCI 5 mL
A8/—)L 25mL

51558

A 4

A2/— )L
EZ100 mL

1 #HE7O0-
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2.4 FHhEMR

1, 20TRTHEICE D it X ORREE2 Bad L
oo 9, ABZEIFH—CTHEIY L L 2%, 100mL
I=H IV —F —~5g IR L 2MIX {R AR H#E % 0.5mL
WML 720 (AR OBREE ZFEEOUE S %2 B35 124
TR OHE2500p/L, FYETITXRTOLEIE
250pg/L & L7z0) 304048 0.0IN HCI 10mL, %%/
— N A0mLZMAZARY) ba Y THEREIF A A L7z RIZ
WEIABL, Bt I=hL ¥ —H—I2EL00IN HCI
5mL, X %/ —) 25mL Z I A FFEERE T A4 XHBRG1 A
WL, AWERNDSWEIADE100mLIERS L, 4
TR DOEHEIINE A Y 7 — )V T100 A2 REEAR Ll
T L Lize F V¥ T IRYEMG 2 Gl olEE,
C O IAT BRI 2 720 RSB 2mL % 3R
BREICERD, 0.IN HCI 8mL ~FH > 2mL #hz THke 9,
FrEBEATT VU BRET 5, RIZ, 2F =)L 10mL,
K5mLTa ¥4 ¥ a=>2 L7 0asis MCX # J A2
L, 01N HCl 4mL, # % 7 —)3mL, 7K3mL T
L7218, 5% NHOH A%/ —)V4mL THEH L7ze &
Wi % 10mLIZ A % — VCTER LIMER & L7

WHEZE 2mL
0.1N HCl 8 mL
AFXHL 2mL

€ R ES RS

v K#8

— T4V
ASLIB3E | a8)-)1 10 mL
Qasis MCX 7K 5mL

500 mg

b
*0.1N HCl 4 mL
“A3)=b 3mL
+7K 3mL

A
-5%NH,OH *%/=)L 4 mL

A
[ RHREES }
10 mL

BEEAR
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3 HBRRVEE
3.1 HPLC&#d LUR/IMGHEDIRE
TrOEY, Z3KT I LOHHED72DRMIECI8HR
DLCH I AERALIAD, 7= 7, PHEEIRKEV
¥ =7 IRPE» o7 (K3, TR, —F7 vFEb
7z = VIERFED, RBURTEILEWITR L TR E ZRE
T L EN 59 Hilic &2 ? Discovery HS F5 7 5 4 %
HFRLEEZA, M3 EEOZ7ux bE ) HIFTH-

3.2 HHBEEORKRE

A B I INR OMF R E & LTAF Y VR &2 AT
ATELEREEL, TEI=1M), BEXORAFY /-1
2fEEMGE L7ze K2 0L BRI KELR 72
B, AY )= NVOHPETREPS72OTRAY ) — Vil
WphrZEkE L7,

S i £2 HHBEAIOERE
72O TUBOBMFIEZ DA T 22 HT LI &L L
. _ - - &3
Discovery HS F5 % 5 A SO Mt (S/N=3, - _ :

VEery 1@% V) HYL J *ﬁﬂj% ( ;ﬁ-ﬁi S X:I?I'\EED
YEE}\% Y ,UL) %jky)f:k :67 ]"‘ DE’T/@}%/E.\ 7‘&|~1|~'))|/ 98.6% 91.8%
00009Hg, A 7‘1‘\0 3 N :/O)i%/ﬂ\ 000014ng a 7& D ) A3 )";'l/—)b 103.2% 95.5%

KT I VDOFH 6 REREIREDS R - 72,

WAC of TMRM (G pairmy 28 1.17124.0 amu fram Sample 1 @m0 1) 0f 0314w i (Turbo Spray) "~ Max 1224 ops
107es 1 HPLC& 4 ‘
1.00e5 1 1 : Scopolamine i $H3L : Supelcof  Discovery HS F5, 3um , 150 x 2. 1mme

2 . Atr0p|ne FRE : 0.2mL/min 5$A§5ll|_ hSLGRE:40°C
50024 FE)HH: AB=20:80

A:5m mol/L BFE&7 E=)AEHFH,0
pones B:5m mol/L BFEA7YE= A& HCH,0H
400e4 ]
2.00e4 4 2
000 AL
1 2 3 4 5 & a 10 11 12 13 149 15

W AIC of +MRM (G paimy 28 1.17124.0 amu from Sample 18 (=1d 0 13 of 113 0awiff (T orb Max. 93500 cps
56e4 )
80ed 1 : Scopolamine i HPLCZf4
7004 2 : Atropine i HTL 0 Waters® XTerra MS C18,3.5um , 150 x 2.1mm¢
5.0e4 FEHH: AB=65:35
s0ea W2, EAE WILERE, AB ; LERERAK
40e4
30e4
20e4

10e4 2
e e
1 2 3 4 5 =] 7 E a 10 11 12 13 14 14
Time, min
X3 BEZFEEROI/OY T I L

3.3 EMEHZLOWKE

) =Ty ZTIHHTAEMA T LDEEIINTzo
T, FTFNRo2WERIICTVIEAL FTHY 3.1
HPLC &fhofatic b it Lz & B Y, Mlkssm < C18
NTLETRIEIEALRFEEN W LR TPRENTZD
T, A A4 38— FEAMTH 5, Oasis MCX [EAH %
s L7z 2mix BE#EHE (0.2pg/mL) 2mL & 0.IN HCI 8
mLEzRAELZLOZN20EBYV IV FrYyam vy
L7zREANCEM L, P, L7z EomIELZ KD
7oo BERIE, 7 hBEEY101.7%, AARFI1011%
THRIFRETH 5 72DT, TOH I LB LOEMETHT)

ZrkElL7,

3.4 ZAhEYR
AETRYBLOF UV ESTRYICT PR Y BEUA
IRZ IVERMLTHRMEMUERZ T2 25, &
3neBY Lol ETXRTOYET by, A2
KT I VORILEN106.7%, 99.3 %, HFHAE e {2
(RSD) 1312%, 11%EFHICRHTH o0 FUET
IR Y OB AT95.9 %, 954 %, RSD & 2.1%,
11%E BIFTH o728, IR OLGE LT 5 &4
TIEURAMET Lze SIS BRED DA FH 255
AT 72T DEEEZ bz,
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ER I~y 1] =1 P
PN == AORFIV
SEHEURE | RSD | FHMEYRE | RSD
H£ORD 106.7% 1.2% 99.3% 1.1%
FoESTRD 95.9% 2.1% 95.4% 1.1%
(n=5)

3.5 FEESEER

RS N75E0EIZLC/MS/MST7a %27 M
FrDRFx VMR ERTTo Tz WEITH Tz TIE, T H
o¥y, ZaRSIVOGTE+ 1 OEEREBA TV
WCREL, MS/MS A2 M WVIZKE 7%

B

= %5‘/‘{ 7& CE
. L) -~ =1 )~
(Collsion Energy) % 3 BFSICAELZ €720 0% FIFIZ
W TIC: from Sample 1 (2mix 0.1 80% pos) of 0405MSMSscan.wiff (Turbo Spray) Max. 1.6e7 cps
=4 A Lo
1667 3.07 ZHE—y
/ 6.88
1.0e7 /\
0.0 1.11 261 6.03 )
' 1 2 ¢ 3 4 5 6 7 A 9 10
Time, min
W +MS2 (290.20) CE (20): Period 2, Exp 1, 6.734 to 7.136 min from Sample 1 (2mix 0.1 80% pos) of 0405MSMSscan.wiff (Turbo Spray), C... Max. 1.2e6 cps
(CE:20V) 290.2
1.00e6
— 5.00e5 1242
734 931 | 142.1 260.1
» T v ; ; ; ; T T T T T ; . T ;
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
N +MS2 (290.20) CE (35): Period 2, Exp 2, 6.751 to 7.153 min from Sample 1 (2mix 0.1 80% pos) of 0405MSMSscan.wiff (Turbo Spray), C... Max. 8.6e5 cps
8.6e5 124.2 (CE:35V)
E 5.0e5 932
290.2
671771820 911952 12101254 1421 260.1
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
T +MS2 (290.20) CE (50): Period 2, Exp 3, 6.767 to 7.169 min from Sample 1 (2mix 0.1 80% pos) of 0405MSMSscan wiff (Turbo Spray), C... Max. 3.4e5 cps.
02 ( CE:50V)
3.0e5
1242
2.0e5 91.]
671 772
1.0e5 952 103.1
8.065.4. | ) ‘86”&\ 1 | 121. 142.3 2899
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
4 T rAERERDMS/MS XY L
W TIC: from Sample 2 (Tasagao karamuari x20 pos) of 0405MSMSscan.wiff (Turbo Spray) = Ay L0 Max. 1.1e7 cps
ZEE—Y
6.83
1.00e7
i 5.00e6
0.00 1.06  1.66 J 362 4.17 462 |528 6.23 77,54 8.04 8.59 8.84 10.10 1111 11.81 13.92 14.77
' 1 2 + 3 4 5 6 7 8 9 1b 11 12 13 14
Time, min
T +MS2 (290.20) CE (20): Period 2, Exp 1, 6.633 to 7.236 min from Sample 2 (Tasagao karamuari x20 pos) of 0405MSMSscan.wiff (Turbo. .. Max. 1.1e6 cps
(CE:20V) 2002
1.00e6 1
i 5.00e5]
1242
92.9 260.4
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
' +MS2 (290.20) CE (35): Period 2, Exp 2, 6.650 to 7.253 min from Sample 2 (Tasagao karamuari x20 pos) of 0405MSMSscan.wiff (Turbo... Max. 7.4e5 cps
( CE:35V
7.4e5 124.2 )
6.0e5+
i 4.0e5 93.2
2,085 2902
67.3 822 912 | 952103.0 121.2 125.2 1423 260.0
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
T +MS2 (290.20) CE (50): Period 2, Exp 3, 6.667 to 7.270 min from Sample 2 (Tasagao karamuari x20 pos) of 0405MSMSscan.wiff (Turbo... Max. 3.8e5 cps
( CE:50V
3.8¢5 93.1 )
3.0e5
124.2
2.0e5 :
1.0e5 672 771 103.1
ss0 | |, %R 121 1422 290.0
4 T T T T T T T T T T T T T T T
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
5 FavutrT7HAHABMERDOMSMS IR ML (7 hAE >
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WE L7 ek, BIERTIE A ITHE L7,
X4,
7 b ¥ HLERG O MS/MS A7 bV (RY) &R
L7z B, FHEEEC CE20 V CId#EA 4+ 2902
ME L TWADY, CE35 VTid1242, 932D K&

SIS L OV 3 v 7 iR O

6y

A aKRZ 3

{%HoTwh, CES0 VTI932, 12420KE 75z L 7zo BRHER, HHRIEIC CE:20 VCIIBA 4+ > @
W TIC: from Sample 1 (2mix 0.1 80% pos) of 0405MSMSscan.wiff (Turbo Spray) Max. 1.6e7 cps.
=3 Al Lo
BuUr—o
1.6e7 3.07 1
6.88
. 1.0e7 \
00 1.1 2.61 6.03
’ 1 2 + 3 4 5 6 7 48 9 10
Time, min
W +MS2 (304.10) CE (20): Period 1, Exp 1, 2.965 to 3.216 min from Sample 1 (2mix 0.1 80% pos) of 0405MSMSscan.wiff (Turbo Spray), C... Max. 1.1e6 cps.
(CE:20V) 304.2
1.00e6
) 1382 156.2
— 5.00e5
g2 981 1102122
T 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
W +MS2 (304.10) CE (35): Period 1, Exp 2, 2.982 to 3.233 min from Sample 1 (2mix 0.1 80% pos) of 0405MSMSscan.wiff (Turbo Spray), C... Max. 1.0e6 cps.
1082 (CE:35V)
1.00e6
_ 5.00e5
98.2 o 2 158.2 3042
L ot — : : : : : : i :
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
W +MS2 (304.10) CE (50): Period 1, Exp 3, 2.998 to 3.250 min from Sample 1 (2mix 0.1 80% pos) of 0405MSMSscan.wiff (Turbo Spray), C... Max. 6.5e5 cps.
103.1 ( CE:50V)
6.0e5
. 4.0e5 138.2
T 20e5 794 072 2
. . - 1212
R ARSI el I 1550 : : : : : : : : :
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
M6 XIKTIRERDMS/MS XY ML
W TIC: from Sample 2 (Tasagao karamuari x20 pos) of 0405MSMSscan.wiff (Turbo Spray) Max. 1.1e7 cps.
=4 Al 1o
207 ZHE— 6.83
1.00e7 ¥ A
— 5.00e6
0.00 1.06  1.66 . 362 417 462 |5.28 6.23 _ 7254 8.04 859 _8.84 10.10 1111 11.81 13.92 14.77
’ 1 2 4 3 4 5 6 7 8 9 1 12 13 14
Time, min
W +MS2 (304.10) CE (20): Period 1, Exp 1, 2.965 to 3.317 min from Sample 2 (Tasagao karamuari x20 pos) of 0405MSMSscan.wiff (Turbo... Max. 6.3e5 cps.
(CE:20V) 304.2
6.0e54
138.2
K 4.0e54 156.2
2.0e54 1211
79.1 983 1101 | 274.3 286.0
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
W +MS2 (304.10) CE (35): Period 1, Exp 2, 2.982 to 3.333 min from Sample 2 (Tasanan karamnari x20 nns\ of 0405MSMSscan.wiff (Turbo... Max. 6.4e5 cps.
1582 (CE:35V)
6.0e54
. 4.0e5
T 2.0e51 1031 1212 156.2
674703791 982 | | | 304.2
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
T +MS2 (304.10) CE (50): Period 1, Exp 3, 2.998 to 3.350 min from Sample 2 (Tasagao karamuari x20 pos) of 0405MSMSscan.wiff (Turbo... Max. 2.7e5 cps.
. 1052 ( CE:50V )
’ 138.2
2.0e5
= 1065 %0 | 1102
70.3 792 941 1, 1211 156.1
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, amu
M7 Fave THHFHHBROMSMS X7 ML (ZAKFI )
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LBAF VI3FRER R B ro7ze WTHOCEETYH
# D MS/MS A7 PVIZEELL TwW5b 2 &2 Sl
W37 huv s LR ENT,
7TIHERE B X ONF 3 vk v T A i O
YHIBEGDOMS/MS AR bV (RY) %
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30422 K E =2 L 5T AA, CE:35V Tik1382,
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72

B, 7hatEy, 2aRFI VAT TIEE—2
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3.6 S ATERFRE

Hik o & B0 R RBRE S X 5 73T A o Rl
HIZ6~THER (5 MF) 2LETH DA, ShIHETL
727 TIEAY 3R (5 MRIR) THRET L, 172125 S
N7z
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HS FS Ol DS BIfTHh - 72,

2) EEIE A Y 7 =, TP P MITKERL
RIFTH o7z,

3) 2U=r 7y THEMA T 2THEPE A+ a5 A
WU TH 72,

4) WINENXEETIEETRY, FUrETTRIILICR
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