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BECBIT 2 208 (BT Tvebw 2 s ) oy BPREEERERICEYNICNET 2720, <y
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2.4 SHWEE

2.4.1 LC-MS/MS &

LC : B#%/ERT, Prominence

MS/MS: % —%7 4 v v —HA VT 4747,

TSQ Quantum Ultra EMR

LC-MS/MS #fFetrz &k 1 LUK 2 IR L .
K1DHW A 7 LHE TR L =QIZEKEMEER 2
o<t 74— (LUFHILIC) itk 35%4tThH
3.

#£1 LC-MS/MS #g1Ett

LCHMESRME
F AN @ Inertsil ODS-SP(3.0mmL.D. X 150mm 3 2 m, ¥—T/AHA L R)
@(HILIC): Inertsil HILIC (3.0mmLD. X 150mm 3 g m, ¥—=/LHA = 2)
T LR 140°C
B AT ER=RIV B:0.1%& i
7V h ESLRO) ZAE@(HILIC)
W (min) | A#E(%) | Bi(%) W (min) | A#E(%) | Bif(%)
0 5 95 0 95 5
5 95 15 30 70
25 100 0 17 30 70
30 100 0 17.1 95 5
30.1 5 95 23 95 5
35 5 95
bk :0.4mL/min
TRFFRFRI (A 22) (F2BH
BRHRE :5C
TEAR Sul
MS/MSHE LM
A AL ESI
AT —EIE (+):3000(V) (—):2000(V)
S AHAE :50(unit) AUXHAJE : 25(unit)
FrE IV —iRE :330°C (557 :350°C) AR—RTAP—RE:330°C (HHF:350C)
SRMZf 45 (#K2B R

2.4.2 GC-MS %

GC: 7Y L v F, 6890N

MS : HAE T, JMS-Q1000GC/K9

GC-MS E DO #AFE 2 AT IC/R L7z, GC-MS &
W EICHER CGEM) BB WD, airicd iz
Tl - WA 7 b VEANIRIE L 72,

717 2 : DB-5MS (0.25mmI.D. X 30m 0.25um,

TYLY )
# 7 LR 50°C (1min) — (25°C/min) —125°C
(Omin) — (10°C/min) —300°C (10min)

Xy )7 —HZA:~Y 7 A ImL/min

44 v{te—F : El

SHE—F : 2F 5 v

FEANTE A7)y FL X

HEA DR+ 250°C

A A VIFERE  200°C

AV E—7x—ZRE  250°C

AR 2ul
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SRM Z&ff, A& TR B ORasin [a I EAER o il 2R 4%

o, % 5 (R BSL - |fa—7bvx| Q1 SERAAA HERAA SRR | R OR) Bk iR W=
(min) () fiE(unit) (m/z) CEEV) | Q3m/z) | CEeV) | Q3m/z) | (we/e) [mmerm | ove  |mmere | v

1 |Z==A TS ) — L7 7.1 (+) 58 152 13 134 16 117 1 95 2.9 84 5.8

2 |=7=RY 9.6 (+) 64 166 13 148 18 133 1 90 5.9 88 3.1

3 |[FVARZT =R 9.8 (+) 64 166 13 148 18 133 1 99 1.6 89 3.4

4 |AFNTT=RY 10.2 (+) 67 180 14 162 20 147 1 91 1.0 88 2.7

5 |7z T3 11.7 (+) 58 150 10 133 23 91 1 79 10.7 88 5.1 GC-MSEHE AT

6 [arorr 13.6 (+) 107 355 32 144 24 212 1 109 1.4 90 1.8

7 [pErvTEREoR 14.0 (+) 90 300 24 227 14 283 1 101 2.1 97 0.9

8 14.2 (+) 90 285 19 256 19 242 2 84 19.5 99 5.3 GC-MS7EE T

9 [z 14.7 (+) 79 232 24 159 41 109 1 78 2.8 95 5.3 GC-MSEEHE T

10 |T3 15.6 (+) 108 652 23 606 28 508 1 100 4.3 106 1.2

11 |ZAAFeFy 17.0 (+) 88 310 5 310 - - 1 92 8.8 92 2.5 GC-MS7EE ]

12 [7=/—NTHL A 17.1 (+) 89 319 22 225 12 141 1 81 3.8 103 1.8

13 [T ALy IR 17.2 (+) 88 352 17 230 35 159 1 83 2.8 95 3.6

14 |7 ho3 17.4 (+) 72 280 28 125 15 139 1 87 3.2 93 2.3

15 |eyav L 18.4 (+) 88 362 29 184 54 167 1 86 3.2 102 3.8 GC-MSFEHERT

16 |U7 €50 19.0 (+) 92 285 29 193 27 159 1 85 1.0 102 2.0 GC-MSFEHE A

1T [N==hay 7 =07 V53 z?z (+) 68 261 10 187 27 159 2 89 3.4 93 2.3 SRR A

18 | ALY A YN 27.4 (+) 84 496 13 319 25 179 1 109 6.2 117 2.8

L2 Y RIN—T-2

No P TRFFIER I 7‘1;7‘3‘/7.’ Ql TERAA SHAA TR TIR [T (B AR) Lkt A -
(min) CHEPE) | flGunit) | (m/2) | CEeV) | Q3n/2) | CEEV) | Q3m/z) | (ne/e) [mugss@w | oV  [Euss )

19 [ERaZoanF 7oK 11.3 (=) -78 296 19 269 25 205 1 82 5.8 103

20 |2 /U RB 12.6 (=) -124 861 35 386 58 224 1 81 3.1 91 3.4

21 [ /U RA 13.2 (=) -124 861 35 386 58 224 1 99 1.6 89 3.4

22 [N ZRAAFTIR 15.6 (=) -60 380 12 306 21 242 1 121 2.7 111 1.2

23 |[7rtIR 16.5 (=) -71 329 20 205 16 285 1 99 2.0 101 3.9

2. LR —T -1

o, [ 1;&4%51#% ESI —7;:7‘3‘/1 Q1 ERAAAY TERBAAA EETR [ () wltt RARBUEL =
(min) CHibE) | fi@nit) | (m/2) | CBev) | Q3m/z) | CEEV) | Q3m/z) | (ne/®) [wmiws | ove) [mMese) | oV

1 |emsres 6.1 (+) 93 209 35 95 24 163 1 102 5.3 102 5.6

2 [Vrma 12.1 (+) 78 235 10 235 16 86 1 99 4.2 94 4.3

3 |[Ferey 13.6 (+) 105 355 30 144 21 212 1 101 1.5 104 1.0

4 [rryes 14.4 (+) 88 327 23 270 48 192 1 102 2.2 103 1.7

5 [AHUA 15.1 (+) 116 677 29 369 18 313 1 99 2.9 98 5.6

6 |7 15.3 (+) 66 265 15 176 10 265 1 102 4.4 98 7.7

T \CT A 16.6 (+) 88 344 22 271 28 215 1 99 3.1 98 2.4

8 [ hzUr 17.0 (+) 66 306 28 159 12 274 1 100 2.0 100 1.2

9 |FAAT 18.6 (+) 101 289 30 109 19 97 1 97 5 101 3.6

10 |AF VT AMAT B 19.2 (+) 100 303 18 285 30 109 1 97 X 95 3.9

11 |7V~ 23 20.2 (+) 98 194 14 369 35 169 1 98 2.9 102 7.4

2.2 RN —7 -2

No P RFFIER ESI h-: voxloaQl TERAA HEBAA IR [T (B AR) 3Lk T
(min) GEth) | fiwniv | (m/z) | CEeV) | Q3m/2) | CEEV) | Q3m/z) | (we/s) |miesm | ov@ b

12 |FAFFEYT 4L 14.2 (+) 85 149 24 204 10 449 1 97 3.4 .8

13 | S AFF 7 14.6 (+) 120 189 38 312 10 489 1 99 3.4 .4

14 |RFF 7L 14.9 (+) 121 167 42 297 15 167 1 99 4.2 1

15 [EREF BT T T4V 15.1 (+) 107 505 24 487 15 505 1 86 5.0 85 5.6

16 [ VFF 740 15.3 (+) 111 475 15 475 38 283 1 98 3.2 106 1.1

17 |REV AT F 740 15.5 (+) 111 189 15 489 37 283 1 98 6.0 101 4.2

18 |73/ 855740 16.5 (+) 78 391 11 269 38 262 1 90 3.2 91 5.9
17.4 (+) 88 390 17 268 10 390 1 99 2.1 96 2.1

20 |FAFF 740 17.5 (+) 109 491 24 341 33 299 1 96 9.1 91 5.0

21 |[7EF AT VR 17.6 (+) 88 357 26 329 30 285 1 124 0.9 122 0.3

22 | XY RN T 4L 17.7 (+) 77 390 12 151 5 390 1 95 1.2 103 6.7

23 [FATANTF T4 17.9 (+) 103 505 40 299 29 327 1 99 2.6 99 5.5

24 | TIARISIVTF T 40 19.5 (+) 102 460 38 312 36 284 1 98 5.4 83 3.8

3. ZOMIN—T

No. P TRFFIEH] BSL - |fa=7vuxl QL A4 A R r/ﬁﬂ Y (B A) 3k RO e
(min) CBte) | flGunit) | (n/2) | CEeV) | Q3m/2) | CEEV) | Q3m/2) | (re/e) [mugsow | ovew  [muesow [ ove

1 |[7ArgR—2 L9 (+) 137 646 24 304 27 146 1 % L e L
8.8 103 1.8 79 3.2 |HiLIC

2 [z 10.7 (+) 81 206 29 105 27 61 0.5 97 2.5 90 L5

3 17.1 (+) 89 277 17 175 12 192 1 105 7.8 120 1.3

1 17.6 (+) 104 146 15 321 26 286 0.5 92 2.6 95 2.0

5 17.7 (+) 90 325 13 243 29 119 1 103 1.8 109 1.2

6 17.8 (+) 88 271 19 155 33 91 1 99 6.9 100 2.1

7 18.1 (+) 97 153 30 230 20 162 0.5 97 1.3 97 1.6

8 18.2 (+) 89 312 17 115 34 91 0.5 115 0.3 116 0.9

9 18.9 (+) 89 316 14 298 30 145 0.5 112 2.8 109 3.1

10 18.9 (+) 102 324 16 127 29 110 0.5 120 3.2 121 2.0

11 20.1 (+) 82 318 13 166 15 120 0.5 97 1.0 99 3.5

12 20.1 (+) 93 194 14 369 35 169 0.5 97 1.5 94 1.5

49




2.5 RER

ST 7 v — FICHEwy, % 0.5~100ng/mL FEE D
Koo T b= b )RR (1:1) EROFEHERRY %
FE L7z, 2 DWW % B ICEAL TR LN
7o ¥ — Z A S A AR 2 A L 72,

26 EETRE

T FIRMEIZ% Sng/mL OREHEEW % 5 [\ 54T
L, Wisd 23 RHREZ kD 2. Z DREOEER
720D 10 ff (100) 2ER FRME L7z, FEE MR
I3 2 TR L 7=,

3 BRRUEE

3.1 #&F

ST ERITo 7 Twbw B {EFAMN] % 119 ko
WiREZEK 3R L7, MRV —7 59, iR 7
N—T 47, ZDfh 13 TH -7z, F 3 IIBEKDHE
KD P TR L 7228, Bt © IR O MR 08 L
B4 WL 7L — T CHt R B 5 7.

#£3 kD NER
. [EAINGIEIN s =
e T ook [oan | e [0 | FFI0)
HHR| 59 35 4 9 2 9 |H26~H30
R 47 14 - 22 11 H21,H23~H25
Zoft | 13 4 5 1 - 3 [H22
A FH] 119 53 9 32 13 12 —

) 1:CAP 7L, %2:T.B T4 —/3v )

3.2 9WmAE
3.21 1Z#%

BEHES, 7 L — FoeilRE T unzil3ix, vy
U F (BAF Se) A (R B3RS KU Se.B (H
FHHEFAH) F2EREcbIrThoz2®, Th
LERBE, Rk - AL - EIES - EE 2 S 0
SEMETRESATREOHL 227D Db E O
HEF L LCHA LA T vy T F 7 4 VEUY)
Bicow T, HEMEEHED S OB WD

PR L L, EEW» OO, E MO EHL 7.

3.2.2 SWREHEO®KRE

IHTSAEIC D WTIE, JBIiciies Lz )7 Ve AR
i, ENOBRHRILEXZEEL AP O MEHEE 0%
R CEMEZLT > 72, BifRCTlZ 1 70— 7 (10 i57)
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THold, TOFER ANy T —YORREPLEH
BEEbNZERMEFICYX Y, HMERILV— 7 (23 i
), R —7 (24 KAy KOF ot (12 5%
) D3 TN—=TIHFEL . LC-MS/MS & Loy
Wronv—7clk, BICHER V- T ROELR S
V=TI BT BEKTONHEERNEEEREL, Th
EN27N =TT o= T 3EE R 2,
R 2, 2ofio 5 A —78 L7z, JHHEEBEMC
H1=H, A7 LIEFELT ODS TH % 2MEMmIEY)
B @EBEmEo R T v AIcENE LI N
Inertsil ODS-SP (3.0mmI.D. X 150mm 3um, ¥ — =T
NI A4 T v A) &ML 7 Selected Reaction
Monitoring (LAF SRM) &g icH 7z - T,
FHATH 0.5 ug/mL ©K- T+ F = b ) AR (1:1)
Wi AR MS/MS ~4 v 72— a VIEA L %
fTo7k., ZZ oI TvyvavitiRd
LC-MS/MS %6 offRfli (v — 7 i) F % EkE L,
EFEHNZvYYvay, AN v Y a v iR
¥ 7z. LC-MS/MS %@ 53 bt — Vi3 H SRM TdH
ERRKEHEEMEL, 7ArtFxEeFy, VALY
KT AMTFF 74T 11 W8 icowTli
Selected Ion Monitoring (LA SIM) £ — F 3 i
L72SIME—FTiF, al)yavzprrF—2E&il
THDZIEICIVRELREHT LI R0 oT
W, BBEWICE 2 RE A FRAL .
TANK=RE, BEOMHI a2 7T 7 4 —
TOREERIE <, ERBCIREY AR08 TE 2w
Ty WamI N0, HILIC &ML 7.
AR ER 1T 13 LC-MS/MS #ED A TR+ 7%
A% GC-MS Ex fEFH L 7.

Yohimbine_Q
Y=60897.9 + 178402*X  RA2=1.0000

15000000
10000000

5000000

O
0 50 100

ng/mL

Sennoside A_Q
Y¥=2270.34 + 5935.3*X  R72=0.9997

0 L e e e AL e e e
80 100
ng/mL

(B e FEE o JoRA

B2 KM 72 BE R
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AT YIE & &S ERMEAS B B IR 23
Wi s, ThrEnzofiN Ol EIiT- 72,
REFEW e ERZXK 2 1T L 7.

3.2.3  FRhnEURELER
MARD RS G E R AR SR ICER T 2089 0 %
W3 3 7z, EIEMES OB oF 7%

ROFTHIBZDOEHRDHWMEO—D L% 2.

Z T THY TR O NG FE AR EE D 72 @ 0 UG ER % 1T -
7o ¥ — b U 7= EE SR B R AR SRS 200mg 1)
L, &5 lugZ ML 3HHTTITo72. 2 DftER
R 2IWCRLE. 20X NoFEEEIEIT 56~
124%, 72~122%, CV i 0.3~19.5%, 0.3~7.8%
THOVWRRIFTHo72. Lo L, ki
OB WMEU EOFEMEAERREINTVWEI DD
THY, 2 YV v I ARSHEEKETH o772, DT
ED, ZTNOLOHEMICITEERILETH S L F
Z b7z,

3.3 oirkER
3.3.1 #@E

ISR AR 4 IR L 72, EEHEATCHT I —
TEREZRDPL, GFF 119 i, iE~X 2,499 THH O
TR ER L 2.2 DFER, HH R — 7 17 Bk
25 Se.A KU Se.B it L7228, BEHESERELR
EERECHEIEINTVWE Yy FRULA v EREC
BHDLIEHRMRTCE R ol 0ENIT P27,

K4 TwbLWLHBENN] FEOoHEE
[ a ;ﬁ = | B | e

H21 FiH R 10 18 180 L 0 0
122 Z DA 13 12 156 L 0 0
H23 ga R 13 24 312 L 0 0
124 LR 12 24 288 L 0 0
125 R 12 24 288 2L 0 0
H26 L % 11 22 242 [Se.A-B 3 0
H27 Ly % 12 22 264  [Se.A-B 2 0
H28 e 13 22 286  [Se.A-B 5 0
129 L 13 21 273 [Se.A-B 2 0
H30 gD 10 21 210 [Se.A-B 5 0

G i 119 210 2, 499 - 17 0

332 BUERRUZOMINL—T

MH R N — T OONTIE, PR 21 R R
23 SEJED B R 25 EEE T 4 [al, AFF 47 Bk
ICDOWTHEEL 72, FFEE 18~24 THH, L~ 1,068
EHH DS & Efi L 2283 ik e o . BEEE
DIENINEHT 7z IR ER O AFHFIC X Y obriko Bl
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L&ZfTo7/-Z &iT k5.

Zofo 7 —FIconTlE, FRk 22 EIC 13
Wik, 12 1HH, L~ 156 JHH O 7301 % 6 L 72 234
Wik 7 - 7z,

333 BEERIN-T

RN —TD0MIE, F 26 FEFED 5T
30 FEEE T 5[0, AEF59 MRICOWTEML 7.
BAERE 21~22 JHH, N 1,275 HEO O %217 -
7o, FHEE 29 SEEELARR L, AT E O RERK TEHE T~
Y R =D AREEC R ) REEE 28 L 7.
INTREE T 17 Wik 2 5 Se.A KU Se.B % [FAIF IC iR
WLz 20 Fnz 8ol L 22Bikid e - 7=,
Se i RO FM AR5 IR L 72, BHIEE X Se.A
2~3,200ug/g, Se.B3~4,200ug/g, # Se. (Se.A &
Se.B & EHEE) L LT 5~7,400ug/g TH o 7-.
3ICfREM 7 LC-MS/MS % (SRM) iZ X % Se.A
Dru< 75 L%RLE. 132min fHEDO Y — 2

2 Se.ATH Y, 12.6min HITD Z 1% Se.B I HHY
T2, %7, BB I v 2 icliEy — 213k

> 7z.

£5 wv /v FOohiEL

. BEHE(g/e) .
No. | k™ - WL
Se.A Se.B At
1 T.B. M B - -
2 T.B. e e — —
3 T.B. K e — —
4 B 3,200 4,200 7,400 1.3
5 L 1,000 1,800 2,800 1.8
6 L 320 400 720 1.3
7 BL 12 16 28 1.3
8 CAP. 31 51 82 1.6
9 CAP. 270 360 630 1.3
10 Hi 2 3 5 1.5
11 CAP. 36 75 111 2.1
12 T.B. 28 54 82 1.9
13 T.B. 400 600 1,000 1.5
14 T.B. 620 710 1,330 1.1
15 B 2,000 2,200 4,200 1.1
16 T.B 840 1,300 2,140 1.5
17 BL 280 370 650 1.3
RS 650 870 1,520 1.5
) ¥1:T.B;74—/3v7, CAP.; h7 /v
32: Se B /Se. At

3R EFH LN TEIRVWZ DI D RS

AN R L EE vy FICEEND SedBE L Dlb
WaiTo7. £ FD SeBEEIZSeABEK IS
{ZNZENH 0.8%, 0.5%, & Se.oE&EEHET 1%
LhEeanctnwa 9 BHBEFD 1 REDOHE Se.
BEEZ O Se. G BEMED 7TH ARz Tnwiz, &



72, Se.B 2 /Se.A DT 1.1~2.1(F# 1.5)
TR VIR 1.6 LEML T, Ak, R
Se. A KU Se. B EOUHEEL A 4 v TlEHTIC Se.B
BEE<Se ABELINTWDS Y,

RT: 10.74- 1574 SM:. 7G

100 . 11E8 BT ens ’qui;::;i':s-gc SRM m=2
] BE1.03E35.00
20 3B5A4T-386.47] MS
E H25_K_Neg_10_03
3™
2 40
k] ]
g 204
D = T T T T T T T T T T
RT: 10.72-1572 SM: 7G
100 RT:13.22 HL: 1.78E4
3 TICF: -« SRMms2
g 3 861.023:35.00 [
a0 12.80 IBE A T-IRE 4T] MES
g E H28_K_Neg_i0_22
§ 604
3 40
iz 7
£ 207
-] 1153 14.23
L L S s e e o |
RT: 10.75- 1575 SM: 7G
100 RT: 13.25 HL:3.12E4
3 TIC F: -« SRMms2
3 861.02E:35.00
3 =03 385.47.386.47) MS
g 1 1325 H25_K_Meg_i0_32
§ 604
3 40
iz 7
£ 207
~J 11 14.13 1520
L LA e e m po
12 14
Time (min}
B WINEN T T B BEERRIR T B SRR IR

K3 v/ vyFADZu<t 27724 (SRM)

Se. A L UF Se.B i I =ik Rz 6, %
NooRKEEXONDEME Z K - 2FHL T
6 ISR L7, 78, Fx v P77y v 2 BfR 7
AR, & v - ZEBR A 6 R TR D 65% % o 7z,
Tz, A—BERICEBOEMERRRTI N TS T
Ly dHotz.

£6 v /) VN rEELEME

No. FORNERRE) kg
1 FYURNT vy ak 7
[CRCAITADEY JOE TS = 1))
2 T ETR AR (KEEET) 6
3 A S 3
4 Ny =TT F4 2
5 N vER 1
6 RHET AR 1
A &t 20

1) DRSS ER
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