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REENER.

- AAS. ICPMS. EDX. HPLC-ICPMS
- GC. GCMS. GC-MSMS. LC-MSMS
HEHEF - LC. LC-MSMS
45 - GEWIE
- LC. LCMS. LC-MSMS. UC. GC. GCMS. GC-MSMS
- LC. LCMS. LC-MSMS. UC. GC. GCMS. GC-MSMS
- LC. GC. LCMS. GC. GCMS
7 AX - MALDI-MS
- LC-Prep. UC-Prep

- #¥HAZEH. FTIR. DSC. TOC

\
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3.1 REGHIEIRR

BIEWR A, B4, PAMMEFVRREFEARVEBRLZRENRL™ L, 2019
F, (PHEPRESKEXTREFPEZZEUTABNEL) BE “HITHAMESHE , 7Y
MESHENERE (FAMEFRESEMT) (GAP) EXEXR, NHFRAMEHNIFRNTTE
EXRENIE (EENFEASHERE_RinE;, TBNFEIERE_RInE,; BBRKNTE
REERKRENE, HAIMRAKNFSEERAKREME) , MRIEFAMHNRENRZ L,
LUESEFRUEBANPAMESETER,

2021 &, EXMERKBIELRT (MERAMESHIEEN) , NESHENMBEESRA
PR A FIEE TS, EIZENF, NTFMHEXEE, BXREEHFM. BR. BEMERWETHR,
BRAWIEEE, Z8 SRR, BRNEEREGXINENXIE, EMHiESIIES, BEREKRFESHIF
BREHN, £FHEEE. FRAERNEXREDER, ARMEFAMRERS. JBH.
FHTERERN, TESRTHEF IR, 5. KRSHERELN, Bx0RITETES
B (T kRERE) (GBT 14848-2017) « (REEBI/KFENE) GB 5084-2021. (LIEHF
BRERAMTIBEBSERNKRERRE (X17) ) (GB 15618-2017) . (HIEZSREFE)

(GB 3095-2012) . (ZFBE®-RAEREMY (NY/T 393-2020) %, RIBAEXIMEZFHER
1B BRI B KSR AR E B LW T,

FEIRR
|
[ ]
INBREIZR TEEESRF

| |

| [ | [ ‘

X pr 5 TEEF TIEERE
[ [ N | ‘ ‘
REGFLE B2R BEaE REGFLR B 78 p=aly)| AAS/ICP-MS PH
GC AAS/ICP-AES  AFS/ICP-MS GC LC/LC-MSMS/GC/GC-MSMS  GC/GC-MSMS
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GC-FPD i&iMERKPENBRETEE

B B AXKABZSRREBUKRHMEBNEINE, £ RTX-1701 EAE®IER, FPD N HTTNE,
6 FENBRARFIIIARERERIE 80%~105%, F1T 6 RNERXAMERE/NT 4%, AR HIR
£ 0.0014~0.0024 mg/L, RIRTHRKPENEIRZBINE.

KegiE: EEE BIBKE Rk

ENBRKAERARRETBEE A EANER, B ZRTRIES. BdomANREGUL
RBiEEER. I EMHIRERRSBOKESREMERITKZ D, EREKLERARETE, &t
KERA—RERT, BEMREM. GB/T 5750.9-2006 (4 EIRAKITERTR T E KREIEIT) FHEMRER
RESBURIRIER, BEXARE—EEFHINENENHRAMEFNZFRR, FSEA SR LE
BUKRENEINRE, 7/ DB-1701 AREMAEM, EFHESHEBIEARYY GB 3838-2002 (#h3RAKIF
BREME) B 6 MENBKAHRTEENE, EREY, INATHRERITIRKPENELERE
A2 Mo

1. SEBERRSY

1.1 1%38

SN GC-2010 Plus & FPD #lI25

1.2 &M
f3%4E: Rtx-1701, 30mXx0.25mm X0.25pum HEFI NOmERE, 1min
HECEE: 280°C MBS RE: 280°C
BB R 60°C (Imin)-(20°C/min)-150°C-  ESME: 62.5mlL/min
(10°C/min)-260°C(5 min) M= 90.0 mL/min

BAERE AT 40 cm/sec
1.3 Hmil&E
1.3.1 fmE A RECH!
6Fh A M BRI B £ ERestek AT, REN100 ppm. AEIEMHN _—SRIGHRESIAE, BN
AREZ90.05. 0.1. 0.2¢ 0.5 1.0. 2.0 ug/mLEVARETIEA Ko
1.3.2 JKiFmBi B 7%
WEL P



FRATRNBERGIE

i 100wl " 200m.

250l ERAE [ 5710g NaCl

@7 5oL 5, AR RIF

hEE. B

—SRREEELL

I :
o

GCAT

1.7k mET A IERAZ E

2. 5R57¢ie
2.1 tREH RN EIEE

uV(x1,000,000)
Chromatogram N ©

2.50

2.25

2.00

1.75

1.50

1.25

1.00

0.75

0.50
0.25
0.00 "N - -

70 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 min

2. REMEBIEE (0.5ug/mL)
1EER 2 WIREES 3ARR 4 BEXITRES 5 Skt 6 Xk
2.2 kL%
RRE90.05. 0.1. 0.2¢ 0.5, 1.0. 2.0 pg/mLEVESANETIERIZL.2FNDITFHHEITNE, L&
ERNELR, RENNLAT, SHIROERSINESFTR. 6MAENBENZ7E0.05~2.0 ug/mL RESEERNFR
BREMSLEXRRY, BXRBERI R,



Conc.(x100)
0.024
] HEHER
] 23
0.01]
0.01
0.01]
0.00 %= —

10000000 20000000 30000000 Area

Conc.(x100)

Conc.(x100)
0.024

1 RkEE
0.01]
0.01
0.01]
0.0

10000000 20000000 30000000 Area

3 Conc.(x100)
0.027 0.02
oot KR oo1] FREIHHE
001 0.01-
0'01_f 0.01—E
0.00- 0,0- —_— — N
10000000 20000000 30000000  Area 000 200000, »Aren
(:Zonc.(x100) Conc.(x100)
0.02 0.02]
00t] BRIEREE oor]  XIEREE
0.01- 0.01-
0.01—5 0.01]
0.0 ——— T o.o-....,....,....,....,..
10000000 20000000  Area 100000002000000030000000 Area
3. 6 MENBERAGRIAT AT ErhZL
= 1. 6 MENBERAREHLEERX AR HR
No. AR MEREr 1 HBR (mg/L)
1 R 0.9986 0.0024
2 Rk 0.9995 0.0022
3 RR 0.9996 0.0016
4 A E XSk 0.9997 0.0014
5 SRtk 0.9998 0,0023
6 PR 0.9997 0.0014
2.3 B

RoESERRAINEIKS, 1ZEFGEIGIETASIE, MREDH/90.05 ugflo.s ug. FHREMIR
FEFATHEOR B FITHA IR ERELS R I T2,

— 14—



4 2 BALBER A INARE R

me o INAR 1 FIYEUREY RSD% (n=6) I0AR 2 FIYEUREY RSD% (n=6)
0.05 g 0.5ug
1 HHME 86.7 2.68 93.3 1.56
2 ARk 83.4 3.15 90.6 2.35
3 KR 92.6 2.39 104.3 2.25
4 FREITIRRS 87.1 1.24 95.3 1.37
5 SRR 85.3 2.83 101.2 2.47
6 ST 93.8 1.25 985 1.48
3. 4518

KA ERGC-2010 Plus=SEEIEN FPDINIZE XY R AK B NBI KA HITINE, AIERAIRIE
BR, WNRBES, BEWM. &G EPBTHTRKPENBEREZZER,

15—



ICPMS-2030 MEM T KkPZHERAEZNEE

WE: S2EEEH) 678-2013 OKR R EEHVER FURERE) M (EELIESRRIFEH T K
BRI ERAMED, FFHZEICPMS-2030R BREFEEHE FABUE (UNE M T KPR ZHBAMS
EBTENSESBTRNEE, KNERKEE, I ARFRES, T2, LETEEHRE, rREt T
K EMEB TR ENRN .

XE§EiE: K ICPMS-2030 £ETE

HTRKBKERNEZAMED, BEKERE, KM=, BRWER. T MEREEAK
MWEEKRZ— ATHE (EEM TACSREEMN) N8, REMESKEFBANRH. GRS SES
HERSRESPET F B TR ENERZENSZE, HRHB. B 8. HSETESREM TK
SRONEBRAD. EIL, EWOTIEM T AKFRTNEBETRSE, WIESIRNRFEM TATHR
BEREEBMIESENX, BEREEFEFEMIEEZRTH TKPESERNNNAEFOHEMR. SIS EE
B DATRER, EWESSILA PRI R,

KX SZEWIEIVE H) 678-2013 (kB B S ERVER RURCEEE) M (EETZESFINFEH T
KEGAITMA T AR AIMED, £ HE ICPMS-2030 B BRAFEE F 5 F AL (UNEM T KRR 2]
AR TENSETBTRENEE,

| A e

1.11%2%
572 ICPMS-2030 B BB EEH B TR RIEY
1.2 L83 M Az izt 51
LIOFT AR MBI R SIRIBME, BRMERAER (1+1) =E24NN/G, BEBTAORE, Fi&
&, RRATANHCIFHIHNOIAMRLF, KRIAKABAEERT Ko
1.3 I mAT b
131 A MTE
A MR RRERIAIA0.45 pmiEIEIT IR, FEVBRYERS0 mL, AVSRRESRER, I

EFMFEERIIERTRERD, MASENHEBREREET EpH<2,
132 TERE

8025 mUESIAMKETHURCERES, MA4 mURHNOAL mUKHCl, AR, WERES
AL, BETENESERE, TRNUFRES DEBRES, BOBRERNF, T EREEN180°C,
ERRFFEETEI15 min, FHIAEMR. HRSEREMEERNE, BT BHR ETHBRES TMARE, 8
25 mLAEMF, EIRI,



1.4 (NBEH
EBTHSEC
SR 1.2 kW
HWEISURE: 1.1 Umin
FEEKE Mini
ELE ER
EAERE: 5.0mm
RE¥EM S
RESF: He
MEE: -21V

2. &R 5318
2.1 RS RACH!
[isrelvAy

iR : 8.0 /min

A
PN
SN

Ar

S

5

o 0.7 U/min
KA B

W @ 4R
B =

Bi BE =

®om ok
')

ok

NS
&
:\c'_F'

27.12 MHz

REESSRE: 6.0 mL/min

BEEJEREE: 50V

MB95% HNOsBJAg. As. Be. Cd. Co. Cr. Cu. Mn. Mo. Ni. Pb. Sb. Se. Sn. Tiv Tl

VHIZneEZARRERAER R TS0 mLAEMF, ERIRENRIFIR. EHIREN200 ug/LAISc. Ge. Y.

ThAHoM#RA KT 100 mLAEH T,

& LIRERRRERDTRES

_ Gk £ RO IR (ug/L)
TR (amu) STD1 STD2 STD3 STD4 STD5 STD6
Ag 107 0.00 0.50 1.00 5.00 10.0 20.0
As 75 0.00 0.50 1.00 5.00 10.0 20.0
Be* 9 0.00 0.50 1.00 5.00 10.0 20.0
Cd 114 0.00 0.50 1.00 5.00 10.0 20.0
Co 59 0.00 0.50 1.00 5.00 10.0 20.0
Cr 52 0.00 1.00 5.00 10.0 20.0 50.0
Cu 65 0.00 1.00 5.00 10.0 20.0 50.0
Mn 55 0.00 1.00 5.00 10.0 20.0 50.0
Mo 98 0.00 0.50 1.00 5.00 10.0 20.0
Ni 60 0.00 0.50 1.00 5.00 10.0 20.0
Pb 208 0.00 0.50 1.00 5.00 10.0 20.0
Sb 121 0.00 1.00 5.00 10.0 20.0 50.0
Se 78 0.00 0.50 1.00 5.00 10.0 20.0
Sn 120 0.00 1.00 5.00 10.0 20.0 50.0
Ti 48 0.00 1.00 10.0 50.0 100.0 200.0
Tl 205 0.00 0.50 1.00 5.00 10.0 20.0
V 51 0.00 0.50 1.00 5.00 10.0 20.0
n 66 0.00 0.50 1.00 5.00 10.0 20.0

A *REA No Gas 121

17—



2.2 P EROERLS
800 I Ti48 (DBG) 50 [ Mo 98 (DBG)
700 | i
600 |
500 |
4 E i
% 400 %
300 [
200 |
100 [
0 L
T T | | L1
0 100 200 0 10 20
WP (ug/L) WP (ug/L)
1. Ti eI ERZE r=1.00000 2. Mo TTERIRERZE r=1.00000
[ Ag 107 (DBG) [ Pb 208 (DBG)
I 35 F
i i
= 2
i | N ' ' N | ' N N N | N b | N N N N | N N N N |
0 10 20 0 10 20
HBE (ug/L) WP (ug/L)
3. Ag TTRBIR AERRLE r=1.00000 4. Pb 7o ERIRERHZR r=0.99993

2.3 R TRREREE

FUENHEEERERMARTIN. ZRFEFTIN. WEKKD TN, WBTEFTFRMNEETINF
ZIPRBRFIEAZR. ICPMS-203089) \IRFHE M@ 5 I NQSAE, FIUERMERRT. S04SR
78, FELWXINHITEN, HiELabSolutions ICPMSHFEBIRIFH “I2HBNF" Thee, AIRIESRTT
ZNREBRBE. FHERRE. THERFEAREEHMT, WERME “Best” , “Good” M “NG”
BUFIER, FiaEARNRIZETIRIE, PIAKIES DT ERFARIL DTS RAVER .

18—



kcps Ti-48
ol 1]
25- " v Ti-200 pg/L
o N
Sample+60
15 i1
104 Sample
. ‘U‘—J‘—v'
El -
e e e il =
43 44 45 46 47 48 49 50 51 52 53
5. Ti TEmMEREE
kcps Ag:107
6l-1 1 Ag-50 0L
40|
Sample+1.0 pg/L
20
Sampl ‘/
EO0
0

102 103 104 105 106 107 108 109 110 111 112 &

7. Ag TRFRHEE

2.4 RS TERBAS LR

fEAAICPMS-2030EHNITE i T~ KR BI A

kcps Mo:98
40
Mo-5.0 ug/L
re
0 Sample+1.0
20— Sample
4/
10| '
ED
0 ey P ——
93 94 95 9 97 98 99 100 101 102 103
6. Mo TR EREE
keps Pb-208
25—
Pb-5.0 pg/L
20—
154 Sample+1.0 ug/L
10+
. Sample
5_
E1l
0 T T T T T T T

203 204 205 206 207 208 209 210 211 212 213 &

8. Pb THEREBHEE

TS ESBTRENEE. WFmEBNOMTRHITILR
ME, fAHEH) 168-2010 (FEM DT AR EFIBITRAT) HiedhfRIFEARMDL=t(n-1,0.99)"S
HEETHENADARER, SRIER RIS,

R 2T KIFRPIAMTREDER

wx mEmE PR geaaien BP e e DRI
(ug/L) (n=3) (%)
Ag 89Y 0.015 N.D. -- 1.00 81
As 14Ge 0.05 2.16 1.17 1.00 106
Be* 45Sc 0.002 N.D. -- 1.00 116
Cd 89Y 0.007 0.03 2.02 1.00 106
Co 45Sc 0.008 0.39 2.42 1.00 88
Cr 45Sc 0.02 0.06 1.52 1.00 92
Cu 45Sc 0.06 0.67 2.17 1.00 89
Mn 45Sc 0.018 0.57 161 1.00 104
Mo 89Y 0.05 2.12 2.19 4.00 94
Ni 45Sc 0.03 0.77 2.71 1.00 87
Pb 165Ho0 0.02 N.D. -- 1.00 101
Sb 159Th 0.31 1.35 0.62 1.00 106
Se 89Y 0.12 0.43 4.99 1.00 120
Sn 89Y 0.06 N.D. -- 1.00 97



Ti 45Sc 0.05 49.9 0.53 50.0 94
Tl 165Ho 0.006 N.D. - 1.00 97
v 455c 0.007 0.81 1.57 1.00 93
Zn 45Sc 0.09 0.59 2.40 4.00 108

7E: “FEF No Gas I21; N.D.FRRFKIGH
RIMTAERTEREDHER

wE mEAE IR gmamie) OO0 mmgl) T
(ug/L) (n=3) (%)
Ag 89Y 0.015 0.08 1.23 1.00 101
As T4Ge 0.05 2.38 2.44 4.00 88
Be* 45Sc 0.002 N.D. -- 1.00 107
Cd 89Y 0.007 0.07 1.64 1.00 98
Co 45Sc 0.008 0.60 2.25 1.00 97
Cr 45Sc 0.02 0.99 2.28 1.00 100
Cu 45Sc 0.06 1.63 2.58 4.00 92
Mn 45Sc 0.018 42.4 0.40 60 89
Mo 89Y 0.05 2.07 1.17 4.00 100
Ni 45Sc 0.03 1.80 1.53 4.00 90
Pb 165Ho0 0.02 1.53 0.33 4.00 97
Sb 159Th 0.31 3.28 1.06 4.00 84
Se 89Y 0.12 0.29 4.54 1.00 103
Sn 89Y 0.06 1.44 1.73 1.00 95
Ti 45Sc 0.05 52.9 0.79 60.0 90
Tl 165H0 0.006 N.D. -- 1.00 98
\ 45Sc 0.007 4.59 1.29 4.00 94
Zn 45Sc 0.09 9.01 1.82 4.00 95

7E: “FEF No Gas I=1; N.D.FRRFIGH

3. 418

FEAICPMS-2030BEABEEB FARMEMNNE TH N KPANZSMHERBTTREE, DMERLMEMEX
AR, r>0.9995, MFEIWERYEF, MELSRHERAIEHLITERIIT0%-130% 218, ZHER
BEXRES, RHREK, BRES, /TRER, REER, ITESFRER, KM TERE, AIHEHT
KEFERPEZFHAAMNCETEBTRIEN D




HPLC ;ZIaT TR 16 #HBIFER

8. AXESE (LBENRY SHFIRNE SR0REEIEER) MERNER EX TEF 16 %155
RETTNE. ZIERBBERER A RRTIBEFmTZNGE, FRRAERESIVAL, RIEE
&la, BEETEIINZRNSEHNERRIEEIEMNIQN, EEMRAE 0.16-3.39 pg/kg Zia), FHEIUERE
71.2%# 103%z2 i8], AEXMRERETE 6.1%H 13.8%2Z 8

KigiE: HiE 2SR RIEEGIE

LI FEIZ (PAHS) BHEDFHREERDIIRPNULTIAEHNLEY), BIE. Al EEHEEN
e RERTTE2RETY), BAEE. BE. AREMNEYHERRIEE, EEER LXEN—
KFBALENEZRY) (POPs). ZMFRMRIBE, RZRMEBE G L, TINEPMEER, FITEE
NERER. ZUFTREANRETRENEN, B/, MIBEIXRS. K Bha. RESFEREE, 2
AEBENEZER, 2HFREMNRENAEZEMEZERNEIE BEEIUA. BRFRAEE. FHK
HBNZEEEN. MNERAEEF %o

B, ZUSRENENRANAR WO AERRIEE, SRANEEGEZNREREZ 80
RIEEIEEAEEIET. REESHIR, NARNERE, BRADTERSENEILES %,

AXEE (LBWRY) ZUFEHNE SRRIBEEE) (HJ784-2016) #RERFM, BILTNE
TEAIMSUN T IRESEN S E. BERBBEREN AR BERTZNERE, ERRARERE
BRAK, REERE, BEE 7RINRCRNERSBORE BB,

1. S2588RSY
1.1 (YREE
ARSRIOKFA R LC-20A RIAEIEN, EEERT:

% 4 1= % 288 . CBM-20A A5 = M . DGU-20A3

L2 R & . SIL-20ACX2 e P! # . CTO-20AC

B o) # % 28 . SIL-20AC S il 28 . SPD-20AV. RF-20A
B i T fFEiuh : LCsolution

1.2 SIR&HF

B E & : C18 #F (4.6 mm X250 mm I.D, 5 um)

oo A8 . A-JK; B-ZBE FOR . 30°C

R R AR ;10 L KM : 225nm

m =R : 1.0 mL/min Do N : Em-420 nm, Ex-260 nm

FB AN BERR, BAERKRIREN 60%, Ej‘lEﬂ%zF“iKl%% 1 Fimo



& 1. BERR Y EE

B8] 2 SSERESY &
8.00 Pumps B.Conc 60
17.20 RF-20A(DET.B) Emission Wavelength 420
17.20 RF-20A(DET.B) Excitation Wavelength 260
18.50 RF-20A(DET.B) Emission Wavelength 440
18.50 RF-20A(DET.B) Excitation Wavelength 270
21.00 RF-20A(DET.B) Emission Wavelength 420
21.00 RF-20A(DET.B) Excitation Wavelength 260
24.00 RF-20A(DET.B) Emission Wavelength 430
24.00 RF-20A(DET.B) Excitation Wavelength 290
28.00 RF-20A(DET.B) Emission Wavelength Ch2 500
28.00 RF-20A(DET.B) Excitation Wavelength Ch2 250
18.10 Pumps B.Conc 100
35.01 Pumps B.Conc 60
45.00 Controller Stop

A BAREH (g h,FEMEIH([1,2,3-¢ dIEEREBIEHELT, R RKTRSBUET TN,
FEIE R BRI e A 2858 F WUR AL T BE)
& 2. B AN (nm)

A=t HINEK BAE KK REEE

& 275 350
=1 225

—Fe 275 350
Vil 275 350
EJS 275 350
B 260 420
A 270 440
[ 270 440
/=] 260 420
KH[a]& 290 430
Kb 290 430
KHKEKE 290 430
FH(alte 290 430
—ZFt[a,h]E 290 430
EItlgh,ildE 290 430
EnFt(1,2,3-c,d]tE 250 500

1.3 B mAi bR

MREX10.0 gid#¥ 20 mLIECke/RER (1+1) ##THEEEENGE FEBURENIRERS, 60°CTAlkE
BEENREE]L mle fOXAS mLZE&EEM15 mLESRARERE, FERER. TARIRT 280,
B mLIEEUREREBRSRME L, HAL05 mIBIESEAERER, BEERMNERTE, AEHEH
2 mL ZERREEFRER, BRRRMNALE, BeEnasEivntR, &A1 mL SR AR
AT, IWERERT ERBIEH, REREMERIAAK. REEBEL ML, MMA3IMLZEE, BRYE
E1ml, KIEHKREZE0.45 umiERRIT RGN



ZR51E
2.116 MSHFIZMITEREER
Ell. ERERENLO ug/mLZIRF I RMERTER K225 nmBEREBINRINEEEIFFERR
209K MRKIS RN BIEE, MNERTH, SWEESIREFND B,

mvV

mV
TR E A225nm e ] ~
I 2000

20 ]
1 1500
oo | e
1 1000 o

10 1

O;J LU\_/\L

00 150 200 250 min o o Ao o swo  ma
B 1. 20 SR VERBIEINEEE 2. BRI AR EBIEE
2.2 ZEXF

bRe AEIMEN RN SN, HE1SM SRR NZSE N AU R A& SR HITIRN, Kk
FE90.004 ug/mL. 0.010 pug/mL. 0.020 ug/mL. 0.050 pug/mL. 0.100 ug/mL#10.200 pg/mLBEVE SR
TERRL2PMNDIAFAHITNE, LURENEAAE, EERNNER, SHIRUERZ, SR EREX
RENR3, EURETEARA, HLEREXEREIE0.998-0.9997 /8], LMXR R
& 3. 16 M EMRRERI A S

RS BAFR R Z EE Sl
1 = Y =70781620 X-13904 0.99994
2 = Y = 186821 X-255 0.99995
3 S Y =36496510 X-37590 0.99997
4 7 Y =17198400 X-7904 0.99994
5 3E Y = 24662040 X-12603 0.99998
6 B Y =42917560 X-21787 0.99983
7 KR Y =19198270 X-17358 0.99996
8 EE Y =11059110 X-22561 0.99961
9 [ Y =66793220 X-39109 0.99999
10 EHlal& Y =26305980 X-6879 0.99999
11 EIH[blKE Y = 55460640 X-28531 0.99998
12 EHKRE Y =242198400 X-108271 0.99998
13 EH[alte Y =33919700 X-21366 0.99961
14 “EH[ah]E Y =70781620 X-13904 0.99994
15 EHlg,h,ildt Y =51615550 X-27396 0.99869
16 EH(1,2,3-c,d]EE Y =9275290 X+ 2983 0.99930




2.3 FEMNEEHME U=

MAREA 50 pg/kg BB MRIHATT 6 RFEATNE, SHEDBFHEIRERTE 71.2%H 103%Z2 18, #E
NBIER, BEXAERE (UL RSD%ER) 1E 6.1%A 13.8% (8], LERHNEEMRIF.

& A SZUFERMEIRERNEE T

L EME Bl EE% RSD%
3 72.7 8.5
=1 75.0 9.9
i 71.2 6.1
Vil 86.1 9.2
E[S e 9.7
B 94.7 9.5
P! 79.7 138
£ 79.7 9.4
& 87.3 9.3
FH[a]& 89.2 9.9
EH[blE 84.0 73
KKK 79.4 9.7
KFH[a]tE 79.0 9.7
Z&¥[a,h] 103 8.7
FF[gh,ilFE 87.1 9.0
EFF(1,2,3-c,d]EE 75.4 13.6

2.4 FiERNREE

UHIEEVEF2710.0 gitBSEIMEADBIRERE (S/N=3, LODERT).

T8 (S/N=10, LOQFR)

AR5, FARVH PR A0.05-1.12 ug/kgzial, EEM0.16-3.39 pg/kgzial, HERNRBE R

RS MHR KN EER

wEMAITR LOD (ug/kg) LOQ (pg/kg)
£ 0.69 2.10
e 0.66 2.00
—EE 0.05 0.16
Vil 0.28 0.85
EJ3 0.28 0.84
< 0.24 0.71
= 0.23 0.71
[£4 0.55 1.66
& 0.89 2.71
FH @) 0.34 1.02
FH bR 0.30 0.90
FHKRE 0.40 1.20
F[a)iE 0.40 121

24—



—%EH[a,hE 0.26 0.81
£ (g h,iE 0.13 0.39
B5(1,2,3-¢,dIEE 112 3.39

3.450¢

AREEE (LENRRY) LSRN
NI N HSHRIBEIEEL T BRI SUFRENEENE S %, 16MENFTENRMNEE
PR7£0.16-3.39 ug/kg=iel, BUERILLAIMEXF#r7E0.998-0.9992 /8], LLMEXRRYf. AEEBRRERE,

E BMRAEEEE) (HIJ784-2016) M., R TEEER

EEMHNRBESSEMNR, EaTBEPZHS RN,
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3.2HEHAMI

PAMMIRENRHRERMEATRAERGLIE, RENIENSRIENTR, KREIDH
M-I T. RAMBEIINTI. FHMRNI 3 MINIAR. ERA~VETHESRT, B3
RAMEHNT, SABEVRZARDHATINL, 2ERBRAYHER. BEURBERNE
M, #ITPAMMIIEH R TARA TG, PARMINEZENENT RESTAMBIAN
MiRT 3, BNEDESRERNANRRN. BIMAKHNDE. RANGHREAN, AILUKHE
MR ERR D REE®R, FAESEE. SRR RE, BeTANGTHRRNLEM. FHIX
FHl@TeRETHE, ANEEFAEAHFNRMKR, THPARARERFHEIIERE
EHIBY KRR, UTXHRAIRA GRS RIZERS KRNI A RAEXRAET T 54, #HEXH
RARSZEMER,

BHE5) UV-vis/IR/TLC/HPLC/GC/LC-MSMS

ETPCREIES) a7 MultiNA
X3, &3 7 — XF
(- RIBEBHIERRS — LC/LCMS/LC-MSMS/GC-MSMS
ESEREETE — AAS/ICPMS/LC-ICPMS
[ BE - TEWEEE IC.GC
K= GC/GC-MSMS/LC-MSMS
‘ ESBSE — LC/LC-MSMS
REGHEE — GC/GC-MSMS BYBISE — LC/GC
% R B =S { E2E — AAS/ICP-MS BHBRE — FF
( SO25£EE — GC/IC } SBME — LC/GC/UV-Vis/HPCE
FEHMLT — ~itnT — 8 — — B — =
- ARSI — GC/LC IBZEE — LC/QTOF/LCMSMS
— NI FRESTALOER) TLC/UV/IR/HPLC/LCMS/GC/GCMS/CE ’ BB — LC/QTOF/LC-MSMS/GC-MSMS
— RETTERAZAL — AAS/ICP-AES/ICP-MS ’— REFE — QTOF/LC-MSMS/GC-MSMS
- SIEAS — HPLC/LCMS/LC-MSMS/DPIMS — FEHRESR — LC/GC/QTOF/LC-MSMS/GC-MSMS

— DNAJESUEZ{L — DNAZFIRC — MultiNA

BeEEL — =K

— FHLSTEE — NMR, QTOF
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3.2.1 M AREE 2

PHERIRLRTESIER, RIBRKBATRNAMBES LR, PIREBI—TURRAIHIZ AR, &
AaFAEHERN R IEHT I S T RARA BHEERNYE, X FARABERREMRT. S
FE. FMAMEEEREMEZEA . EANEFMMEERE. B, BB &, o, £&. 22k Bl

<R B, HERE. TS, PARSMHNREE—ERE LRE T RARAFHIRE, MM
a7 BARENAYNERCESAEFER M. FHit, @Rk 2 rhaiTl Mk &
RABR BB IR o

(PEAREMEAREEE) 2019F REV)EMNTTFME “PLRA N SIZIRE KL minE
185, ERAMIVELBENER, MWIRRE. BaK. EETARBAAREEEER 6 EREHIK
SEIEH” o BETRFME “EF-AmPiFREREL Wk, YANSHRENR" . FARKIEASM,
RIS EPEREH BN S BEEXNARERNRENE. BTIEGEMEHRERZ, ROE
x, BRZEA "BRER ER, WA, B, = H. EFEFHAHEN, YNEINem, 25K,
HARENSEHERRIE. (TEZE) 2020F X TG B EREEZERE0213MEHEN H,
2 8 RL5) K2 25 FR Wb ek U X F-28 FR 4R 2k I = R X157 A = ch AR B RIRIERY, H SR T8
FR¥skl. ZEIEFIEN P AE T NdEE a5 Y B R R A E RIn B IR S 2 k0= 6%, B
REHLBRMIRAER, WgBERENE, —B0IBHIBHEE, XEEBFHN, FIMA “BiHEE
B, WEAk. BE, SHEEWREHEARINE. —H0e5 BRI IIAE R EWREA BT .
BHmIMENARBERER DIE S BIEEF T EIRE FAERER M 53R,

AETWRTEHD “ARER EFHRENESZREMUBAXRTVERNBNEZRS, #RARSE,
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HPLC ZNEREPRRERENSE

B B AXFBEE Essentia LC-16 BMREEEN, BY TEEFZRERESSNNSG £, 7T
0.10~10.0 mg/LRESBEN, ZIEXREY, HXFREr70.9999 X 0.10 mg/L AUIRERRHTT 6 RE
EMNR, EERARENEENTEREZ DRI 1.31%H 0.31%. 7 0.20 mg/L. 2.0 mg/L. 6.0
mg/L = REIAREMIAEEH, BT 98.0%~100.2%2 8, ZAFZERATERERLFEREES S
BIMTE

Xigia: SWRIEGIE BE KREERE

BENTEND ZRAEENRE, ToRFG TREYZBKERS-FERE-2-5E (BN RERRE),
REERENGFIEATEMERLZ S, BEE—MABRRESKNEEYIR, 2SHEEKRBENNETMN
BEinR, NMEmEENREREMNANT LR, PELEHRBESIETIUAREGH/T 18796-2012 (HE%E)
REPERBIENZERENHE—NBERER, NEHEEER/NT40 mg/kg.

BETRBMIAUET, BAEDRE. FE. DEFMITRIE, UL REaNAR, B ARE
BERMEERONMEY, BENNIAERY, TUSKRAERNELERNEYEERD, RSN
TEMBSEENRENZRERESEMNIEN, Fit, BETITSERN & ESIINHARE AT 8,
B RENDIEFNZARERESED N, FTLUESMNIIZMNA, #A~mNRE,

ABHGB/T 18932.18-2003 (#BEHZRERESENNTEHE RIBEE-LIMUNNEY, FADE
EBIEEIE{ Essentia LC-16, 17 7B PR ERRERINE %o

1. S2588RSY

1.1 %38

ALK A B2 Essentia LC-16 SAEEIEN, IEFEMNT:

A % = § 28 CBM-20Alite Bt S #Hl . DGU-20A3R
o] 7T R 1 LC-16X2 F B f&  CTO-16L

B &b # ## 2  SIL-16 % W 2 : SPD-16

B 1% T fF iy : LabsolutionsVer.5.98

1.2 &M

RABEEIEFMAIT:

& W M : ShimNexCSC18 (250 mm x 4.6 mml.D., 5um,
&2 (b8) KKBMBERLSE], P/N:380-01230-01)
) # : A-K; B-FEB

Ny
=N
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HOE AR R 10Ul = &1 30°C

pin ¥ 1.0mL/min OB A X FEER, AB=90:10 (v/v)
W R K 285nm

1.3 Hmaitig

1RIRGB/T 18932.18-2003 (BEFHZREBESEMNE S % REBIE-FIMUNE) BIEHI, A*
EILEL

MEX 10g (FEHBE 0.01g) AHIHHSREFER, BT 100 mL BYEMH

\
AN 10 mL BREZ, IRIBEHIHIS, @EHFT2BM
\
BBE 100mL FEHRT, AARRERELE, &Y
\
0.45 um BHIERIIE
\
EMH

E 1. #FmaihIiEmis

A HEREGRN, UNERETFET 20-25°CHCARLRNAARE, HMHISEEBEFETZ,
14 REBRERE

PR AEMEER: IR0 mg (FBHZE0.01 mg) MEREREAREYR (45E99.9%) F100
mLAEMH, AL0 mLREARE, AKBERESEZE, RS, 55020 mg/mLAtmE#E&ER. 4°CkFE
RRFRZ.

REERBEMETEAR: B8N T/28100 mLAEM, BABRBEXRIIN0LS mL. 0.10 mL. 0.50
mL. 1.0mL. 20 mL. 3.0 mL. 5.0 mUZREREILEMEER, BL0%RENARMBEESELE, E5,
BREF0.10 mg/L. 0.20 mg/L. 1.0 mg/L. 2.0 mg/L. 4.0 mg/L. 6.0 mg/L. 10.0 mg/LB9+RETER R,

2. BZR5iE
2.1 fREmeBiEE



2.4"V
: P
1.5 o
1 il
1 iy
1.0
0.5
0.0

L S S L I
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5 min
2. RREREMERREIEE (0.20 mg/L)

® 1L ARERRBRERER
HEMEFR ERER CAS 5 REBEYIE (min)
REAREE  5-Hydroxymethyl-2-furfural 67-47-0 12.618

2.2 BfEshsk

N1 AFEHIIS EIME FEREEITOE TR RO B, LURBERMEALR, TR ANNLIRAHIR L,
7£0.10~10.0 mg/LSBEMN, ZMAEXFRE$90.9999, MNESFIR. Mit0.10 mg/LinETIEAR, S HR
(S/N=3) 530.0027 mg/L, EER (S/N=10) $0.0090 mg/L.

T (x100,000)
7.5

Y=75374.7X+2627.99
r=0.9999

0.0 2.5 5.0 7.5 pidss
3 FRRERREROE L

23 ESMHXE

X70.10 mg/LAVtRETIEA K, HITELORTHATNE, EREEM, HIEEIZAIRSDAN1.31%. =&
BY18]BYRSD90.31%:,
2.4 FmWEMMNFEIEE R

PENEH EE BN KRR EREEL N, RRIIFRFIMETESIERAR, NEHRPERE
NEE, FENYHMEBRERERDF#HT0.20 mg/L. 2.0 mg/LF6.0 mg/LREZ3IMFITINR, BiEENE4
P, MELERNRIMKI, ARER: MEBRENKRKAREEFLAFEREESE7596.09 mg/kg.
2842 mg/kg, TEBEINIRFIEIUNZRTEIS.0%~100.2% 8], HEXIRERERSD%E0.66%~1.24% 8],
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uV(x100,000)
2 #H
FEIL
1 %
1.00- it
1 ;i 8
i)
0.75 J\
0.25%/%  SEPS 3 i3
0.00 1 IS \N J\
: T T T T | T T T T | T T T T | T T T T
0.0 5.0 10.0 15.0 min

4 BB G. BEFRINTEIEE
(BIE 1. KRBXBEEHFD, HE2: mEBRENFM, #E3: MEBEMT 02 mg/L Fm; iR 4. mEBEMR 2.0
mg/L FE G, #UE 5 mEBEIF 6.0 mg/L M)
R2LEEFLAPERESSNEMIINFRINER (n=3)

= S| A 0.2mg/Liitr&E  2.0mg/LINfsE 6.0 mg/L hitnE

B B8 RE 28 [EXE RSD [EYE  RSD  [EIRE  RSD

(g) (mg/L)  (mg/kg) (%) (%) (%) (%) (%) (%)

mE®BRE 10.31 0.628 6.09 99.6 1.24 100.2 0.53 98.0 0.66

KRB KSR 10.16 2.888 28.42 — — —_ —_ — —

3. 458

AX K HEssentia LC-16BBMHEBIENEY T REDREREBESENNES Z. HARAERSR,
BfRESRRIENDBRY, T/, EEMNEHMEINRIHIERKRE, 27 ARERERS, EMWEL, 7
ATBRERNZRERESENNE, NEXEF R LA NTISRHSE,



HPLC ZMEZ M aRZHREHNZHRAR

1B ALIEASE Nexera XR BIRIRKEEEN, SFET (GB/T 31579-2015 ARHNLK ZREHAZ
FRRMZFMENE SRREEEE) BIDNEZ RO ZMEMNZ MR DTG E. ZAEEEMN
SEEY 0.2-500.0 mg/L A, ZMEMZRMMENBEXRZEIIN 0.9999, LERIF. NEBHNRMEZRTE
Eo5: ZFE 0.019 mg/L A 0.026 mg/L, ZHHME 0.066 mg/L 1 0.085 mg/L, HEEESLILT, ZHE
ZMZ M AR B B AR ERZER 0.068-0.13%; IEERRBIFEITATERZES 579 0.10-2.4%7F0 0.085-
2.7%. ZRR=AZ MR INAREINETE 80.1-93.3% 28l

KRB ZR0H 2R ZHME SRREEIE

ZRERZRMZMPRELRY, 2RNEG, BERKREK,. ZBFARAEM, PIERIRAXRSE, H
BEMANELENNENERRNSER, BERMEYEZE. ZHETFEBHENZHENZHME,
SRS, aRSNERTEENGIIER, R EBTIRE. REF. AT RREGHN
BTRER, ERI R BIFRRRESAVIERG,

HENEZFERPZMRAN MM EMERNDTLES . RINOEE. BRERIEA. SHBIEES,
MRASMEECIEERFENRBEEN, SEREHES,

SRR fEF BiENexera XR BREBMEBIEN, SEER (GB/T 31579-2015 ARIMILIL Z M Z M
ENZHMENTE SHRAEREE) BIDNEZM AT ZHMENZHRMEN DA, B#ENexera XR
BREREGENEEEFELES. TRER, EEMEFERS, BB TR BRI

1.5 54

1.1

RLLOKRFA 57E Nexera XRBIRIRRBEIEN, EEEWT:

% % = # 388 . CBM-20A Bt S Ml . DGU-20A5
W & R . LC-20ADXRX2 F B f : CTO-20AC
B o) # 1 8% . SIL-20ACXR & W 2§ . SPD-M20A
& 3% T fE uh : LabSolutionsVer5.89

1.2 SthFM4

(=) E . Shim-pack XR-ODS I (3.0 mm X100 mm, 2.2 um)

moooh M AJKB-FEE

HoE AR o 5uL =+ B 40°C

pi ¥ : 0.9mL/min M K K ;287 nm

kOB A N L FESRE, A/B=25/75 (v/v)



1.3 tnEa R ACH

DHEZMEMZ MM AN EREE, BEHIBCREN02. 0.4, 2.0, 4.0, 20.0. 40.0. 100.01500.0
mg/LAARERTIBR, F4°CkFEREBENTF R
1.4 ¥Embl&E

SEEMT (GB/T 31579-2015 #HNL ZRURPZMEMZMMERINE SRRIEEIEE) 8.1 MR
BUIRER. AWM EEHRIT, FEX0S g2 OB, BHZEL mg, A2 mL SPELFR (ECkR/=8H K =
70/30 (vv)) ZEHBER, LU (1~2) JE/sHORED RPN (SEEEZEVEREEREMEERNE), FE
MR, IREXS mLAYSPE E#F&, DA2E/SRVREFNT, FEFFK, W NREBEHEZERT, REX3
mMLAYSPE LR, LA (1~2) JE/sBUIRME PIRREREAEZEEE, FELFK, WE2 mLEYSPEMER
(R le/AER = 90/10 (v/v)), LL (1~2) FE/sHREFFERBEMEERNGE, FELRR, =ERENL0
mLEYSPEMER R (R Cbe/AER = 80/20 (v/v)), LU (2~3) SB/sHURESLATPER EAEEEEE, WELSER%E
BRTF25 mLNIRERERF, FARAREES, FANRIEIR, FRiEERTREHITREEENE,

2.5R571iE
2.1 iREEmEBIgE
10.0
7.5—%
5.0—%
2.5—%
o.o—\
o:.o‘ o5 10 15 20 25 30 35  mn
1. 4.0 mg/L ZMEMZ M AT ER R BIEE
2.2 Bofhsk

RL2PHDITFAEITNE, LURENESAR, BERLLANLIR, REAIMPERIIRERL, 45
NERPAR, ZRARMZMMETE0.2-500.0 mg/LELMRETBEN, LMBAXMRY, HEXFRLIYH90.9999

[fi 1 (x1,000,000) i (x1,000,000)
4.0 407
3.04 3.01
2.0 2.0
: n 1 #1(x100,000)
1.0 1.0 2]
] ] o 0.0 280 W
v 100 U 100 200 300  abo W
ZMMER

2. ZRRERMZ MR ERRL



& 1 REHZESH

RXER EXER CASNo. £&MEE (mg/L) FIEIE BXRL EHEY
ZHRER Sesamin 607-80-7 Y =(8382.63)X+ (-193.627) 0.9999 94.1-105.7
0.2-500.0
ZHtEE  Sesamolin - 526-07-8 Y = (8082.45)X+ (9.74015) 0.9999 92.3-102.7
23 RRERE

REBL2DMFMHENE, EHEREFN0.2. 4.07040.0 mg/LAZMHEAEMZHMMERSITESRIKRFRF,
ELHFEENEOR, Z RN Z MM R R BB BN AT/E R ZE90.068-0.13%; IEERAEXIITERE D
71790.10-2.4%7#00.085-2.7% (RIALERNK2), LERKEAZINEEE RIFIEEE.,

R 2LBEBENER (n=6)

RSD% (0.2 mg/L) RSD% (4.0 mg/L) RSD% (40.0 mg/L)
e i
{REZBY 8] (min) EEFRR  REEE(min)  EER REEE(min) EERD
ZH= 0.10 2.4 0.087 0.19 0.068 0.10
TR E 0.13 2.7 0.10 0.071 0.85 0.084
2.4 RYELLE

BRRBL2DMFZFHENE, RERZTRER0.2 mg/LITENBREE, BT LabSolutionsBiFitENER
KNPRRE 2R, (NEtMRMEERD 519 ZHZ0.019 mg/LF10.026 mg/L, ZHMME0.066 mg/LF]
0.085 mg/L, £ERM*K3,

R I ZMENZMMERBELRER

ZFR MR (mg/L) FE2R (mg/L)
ZME 0.019 0.066
ZMME 0.026 0.085

2.5 IntREUEER

EY1.ABI &S EIRZ FORIEBUS BRI NRIEEIEN, SEERFmEBIEE,. EHRGB/T 31579-201581E
ZMERERERE20.01 mg/g, ZMMETERERA0.02 mg/g, HFmPlZElZMEESE/H5.2 mg/g,
ZTRMERSENLT mg/g. BIEZRMBER0S g, MAZHMENZMMERSIVERR, RRLMERHIES
ERIERE R, RETERARN25 mL, FHRAENNRE76.0 mg/gil16.0 mg/g, HFmINFEIEENE4, 10
PRI A RINRAFT . HRATH, FmPZMENZHRMERIUE57980.1-93.3%F83.6-91.9%,
M FEREEERULBERIFMEN, EEHEFREEAMENR,
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mAU

4287nm,4nm
300i
200{
100{
ol
0"0 [ [ [ [ 0.‘5 [ [ [ [ 1.‘0 [ [ [ [ 1"5 [ [ [ \2.‘0 [ [ [ \2.‘5 [ [ [ [ 3"0 [ [ [ \3"5 [ [ [ rlnln‘
3. ZRMHIREURE R EEE
mAU
750i287nm,4nm
500; 4%
1 =
] 3 i
] i
250 N
0 ‘J ) T 3
0.‘0 O.‘5 1.‘0 1.‘5 2.‘0 2.‘5 3.‘0 3.‘5 min‘
4. #ESINAR (6 mg/g) BIEE
& 4. IOFREUERLE R (n=3)
B KHIRE (mg/g) IARMEREE R (mg/g) IARE(mg/g) FHIEIER % RSD%
10.0 6.0 80.1 2.3
ZME 52
18.6 16.0 83.6 1.5
73 6.0 93.3 2.5
Z M ER 1.7
16.4 16.0 91.9 1.4

3. &it

ARLIOEA B ENexera XR BRIRRAEEIZN, SEET (GB/T 31579-2015 BRI 2 MR Z R
EZNZMMEINE SHRBEIEE) BIINEZREATZMEMZFMEN D5 R AELMETD
E/90.2-500.0 mg/LN, ZRMEMNZMMENEXRZEIY0.9999, LR, NS NRMEERETH
2518 ZH%E0.019 mg/LH10.026 mg/L, ZFMM2=0.066 mg/LF10.085 mg/L. ZMEMZMMERIIFRS
BY {B)AE XS AT R 2 $90.068-0.13%;  I&EARFIABRIAT AR E 535190.10-2.4%7F10.085-2.7%. ZFEEMZH
MEIAREIURERE80.1-93.3% 2 8],



3.2.2 /1%

hHIR A B BB T REA S MGFIRNPAMINTIESImE, SELF I THFSRA (WA &’
2R RICEAMIRA DRI TIH] (FEF N TRYEM £). MBRAIIRA

FREMEREERWARREBERMNL AR AME, BHmEr. Hr. £H. RENE
BHEEEEERE. (PEAH) BEFZENSRRER AN E, 20226128308, ERAEF/K
RFEE (ERFPHRAIEHIE) BRFBINAE (2022F51185), (AFE) BifEd (BRFH
RIEHAE) (7 (ERIBHEME)) BFRAMANERAminE. 8 (ExIEFIEE) Mhz B i,
RELRPANKELER. Bk Ak, £~ (EXEFINE) WEHNHHRA RPN ETE (PEZ
) M (EZEHEAE) WEKXR, FNERSPLRAEF LTS ERARNRER S (EZRIEHIIE).
2023F1890, ZERAREEEERIE, F—MHR2PIERPHRAEHAEEERH. EHIREH
TESRIMBA RS ERNCF, PEARMIIATTETRNREMBENESZ, TE2EMHRE. B
LRl BREER. SERBEER. Ko kD REY. R BARESE. SBNE. ERBMKY
TR, BRPEDAY). KFRIAY. JRNKRE. ZR AR, EMESHEEM,

= EMRATSAERIEER A



GC-MSMS ZNEEBREFREMPREZZSE

B B AXFABBE GCMS-TQ8030 =FE R REXANEILT GC-MSMS MEZREFR 15 FHEHHE
MBNKKRANTT R, £ 1~50 pg/L RESCERNBIRERL, KIEXRRY, HEXRE r $YKT 0.998;
SR 5 $TEFIEEAR RSD $/1NT- 7.66%, %7775 BT R IRET BB BN RKLBIREE ENE.

KA. GC-MS/MS H&gtt BIR1E BIKE BIKKRE

TIRE, XNBBL, BEF, HE HORYIANY, BERENBABEHNRA. 7AM, RHEME
MBI EEEER—ERE, WU, DDTEH, HENRHREREIE, BisaMtR, Z2TEEYR
NES. THRHFAM—RRK, KIERKRAGKREESHTASYANKERERNEE, . MEEMN.
BES.

EFER, PAMPRAKERNFACZSIEERAN T, FEAHPNUHE, EEPRAZEM TN
Eo HX7R/7SHDDTHVREME 0.2 mg/kg, MNARBERMNREMEN0.1 mg/kge AT REFELHRIGE
ARE, WlFHHRRAZERERANIMEE N

AX KA RRGENEREPENHENENRIRES, BFEATZRMEIER (MRM) BREE
THETH, BT PURITCCMSENREN B REZ SHHEENERR, =B 7 OMIEE, Ko
FFNA DAV ERIET0.25 ug/L, BizmiEERRY, SAHEDITMREIUNERART 2%, RIERKEA, %
T3ERE R R IR PR AL E S BRI TR,

1. SEREERSY

1.11%%
GCMS-TQ8030 = Uk AF= BEx FA{Y
1.2 D&%

GC-MS/MSZ&#4:
384 Rxi-5Sil MS,30 mX0.25 mm X 0.25um  E[EE: 300°C

HIERE: 250°C BFREE: 280°C
HIERI NOmHE WES: &5
HEEESIE]: 1 min MBS EBE: P ERE+0.3ky
HAEHIAN: BERE AFITIERBYIE] . 2 min

AT I E - H
BIEERE: 1.72 mL/min MRM SR 4 2 1

FEIER: 50°C (1 min) _25°C/min _150°C_
10°C/min _300°C (5 min)
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1.3 ¥mbl&E
RSB A LR

E4RIE 60°CT 1R 1h, #M#F/E, TBHIRE 28,
ET 100mL REHFHR T

A
SO EE 40mL, #B7 30min,
ZEEUKRIT 0.45um JERE

ARURET, HECKEERE 1mL,
GC-MSMS S E

1 At IE Rz E
& 1. REGHADRBEIE K2 MRM 221

No. {REZBYIA] BFR &y i CAS#  E=2BT (CE) EMsT (CB
1 5.690 HER Dichlorvos 62-73-7  185>93 (14) 185>109 (14)
2 9.416 A-75757% alpha-HCH 319-84-6  219>183 (8) 219>145 (18)
3 9.643 AES Hexachlorobenzene  118-74-1  284>249 (24) 284>214 (28)
4 9.752 SAVAVAY beta-HCH 319-85-7  219>183 (8) 219>147 (20)
5 10148 vy Lindane 58-89-9  219>183 (8) 219>147 (20)
6 10658 &7\ delta-HCH 319-96-8  219-183 (10)  219>145 (22)
7 10.198 BEA Chlorothalonil 1897-45-6  266>231 (14)  266>168 (22)
8 11099 EEIIHBE  Parathion-methyl  298-00-0  263>109 (14) 263>136 (8)
9 11643  SiulnHE Malathion 121-75-5  173>127 (6) 173>99 (14)
10 11886 Howg Chlorpyrifos 2921-88-2  314>258 (14) 314>286 (8)
11 12212 SR AR Parathion 56-38-2  291>109 (14) 291>137 (6)
12 13420  o,p-DDE o,p'-DDE 3424-82-6  246>176 (30)  246>211 (22)
13 14120 p,p'-DDE p,p'-DDE 72-55-9  246>176 (28)  246>211 (22)
14 14415  p,p-DDD p,p'-DDD 72-54-8  235>165 (24)  235>199 (14)
15 14930  o,p'-DDT 0,p'-DDT 789-02-6  235>165 (24)  235>199 (16)
2. ER5i1ie

2.1 iR i E
15 MRPRR R BB R ENE 2 s,



(x100,000)
00"

0.75
0.50-
0.25
0.00 | :
1 T T T T [ T T T T [ T T T T [ T T T T [ T T T T ]
5.0 7.5 10.0 12.5 15.0 17.5
1 2. 4RI MRM B (50 pg/L)
2.2 BtEphLk

FRECKRERRARESIVERY, REDFINL. 50 100 20 50 yg/lo LURE AMEALLR, EERA

PNYBER, FIERERL. RRIEFTIR, B0 RAGHEDBERLN TR, SEDRERLBXRIIE
20

Area Area Area
2000
500
1000
1 Y 4 S P
Conc. 6 Conc. Conc.
R =777

23 1HRRES Y

BIELug/UnERRETE, TR ERER CRBREITE). RRERE, BinKE4H 0 MRMENT
Pime SANKRLIRIER2, BI ug/UWnEARELSTHHFEIRESE M RIF.

(x100) (x1,000) (x1,000)

1185.00>93.00 1219.00>183.00 1284.00>249.00
1185.00>109.00 2.0;219.00>145.00 1219.00>183.00

5.0~ ] 5.0-

2.5,: 1'07, 2.5{

.01~ o_o{ 0.0 it

| | [ v | ! ! | |
5.5 59 9.25 9.50 9.5 9.8
MR a-7N7N7N NEER



=2 BUHRKIEEREEMS (n=5)

oy, IR \ 1% H PR
No. &R HEXREH %RSD No. M&EMEIM  HEXEHK %RSD
(g/L) (ug/L)
1 HWHER 0.9991 0.13 6.00 9 ShIbRE 0.9988 1.94 481
2 a-73757% 0.9997 0.10 327 10 = 0.9995 0.25 591
3 NER 0.9996 0.07 403 11 PORTikeH 0.9997 1.35 5.61
4 B-75757% 0.9997 0.16 473 12 o,p'-DDE 0.9995 0.02 2.50
5 VS AVAVAS 0.9995 0.13 372 13 p,p'-DDE 0.9995 0.03 3.77
6 K SAVAVAN 0.9996 0.10 371 14  p,p-DDD 0.9997 0.03 2.79
7 B 0.9994 0.25 596 15  o,p'-DDT 0.9997 0.05 3.14
8 HEMNmEF 09984 0.93 7.66

2.4 R

RRGBARANEREFRT, RBFRILESEZHE, SFRPMRRENL pg/L, FiT7H
3R, EIRRERNEKI, ATFEFRPEERESRESUMBASIE, FREatEEEIFRTX
MR EBREIART600 ug/L, BT LASTXFAPAR LA EEIRER,
& 3. SR R InARE R

No W EET ML R [BIER (%) THE RSD%
(g/g) 1 2 3 (%) (n=3)
1 HEE N.D. 94.60 99.80 93.84 96.079 3.37
2 S AVAVAN N.D. 74.09 76.78 71.29 74.054 3.71
3 NEEK N.D. 7247 72.57 71.93 72.326 0.48
4 SAVAVAN N.D. 93.52 92.32 84.96 90.267 5.13
5 VEAVAVAS N.D. 87.79 80.47 73.79 80.682 8.68
6 VAVAVAN N.D. 62.93 68.15 67.12 66.065 4.18
7 BEE N.D. 10173 10899 9625  102.322 6.25
8 FRE S N.D. 10562 102,75  113.73 107365 5.30
9 DRI 89.62
10 =2 0.59
11 S N.D. 90.28 93.56 99.54 94.460 4.97
12 o,p'-DDE N.D. 61.54 61.85 60.95 61.446 0.74
13 p,p'-DDE N.D. 83.59 84.94 84.79 84.443 0.87
14 p,p'-DDD N.D. 57.48 57.48 54.59 56.517 2.95
15 0,p'-DDT N.D. 137.98 13661 12858  134.391 3.78

3. 451e

KAGCMS-TQ8030=EMRAT IR B MDA NS REP BN BN RARALE, HERIFEE,
FE1~50 pg/LRESEER, ABARALMRYLF, HEXHRHKRT0.998, £10 pug/LAMNIRET, KEBHRE
RYINARERZE N T72~134% 28], FILUR £ IREFTAM BB BT RN L BRI,

— 40—



LC-MSMS Z2#r P Z MR PR 30 HBEARARAHY

8 E: 252020 it (PEZDH) 2341 KAKBENE EZEIE (BMKIRA (1BYR) FEBRAGZR
BNEE), BITETHE LCMS-8050 =ZEMRATERAELAINA, FREZH 30 AR RIAEIN D
F3Ee 1E 5~100 pg/L (LARRRREET) RESCERRIIMIERRERZ, SMEXARRY, BEXRY r HK
F 0.995, HEHETE 86.2%~111.0% (8], X288t HRTE 0.001~2.37 pg/L, EEMR 0.001~4.95 ug/L ZIel
25 pg/LPREERE)EFIREL DM 6 R, 30 MERKEAIHFLBYEEIREEETE 5400 RN, Z7575E
BFAaMEIE (Y & 30 MERKRELAEYIREREENE.

KR —EURTRAEEIERIERAN P REKE 30 MERRE

BB PELHE, 20200k (FEZH) MERBEN021224M IR eEBM. 2341 REAGKEENE
ERIERANTHENE T IMEAKRATERE, HFET “SIE AMKRA (EYE) PEAK
ASTHENEE -

AICHKF BELCMS-8050 =EVURITRABIERIEERAN, 1] (B41KRAFKEENEE) FHE
XEES . SOMRANFEER FIMEBEFMF. FHRRELEVFRETAES N, BT L4307
BIRARARAEIAEEBNEN S E. RHERBES, EEMY, TEHE2020hk (FEZH) N
MEIRF (1B43S) 30MEARAREERNEK.

1.323888 5

1.1 1928

ARIIORABEBERRE BN LC-30A 5 =BMERAFRIEN LCMS-8050 BXA &R S, EAEEN:
A %= H 28 . CBM-20A Bt =< #Hl : DGU-20A5

o] R R . LC-30ADX?2 F & #& : CTO-30A

B ©oh # ## 28 . SIL-30ACMP i & ¥ @ LCMS-8050

B 1% T fF i : LabsolutionsVer.5.93

1.2 &M

RGBSR

& & M : PhenomenexKinetexC18, 2.1 mmI.D.X100 mmL., 2.6 um
mooB M AE-0.1%FERAERE (& 5 mmol/L FERTR)

B #8-Zi5-0.1%FE/KAR (& 5 mmol/L BBERTR) (95:5, v/v)
BHOE KR D 2uL
pi & 0.3mbL/min =+ o 40°C

A1



BRI L BRESEE, BAREIIREN 30%, BYEIERUIE 1 PR
& 1. BERR Y EE

Time(min) Module Command Value
1.00 Pumps Pump B Conc. 30
12.00 Pumps Pump B Conc. 100
14.00 Pumps Pump B Conc. 100
14.10 Pumps Pump B Conc. 30
17.00 Controller Stop
Bk
BFiiEX : ESH EHRAE : 3.0L/min
B O B £ :45kv FSmE : 10.0L/min
e 'S &S mEHESmE : 10.0L/min
# O &R E :@300°C I 8 B jE : 10ms
D L & E :250°C A EEKE X . ZREEUMRM)
MAREHCRE @ 400°C MRM &% @ &R
7= 2. MRM &%k
No. RN H e REGBTE] RS F EF InigENe S
1 FR Rk Methamidophos 0.740 {0 2400 .
142.05 124.95 -16
304.20 217.00 -22
2 LR Fenamiphos 5.753 304.20 201.95 -36
304.20 234.00 -17
3 TN Fenamiphos sulfone 3.192 33620 20600 20
336.20 188.00 =27
320.00 233.00 -25
4 FLLHE IV IN Fenamiphos sulfoxide 2.020 320.00 292.05 -15
320.00 171.20 -33
5 R AR fonofos 7.775 24710 109,00 1
247.10 136.90 -11
323.00 114.95 -30
6 JBIERE sulfotep 7.953 323.10 170.95 -15
323.10 97.05 -39
7 BEE carbofuran 3.387 22210 10500 B
222.10 123.00 -22
238.20 163.00 -13
) 238.20 181.10 -11
8 -BREREE carbofuran -3-hydroxy 1.246 59020 163.00 9
220.20 107.00 30

— 4D



411.10 196.10 -16

9 FE KT ethametsulfuron-methyl 3.852
411.10 168.00 -28
382.00 167.00 -17

10 FRIEfE metsulfuron-methyl 3.154
382.00 199.00 -21
358.00 141.20 -18

11 SUEE chlorsulfuron 3.523
358.00 167.00 -17
271.30 158.90 -14
12 g5 cadusafos 7.507 271.30 96.90 -36
271.3 130.9 -23
N 314.00 162.00 -16

13 el isazafos 7.015
314.00 120.00 -26
N 261.05 75.00 -12

14 FR RS phorate 7971
261.15 47.10 -37
277.10 97.00 -32
) 277.10 198.95 10

15 BRIV phorate-sulfoxide 3.757
277.10 170.90 -13
277.10 142.90 -20
293.20 170.95 -12
16 ER BN phorate-sulfone 5.111 293.20 115.00 -26
293.20 247.00 -8
» 363.10 226.80 -26

17 bR coumsphos 7.787
363.10 306.80 -21
N 256.10 139.90 -24

18 BN phosfolan 1.664
256.10 167.90 -17
. 300.00 174.05 13

19 i phosphamidon 2.207
300.00 127.00 =27
213.15 89.15 -17
R 213.15 116.00 -12

20 b K aldicarb 2.234
208.10 116.20 -8
208.10 88.90 -16
240.20 86.00 -21
\ 240.20 223.00 8

21 75 K BN aldicarb-sulfone 0.940
223.10 86.00 -15
223.10 76.00 -8
o 207.10 89.00 15

22 5 K LT R aldicarb-sulfoxide 0.780
207.10 132.00 -8
o 224.10 127.00 -15

23 ASK monocrotopos 0.837
224.10 193.00 -9

43—



259.10 89.15 -16

24 Rk demeton 4597
259.10 60.95 -33
. 243.10 130.90 21

25 KL ethoprophos 5.954
243.10 96.90 -32
N 321.00 170.95 -10

26 LSRR terbufos-sulfone 6.138
321.00 96.90 -40
. 305.10 187.00 12

27 ST I terbufos-sulfoxide 4.992
305.00 96.95 -40
312.10 235.90 -15
N 312.10 270.10 -7

28 7K Bt isocarbophos 5.146
291.10* 231.00 -16
291.10 121.00 -31
197.10 46.10 -23
29 FROEPK chlordimeform 0.979 197.10 117.05 -29
197.10 152.10 -20
. 332.15 231.10 15

30 FRE A isofenphos-methyl 7717
332.15 273.00 -8

*291.1 AKERTRBE RS M0 7K I
1.3 fnEmS5itHFl

RIEIFEE S 30F KA EIAR (25, WESHIMADZU SGLC, PN: 380-03386), F-20°CikfafR
7, &Ho

B InertSep HLB E#EZEEV/\VE(SHIMADZU SGLC P/N:5010-81976), ZE &{F1Fo

5 BER, ERERTo

KE0AZK: BMIilli-Q PlusikK B RAZEE F5 /RS,

FRER: BIgdk, ZBE98%, ERIRF.

FRRER . BBk, AWEII %, =RFRTo
1.4 i s WAV ECHY
R

BEBREIM] RAKEENELERE 435N T8 B KRS.0g, BEME, MELml g,
T AERL, BIIANZEES0 mL, A%2 min ($%3®7912000%%), .05 min (40005 /min), BXLER, 1
TEBIAS0 mMLZAE, A1 min, B, &R LEER, BEXRIEEI-5 mL, BIEHEEE10.0 mL,
%5, Bl

BY_E5E&3 mL, @idInertSep HLB E#EZEV/\E(SHIMADZU SGLC P/N:5010-81976)/% 1k, UNEXNEEB
AR, BE, BlMS.
1.5 WRRARE&E

BEUREXIRARG S

=
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U ZBEmBRARES0. 1000 150. 250, 500. 1000 pg/LA&RFIRIAERLL

Spig S

B

(LURRBZBET) . =AM

mIRFRLARE, DRIERTARERAK0.6 mL. RYAREA®KR0.1 mL. ZAE0.3 mL, RIEES, BIE5.
10 15¢ 25¢ 50. 100 pg/LRFIEREMLE (LIRRRNT) . 25 pg/LBEBRRERINW0212REERE,

KE B DR Y R E R

2. ZER5itie
2.1 FRBRRES

TR

EEX AR MHEMARL mL, I0N0.3 mLADK, BS), 8, EVO.

PREZET, Rkt REBAERE, NEL Hh, REBMNELQNS ug/LERRERR(LIFREZ

BEIT) #91/200, AEBERRIELRS pg/LERATAE

Soig S

AR

(AR RRREIT) AY1/700 5 pg/LBREZE PSR

(CLERRERT) EENE, 301 ERHAMIINRY, BSERPIBETRISIEHNEESE,
/ RTZSS;;ez
Y

Q 142.05>94.00 (+) 1.98e4
, RT=0.744
100.00 -
%~
o ——
0.0 0.5 1.0 1.5
RT (min)
FRRZHE
Q247.20>108.80 (+) 1.24e4
, RT=7.793
100.00 -
% -
0.00 t———+—+——+7—+
7.6 7.8 8.0
RT (min)
H R AR

Q304.10>217.00 (+)

100.00 -,

0.00 &

100.00 -,

%]

RT (min)

KW

Q323.00>115.05 (+)

6.93¢2

1LPREEER MRM &I [E

%]

0.00 ===

Q304.10>217.00 (+) 1.34¢5
, RT=5.762
1r2 36.25% (NP)
e
50 55 60 65
RT (min)
Q323.00>115.05 (+) 4.39¢4
R On1
IRr2 131.98% &)
s —————
70 75 80 85
RT (min)
pati=ti:

0.00 ~HoalCie O Wit N
70 7.5 80 85
RT (min)
TR ISR
Q336.30>265.90 (+) 2.89¢4  Q320.10>233.00 (+) 2.66¢4
, RT=3.199 +RT=2.017
100.00 - 100.00 - :
] IrR25.73% (N
%- %_-
0.00 e 0.00 b
25 3.0 35 40 15 20 25
RT (min) RT (min)
LRI RN
Q222.10>165.10 (+) 21065 Q238.10>163.10 (+) 1.79¢4
RT=3.394
100.00 - v 75.35 -
] 1Rr2 244.40% (NC)
{R3 130.78% (NC)
- - 0,
0] o, R4 52.71% (NO)
i i RTQ 246
0.00 ‘e ) S —
25 3.0 35 4.0 1.0 1.2 1.4
RT (min) RT (min)
TEE RETHE

A5




Q411.30>196.00 (+) 1.58¢5
, RT=3.863
100.00 - O A
1R170.45% (NI)
o
0.00 -
30 3.5 40 45
RT (min)
BT
Q314.00>162.10 (+) 1.83¢5
86.96 - !
IR1 100.99% (NC)
% - RT=7.027
0.00 e
6.8 70 72
RT (min)
SUREE
Q363.00>226.90 (+) 3.0604
, RT=7.806
100.00 - _
R130.94% (N[)
% |
0.00 e
70 75 80 85
RT (min)
ik
Q240.10>86.00 (+) 2.75¢4
100.00
% |
0.00 ‘==t
0.8 1.0 1.2
RT (min)
725 K BN
Q243.20>130.90 (+) 5.60c4
, RT=5.963
100.00 -, \a
JR177.19% (N
% |
| RT 6.145
0.00 ,....,....,....,....
50 5.5
RT (mln)
N KT

Q382.30>167.20 (+) I.11es
, RT=3.160
100.00 - Y
JR1 17.18% (NC)
9% =]
X ——
2.5 3.0 3.5 4.0
RT (min)
FR R
Q261.25>75.10 (+) 3.99¢3
» RT=7.992
100.00 -, )
JR1 12.89% (NE)
% =]
o ——
7.0 7.5 8.0 8.5
RT (min)
ER R
Q256.00>140.00 (+) 9.23e4
/ RT-1.667
100.00 -, )
JR1 36.30% ( )
% |
0.00 e
1.0 1.5 2.0 2.5
RT (min)
BN
Q207.10>89.00 (+) 2.34e4
97.83 -
JR1 1
] RT=0.748
%_ v
0.00
0.50 075  1.00
RT (min)
V5B KRN
Q321.30>170.95 (+) 9.42¢3
100.00 -, RT=6.153
JR1 107.18% (INC)
% |
0.00 e
55 60 65 7.0
RT (min)
LSRRI

Q358.00>141.20 (+)

100.00 ~

%

4.90e4
, RT=3.532
v

JR1 86.31% (NF)

0.00

Q277.00>97.00 (+)

100.00 -,

3.0 35 40
RT (min)

SUEE
5.42¢4

RT=
R1 114.05% (
R2 67.92%
R3 99.10% (

—

0.00

Q300.20>174.15 (+)

100.00 -,

3.0 35 40 45
RT (min)

FRRERE TN

7.80e4

2 RT=2.211
1 64.42¢

0.00

Q224.10>127.00 (+)

100.00 -,

1.5 20 25 3.0
RT (min)
BiRZ
5.84¢4
~ RT=0.828

R1 62.76% (NC)

RT=1.71]
\

N

0.00

Q305.00>186.90 (+)

100.00 ~

%

0.5 1.0 1.5
RT (min)
ARG
2.62¢e4
v RT=4.997

JR1 36.63% (NC)

0.00

4.

—A6—

0 45 50 55
RT (min)

5T BRI

Q271.10>159.00 (+) 1.31e5
/RT*7 521
100.00 ~ .
JR161.13%
{R2 65.58%
%
0.00 ....,....,....,
7.4
RT (min)
s
Q293.00>171.15 (+) 9.97¢3
~ RT=5.121
100.00 -, .
47.9
Ir271. 43%
% |
0.00 ...,....,....,....,.
RT (mm)
ERREREIN
Q208.10>115.90 (+) 7.13e2
77.17 ~ .
JR1 87.23% (NC)
- R2 0.00% Qi(‘z)&
1R3 19.30% ¢NC)
% |

2.0 2.2 2.4
RT (min)
5 K
Q259.00>88.95 (+) 2.67¢3
~ RT=4.603
100.00 -, .
JR1 26.43% ( )
% |
0.00 ...,...'.\,....,....,
40 45 50
RT (min)
NS
Q312.10>235.80 (+) 5.73e2

51.09

%

T
5.2
RT (min)



Q197.10>46.10 (+) 8.003  Q332.05>231.00 (+) 5.48¢3
, RT=7.739
12.33 - 100.00 - M
Ir2 0.48% (NC) ]
] RT=0.991 ]
% %
:\ = A/\
255 om0 e
0.8 1 70 7.5 80 85
RT (min) RT (min)
FORBK FRE S B

E 2. FRRZ BT MRM BiBE (5.0 ug/L, DAFRRRRET)

2.2 BofEsh L

5. 10¢ 15¢ 25¢ 50.
EAR N BATR AR 2o
B 1E86.2%~111.0% (8o

100 pg/LRFIBRREFRERS (LIRRREET) |
INRR3, BRRERP3OMPNRARILEYLERRMERY, tYXT0.995, #

HIF DT, LURE NIRRT,

7= 3. FRRZ A 30 MRAXRMAUERL. BXARMAMLMEEER
No. Hh x4 R R 2L AXRIr LMESEHE (ug/L) HEFHE%
1 S)igi Y =(12749.8)X + (4910.55) 0.9997 5-100 97.6-102.6
2 L Y =(221077)X + (13026.4) 0.9999 2-40 97.9-102.3
3 5] Y =(60223.8)X + (4948.26) 0.9996 2-40 95.7-105.2
4 KL Y =(91974.9)X + (-3433.29) 0.9995 2-40 94.7-104.2
5 R ARE Y =(20206.1)X + (2892.51) 0.9999 2-40 97.7-102.9
6 pepiti Y = (68553.7)X + (9346.60) 0.9999 2-40 97.6-102.4
7 TEE, Y = (166482)X + (20098.6) 0.9998 5-100 97.7-102.3
8 -RERBE Y =(14709.0)X + (10253.1) 0.9996 5-100 93.4-105.1
9 AR [ Y = (115404)X + (40766.8) 0.9996 5-100 96.7-104.0
10 FRTEpE Y =(80376.8)X + (78044.9) 0.9985 5-100 93.7-111.0
11 SUEE Y =(33771.2)X + (18812.7) 0.9998 5-100 97.4-104.6
12 HiEs a0 Y =(229625)X +(9893.43) 0.9999 2-40 98.8-102.0
13 LY Y = (175454)X + (1267.82) 0.9999 1-20 98.3-102.6
14 AR5 Y =(5325.31)X + (202.014) 0.9997 2-40 93.2-105.6
15 FREERE AN Y =(97895.8)X + (5002.83) 0.9997 2-40 96.9-104.2
16 FRREREIN Y =(17209.1)X + (2005.90) 0.9994 2-40 96.6-105.3
17 WRER Y =(19372.7)X + (8801.70) 0.9998 5-100 97.0-102.3
18 RIF Y =(152691)X + (15772.6) 0.9999 3-60 97.9-102.3
19 AR Y =(85777.4)X +(11312.5) 0.9999 5-100 98.0-102.2
20 KL Y =(992.891)X + (-456.589) 0.9969 5-100 86.2-109.8
21 720 KN Y =(20206.3)X + (18111.9) 0.9988 5-100 91.4-106.0
22 R E IR Y =(7589.33)X + (4675.05) 0.9995 5-100 96.4-104.3
23 ARGt Y =(73465.7)X + (6103.35) 0.9997 3-60 95.8-102.4
24 Rk Y =(4009.52)X + (152.317) 0.9997 2-40 88.9-110.9
25 P Y =(94214.5)X + (7236.25) 0.9998 2-40 96.6-102.0

—A7—



26 BTN Y =(16929.1)X + (-1448.96) 0.9991 2-40 94.1-105.0

27 BT IR AN Y =(42755.0)X + (2499.85) 0.9999 2-40 98.3-102.2

28 TR BB B Y =(169.351)X + (90.4632) 0.9981 10-200 87.3-109.6

29 KB Y =(22390.6)X + (-514.529) 0.9999 2-40 96.0-103.8

30 FRE S5 Y =(5179.09)X + (-573.510) 0.9995 4-80 94.3-106.7
2.3 R REER

R5 pg/LERRERR (LURREST) ENRERERIEEKAN, RIEERE, HEHKOHRE
(S/N=3) FEEBMR (S/N=10), FERUFAET, 30MULEYBIEHIRE0.001~1.77 ug/LSEEZ 8, 304
BV EERE0.001~5.37 pg/LEEZ (8], HRHE0212 RAMRIRA E RN FRIE EEAIER,
& 4. 30 MARANEFERHRREER

No. A FR 2 H PR (ng/L) EE2MR(ug/L) FRE(E(ug/L)
1 FR Rz fsk 0.001 0.001 25
2 LR 0.01 0.02 10
3 LRI 0.01 0.02 10
4 KB 0.01 0.02 10
5 RS 0.38 1.16 10
6 TRIERE 0.03 0.08 10
7 AR 0.01 0.04 25
8 RETEHE 0.57 1.73 25
9 &S 0.01 0.02 25
10 FR R 0.01 0.04 25
11 SUEE 0.02 0.05 25
12 iEs A 0.01 0.02 10
13 SRR 0.01 0.03 5
14 ERRERE 0.001 0.001 10
15 FR R I IN 0.01 0.04 10
16 BR BN 0.15 0.45 10
17 e 0.11 0.34 25
18 BRERBE 0.02 0.05 15
19 Bz 0.03 0.08 25
20 K, 1.32 3.99 50
21 3 KB 0.14 0.43 50
22 % K ET AR 0.29 0.88 50
23 R R 0.09 0.27 15
24 ARk 0.05 0.14 10
25 K ERHE 0.05 0.15 10
26 15T BRI 0.08 0.23 10
27 5T bk LR 0.03 0.11 10
28 bt 1.77 5.37 25
29 KRB 0.16 0.48 10
30 ERE SR 0.30 0.91 10

PR

EVE PN IR A R25 pg/L (LURRREET) , SENBAEEREBERIEN, ELDTOR, 1TEIEEIIRSD,
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LERIKRS. ERITBEERARSDIYNTF5.40 %, REBINEEEEHEIHELTFENRo

KL BEEEZRER (n=6)

No. el RSD% No. Se) = RSD% No. Se) &= RSD%

1 FA B hsk 3.33 11 SHEME 1.85 21 B NN 2.07

2 PN S 1.14 12 e 0.45 22 DA RIZ] 2.32

3 RERBEN 1.50 13 SRR 0.97 23 AR 1.20

4 AT IN 0.64 14 FRRERS 3.88 24 R B 471

5 H SRR 1.85 15 FRREBT AN 0.89 25 R T 121

6 SAIE R 0.54 16 FRREREIN 1.61 26 5T RN 1.42

7 ST EE 0.95 17 B EH 0.77 27 ST BTN 1.40

8 IRETEE 1.70 18 FRErEE 0.45 28 K PR B 4.87

9 BRI 1.26 19 it 0.80 29 FREBBK 1.51

10 RS PR 1.92 20 BN 5.39 30 FRE S5 1.54
3. 4i¢

PREZFEMIRENE, EAInertSep HLB BEMEZEEUVINMESEM, BJ7E30 minRRER. /ERXY EFRI30Fh R Z
A HITIRENE,. ANERT HENEE. KER. E8M%. IMrBIRE, £R{TEPEZAHEEX

Ko fEALCMS-8050% 48, BILAXSHRZM RIR F FR 30T R At

49—
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HPLC-ICP-MS WERH M HERHAIEER

WE: 2% (PEZNE(Q2020FA)) F (2322 RMBITERESRENSNEL), BT —MNEFRZH
HEFESRNSHEEEEBRBEEEFAREE (HPLC-ICP-MS), #RadBE, XASNRK
HEELC20ANAEESKHITOE, BRBEEE FIRMIEICPMS-2030t0NHITEE N, LI4ETE
£1~20 ng/mUEEREIFREAT0.9998, HEEE26~37 ug/kg, ERTHRAMPRESRN Do

%5EA: PEZR UK P HE HPLCICP-MS

REBARTENNESEELE TRZ—, RNEYSUETNEHEEEX, EAREELESHEETE
ESEX. NAESHREEDERTERR, SEERER.

BIUHRMEME: AR (Hg2+). BER (MeHg). 2ER (EtHg) F., HF, BHRMBMKR
TENR, TEREVRTPHFERSEREKN, RNRERMNIERYZERMYN, BHREDIEFTRIL,
PIERMBIEN AR EL IR E.

BT REVEE. BuEE. IRMRANEMHLIEAT ENNFES, FERSRTSHEERGIFRER
AEVMFHEEZZH, FILUNESREETEEMRTHKRNFRE KT, EIt, XROSHEETTESD
AEITOATMNE + 725 Eo

AXZE2020hPEZHE (2322 RMFTRILSRENSNEZE), KBHRESMREEIELC-20AI
S5BBBEEE T HRIENICPMS-20308X XY AL H E#HITRES DT,

1 SCIeERS
1.1 388 m

THRKABEMTEIIR, FERMZERETFEZRITEY B O
1.2 CIEHEH

MERHHE
1.3 %28
RIFRA D ESMBRIEEIENLC-20AI5 BRBEFE FABUIL(NICPMS-2030BK A A 4%, BMARRLEN:
A %= H 28 CBM-20A A = M . DGU-20A3
W1 &R R . LC-20A £ B f : CTO-20AC
B of ¥ & 38 . SIL-20AC ;2 = % ICPMS-2030
B 1% T fF i : LabSolutionsICPMS Version 1.02
1.4 i3

fRE BB FSigma-Aldrich, EDTA. ZERRZ M-+t FEZEH.



2.ER5i1e
2.1 MR A RECH

EELBNRREESREE, M8%HEHIME1 mMLEE0.5ng. 1ng. 5ng. 10 ng. 20 ng (gL
Rit) RINRERAR, #5, B
2.2 EmB RS E

FERITEUEENEERERL g MAATLERKRLI0 mL, B37T°CHCATBENIEEYE, E£4, NS
£, BEL24/N, WE] mLRRBEK, ARFLIEE (10 pm) &, HEEZEWMEUERL mL, A0.125
mol/LEESARIERELO ML, &S, BG. REERISEIMRERRT BB R
2.3 BIgFMHF

=) =1 F  : GL Sciences Intertsil ODS-3, 4.6 mml.D.x 150 mm; 5pm
Vi =) 2 BHEE-0.01mol/L ZEREAR (& 0.12%L-F¥MERR, FKET pHEZE 7.5 (8:92)
O & R 50uL
m ® . 0.8mL/min
=+ m - 30°C
i wK

2.4 Bl %M
EHTFRSE
SLINIES © 1.20 kw FHEFEURR > 8.0 L/min
HBSMIR . 1.10 L/min MR . 0.70 L/min
FEERR : Mini E{pEREn : [
EH=E i ENERE 2 0°C
RERE : 5.0mm [SLIbIES : 27.12 MHz
NEENUES @
I e . He Rl #3 SUMIR . 6.0 mL/min
MEBE D21V REESEREBE 1 T.0V

25 FEFER

251 %M

NEAHTER, HRRSTIL, FEEEREGMRPZMESKNDBEE, UMERSEFFELROT
WS AR Ho
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35
—— 10 ng/mL
—_ 0 1 ng/ml.
v
8.1 25 -
Etllg
< 20f
)
= 15 |-
|72)
= 10 -
L
= 5[
[Sha—)
ol
1 1 1 1 Il 1 1
] 100 200 300 400 500 600
Time (s)

E 1l =S REE
2.5.2 BUERRZ

2.1 NREARWEER” T NRERITRERZRTIRERES,

CRELIHgHT) SEERLEMEMLEILFIRERLZ,

ok 202
750

500

500

250 250

1 1 1

0 10
Concentration (ug/L)

20
2. RESRIERZE r=0.99980

2.5.3 SR B R

SWEMERHHEREMEENE, & 2.2 FRAIERE #

750

BREMDER, LURE
LR TFRo

Ak 202

1 1 1

0 10 20
Concentration

(uglt)

3. ZERIAERLL r=0.99981

1TRMIBfE#HHPLC-ICP-MS/ T, Xk

BEFmE T —ERENIRGHHPLC-ICP-MSO 1T, EREULE, LRIT:
= 1. HE MR K B (%)

MELR IARRE MERE Bl
=3 (ug/L) (ug/L) (ug/L) (%)
TR N.D. 1.00 0.949 94.9
BRER N.D. 1.00 0.969 96.9
ZER N.D. 1.00 0.975 97.5

N.D.: RiH

255 KR

XREN]L ng/mUtF A RE SIMILSKRAVEIREE, TEEBRES/N=301QHRLUKLS/N=10EE
fRo Z5RWIT:

RIEF BB DRI R A RN EAESE

R,



0.50
0.48 |
0.46
L 044r ) .
% 0.42 A A \ [\
. 3‘ 0.40 | ” \\f. \\ ) . ,J
@ 038} |/ \ \
= \/ \J
5 o036 / \
S o34l
032
0.30 L 1 1 1 1 I ! !
298 300 302 304 306 308 310 312 314
Time (s)
4 BEER
*®2 REEZTRE
(Y2310 H PR T A R NEBEER FHAEEER
B FR
(ng/mL) (ug/e) (ng/mL) (ug/kg)
TR 0.08 8.40 0.28 28
RER 0.08 7.80 0.26 26
ZHEEK 0.11 11.1 0.37 37

3.450¢

& (hEBH) . (2322 ROETERTSREANSNEE), BUI-—MAEAHEDLERE
LC-ICP-MS %, ZFERBES, HEEEMR 26~37 pg/kg, ERFTHRAMPEERND I,
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BEGHRERTEZMAERHTEZENPERPNTHBER

BB AXZE 2020 iR (REZEH) 235] ERSRNE L2 mflESRNEEE %, RARBEET
ERUFTEENRAEFFRANEHRESER Gl. G2, Bl. B2 #1770, EFEXLKNZENE
REUERE, AKRREISRATERDMBVATEEZRT TSR, ER 7RO ITENEMEERE. €
SRR, BEE. WX, AVEBTARESHFRSEFF@NDT. —ERNDTEREE, WihoT
F3 AR TR AL 5 Bkl e Hh B S R AV /AR,

Xigia: RIBEEE AUFENE FE aHlBSE EH

BHESEE (AF) ZEEMSNFEHBNAE~Y), EERBHNSHEMBURN, HPAFBINSME
R. BT, HEXHRARS TR EHBSHITHNTIERFENERGHER K HBRY160 R Z5EC 75 FAL
ISR —AVENATR. ATRIVERTAR, BE. aNEEL0 N @FNRAE S TR EEHTE
MESHRNEE, FNEHEHESSHEBIRENFETS ug/ks, BEHESRGC2. Gl. B2MBINEEREN
133310 ug/kgo

AT REARSEEHESRBIMCINK MR LT, BEFTEHITITENLIGRERE,
TEMFE-REERMEEME, FRTE—RERA=AJEK, HEITEEMR. TRUEMITRUKE
HEMRUFITEE %o

2020h (FPEZHE) 2351 HEESRNEEZ2BMBSRNTEEE—E, BREGEE, ZEDNMT
LEMNRUETEE, WARRTE 2. AXSZERUFTLEONRYE, RAZEANMFTERNSE
PR-10003&2 S sw i A b E AR /5 R S (TR E N ITE R, TR RET AN 2R RF-
20A xsi#EITHL M, BERF-20A xsB— M RBERSNZR KNS, AINEMESRAITESREED . &
XA T R EA N ESTE EN EREF ORI ARTE W ER TFRNPHE A PR ANEMESEHE, 4
RXAMT T EIRERMHTEIBS RO, BEXWENRENURER, MDA ERTHERET
ANRBE,

1. S2588R5Y

1.11%88

ANSRIOR P 5972 Nexera XRBIEEIENY, BB

% 25 % & 88 . CBM-40A Lite B S Ml . DGU-405

W & ZE : LC40BXR = B F : CTO-40S

B o) # & 288 . SIL-40CXR W 28 . RF-20Axs
HiTERNES . PR-1000 &g T fEus : Labsolutions Ver. 5.99
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1.2 &M%
& & M : Shim-pack Scepter C18-120 &3&#+ (250 mmX 4.6 mm I.D., 5 um,
SGLC P/N: 227-31020-06)

snooB M8 BEED ZBE: Jk=40: 18: 42

HOE AR R o 10uL =+ & - 30°C

Vil = 1mbl/min KoM oE K Ex=360nm, En=450 nm
B s X FEEEMR

2. HmaiiE

BENREARNGIE: BEENEHESHTREUREAR (FHEEHRBl. BElESEHB2. &
HEBSEG6l. ElMESRCURED SN0 ug/mL. 0.3 pg/mL. 1.0 yg/mL. 0.3 pg/mL) 0.5 mL,
B10 mLEMRH, AREFREEZE, (FAL&FK, EEENCERK]L mL, B25 mLEMRF, BARE
BREZIE, BS.

HIR@ARNEIE: ARRAFNEREE, A, S°S7H, BERAL5 g, BEFE, ETY
AR, MASIAS g, BEIMATO%EERRTS mL, SERMHELIDEH (RHEREAT11000%%/2 )
BLSHH (BLRE400052 /57258 , HBEEM EERL mL, &B50 mLEMH, BAKBEREZE, &9,
BO109% (BLOREA000%/0%8) , BEEW EER20 mL, BidREESGF (SHIMSEN BEHEBFER
EREFEMAE, 3mL, P/N:380-00910), FEREHH3 mL, AK20 mU%iR, HEBRRERFL, BFE[HEANE
F, BkFTHET, BREEFRERANR, WEANR, B2 mLERYT, HAPERREEZE, B8, AN
FLEREEE (0.22 um), EREUERENS.

H#R51HE
3.1 8iEE

AU AN T EZ T B AT RSN R AR BB ENE 4R, HAR, AFGL. AFBLIREN
2.0ng/mL, AFG2. AFB2REN0.6 ng/mL. MMDTAT, EHAFIGATILERBES KB,

:EWJU%%A Ex:360nm,Em:450nm 0. &% % 2% A Ex:360nm,Em:450nm
0.5 1
] 0.4
0.4 ]
] 0.3
0.3 ]
02] 02
0.4 o1
O.(%f O.WMJ/\H/%M
0.1 0.1
] 02]
R e e e e e T T e 1 ——————
0.0 25 5.0 7.5 10.0 0.0 25 5.0 75 10.0
B 1. A FEITEET BRI BEE E 2. IFTEETRATIEEE
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mV mV
0 @E;‘W A Ex:360nm,Em:450nm - - 07%&5MU2‘§A Ex:360nm,Em:450nm 8
= 2 & 1 Z o
] < < E
O.&: <
0.4
03]
02]
0.1;
007
—0.1;
0.0‘ o ‘2!5‘ o ‘5‘.0‘ o ‘7!5‘ o ‘160‘ o OAO‘ o ‘2!5‘ o ‘5‘.0‘ o ‘7!5‘ o ‘10‘.0‘ o
NN FETE AN RmARBIEE (GHFE5ul) 4 FTEEN RS RBIEE (HEFES 5 L)
3.2 Rl

HUWFITESRHET, BEWRARKR (AFGl. AFBLEXE2.0 ng/mL, AFG2. AFB2/RE/30.6 ng/mL)
DREEL pl. 5 pl. 10 ube 15 ply 20 b 25 plo IEFTERHET, BEXEBARDFIFHE2 ul. 5 plL.
10 uLy 15 pbe 20 pL. 25 pl, ZBHPEZDMER, DHEFEE (pg) NESLAR, DIEERANPLEL, Ll
ROERIZE, SGMEXARIBERTRL-2,

THi £k 10,000) TH#{x10,000) H#{x10,000) TH#{x10,000)
2.5 ] 4.9
2.0 3.0 2.9 ad
1.4 1
2.9 ] ”d
1.0 10 '
05 19 ] 1.0
0. : 0. : 0.9 : : 0. :
0 100 K 0.0 25.0 P 00 50 100 0.0 25.0 g
5. RUWELTEE 4 MAHEKIEE (AFG2. AFG1. AFB2. AFB1)
i #{x10,000) T #{x1,000) i#{x10,000) i#{x1,000)
25 44 ]
2.4 ]
3.4 2.4 5.
1§ 1
2.4 ]
1.4 14 2.4
04 1.4 ]
0. 0. : : 0.9 : : 0 : :
10.0 ¥z 0.0 25.0 P 00 850 100 ik 0.0 25.0 W
6. IELTH L 4 FheA B (AFG2. AFGl. AFB2. AFB1)
x 1 AUFITTERRERRLE
B9y HMEHIE £MSEE (pe) HEP SRS ERE (%)
AFG2 Y =1563.25X - 53.6638 0.6-15 0.99968 97.3-103.7
AFG1 Y =731.877X-34.3247 2-50 0.99987 98.1-102.4
AFB2 Y=1712.61X+63.3205 0.6-15 0.99997 99.1-101.0
AFB1 Y =824.822X - 21.7857 2-50 0.99999 99.8-100.5
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R 2 AMTEERAMERRE

ibs) Sk Pl s ¢ 145eE (pg) HERFRE ERE (%)

AFG2 Y = 1755.19X +38.4827 1.2-15 0.99999 99.2-100.2

AFG1 Y =80.3249X +27.5913 4-50 0.99991 98.3-106.7

AFB2 Y =1789.41X -22.2039 1.2-15 0.99996 98.5-100.7

AFB1 Y =133.847X - 27.8287 4-50 0.99996 99.7-100.4
3.3 EEMRSIELR

RIE20200R (PEZE) 2351EHMESEH

NEEFE—%, BEHBESFHRG2. Gl B2, BIRVEEELE

PRERIIFKRS, KNEBRNRERINTSL XWEERIMFXA4BTH, FUFTEEFNIFTEERBENTS
(PFEZE) BR, TAUEITERHET, AFGL. AFBINRBEERESTIFITEE, IETEEEHT,

BT RESLAREXNR ), BIBEIEER%E, AFG2. AFB2RNRHEN ST HMFITE A,

*& 3. (hEZH) TER. REREEX

B LOQ(ug/kg) LOD(ug/kg) LOQ(ng/mL) LOD(ng/mL) LOQ*(pg) LOD(pg)*
AFG2 0.4 02 0.24 0.12 4.8 2.4
AFG1 1 05 0.6 03 12 6
AFB2 0.4 0.2 0.24 0.12 4.8 2.4
AFB1 1 05 0.6 0.3 12 6
x4 TER. KERER
HUETTEE ETEE
LOQ LOD LOQ* LOQ LOD
Ebs) LOD* (ug/kg) LOQ" (ug/kg)  LOD* (ug/kg)
(pg) (pg) (ug/kg) (pg) (pg)
AFG2 0.42 0.14 0.035 0.012 0.17 0.06 0.014 0.005
AFG1 0.89 0.30 0.074 0.025 4.17 1.38 0.348 0.115
AFB2 0.38 0.12 0.032 0.010 0.20 0.07 0.017 0.006
AFB1 0.88 0.29 0.073 0.024 2.91 0.96 0.243 0.080

*REZHREREIRGEFEN 20~50 pL, TSR HREUREHES 20 uL #H#T1HE
3AREBE
EAUFITERIFTTESRHET, BRENRBLEARK (Gl. BUREN2.0 ng/mL, G2. B2RE 0.6
ng/mL) FEG uLESOHIF6R, ERMNBEEE, HRUKS, SHOIRETEIRSD%<0.2%, IEEIR
RSD%<2.0 %, NEtEZE Rif.
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&5 EEELS

HUFITEE FITEE
Hp fREEBTIE] RSD(%)  IEEFR RSD(%) IREEAY8] RSD(%) £ EF3 RSD(%)
AFG2 0.15 0.70 0.03 0.60
AFG1 0.14 1.02 0.03 1.70
AFB2 0.16 0.82 0.03 0.95
AFB1 0.18 1.08 0.03 1.76

3.5 #F#millE

BV A RIERE20 uL, BEEIET-8, KMNERIKE. HUETESHT, idmPiotE
SEHBL, HEER0.053 ug/kg, ZEFRNTNBEERK (PEHH) MENHEESMR. FTERMH
™, FIEAENYIFRKGH. AFBIEIFTERG TRRERNEN, REEENBRIR, $OhFITESFMHTRE
KOMBIAFBIANTEIFITERH TR IGH . RMHONAET, RPN EHERIONERIFTEZ oM
AR AR EHRESENREER, BEHRBEHRBIAATS ug/ke, BMESEHRGCL. G20 Bl B2HY
BAARARTF10 ug/kgo

mv mV
T MZFA Ex:360nm,Em:450nm JRMZEA Ex:360nm,Em:450nm
0.125- 0.4+
0.100 0.3
0.0751 02?
1 m <
4 [T 4
0.050 < ]
] 0.1
0.0254 ]
1 0.0
0.000 ]
——— T T
0.0 25 5.0 75 10.0 0.0 25 5.0 75 10.0

B 7R F e AR a IR E Bl 8. T A A m I E
&= 6. HmlELR

HUFFTEX EITEE

A5y 22 (pg) 22 (ug/kg) 22 (pg) 22 (ug/ke)
AFG2

AFG1

AFB2

AFB1 0.635 0.053

BE 0.635 0.053

3.6 INtREIYE

VAR FRAF R ARE15 g, DRMARASAERENEMESRNREER, &R 2558
RIRNIE” J3AEITINE, RWRITE R NIRITEAF M T4F A 73 BIINAREIWLER 73 51 7£95.2%-107.3%-.
94.5%-107.6% 28], FIRDHT I ERVERMERYF, [BIWERERIET,



=7 MAREI RN ELS

Eba mireE (pg) FAAEOTHEEEIRE (%) FTEERIKER (%
3.6 95.2 95.9
AFG2 5.4 101.4 102.2
7.2 95.4 94.5
12 102.0 107.6
AFG1 18 101.9 104.6
24 99.0 100.3
3.6 97.4 98.2
AFB2 5.4 102.4 103.0
7.2 98.5 95.7
12 104.4 97.7
AFB1 18 107.3 101.8
24 100.4 96.0
4. &g

AR AN RAE S HAFRPVEMRERGCL. G2, Bl. B2#HTT 0. HFREREFR
MR UERA BRI FITER N EEPR-10000TEFE#H TR, FITETFRILHMEERF-20A xsBYE
REMERE, AKRBANERTATERH THITEHBSRAATIE. BIWLLERRM DT AT
SCEL EERLNR. HFEE. BIRE, HNBT L FmAERSTRNDN, SRERWMPDTTIE
)R] BT AT B = B S =AY ERLI,



LC-MSMS EE & E B SRR H

B AR T —MERBEEXREEEN LC-30A I=EBMURFFHIEN LCMS-8045 BXAE M EEM
ERREMBTTE. 2R (REZDEH) 2020 FhifKR<SENE>TMRNEEE R, ERKRERKE
FRI A, R RRIRHERE N EIEGIE, JPIRZRM AL MIPIRZ/ A2 IEAEEIRIE; BT m/z
539.80>612.40 A m/z 539.80>923.80 ¥ MEFX¥F, m/z 469.25>712.30 A m/z 469.25>783.40 ¥ NE FX,
m/z 618.35> 779.40 1 m/z 618.35> 850.40 Ko MESFX¥, B XTERGA &R i 21 R Pl IR A RRBI(E 1L
BRI KT 3:1e ZAERR (REHHE) 2020 FREX, PIKIMARAMBVRE, Efh. REBEEE
B9

XA SHRIAEE ZEMRTRE FRESE FPIRZK MRER)

REAGMZEFHERESENESRPE, NEIRVEZGIMMANARENR. FRAFEERER
ERRRIEMARRR, REANMZLMA. TR, AFRIOVE. BB, LIERF. FRILE. IVEL], &
FERKER L, MREKERERREBTND FEENRE, NMEAERBERRELNMER,
AR RERN TR —EEE, 2015m (REZE) XSFRIRRAIE MR B R BEX B RY 7 A1 A BRI ARER
HiE, RAETHAR BRR) .. FRRFURTIFFE@ITIOER G E, (REZH) 2020FRMAR<EE
ME>RETREFRRI, BN THEZRI, XAKRE®E-S8BKRIEE(LC-MS/MS) IR IR % AKAL
(Ca1HesN12013) FNIFRZARA2 (CsiHeoN1sO1s) HATNE, HMEFRRAFIRZRALINIFIRZIKA2EEIT
N A§0F0.15%s.

53R A &7 = S PUAR AT R PR A 22 4 LCMS-8045% fal B R BV TE M A AR B A BF IR Z BR# 1T 7 04 s
By TRREEEENINGE, PINZEFmBDTRESE,

1. SEBEERSY

1.1 {28

ARIIORA BESBRIBEIEN LC-20ADXR 5 =F MR FIZN LCMS-8045 BXF A%, EAEEEN:
A %1%l 8 ¢ CBM-20A Bt = Ml : DGU-20A5

W %3 R . LC-20ADXRX2 =+ = #/ . CTO-20AC

B o # 1% 88 . SIL-20ACMP ;2 = % LCMS-8045

& 1% T £ 14 : Labsolutions Ver. 5.89

1.2 3%

RGBS M

& & M : Shim-pack GIST C18 (100 mm>2.1 mm I.D., 2.0 um, SGLC P/N:



227-30001-04)
Mo AE-0.1% RENORR; BHE-ZFE
B o& R s5uL
: 0.3mL/min = L 40°C
o A I BBEVERE, BARRRIEIREN 5%, BYEERFUIR 1 AT
& 1 BEERER

St
g'_l

=i
-

Time(min) Module Action Value
0.00 Pumps Pump B Conc. 5
20.00 Pumps Pump B Conc. 20
40.00 Pumps Pump B Conc. 50
40.10 Pumps Pump B Conc. 5
50.00 Controller Stop
iR
BFiHEX  ESH EHSRAZER : 3.0L/min
# O B £ : 45kv FIESAME : 10.0L/min
5 8 B 8 : 10ms mPF S| R 10.0L/min
# O & E :300°C it # S &S
D L & B :25°C A #E R X SZREENMRM)
MPARRE  © 400°C MRM &% @ &R
& 2. MRM k&%
WEWEIT AIAEF BT Q1 Pre Bais(V) CE(V) Q3 Pre Bais(V)
612.40 -38 -22 -22
I R IFAERKER 539.80
923.80 -38 -24 -40
712.30 -16 21 -32
FRZAL AL 469.25
783.40 -18 -20 -28
779.40 -24 -25 -32
IFIRZ AR A2 618.35
850.40 -22 -28 -26

1.3 X3RN tF mECH

Hit@bIE: BEREHER0L g, BEME, B50 mLEFRF, MI%REREEAKI0 mL, BELIE
(THEE250W, #MZE4A0kHz) 3005, MINMERIAZBREREZIE, #5. BFEEWL mLES mLERF,
MEEEEAR EFFIDNEBREDR, MN%HBRIRARGMLEL MLFAEL mghVaRk, ImAEFTHEH)
1mL, I%HBREEARBREZE, &Y, 3T°CIEREMR1I2NY, Y, W8Sk, BlS.

WA BRNEIE . BIPRZSHMAINEB R, FREZKA2NRBREEE, BENE, M1%mREEERD
BUFIALEL MLE2.5 ughrREAR, B,

ROEHRE L) . RSB LEARKRL mL. 2mL. 5 mL. 10 mLy 20 mLFA25 mL, H5IE 50 mL £
A, N 1%mBRERARBRELE, GIRKRELAR. P3EERIAEIRENRELA RS H
REARES UL, FEABMRAEEE-FIEBAMN, MUXTRRIEEmRAMNELIR, ITBREKREDBLITHIER



RS, MBUERZIRHMR @RS TIRZ K ALNPRZE A2HE, BRI,

2. ZFR5iTE
2.1 FIREIERZGHAEY MRM E&iEE

LC-MS/MS7fr, SRIGFIRXTIREGMBIMRMBIEE], FIBAFIERR R EERYB]96.75 min, JRZARALLR
BATIaN4.51 min, JRZRAUREEEH}5.37 min, ELFRFRSTHITEF37539.8>612.4L1%539.8>923.8
HYISMREE D 5! 98490945, MR HPERIBIRIRERIEAT I IHER,

Q539.80>612.40 (+) 3.28¢4  Q469.25>712.30 (+) 87363 Q618.35>779.40 (+) 4.49¢3
197.09 - 197.09 4 197.09 ,
R1 22.44% (101.74) R159.28% (116.23) R1112.52% (89.86)
- RT=6.750 - RT=4.513
% - % - % - RT=5.372

|

29 - 29l e 29
5 6 7 8 3 4 5 6 4 5 6 7
] FRLASFALE AR FRZ AL AL PIRZRER A2
B 1. RS PR Z M FIE 2 RRBY MRM B1EE
2.2 Bohsk

RIELHHENR, HIRUERLZ, ZLCMS-80450M/a, EREMRIKREFE, L6liMrtitk. PRS
AX ALRNIPIRZ RN A2RERREL LB, RUERZTIERAXRBEFSHIRI, FREZ AIMIFREZA A2
£0.05-1.25 ug/mUEEA, &R, #HEXHRIIIXT0.995

Area(x1,000,000) Area(x100,000)
5] 3.01
10] 2.0
0.5 IEZEL AL 1.0 RS A,
(oY = A — oo
0.0 05 10 Conc. 000 025 050 075  1.00Conc.
2. IRZER AL FlIRZ K A2 BIRVERRZLE
x 3. IPRZAR AL MIRZRE A2 BERRZL
B FR AL MSEE (ug/mL) HEEREHR EHE (%)
IPRZRE AL Y =(1.48188e+006)X -6580.04 0.05-1.25 0.9995 94.3-105.5
IFRZRE A2 Y =(290064)X -1040.40 0.05-1.25 0.9998 93.9-113.3
2.3 LhRER I

N ERN—MARAMEIR mE T O, SRNESHAR, FRESEREREELTIL, BERIEHK



F10: 1, BHEHENTRAREMENER, &4,
FRZMALFIR ZBA2B IR T RYF, ERARERENHIAmIETEENH, II—KE
0.21%, FELHEN TRKRESERIENR, T&RS,

Q539.80>612.40 (+) 3284 Q469.25>712.30 (+) 7.40e4  Q618.35>779.40 (+)

2.25¢4

197.09 - B 197.09 - 197.09 - ;

R1 22.44% (101.74) R154.12%(106.11) R1 137.34% (109.68)

RT=6.750 : RT=4.424 :
% | % - % RT=5.337
S——a BRI— = SR— -
5 6 7 8 3 4 5 6 4 5 6 7
Fr] AP AE RK IFRZRL AL IFRZRE A2

Bl 3. mERKAFmBY MRM BIEE]
& 4. PR TP RAHIERR D A4S R
¥ miw s BYWEE  REE (min) %5 IEEAR  (EMREE

o 539.80>612.40 115017 1603872 1073
FA] R ASFAE AR 6.75

539.80>923.80 45804 635228 769

=5 LhERPIRZMEEER

RS BIWUEE ®REHE (min)  RE(ug/mL) 58
B 469.25>712.30
IRZAL AL 4.42 0.38

469.25>783.40

0.21%

N 618.35>779.40
IR R A2 5.34 0.45

618.35> 850.40

3. 451e

AL T —MER B = R R BB A LCMS-80454 E IR FR4FIERRE:, SEIR T FIRE 147
BNE. &I AR NP AR MRM B 35 B R B FX9539.80>612.40, 539.80>923.80RVMANPFAE, FT
e (REHNHE) 2020FMEREBIEIEFREARTIINER, mERMRAMERDOTERKEA, PR
ZRRALMIIFR ZBRA27E0.05-1.25 pg/mUEBERN, LERY, BXRBIIKRT0.999, w7EHRE (FES
B1) 2020FhRENR, PIANMRRAMAIE. HEif. REEMLIUREENERHTESE,



LCMSZME R T EANFIES RS M Z e sE iR

 E. AXZZE 2020 IR (FEHDH) TEXRENEZ RHAMBAVERSFG, KA SZLORATEIEN
LCMS-2050 StF BN A% BHRMEHIHITIE. RRERER: AABERERA T, TEARIATHE
ENE, FEZEMRY, REFRFAREEHE 6 X, BIFIERZEHMFEMANITET B SREEIERE
B IE]MIIEEFRAY RSD 2351079 0.10%. 0.07%7H 1.06%. 0.90%, BEEMIF. NBEBERY,;, XKARME
T8, HHERES, AIATEXFEZEHEMESENERHESE,

KpgiR: SIORITERE %R T2

REATEXRNFMNTERRE, BEEAEE. BHE. FMEFR, BT arEies. REXA. B
B, SRR, KRR, MZRHEMBE T E RIS EREEEYN( pyrrolizidine alkaloids,
PAs) , RIZBEVFIEERDZ— MZEHMBEERINNTEN, BRERENTE, THRET
RBTEUMESE, FISIEAREMERTEFER. EFERSETEMIZ ZXE, ENERRAT
BRUNT 2RV R T ESLRRE.

BT PAs B9EE, WEERMMKYEREFLH THE, EHETTEXBEYTPAs SEHEXNIRIRK,
Bz et LR eHE, KINRNSS, HSCRABREEE-FUEKAENETEXFRVRIN % B
B8, NTEXREAHHITHRERES, URERAZE,

2020hR (FEZHE) T B MMILET T ERE A RE®IE- LI RIS #1702 e s M
ME, BXFEXRAMAEENFEIZ0.004% (40 ug/g) o AKINMERAZELCMS-20508 1 7 L HRAT
FRENETEX TR Z EHEMBAIEE,

1. 52365053

1.1 %2

SRR A 5 B RO H &S - P IR FUSECAY LCMS-2050, RAEEN:
REIEHIZR 0 SCL-40 Bt S #l : DGU-405

W & R . LC-40DXR (LPGE) B &) & 15 28 . SIL-40CXR
OB f 1 CTO-40C B Y 1 LCMS-2050

Bt TELL  : LabSolutions Ver.5.114
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P ) LCMS-2050
|
s B mETERE
REE (S/N) 100: 1 (RMS)
Ji:‘m:‘n m/z 2-2000
BF e MMBIESI/APCI (DUIS™)
ERREFIHRAIE 10 msec
AR 15,000 u/s

1. SRRABIERIEE A LCMS-2050
1.2 SrFMG
®B E & : Shim-packGIST C18 (100 mmX2.1 mm I.D.,2 um); P/N:227-32001-
03; &F (LB) KRBMBERAT

moooh M ANE-0.5%FEAR, BAE-ZAE
HOE AR R O 2uL m ¥ 0.4mL/min
= mo o 40°C
B A R FEMAR, AL B=93: 7
g
B F J& : DUIS(ESI+APCI) i & & B : 450°C
£ % = :20L/min g O B K @ -2kv
+ B 5K :50L/min Qarray BE : -50V
mo#& S 0 7.0Lmin A # # R SIM(+)366. 326
D L & E :25°C
2. ¥ Al abiE
MIREARK: WTEAME (F=5T) 24 02 g, FEME, EEEHLMF, BEMAN 0.5%FH
AR50 mL, MEEE, BHELIE (THE 250 W, SIZ 40 kHz) 40 0%, B2, BIFEEE, A 0.5%H
BOBBRANERANES, #5, B, BEEWMEURRK 2 mL, & 5mL 24, BENARITER ImL,
N 05N FEARELE, #S, WA 2 uL, EANREGE-FUERAMN, WE, BMS.
Wima&: RNEFAEHNREREE, BEWE, M 05%FBAREIME 1 mL & 0.2 ug KAR.

XRRARK: WAL EHEMENRmEE, &5 mL 2, BEMARITER 1 mL, 0 0.5%FE
BREANE, BENDEMZRHEME, 0.01. 0.02. 0.04. 0.06. 0.08 ug/mL, EWREFBEEH 0.04
pg/mL BYXT IR feai&R. HA 0.04 ug/mlL R mAR N2 AP ENRERFRE,

3.4R51ie
31EEY
BRZERRSRERTRE SM BEREERT, DFERENELANBETR, HEERIER.
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(x10,000) (x100,000)
d 1,00~

4.0 GETEATEY ] HEEH

2ol 0.75-

20 BAZEE | mrRean 0507 com=e RERTFAR

10- ,/ { // 0.25- //

’ R L Il *

i f i ] ] ]
l T T T T ‘ T T T T 0 .007 T T ‘ T T
0.0 25 min 0.0 25 min

E2 tREEEE
3.2414
BEEIM 0.01. 0.02. 0.04. 0.06. 0.08 ug/mL (HRESHIREFEEN, 0.04 ug/mL) HIRERLER,
% 1.2 FRREERITIE, LURELL ESLYR, IBERLEMNESR, WIRESIERERL, 2 EH
MR ERLHE. HXRHIE 3. PIEREHLEEXRZRY, HXAHAT 0999, EHETE
96.7%-100.9% J&l.

T AR L

p48516X+0.0209831

0o 05 10 15 kR
3. fI% e I RUE R £
33BEE
RIERFBRES 6 Rk, #HTREBEENR. RIERFARTFZ B IHMIFN IR B SRIRE
BB AL EARRY RSD 43519 0.10%. 0.07%#] 1.06%. 0.90%, 1X23tE5ZE RIT.
* 1. EE N RER 8 KIS RSD (&

=X i (=7 fREBETYIE] RSD% £ EFR RSD%
REEZEE N 0.10 1.06
RIERFBR X
HFEaR 0.07 0.90

3.4 IFREINLE

M @ARET LN, XRERIREATERIE RS E, EEERNGQERZRFIME 0.0021%,
RFREER, MHREFERPIINMELARETEWRERR, FEMRRER 0.01 ug/mL (0.0021%) .
0.02 ug/mL (0.0006) #10.04 ug/mL (0.0013), EEUZRTE 90%%| 105% 2 &,
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11:366.00(+) B 2:326.00(+) &
30000- 2 ] G
] Py 75000~ i
25000 Eﬁ ] e
] = i
200004 B 50000-
15000-
10000° 25000-
5000- ]
‘_ﬁm‘k'\—«/\ | L A L, ’J\L_l.
0; T T T T ‘ T T T T 07 T T T T ‘ T
0.0 25 5.0 0.0 25
4 il mAakEiEE
x 2. FE el mNREERER
a=x? IERE (%) Bl (%)
0.0021 90
Fe] % JE S MR 0.0006 105
0.0013 102.5

4.4518

KA BE LCMS-2050 £IRATEIEN, &%F 2020 Ak (FEZH) B 7E T ESHRE % 2 M
NEE, ZHEEMEXRRIF, XA r KF 0999, HBEEE. EHRENRTENE, BILATEIHH
ZReHMER e ENERHESE,
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3.2.3 XRigxEER

NIRPAINF BEERE, BReTAMARE, ERAGEEEERLASLMA AR EEEELRIM
2013 FRALR AR T 2EPHNA ML TE, SEAmm0. BB, ZHHONETIUmLE. SRR
™, BAASERANAMNEERERIES, T2021FMNSEERERT97.21%, B—EREBRFARE
£, TBEPEETERDSEFCER. REBEE. FARSMIITZ. RMENBRETE,

PERRIRERER D ARSI, BARZHERRERANEY), BAOOMEEZRER, HHHNHER
=, UEBIEMiMRE R EMRVIMRBINAE, I, NESRBYPLIRA BT B2 INLIERAERAEE
MEHEREBROEA. MY T —EERFRELD. TRIBENRM, BHERULHTE, BEFIHE
BEHATEN R

ATEREFNEEAL, —EFRBREXKMESTHNRANWRBNBEERERITH, XA
ENBENFRRES RIS HITREMIE, UBEEELNRE, §1W, dRERMMLIT3. &
B ITERENRELRE,; FEFAITEE. BRMEEICNERORE; TRRAZMORE, TFXK,
RTAN R T ARG SSE, RENRFEBERES, EBEDPHRANEREBARKE.

AT BRPHRFERERAAN AR, BXNEARFTLEEENH BNEREFRIFURE
7k, AREMBIERSEHRRE,

THEE A BBk D AT



LC-MSMS ZRF R+ EEMPEARERENEEHFR

B 4ASCRASELC-20AD XREMRIBEIERF AR LCMS-80403 R IEBIERKFUE AL, B T/HA
FEAMESNREEMENEN G E. BAEXASMREGIEE, NWEEREMHEMDKELEFITR,
MARRRB2MEFE (BFEA, BFEB) #T10MH, RINBEFEFRARNHPLCENEFHIMSKEL
IR IR G N B —HMEBiEE (BFEBPRIVREBN B —HEIEE), #—FREIEE, KIWH
FEIEEITE190-400 nmSEEIRABIAE A85%, BB /RAEEEREXFUEHITNE, KIHEBIEEHIER 8 —
B, BENBFFERENEL20%, HWNEFEAFEBEKZLR, AXEBYTHERENREERE
&R, EEMYE, WRAFEAMRERS, RERKBARZREBEREBERE X

K. LLC-MSMS B+ E REME KEXLR B

BENKEEREYHE Pinellia ternata (Thunb.) Breit WFIERE, BEREEGSZFHEMZ—, BB
MTREVBALE, EXHAERNHESR, HRTEDHEYERE . BEXEME. BELEX, BB
EENW. BELFE ZRNWIR, KMFELEETIME. B, FHEGTEORSEEMHER
ERo

FEEA-—RKBRARAM, MUBPERKESER, BESMHRANKD R, FEPEEFR
Flrgtit, 1€ 558 MM AR, FECAMKRES 22 i, BELIFRFEDTIFREFLENM. FE
RIBTETELD. FERERATEREFRAH IR, ER+EC T2 ReamINGEER, A
AH LEERAMFERBREARNDERNNSR, HF, EEMERFETELNENm. EEME
AMNRZZ N THERS, SMISFERMN, HPREFEERK, NFENLT2ERAATHREER.

KA, BINEEZEMENFIENDKEZLBRETHR, B TETSXRERE, SRRERIES
ERPUERIERT0E, AHE—FINRFEAMRERS, WCHMHIHEEEM,

1. JIEERSY

1.11%3%

ASLIOK A 52 LC-20ADXR BRURIEEIES LCMS-8040 SRURIEBIERIKTIE RS, B2 LC-20ADXR &
MBBBIERS:, BAELEN:

4%t & ) 2 : CBM-20AlLite Bz S Ml DGU-20As
) & & LC-20ADXR X 2 B =h # & 28 © SIL-20ACXR
= P} F& : CTO-20AC ¥ W 2 SPD-M20A

B 3 T 1 u5f : LabSolutionsVer.5.98



LCMS-8040 X RIEEIEREXFUE & 4t, BAEEN:

%5588 CBM-20ALite A = M : DGU-20A
W &R R LC-20ADXR X 2 B ® # # 2 . SIL-20ACXR
= B & . CTO-20AC = F 7R ES

B T fEuh : LabSolutions Ver. 5.98

1.2 s

1.2.1 BAAEBIERG

B 3% #: Shim-pack Scepter C18 3%+ (250 mmX 4.6 mm I.D., 5 um) , PN: 227-31020-06, 53
(£8) KRBMERRE)

M Th A8 A-0.1%BEERICAR,; B-ZBE

A & 0.8mL/min R . 25°C
HFERFR D 10 uL B &K 210nm

AT BEVERT, B ARYIIIRERN 1%, HEERIER Lo
=& 1L BERRERER

Time(min) Module Command Value
40 R B.Conc 1
45 R B.Conc 10
50 R B.Conc !
65 Eeansll Stop

1.2.2 RAEEIE-PUE B A &G

RARFF

& ¥ M : Shim-packGISSC18 (100 mmX 2.1mmI.D., 1.9um) ,PN:
227-30048-02, &i# (L&) KHB_BMERALF

o M A0.02%RKAEE; B-FEE

3 = 0.2mL/min =+ &L 40°C

HOE KRR 0l

B I FESR, BAEKRENS%

N

tﬂ:

Bk &

BFIRESH

5 F &R :ESH MMHREREE © 400°C

E WS AZE :3.0L/min F i ] A" & : 150L/min
D L & E :250°C 3 # & I MRM
MRM & % : kK2
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& 2. MRM &%

o B =Yy Q1 Pre Q3 Pre
No. it i CASH L o CE(V
o B RXEH 57 BT Bias(V) V) Bias(V)
Triglochinic 187.1 143.2 20.0 10.0 12.0
RS -10-
1 AELH acid 31795-12-1 187.1 99.1 12.0 10.0 10.0

1.3 fRAEE R ECH]

EEMEUKZE L BinEmR 10.0 mg, BF 10 mL BEMAF, MAZEE-0.1%HEA K (1:99) EZIEL,
B8 1 mg/mL &K, AEFRCHE-0.1%BER A& (1:99)#FE 9 0.25 ug/mL, 1 ug/mL TIER(FRIERT
TERAZRE-0.1%FEOE K (1:99)R), 5l o
1.4 A b iE

WHRAFEEHRIESH)AL g, BENME, BERERTMP, BBMAK20 mL, FEEE, BEL
H(THE250 W, $RZFA0 kHz )45 %, ML, BYMEERE, AKMERENEE, &5, B, FREH
08K 10 mLES0 mLEOER, MEEER0.1 mL, #S, MAZBRZEE20 mL, &5, BOERATHH
5000%), NENZRRZERAR, FMRMRBRACBIEESIRN 3R, §X20mL, aHIBRIEER, B
FEEMCATIZET, FRBMME-0.1%MEA K (1:99)A8%, HESE2mL, ARFLEE0.45 um)iEd, BX4L
BR, B, BERENEIEFLRIFNEFELRFEE 5KZLBRYREAREEIEREINEAERE B JEE
PR B, FHE—FXASRREEIE-FUEKA R AL, FUENERFmALE-0.1%FEAR(1:99)%F
BRR, HERZE2mL, BHFLISE(0.45 um)iSd, BXEER, BMS.

1.5 LR HIR

Hi@AREE R, E5KELBREURMAREEIEREHEMENNAE FAMESHIERNGEIE,
EHHIRBREHERNEEE, XA ZREFEYNZS b RAEN B IE 7190~ 400 nmiRKSBERN ZIH
-] DR UEE, TRUEIEN AMER. HENRASMREEIE-FIEKAAL £ HE. SEERARKEE
ERNAMN (FEAMMRFEFE. EF¥E. ZFE. BFEFPKZLBROEIA TR E))

2. ER5i1E
2.1 &iLE

SWERBF. KELBITGE. BFEA BFEBHITHN, HEEESFINEL 2. 3. 4, BFFEA
FRESKELBNRAEEIERBNEERNUE HI BT,

mAU

1Ch1 210nm,4nm
2.0
1.5
1.0
0.5
0.0
—_——
0 10 20 30 40 50 60
Bl =RAFEIEE
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mAU
10nrh,4nm]

0.50—

0.25+

K4 4/37.827

T B Ly e sy ey B s AL
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0 55.0 min

E2.0.25 pg/ml KELBIFmEIEE

ALK 22 & R (1137752

L B B B e B S B ey B B B B R
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0 55.0 min

E3. BH¥EAFRBIEE

mAU
ICh1 210nm,4nm
2.0
1.51
1.0
0.5
0.0~
B e e e e e e e
0 10 20 30 40 50 60

El4. 5+ EBF mE it E
2.2 iR REER
SHREA 0.25 pg/mlL BIKELERRIRF DM, HAERILTEHRHRNREER (LOD, S/N=3;L0Q,
S/N=10), ZERINZK 3 Fimrs
& 3. KE LB L RIE SR
BAFR Ko PR (ng/mL) EEMR(ng/mL)
IKELEL 0.07 0.25

23BRELE
$50.25 pg/mLBYIKELBAITERRIESHIFOR, ERNBRBE. KEZLEVRENEMIEERR
RSDIEZD5790.29%7H11.24%, NEEBERY, BIEEREDS,
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1500

{
100 05\\\“ MMM% M’A//
1
500{\ e NA/
| S U

0’;\-\“ W

uV.
25007475 1:0[25ppm-1_2020922_002.Icd PDAChT 210nmanm
Jlidli2:025ppm-2720209227003.Icd PDA Ch1 210nm4nm
44 3:0125ppm-3_2020922_004.Icd PDA Ch1 210nm,4nm
2000 &%};4 0J25ppm-4_2020922_005.Icd PDACh1 210nm4nm
J#4i5:0026ppm-5_2020922_006.Icd PDA Ch1 210nm4nm /\
4##6:0[ebppm-6_2020922_007.Icd PDA Ch1 210nm4nm
AN

ES. AZLBABRREENAEBIEE (n=6) (RBEPNKZLBRELIER)
2.4 SR E LS
IKEZLBRITREEEIEFE A FRPS5KELBRITRIRE N8 —HHIEIEIEE 190-400 nm KIKSE
EIRBYERIN-B] IR EBIXT EEEE R IE 6, ESCEARMEN 0972 (B 7).

AU
11/5ppm_2020922 010.Icd;37.817/ 1.00 Réf
: 2/ 37.840/ 1.00/bgnd(Ch1)/smth 0.9720
5.0;
o
13
2.5
=
- . .
001 e E &
200 o éO A\ 300 v 350 «Q ‘nm
E 6 BHEE AR ME) SKkELBRING (BE) RENE—EHEIEIEST AT EEXT LE
of (| we | DR | wm | sies Amax Amin | tafte | cne
1 ;ﬁ['{gj{ﬁ-’ d37.81707 &% 1.00 210/356 326 Ref| 1 |
2 Atig 37.83987 [&F 1.00 210 0.9720| 1
E [ |idE 001000 [&F

B 7. OEEPEXT SR

2.5 RIABIERIBEHKAG ERIELS

BHE A FRESKELENRmAREIEERENBARNUE EVHINEIEE, IE 8, HARRY
BFFESRERIIVETFARVENBFEEHITILIR, BFE A Faf 5KEZLERNIREER R
BT ERVBIEIERIAEXN B FFEN 56.47%, KELBRWIBRIENEFFEN 62.34%, MEENEFFE
EREN 9.4%, TEBIFBIFRBFIMITER 2002-657-EC(FUE M EEE R HMEN S EME FRE
AT 50%BY HAF quBIAEN B F FERR AR IFREE/NTIRmEY 20%9EK, TE 9, RAF¥E A i
KEEKELRR, BHE B PRAFEEKELE,
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SR A & 7ELC-20ADXRE

E8. TH. KEXLE

L e e e B L B e e e B
0.0 0.5 1.0 15 2.0 2.5

T
3.0

T
3.5

T
4.0

BEFEAMER. BFEBEREEIE

0 O EiEEE
A &8EF [ #2E8

Max Intensity : 1,903 %3

miz

B

M

st Bels B

11371000 1431500 Time 0.088 Inten. 104]
20001127 104~ ¥ 2 Al

187.1000=143.1

1832

100.00

100.00

187.1000>99.10

1142

62.34

49.87-74.81

1500+

1000+

ot |

o O SEENE
A &E8 ) gREe

Max Intensity : 2, 099 23

miz

B

M

DHEE%

225041 Time  0.054 Inten.
0(

187.1000>143.1

1994

100.00

100.00

2000+ BEH

187.1000>99.10

1126

56.47

49.87-74.81

Qe

1750+
1500
1250
1000 ﬂ
7504

5004

2504 v

A S 4 \
et L% W WA Ly
(b f el
T T T T
0.0 1.0 20 3.0 40

E9. kELBirm (L) MFE+FEAER (F) NEUBEFFE

TT 1:_1 /)|_||J

74—

EYEE S

/1&$E@i§%—JL&LCMS 8040 B /\ /ﬁzjfﬁéijéltﬁ é)tln
W EMMOFREITNE, BT BRI, B
B, ZIAENRBIKNNA, AINFETENRERENEERESE, RE

500 nef

X RE R ERER
ZRETBFEA

[RIENGE

ES]EN

ZE



LC-MSMS ;ZRTRRAEMERER 0 REFNEENE

B 2SCRASZELC-20ADXREMBRIBEIE R A, LCMS-8040= RIEBIERIKTUERS, B 7 &M
RERZOREM R E. ARNETRA . FEEET0%ZEEREY, Shim-pack GIST C18@iEEDE, PDAKII,
ROHERRO,; FAEE. AREHFIIAAERERT=16.2 minf123.4 mintH&EEE (435 nm), K55
OJIBEILLE, FFIRFINERO, RALCMS-8040%t BARIEHIT DT, SCAN+ALE =H)&E FiRT 31,
B 52RO E—R. “RFEERMUERS, HNEMRENERO, AELTETRERE. UV
FEIE AR EREXFUIE VAR RN. 1AL A RREBEEIRER 5, ZAAEFER, REES, BRUR
BT IRRAARE,

KA. LC-MSMS &= 20 @RIEHRA FHME

£fZ0, WHEMEREO, B—MEamMRes, TERATHEL. B, BL. FEFHNRE, EROBEXR
WA THRER. BE. ERRFPEM. PHRAWIPERE. TRONMAGCEE—ESIEFER, ®
SINAFRAYIER, EREAM. FHIRAMPRAPEHRERE.

ERAHF/IRIETT (GAEETER 0 KRBT FRINTSE (BJY 201922)). (ARIEHH B
O MBI TTE (BJY 201902)) FZIMAE, SWHNERAMBIPELE, METER O ZEFAY
EMENETT H, XARBEIE LR, LURENE. PDA FIEEEEXEM O #HITEMEIRA.

AXZZEL LRI 10307575, BT RIEGIE-“IREETINEE- = SR RE, B 7ERIE
wh. SEEENERRBERNEENE S % BAEEEEEREBENE. UV AEULREEEER,
R, REES, HAXTILEE,

| A e

1.1 {%38

RIIRADESHBRIEEIEN LC-20ADXR 5 =EMIRFTFTIE(Y LCMS-8040 BXFA &SR, B PDA 1olllgs,
BARENT:

W & 3R :LC-20ADXRX?2 A #% = # 2|/ :CBM-20A

B ©h # & 28 :SIL-20AC = E YR RIE N LCMS-8040

F & # :CTO-20AC “ R EES KM E :SPD-M20A

£ & Bt S Ml :DGU-20A5R 8 E T f{F 4 :LabSolutionsVer.5.98
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1.2 DI s

BEEIEEMY
B E & : Shim-pack GIST C18 &34+ (250 mmX 4.6 mm I.D., 5um),

BF (b8) KRHMBRAS], P/N227-30017-08

ooBh A A-0.02mol/L ZERERAR; B-ERER

Vi ® : 1mbl/min =+ =L 40°C
HOE KRR 10l pird £ :435nm
o s ot SRR R, BENRL, #19810%;

GRtEm A FEE, BIERE30%
o oom b ER=BR, £930%HFE
=& 1. BERR Y EE

Time(min) Module Command Value

5.00 Pumps Pump B Conc. 20
20.00 Pumps Pump B Conc. 70
22.00 Pumps Pump B Conc. 10
30.00 Controller Stop

B

BFREH

B F R :ESH MARBRERE : 400°C

ESMER ¢ 3.0L/min FEBEARAME : 15.0L/min

DL @ E :@250°C 3 # & X MSSCAN/ARARFYIE FE

MS &% BEE m/z100-350, MAFYIEF, LB F m/z268.2, CE=-25V
1.3 MR mARECH

FEEENERZ O fEmm 2.0 mg, B L.OmL ZE8RR, FHHREE 2 ug/mL TIER, £l
1.4 it bl

BURMEEABYL.0g, MFESOml, BEMIE200H, B2, 18T, BEIRKR, BlIE;

BiEAshE® R (BRAEBREER) &8, M4, 25 g, MAT0%ZEEL0 ml, ZE, BELE300
W, R, B, BEUER, B
1.5 R FIBR

HidmEiEd, YARHISNRaeBRENEERNEEE, SR RENBEHERNGIEE, N
KA TREMHINES L BARN IR RV ERIN-F] IRWOEE (220~700 nm), RUECENAER. HE
B RASMREEE-FUEEKAB A AMIL. (RE (FHBASROMNET R E (BJY 201922)),
ERAGmEEERR, 2019F118)
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2. £R5i3ie
2.1 &igE

OB BD BB EMFEFM 0N, EROREBNIEDFIIRT=16.2 minf23.4 min, ELHE
% #2103893. 8703, ¥JKF2000, RAGEN BT, XWERm.

ild, fidmmiriT o, WrElL,

IR HERRO, MERRBIFRAIREER0, VTHESEER. ARIETHRPLER0, ER

K AL
T THA,
mAU
J435nm,4nm =
30 N
. o
25
20
15
10
5
0
:\\\\‘\\\\‘ \‘\ ‘ \‘\ \‘
0.0 5.0 10.0 15.0 20.0 25.0 min
RO
mAU
1435nm,4nm
150
125
100
75+
50
25 L
0: J | M
T T ‘ N ;
0.0 5.0 10.0 15.0 20.0 25.0 min
ESZIN 4
mAU
o 1435nm,4nm
25
20
15
10

BT

0.0 5.0

[ B B S I R A
10.0 15.0 20.0

LRMERINATAF SR

mAU

3.&f435nm,4nm
3.0
25
2.0
15
1.0

0.5

28.375

'

0

ESREZONTHR 2
mAU

100435nm,4nm
75

50

M

=
ERHES R

mAU

10 20 30 min

354435nm,4nm

23.224

10 20 30 min

SARHLET A AT ao

Bl wRm. #Hida, HiamreiE
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2.2 iR EER
WAREN 2 ug/mL BERZ O ARHAFEDN, BRERLITEERHEREER (LOD, S/N=3; LOQ,
S/N=10), ZERUW*E 1 Fimo
x 1. 2% O 1 H R E SR

=X =951 2 PR (ug/mL) EEMR(ug/mL)
Ecli 6] ESZaN=14 0.007 0.024
RO ARNEH R 0.059 0.200

2.3 FEIRE AR I3
Wit R B O SXRMmAVREN Bl —2, RENfIE RSD<2%. XIfRda. MHiRaaIiirisamy
IR YOIEEIIE 2, EXOERMEANDSIN 97.3%. 98.3% (& 3), XEMRMES, #HENAE O,
mAU (x10) mAU

1 1/16.221 Ref {1/ 23.375 Ref
1 2/ 2448 AF.jem 0.9733 5.0 2/ #} nkx.jem 0.9832
25- 2.5
0 0{ 0 o;
‘ ‘ I | | I ‘ I I ‘ I I ‘ I I I ‘
250 500 nm 350 400 450 nm
& O SEMBUINIRAIEE (220-700 nm) 22 0 5@ IEFHMARAEIERE (320~500nm)
2. il G, A |INARE R IEE
ot | g% ze |  HR W | Amax Amin AR | Cche
1 B4id 16.22097 |FE{k 4361202/371/250/1315 |  194/388/325/290/220 Ref| 1
2 FIE | R hMTicm | EE 436/2023/371/252/314 | 103/388/222/291/327 | 0.9723
ot | @w | 3R BE W | s Amax Amin AR | cha
1 Aial 2337477 [&F 1.00 |437/204/371/250 [ 193/387/220/202/326 Ref| 1
2 FE | AR biRem R 0.30 [436/204/372/250[105/389/221/288/325| 0.9832

3 EABIAEXTLLEE

2.4 RIABIBRISERA G ERIISR

NTH—THITEMEWIN, £H LCMS-8040 XIMNintF e BB EHT oM. EERREEKAD
rEY, TR REE, LURIERIENE AR, NRETER O RIERNTE 4, MNEIESEF
RIVM+H]'IE, m/z 26820, XNEIABFHITHEE, MiiEsE CE=-25V, “REUEEIE R MSn . 485N
F@E RT=16.19 min BIGIE0HEEE, —RAIEEREN m/z 268.20, “RLUEEHITIEFLER,
5% O M8AE 100 2 (#5 100), FEHAEF m/z 252.00. m/z 147.15 m/z 122.10. m/z 107.20
BH5E 0 MABF—, E 5 i, @RIEFRRIIE, “REEELESED 99 7. U ELEERKEA,
= EVIRITRIER T2 O B EFMR, B,
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Inten.(x10,000,000) 6 0lnten.(x 100,000)
1.25+ 1
] 268.20 5.0 147.15 268.25
1.00- ]
] MS1 4.04 MS2
0.75] ]
1 3.0
0.50 ]
b 2.0
1 3 122.2
0.25 101 107.20 252.15
0.00-— —— — 0.0—— ‘ ——
100 200 300 m/z 100 200 300 m/z
E4. IR EFPEEO—KIEE (MST). ZRBER(MS2)
1 (MSn)EREEEE = x

BER WEV) ®wEWEEC EES) EEHH)

< >
Btf: B2 FHEEE:50.00:350.00 BB T-1268.2600 1RkE:+ R R EER B (W):

. 210,000,000 - o= Pesk: 147, 150/10, 00U, 000 @ Tl

i [@Fbeasn &8s

& O BRAZRENF

9750 30000 3250 350.0 AR D)

500

1750 2000 9258 25

1:303.8300 SPID: e 50.00:350.00  MSERER(M):  msMs ' w ﬁufat%? 268.2857 (@) hpax
EEimEn: EHR0_2ug CiER
- (x10,000. 000} — Ll L O ims
% 122, 150
| =l
B0 75 1000 125 150.0 1750 2000 225.0 3000 325.00 350.0

ISMﬁﬁﬁ:ﬁﬁ%l%FM%m

3. &ig

AICK AR 532 LC-PDA-MS/MSERURIE®IE BREXFRIE R ST, B T 2= MARAMPEMERZROR
BEMEMING . I AETEIERENEL UVEEUR—R. —RAEEENE, EEMR, EHES,
HAXITLSE,
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Bt A BBk MultiNA B REMERENSHLRTE

B 2. FASUANERRIAT 27 AR P AMSREN UM LRTESFELREE. EBEIRLNKE
ERBLERSA, EF GenBank FREMUBENERFINER, DiNKITSEEMLERERZLES Y,
H1T PCR #718, T A BB MultiNA #2H 1874, SKINERER PCR ¥ YH R KESTRIKE
BA—H, HI, RNTRIEABFTMLIEERN PCR sIMRERE, BURESIMY BEREFm,
MultiNA #2701l PCR 74, SERARBIFIESR o ASLILREAETHUC A B7K MultiNA FF &RV ARSIl
RAEAVARLLSRERIETE,

KA. PUSH Bk MUltiNA RAMBIMETE $IRE LIRE 8L ARA

//Xr

=EER

//Xr

IREER

//Xr

SRTEANBELREYRBENTFREEIVANE, FEETERD NERR. AREETEEELEYHR,
FREIMKRNBIERET 2, (FEDH) A MEFFAFHE 61 MAFIUSREENFTENEARKS
MAHELWIFRRRBEEIIE. K. PURE. mEl. B JBE. BHTRE. ®KIF. ARXENes
BRI FUOARIMZFER, RETE 2005 FhRk (FEZHE) PERHBEBLFATREE—EYRR, B

ZRIER (REZR) RIBIGKTH. IXAASRE, BEREERE. ARBEL. EmAL. kBL
LENFRENEREY . B 2005 Fik (FEZH) FNMEARBE. RBEEBLMEBEDLIINW
REAMEREY). B, S|REMURENXDZ— M HAR1EH,

AFREAARE, FE2ERMEESREMULEL, AMAENESHEERDEEEM, BERE
SEMUFENEZEANFFRRRNT M, Hltb, FEFLA MR, ERFITEERE. WEEN
BEFF. NADFENZEFEAUINEMNETE, HREZTEAMMAEESRENERR, AIRIE
NCBI GenBank FERIEMILBENERFTIER, RITRENFERY PCR51%, PCRIER, BEHFHN
FrEB7K MultiNA #21 PCR 4, SN RASREN, BRRTHRMES T IB1SEIR PCR =t
BN T, RTSECEA—H, MAWSEEESESIYT IGERIN PCR =YReetoN H&®; T LW
REHER, AXONTAREBE. BERERLNREERLER, AUSERFMESI#HITU EFLN
PCR #7318, MultiNA #oMEAEN T, BRTSTMEAIER. XRARNFF LN AT LRI ETE SR
LRI,

1. RKEH

1.1 %38

TR0 Fr BB KMCE-202 MultiNA

1.2 345

TaKaRa MiniBEST Plant Genomic DNA Extraction Kit (RE¥MTEBRAE, 9768)
SYBR® Premix Ex Taq™ Il (EEMTIZERLE], RR820A)



SYBR® Gold Nucleic Acid Gel Stain  (Invitrogen, S-11494)
1 X TE Buffer
25 bp DNA Ladder (Invitrogen, 10597-011)
DNA-500 Reagent Kit for MultiNA (&72A7], P/N 292-27910-91)
o SR, WREHFRNABREBE. BEEERLNRBERL,
PCR5#: RIBXXEAFINCBIFS, FXEREMULEBERTIEFIRITEBEWNNERESY), SEEN
PCRERF¥IKE 468 bp, WRTERIPCREAR¥HE 331 bp.
1.3 # R DNA FRENS 4k
RERREA A EAIZIBTaKaRa MiniBEST Plant Genomic DNARIER AR E S ZHE. SN
SHAETEYIMEIIREN S AT, ez A RNFFRREUFE 50 mg, MIABuffer HS Il 1 mL, HIMESEAT
DNABY, RF30 pL Elution Buffer 5t 7 Spin Columnf®, LURIGEREBIDNA.
1.4 PCR R ik %

PCRR M5 e W 254 Dl 2R 1017 2,
* 1. PCR NI

EHE BRE
SYBR® Premix Ex Tag Il (Tli RNaseH Plus) (2X) 10.0 pL 1X
PCR Forward Primer (10 pM) 0.8 uL 0.4 uM
PCR Reverse Primer (10 uM) 0.8 uL 0.4 puM
DNA 15 2.0 uL 20 ng/ulL
dH20 (REZEEK) 6.4 ul
SRR 20.0 uL
& 2. PCR RN B
EF Btial/s mE/C
a1 DNA SEIEESAI TR 4 30 95
PCR (35 M@EIF)
s 30 94
5N 30 61
fus s 45 72
B E R 420 72

1.5 MultiNA &1
PCRY & =4 AMUltiNABETTINE. RIBIFICHYHELAR/N, LHRAIEAS500 bpAYid @i TlE.
AT IIENERVERE, RAXERSPAMIIRSE, PAMEXTIRY &R MR ZH DAk A DNARR.

2. £RiTie
E1SE2MS R BANEZREMIUIRERPCREYIMIRRE., KRERER, BIRT+ERESIVIHY



PCRE ¥R JIMLLSRE+LLISRETE 5 1¥RIPCRIERIER 2 T AN 5, W EAERA WA TIRVIZEN K B PCR
WREWIAFIT. HIh, SREALIEESMIRQNEBIRFET, WIET BT HNLEREIPCRSI¥MEFR
Mo FAMEXSRRUAAEK AU maDNARRAR, SRR BHNEIRXH B, IERALRIAMR H. E2Z2M0 A B
AXMUltiNATI & = 5RTE+2IRE 51 IRIPCR) BBk El, KRRERERERARKENATS bp, STHK
468 bpEA—H, E3. E4MESDHIRAMRBEL. EFEELLMRBELLMALRELLRESIYIAY
PCREEXE], SLRERBTRERARFEBKEDS179342 bp. 336 bpH338 bp, HATFSLILATZEADNA 50035
2, NEEEAWIRE, SEICHEKES3]1 bpiAtt, SREE,

K B
AN S R
& & B B B X X
WO 2 A AR M
EEEE TN
S T TR I <
.k %_Fﬁ' O R it
871'5 £ 1t VPZEE‘;I 2]
'8 %I E.'/I %I %l %I "JF% ff@
mel o W W o C T
(UM) 1 ;=——____
4251 |
25 R —
2504 s ) JUB
200 m—
1201 N
00l
75— 7 7 —
50| — .E.J.__=—_

(LM (N [ I S A B —

1. fGE A BB MUltiNA 2 SRIE S 1N LLSRTES 190 3 18 SRR IR EAF aaBY PCR P4 BBk E

- - (3A2:
1000 ~

-

750

500

Intensity (m)

250

(UNt}

& B £ 8 8 8 £ 8 8§
¥ & = R H & K B ®

annf S )

26
0
75
100
350
a7
400
a5
a50
500
(L))

Size (be)
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100

=
E
=
E 50
E
ol
200
=
E
£ 100
=4
o
E
ol
100
<
E
& 0
5
E

3. &ig

2. A BB MULtiNA S E 23R E+2IR1E 5 1489 PCR P4 e K E

. o z (5) B4
=3
=
5 &% ® ®© B8 % © ¢ B § RE CESESE5E 8§ %
Size (bp)
3. BBk MUltiNA U E LT AR B £+ LLSRTES [9)RY PCR 4R K E
- © - (2) A1
(s
=3
—~ 2
= =
i /\
5 % ® ®© 8 ®§ ¥ £ B § R EEBEESEss 8 %
Size (bp)
4. S R Bk MUltiNA N2 EBEZ L+LRTES ) PCR )X E
- h (7) B8
@ =
L]
3
H 8 e P S B R B B SRS EE59E B B

Sie {bp)

5. R BBk MultiNA I EREEERBL+LIRTES¥89 PCR P4 88k E

AN AR &R RGE BB K MCE-202 MUltiNARRIHERAL 7 E S IRAMILBER 7R, A EFRIER,
BESHUNFRAOETERNF A8, &7 ERERE S, R4, RER, sI#EBXNTAAIENZS

%
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Nexera UC #£4 SFE-SFC-LCMS W REXL WM ELHPRHERES

¥ B ALK ERSE Nexera UC 7E4 SFE-SFC-LCMS BXRRZA R T PAMBETRERE MHEXY
R BRI . HFmAlbiBEE, SFE ZENAM SFC DirE k. A Daicel ChiralPAK AS-H
Shim-pack UC-X Sil @B EE, EEMNEERNET. @B (A -BEBREM (5 -BEEET
Daicel ChiralPAK AS-H 1 E#17F144F 7, #HITEBEBEELERNFEN, A Shim-pack UC-X Sil BIEHE#1T
BEAMPBUADEENE. AEBTHEZNRITBENRARE LT, £ 03I RABET
O (5 -BER, RFEBEFRNE (9 -BEH, XPMIRABEEFTERNIIR,

X88: Nexera UC 1E4% SFE-SFC-LCMS E5&
RABE BRI EE MBEETNTIZS WY, SEENKASHANTAERE, BEE (3-

REMN+IE) BRABRETREZNARBURDNEIEYR. RABREWHHN (R) B, A&
NEEIRNZNINETRE, (9 -BEWRNEYEN. HEARELERN, ALEHATEERBITHNEG

itnE. ARXBEIRNTERD D EEDTEERABREFRTELRSEAIES, NFARABER
[R5 Bk HE.

BiRFRAEE (Supercritical Fluid Chromatography, SFC) 2 LBIRFARAR /D ESIEF M
HEWFEGESBEREA, BIRR CO, (scCOy) UEZR2. ME. £S5. ZFE. HFEMERRMN
SFC BN EERohiE, BlafnEEERME. Y SEMNSARMER R, #15 SFC 2MEB IR,
= BOBELE.

Nexera UC 7E£k SFE-SFC-LCMS R4 E &R it AR TR BB B A m, B0 SFE
A SFC KM TELEA, BN TR, ARBLUZRAANRE, EANNFERAS, RNHTESY
MAAZRHEMRDNEEMEENDT, REFVIBREE, MEFREL, —RHEDELE ST ERE
ENAUEENEBEAMAERRNEE, ARATBEESTAMERENNREIRD EENENHAEE
[ AR RIS,

1. L85

1.1 {Y3%

Nexera UC 1E£% SFE-SFC-LCMS BUE R B E A mt Nexera UC FERRARIEM £, & Pump C RIUE
M BPR-A Z I E®1EH 1 M 2 i8], BLREXEIET 2 .M=mchiE, BEAiEER:

5 T % LCMS 8045 (APCI EEER) 1% T £ 45 : LabSolutions Ver.5.97
BIRFRMIAZEEEIT  SFE-30A £ & Bt S #l : DGU-20A5
= % & #l 28 : CBM-20A H B & : CTO-20AC
B2 AMEREIZER : LC-20AD W R R : LC-20ADXR
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C O, W & &R : LC-30ADSF . SFC-30AX?2

BPR-B
il =
» Vent
Pump-A(CO2) N
Cc0o2 -~ SFE unit Column oven BPR-A MS detector
cylinder
End b - - _ [
. ;H! 1 ;}——-” k_luﬁ_.JH
Pump-B(Modifier) 1D : A (o[-
Solvent-selection L%J Column 1 Column 2
Valve . |_v y
/_‘I L -l
[j E Extractoin vessel Pun%
Modfier A B C D k-
Make-up solvent
1. Nexera UC 74k SFE-SFC-LCMS BUE AL R EE
1.2 #&ER
TEMEEINE L

FOEARECHI AW T . DRIFREL (R) -BE&ER. (5 -B&EF. BEEE. —SBEERR. H#iH. 8%
MEERFH = HmBREE 13.5. 10.5. 4.0. 4.0. 1.6, 4.0 4.6 mg, DHAFEBEEAMESE 1 mL, BB
B —IREAR. LR 7 FMEBE—IERRZE 100 b, BEERE 1 mL BB EGIVEARDR. £A
BRFAREN AR, BoHIRL 6 (1 ARV TIEA K.

PANARIVECE AN T REEEA R K, 10 mg AIECKEESRZE 10 mL, EEER 1000 mg/L 89 K. A
R, BN EARRINER 1 mL, BREERZE 5mL, A& 200 mg/L R LIEARKo.

WAREABIETErRS:, AREZEENERRIE AT ARBE 25 Ul RIIRERR, 10 uL RIRTIER
&5 5.0 g T7K Na ;SO /RS FIEE 5 mL ZENERE XK.

KPR GRNEL SFE ZXENRESIER S AN T BY 3 mg BEEZLM. A 10 pl AR TIERRKRS 5.0 g Tk
Na,SO.JBSEIEE 5 mL FEEERE L,

xR 1 UEMER

# e e CASH# DFR
1 i Muscone 541-91-3 CisH300
2 RBEEZ Cholesterol 57-88-5 CorH460
3 —ShBEk Dihydrocholesterol 80-97-7 CorHzs0



4 T B Androsterone 53-41-8 C19H300:
5 RS R Dehydroepiandrosterone 53-43-0 Ci9H2802
6 HoH="HEREs TRIOLEIN 122-32-7 Cs7H10406
7 #HEZ K, (1S) Vitamin Kz 523-39-7 Cs6HgoO2
1.3 SIR&HF
SFE ZEENF&{%:
B F : A-scCO;; B-MeOH
Z B R & . 5mbl/min
FESEEFILLE o A/B=99/5(v/v) oS E B 4mint
Z B R E . 40°C Z B B JE£: A-14.8MPa;B-15MPa
ST B4 1 FhITIERY 8]
SFC @i &M
® & M 1 : Daicel ChiralPAKAS-H 250 mm X4.6 mm I.D., 5 pm
B 3 & 2 : Shim-pack UC-XSil150 mm X 4.6 mm1.D., 3 um
# 1/ o) M : A-scCOy; B-FREZ F 2 % 7 K BEE
=+ &L 40°C
i [£ : A-10MPa; B-40 MPa
. _ D H10.5%FEEE SRR, AURLS mL/min;
B S I |
M2 MER2 mL/min, BEER: 10.5%~44%FE2 (14-23 min)
ﬁlamﬁ:
B rF iR . APClH+ MPRESCEE © 200°C
ESMmE : 3.0L/min FESME . 50L/min
2 0O & : 350°C I 8 B B :15ms
D L & . 200°C MRM & # . I5kR2
* 2. MRM &k
NO. &R HIEEF ~¥EF QlPreBias(V) CE(V) Q3 PreBias(V)
1 EER 23910 13090°  -14.0 110 -27.0
36920 ja700°  -11.0 220 -25.0
2 FEEE2
369.20 161.00 -11.0 -22.0 -16.0
371.20 95.10" -11.0 -30.0 -15.0
3 —ShEEE
371.20 81.00 -11.0 -38.0 -28.0
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273.10 255.10 -30.0 -14.0  -27.0
4 p:3ile]

273.10 147.10 -30.0 -22.0  -22.0

271.10 253.10 -14.0 -10.0  -26.0
5 EERIER

271.10 197.00 -14.0 -19.0  -19.0

885.70 867.40° -26.0 -23.0  -40.0
6 HiR = hfafs

885.70 603.40 -26.0 -29.0 -28.0
7 Ky (IS) 445.30 187.00 -13.0 -21.0  -18.0

FRIEEBT
ZR511iE

2.1 SFE-SFC-LCMS &itE
Xt B BRS AR A T

TE£k SFE-SFC-LCMS D#f7, ®IEEUIE 2 Fim. 2R

RENEER, DT

9589 6min M9 SFE ZBUIE, 6 min fG9 SFC 94, SFE 2l SFCYIRER L E, Sk, BEIRE
Daicel ChiralPAK AS-H #F ESRILF MRS, 1E 0.5%FEFEAREZHT, (R) -BEEAHIZEE 14.3 min,
(S) -BFEEHIEETEI7E 15.0 mine MERDBER 2.0, RMELNE, BERHIETERS, PELEIR
5, BEARERDL, SEMRADTE Shim-pack UCX SIl i ESLIMD B, 25 min ERERCRR AR
TR, SFEFRENTEA—DF@RINESDITETENA 32 min, AR K2 LI eI BArE D 28,
HEAMYDERNER, 7 MNEIFEE R, LN, WinY K2 BE—RE L, XRFAFHEEME
RAEXNF R, WRMEREEDRE, EERT K2 IBEE, KEMD ST ZIENE F&aHMA—
MELIE, FIEARFMmNE S5 R ERE,

'ﬁ%?gg@;?}mgom CE0
75000 =2 e 471 5(;%510@)0& -300
. e R

86570~ 657 40(+) CE -230

5000 3 >187.00(+) CE: -21.0(03 (S) -BEE
y (R) -B5%H /
5000
-~ 2N M —sEER
xf - = < _ mmmees S Bty 4t~ |\.- Zw,.\,_,‘._w_ e ]
. L =
500 | L
e ] | z==um
m—:-v\-.-mwv—«-—-—a—«ww—«—A—uM”M e s s - A Amasrr]
o | =
5‘“; - L k2 ()

o-o' "2 s 75 w0 125 B0 W5 20 25 280 275 20 mn

& 2. SFE-SFC-LCMS B AR SR NEEE (A -BEE. (9 -BEH. BERE. —SBEERE. HiE. S8xRER

MESH= hEEE S AN REN SN 2.11. 1.65. 0.625. 0.625. 0.25. 0.625 1 0.72 ug)
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22 BRENYEER
NEZIGEFMT SFE NBADRFEEER, MECKARE 3 mg, 55 g TKMBRWESYS, &
IHEZEEET, BT BN E—FEERABYHITIES =KL SFE-SFC-LCMS BXEB O (0E 3), &
REMPIS U EYIEERY = RERBIEEMRZ ML AR A ERR, SRERERZFHTIED
BRI —ZENERTE 60.5~72.7% 28l RPA scCO, AILIBMMIGBEL MR BEARA D ZEEEH K, KK
R 3o
= 3. BADT—HERBER (%)

BER REElRE —SREEEE 1ER EREKRENR  HH=HERES
E—IRER 61.0 66.9 2.7 68.9 65.2 60.5
B IREERY 27.6 215 19.2 21.2 20.2 259
= IRER 11.4 11.6 8.1 9.9 14.6 13.7
(x10,000) (x10,000) (x10,000)
6.0 1 1
] 2.5]
5.(%; 7.,\,—{ ) (r:
4.0
3.01 5.01 5]
] | ] I 1.0 S
2.0 \ i I 1 BERER
1 2.51 I 1
M;MMAAMWM“ 0.0] Qég‘_Jdﬁ@L
125 15.0 min 20.0 min 15.8 20.0 min
& REEEE Him = hA ks
3. SFE LR = REFRT— W EEBV R E 52
2.3 &145EEl

AR 1.2 Frdiris ZEENERYRIE 77 AR 6 DEENEE, ZIR 1.3 Frid o iTlE, UFEET
B IR ESNARRER L ENESAR, UBEREERS NIREERALLEANNEIR, WNIRASIET (i
&, FISUEHLIE 4, SEDEMELABEREXRENET 4o ERRAKIHADEEZTCENAMEX
AR, RAKTF 0999, BATEREMETE 75.0-119.3%Z 8],

Area Ratio Area Ratio

< =

3 ]

] 24

23 ]

1 -

0 50 bonc. Ratio 0.0 2é.0 bonc. Ratio

EBER REEE2



Area Ratio Area Ratio

0.75] ]
] 1.54
0.50-] 107
0.25+ 0.5_:
oo & 00 < —
0 50 Conc. Ratio 0.0 25.0 Conc. Ratio
—_SEEE i)
Area Ratio Area Ratio
o]
1
" 80  Conc. Ratio " 50 Conc. Ratio
A SR Hom = hfehs
4, BRDRERLE
z 4. ZADRERERIEX R
NO. =R LM4EE HUEHIE HEXREK BHE (%)
1 (k) -EREER 0.649-34.036 y=0.12697x-0.0201801 0.9996 92.9-119.3
(S) -BEER 0.412-26.429 y=0.0689559x-0.0105130 0.9999 88.1-111.9
2 HB[E 2 0.322-4.968 y=0.676595x+0.0406630 0.9992 82.4-103.2
3 —SHEERE 0.291-9.872 y=0.0761149x+0.00487260 0.9990 81.5-106.0
4 b:3ilE] 0.075-1.995 y=0.855978x-0.0243503 0.9996 84.7-105.7
5 LS RIEE 0.401-5.046 y=0.287733x-0.0363201 0.9991 75.0-106.8
6 HIH= hiREE 0.183-11.439 y=1.51782x+0.0525316 0.9998 86.0-102.7
24 ESHNMEINEER

FATHIE 6 DEEEUE, FEIELL SFE-SFC-LCMS DT RGNEEM, FERWNK 5 Fim. ZEEEEF (R)
-BEM. (S) -BE. BERR. —SEEE. #iH. ZSRERNEH=0BESAD BN 5IH 395.2.
308.7. 10.1. 26.6. 24.84. 26.3H33.4 pg. NTLERKPA, 74 SFE-SFC-LCMS RSB AH D (REEBI 8]
I EAR L BIEXARERZETE 0.05~0.85%7] 2.81~8.96% /8], [EIUNZRTE 85.5~131.0%, BILUAEEE7D

BT K,
=5 BANINUBEEMERER (n=0)

&R REE Az s 1 THEER EERER HH=HERES
TREBRYIB]%RSD 0.85 0.07 0.07 0.07 0.05 0.05
I&EFREE%RSD 7.42 2.81 4.74 7.29 6.19 8.96
[BIE% 89.0-110.8  101.4-109.1  92.4-106.8 85.5-103.6  92.2-110.4  103.5-131.0




2.5 FPRiFERIET

2015 FhR (FEHH) (—H)NEBFEFHESHNSENEEATEEIEN, UTFEamlt, BEH
(CisH200) BERELTF 2.0%. ERAXALANAENZNEEFMETEENTE, EmEXRABERN
BEERE 5 RABRENGEENRE 6, AXMERABEDRNE (9 -BEE, RAZmERAR
BENTALIES. XFBETRARNE (5 -BEH, RARRFEEFMNER. EARDEBEFRTS
ZEAHEDPNEENELERNK 6, MOFRTPEEHEENEEIZHEER,

JTB 7 239.10>110.90(+) CE: -11.0
12:I1[# 1 369.20>147.00(+) CE: -22.0
ZIH [ 5 371.20>95.10(+) CE: -30.0
110000 273.10>255.10(+) CE: -14.0
e o o
] il > + -
100000 181K 445,30~ 187.00(+) CE: ~21.0 (S) '%éﬁﬂ
1 ( ) -ESEER
90000 |
70000 - “
60000
50000 -
40000 -
30000
20000
10000
0
— 77— 2Tl — — ——
0.0 25 50 75 100’ 125 15.0 75 200 25 250 275 300 min
& 5. XK ABEEL SFE-SFC-LCMS 1 &% E
,ﬁﬁﬂf’ 1 239.10>110.90(+) CE: -11.0
J2:JH [ 369.20>147.00(+) CE: -22.0
800000 JIH[E i 371.20>95.10(+) CE: -30.0
273.10>255.10(+) CE: -14.0
- E (+) CE:-10.0
7= /HE&QH8<S57O>86740(+)CE -230
700000 _B'K2 445.30>187.00(+) CE: -21.0 ‘
] (R) -EB5&TH
600000
500000
400000 —|
300000
200000
100000 | )
o]
7‘ D L L L T Y O B R R IR
0.0 25 50 75 10.0 125 15.0 175 20.0 25 250 275 300 min

E 6. RFFEFEELL SFE-SFC-LCMS 1 & I1E [E]



*® 6. RABENRABETEHENFEBNELSR

NO. &R FKRABE (%) RXABRE (%)
1 (R -Bs&HR 2.718 2.007
O 1.273
2 fEEEE 0.198 1.713
3 —_SHEEER 0.356 1.120
4 IR 0.123 1.018
5 EERLER 0.016 0.103
6 Hm = HREE 0.646 0.011

3. it

A3 fEF 532 Nexera UC f££¢ SFE-SFC-LCMS BUS R GINEERAR Y T BE M T E SIS/ AR
D EMMEEN %, % ERIMFMATAIE (SFE) MmO (SFC) ELEXA, BT RiE
1B, AR, RE. IFEFREL. BFBIMRFMR. Lk SFE-SFC-LCMS RAEFAMBUA N E
SNEMHEB FER AR =

4. 5
AX ARSI RAEHAZPHMEHARPOREMEM. JIEEFEERKo



3.3 h&HR

FHFAMRE IS RAF. HAEFTE,. hREFZFRMRNRGTLIE. PHMHBHAFTNLL
BEEREERIES. TRAREBRF A EZ5NRAREBMR A EZHE. UHBYREMAZEZRRAE.
URIER2BEMNRERNIZNEN. REAREGABRNELRRN, ENARRERTIRIT. £

HREREBEGHMNREENIES, BINHM/IRA. REE(FE~). SIFNHGBYRRXRR
ERMAEFTNEUT D ZENERTRMAR, UNARYRSHE. SE8MBEERMNER, THRES
R R R E I K Fo

AZMARHAMATNEBRANT D, NAYLREMENBERNERRREZF. AFARETESD
BRBARKERE. FEB. £7I12. REMRRKRENE. REESFHARNS. ERLHEH

g2, NREFGKR. TIAREAN—RARRTERTNE (WERBIRKIRE. HIRR
¥al. BIFELEHAE. EHEMR) WEEEN, FRHINERR. U TFTWRAH LI EFHYR
B NAZAREB D RFIRENIME REXRARTT B4, HEXHARARSENER.
~ EHEH — JESERIE — HPLC/UHPLC
- B — uc
- %8 — Prep-LC/Prep-LCMS/Prep-UC
- IREE  — #7% — LC/Nexera-e/UC
- s — Q-TOF

- {5 — QTOF/LCMSMS/GCMSMS

- (A5 — iMScope
SEME — LO/GC
HELTE ‘ Bt LC/GC
‘ TR ICP-MS/LCMSMS

- #5) — TLC/LC/LCMSMS

HEiRE
~ WIEMSERS — LOG/LCMS/LCMSMS

- {ESEiE — LC/GC
— 108
- BRERRSHEERERR — - EEEREETE — AAS/ICPMS/LC-ICPMS

— RS - EEESE — LC/LCMSMS

- S@EWE — C/GC/UV-Vis/HPCE

- @it — XF
[ REERR — SENERLEE/EREY — RREAR
— i1, RAHRE — EEMNT (RE) R38R
( BRI — 288 (PEHHR) fE — LC/GC/LCMSMS/GCMSMS/ICP-MS/AAS

= RIS R AT
SRR LC/GC/LCMSMS/GCMSMS/ICP-MS/AAS/
Q-TOF

— BAAEE
- R, HEREE, AUENES — i
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3.3.1 YR EHR

PAREFABMNRAL, RHEREZHD. ZHR. ZEENFENERE, FHHRY R
BHEZREPANERRTERTFRANESSAMM DS M. RERIFIRKT 2@ % H0E MR
DMEIFRANER, FAAYYREMAREETERTHAARYHR. [EFEBLEXNF, 25T
MARHATNE. ARXRPHAEEF . SIERERTE. B RKTRAREMNKE, B2RHIWA
CHNEBZARE D, HEFER, BEBD FHUFE. EVYVER. JREYFEERNHNREURELS
B HEMEFOMEANAE, PANRSYELANBERLKIAMBR, RAMGRET REH
AR R IR E .

Bal, PAYREMARNTEZEZBON=ZKRE, F-LXBRETHERNAEEMEE: IREXN
A, RERMG, URITEIERRERD S ANME D, BEPAGKYRENM, E-X2ET
RINBESEIMERL, EBFRA. BB, HERARS, BRWHAHKYREM, B=C27
BRI ENE AN EANEFHEEEND, IKREADER-BERANNSBER, FNHHE
W R, FAARYREBEMARZERDPAREINUNRIFEARRVZOAT, NRGHAF XK
RHMFKIE,

— BRI EEAN

'T

AR & IE T ARAT KT BT 8] B Y




GC-MSMS ZLEaSHRIEEShEREESKAS

B A0 ARE GCMS-TQ8050 NX =E MRS EExANEE AOC-6000 Bnhi#fE2s SPME Arrow

HFEY TRREEMN 150 MRS MRM EE750%, R AEESEE. SRMENERNER. &

T 150 M BREL D MRM 753%, AR HLREERSKR D LREEIEMMNAHPIEKEDHITT

5L, SRRULERAKER: HALREERHRMBEL T 74 MK, HITHE HRANXLESBR D #

TT7TEE, TEFMENEREEFIXRMDIMLELZ—HH, NEEELEFE—TEER, 16 MUFRD

WEEBERIRBAE, AIFAF SR AIIRSYHTIR. £REFIERSNRZIE SRR D FERAKRY
» 33 MRIREL D FIEA RN L RE BE5BIAREHEITHI 7o

K. TREE-—ERTFIEERAMN SPME £REE XKD

RASKERAMRETNNEERNS, BENPOMAEREFNSRSFETMRARERENS TN
Rl SN ZITH P ARER AN —FFE, EHANPAMIKTINETEABTENENZR, *
s, MUREMEND, /I FBFERAFBNATIRFIPAMNERSR, BE—EEZE LEFL.
BEMUREFLSR, BEBFERAETESBEE. HEMUPASENEAXEARKIHITEEEEND
i1, TReH—FERPRH[KSRENS ZERIRH,

KRNEENZABRNERELREER Cordyceps sinensis (BerK.) Sacc. ZFEEIRIBHAERLHR LM
FEMSNRFENFRESHE, BREFHNEREILM, BRFNELREENRENSSATIERT
RERN BB, [k, FEKESEG, LREEFEXRIE—HM “EBK 0, BXM “EiK” XS
REFFEEBRE, [SEABEMLENFER D, HEKRIINEESHRENS EEEEXKMEEFE
8 R DL BRI R IRIE,

TN ERMEEEL (Head Space-Solid Phase Micro-extraction, HS-SPME) 22— @aubER A,
EXTUYERI. B, BRNHAESSTRET—5, AERFEERE. REES. MERFFRS.
HS-SPME AR E &R HIEL N FIEL MR, AARZIHETF HS-SPME-GC-MS/MS BXARARRIIZ
REESHEMDRRDNGE, PHRLREE ‘BN FNWERDENR, RITREFZEEREER
[KER, UHHALREENREMHITNIRHERMEIEZIE,

1. LIEERS

1.1 (Y38

GCMS-TQB8050 NX SHEa1E- = SR RSB AN
AOC-6000 BnohiE A IEFE &

1.2 Dt
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SPME Arrow: ARR15-DVB/C-WR-120/20
EWRE: 270°C; FEIRE: 50°C
FadiEl: 5min; ZEEXEYE]: 15 min

R BYE] . 2 min

BIEAE:

InertCap Pure-wax, 30 mx0.25 mmx0.25 um
B2~ 50°C(5 min)_10°C/min_250°C(10 min)
HIEDRE: 250°C

HAFES A 1BEESH], 83.5KPa
HERI 2MENE, Ot 51
BHFREE: 200°C

EILEE: 250°C

KEHRI . MRM/SCAN

2. HFmEtig
9 HIRLREFEXRETI)I F8. BEEFHX, 6 HRLREEHmRETHINIEFH, WF
ity (I=51h) &H, AEXEMRERlER 1, BENLREENIRIE L, ERITRLRER
K 0.5g BT 20mL TA=F, EFEHF LD,
*® 1 LREEFMREER

FRES RE BRETE BIREE(CK) &F
yp01 roEHBUNRER XREE 4000 RULHER (ZH)
yp02 MmN BINERE LXREFE 4400 KUHR (ZHA)
yp03 7o) 1| BT S R 2 LREE 3600 KUHR (ZHA)
yp04 Fa 7 AR LREFE 5500 SRUTER (SKHA)
yp05 SEERN XREE 4600 KUKHER (SKER)
yp06 SEREMELZ ZREE 5400 KUKHER (SKER)
yp07 SEREMNELS ZREE 4900 KUKHER (SKER)
yp08 SERBMNEL S Z£hFE 4900 RUGHER (GKER) . 231K
yp09 5EERBMNEL S ZREF 4900 RUTER (GKER). 2FEE
ypl0 =M TEERE 800
ypll RINERE TEERE, AR 800
yp12 79/ | |44 TR Isk HERE 1600
yp13 o) B ETE 2 M7 XBREENMm
ypl4 #i3E HEnE 1800
ypl5 m)ILR UM ERE RLURE 3000




3. £R5iTie

3.1 SRS MRM 75iE# 1L

Spig N

(ypO6T5 T 1l1)

(ypO1 4 113245 (yp020 1l {3k)
=
PP,
(ypOSiyifs )
g

ypO4 AL )

(
\-D“m%

(yp1201 /11 Tk

(ypO3 4 1[4

(ypOTHHEE) ((_\pl LR SR

ks -

L S

(yp 4P /R 42)

- oosE

1. R REBRHENMBE MR (B A BAE ™ B ai mit i bR ie 4)

IEFgkesE C9-C30 AnE

B

(10 yg/mL) FEEEELE 2,

(x10, 000, 000)

150 MR RUERARERAMIR 4-RFF. 1,2-“8F-d4. j&-d10) REEEERE 3, 3

E 2. Efyke)g (C9-C30) MERIEE

N, M <D O M0 O
L R I e [ e o
N
N N
~N
LL,_IL»J
i R —
20.0 22.5 25.0 27.5 30.0

MAREEILER 2
Q 174.00>95.00 (+) 6.08e3 Q 150.00>115.00 (+) 9.41e3 Q 164.00>162.00 (+) 1.88e4
8.0e3- ” - M
: 8.0e3] ]
6.0e3 ] H N : 1.5e4-
] 6.0e3 :
4.0e3-] e ] 1.0e4 |
] 4.0e3 b
2.0e3 — J ﬂ 203 _ 5.0e3 — J
0'Oeo:"'lll"|"\"|""|' 0'Oeo:|' T O.OEO:II '{\' T
10.6 10.8 11.0 125 13.0 20.5 21.0 215
RT (min) RT (min) RT (min)
4RER 1,2-—5&-d4 &-d10
3. RAERRLRRIER 3 #ATR MRM
x2 WIYIREEX
= BZHR {REBBYIE]/min EE2EBTXY CE
4-REAK 10.846 174.0>95.0 15
1,2-—5F-d4 13.032 150.0>115.0 15
j&-d10 21.014 164.0>162.0 15
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SRR LS G IE W R EIR R IATEEE, TF 150 MARRYIBAn &S, BihER 150 SRy
BI89 MRM E&75 7%,

3.2 2HEESKMS MRM 4R

1, 000, 000)

1. 00

0. 75+

=4, AR RE B R SKE I MRME
IMERETR, HENKXREENHIFHEL 74 MRKMD, USSR DN 12 26, G5E: B

%K. BX. R BE BE. BE RESL MESE BX SARICE. SARFXE, R
£ 5

REER B BB 74 MRKMOAER, ERMERNOTZRESIEK, MEREESSK,. HAK
REE 5 S MRM BIRE 4, HELMED SRR MRM EIILE 5, 15 MR REEHFmSKAD N
ELERIFENR 3,

RIS MLREEHFRRFRESEENNER (ng/g)
ypO0l yp02 yp03 yp04 ypS yp06 yp07 yp08 yp0S ypl0 ypll ypl2 ypl3 ypl4 yplS

[N
BB — 0120 0.150 0237 — 0220 — — — 0960 1.154 1.194 1.107 1.349 0.873
FERGREE 0071 — — 0.072 0.037 — — — — 0082 — — 0037 — —

A_EZERREERREE 0.073 0.019 0.023 0.097 0.039 0.361 0.120 0.392 0.102 0.069 0.133 0.090 0.079 0.093 0.155
s ivtalis 0.010 0.019 0.021 0.001 0.015 0.137 0.057 0.002 0.070 — — — — — —

KiHER A EE 0.032 0.031 0.030 0.027 0.030 0.031 0.030 0.016 0.046 0.007 0.015 0.011 0.011 0.013 0.019

A FENEE 0.644 0.079 0.080 0.473 1.128 6.083 2526 0.416 1.094 0.127 0.207 0.178 0.271 0.167 0.712

[EE
2,3-TZFd 1456 1.566 1.579 1474 1196 0.823 1177 2441 1247 — 0969 — — — —
4-BE-3 M%-2-FR 0.016 0.014 0.017 0.016 0.015 0.018 0.020 0.072 0.024 — 0015 — — — 0.057
2-B3ER 0220 0.129 0.155 0.202 — — — 0309 0.011 0.043 0.068 0075 — 0095 —
h3EER 0.425 0.304 0.354 0.453 0.573 1.152 0627 0538 0515 — 0.082 0.077 0.100 0.082 0.373
2-FFR 1.147 0345 0361 0469 — — 1599 0.365 0.820 0.069 — — 0.147 0.095 0.387
2-3%ER 0.615 0.272 0.409 0.377 0414 — 0319 0.110 0.684 0.014 0.038 0.030 0.031 0.023 0.043
LGN 0.136 0.120 0.127 0.151 0.127 0.161 0.201 0.272 0.225 0.005 — 0.007 0.008 0.007 —
FETERRE 4750 — — 1198 — 1968 0943 — — — — — — — —
K 0.489 0.554 0.558 0.518 0.436 0.451 0.433 0270 0.722 0.762 1.412 1.100 1.436 1.356 2.476
KR 0.001 0.019 0.006 0.012 0.001 0.006 0.004 0.007 0.014 -0.007 -0.001 -0.001 -0.003 -0.002 —
2
EERE 16.415 15.112 15.976 15.626 33.616 150.93 43.006 12.207 29.379 4.867 9.888 9.727 15.293 8.290 37.595
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(E)-2-BR)7mEE
ESi
KRR
R3-2-F#
KB
R FH-2-=IHEE
2-FREKRE

(E,E)-2,4-F)mEE

B=ZHR
e
2-5k 0
beta-S&M#&
TR
e
2-RE-1-HE
e
REIARED
SRR ED
ES)

4-Z F-)-REER

4-BEXE
1B R EEED
4-Z B KBy
28
z
CS
5T
T
Bk
1ETkER
o
i
T
IEXFER
22
[T
2-2HCEE
2-FEEZ
a1
E¥E2
SEAETAN
DpIREE
Q-1 HEZ
2-%EE
Gl
K EREE
K7
g

7
224

oH

2.339
0.895
4.398
0.269
2.715
1.359
0.064

1.244
2.750

0.811

0.079

0.027 0.038

0.410 0.285
0.724 0.585
3.739 3.981
1.317

0.014

0.850

0.057
0.215
0.307
0.015
0.046

0.051
0.107
0.313
0.007
0.028
0.051
0.013

0.033
0.005

2.561

3.377

2.066
1.347

0.083
0.024

0.466
0.855
4.889
2.453
0.017

0.022
0.129
0.439
0.005
0.044
0.060

58.041 37.410 42.233

20.694 12.197
7.823 2.457
16.632 4.673
12.670 2.364
13.899 2.850
25.600 2.831
2.116  0.796
0.862 0.414
0.506 0.486

2.261
0.020
0.127
1.792
0.679
9.302
0.078
0.173
1.414
0.094
0.387
0.383

1.056

2.495
0.761
11.273
2.788
0.191
2.058
0.103
0.698
0.268

18.609
5.060
11.546
5.969
6.500
5.684
1.289
0.448
0.472

2.339
0.067
2.920
0.434
10.409
0.779
0.142
0.016
0.091
0.549
0.222

1.843
0.490
4.278
0.151
3.116
0.834

0.046
0.018

0.365
0.646
4.395
0.928
0.023

0.051
0.273
0.231
0.008
0.007
0.032
0.008

63.193
25.363
8.239
16.166
21.037
16.293
29.571
1.497
0.459
0.438

0.886
0.064
0.122
1.137
0.379
5.045
0.105
0.107
0.628
0.069
0.771
0.427

3.279
0.783
3.29
0.220
2.328
0.961
0.047
0.075
0.020

0.453
0.805
4.569
1.037

0.056
0.220
0.308
0.012
0.040
0.052
0.009

35.517
17911
4.554
10.586
12.162
19.886
45.003
2.103
0.739
0.513

1.397
0.094
0.113
1.150
1.452
8.286
0.075
0.144
1.015
0.066
0.671
0.466

4.792
3.747
3.127
0.317
2.958

0.097
0.019

0.401
0.645
4.439
0.986
0.007

0.062
0.388
0.327
0.011
0.065
0.106
0.008

2.820
1.334
3.135

3.147
0.849
0.057
0.061
0.019

0.389
0.552
4.454
0.878
0.011

0.063
0.342
0.280
0.018
0.061
0.072
0.015

0.630
2.183

2.879

0.033
0.017

0.464
0.004
2.270
0.550

0.029
0.140
0.175
0.006
0.028
0.032
0.008

74.839 66.346 91.689
29.424 25.202 23.680

8.989
13.686
18.920

7.567
15.081
17.471

11.012
15228
15.948

34.787 25423 10.407
96.214 62.898 26.886

18.480
4.249
0.641

0.889

1.392
7.043
3.960
0.294
0.105
0.546
0.036
1.009
0.353

6.682
1.742
0.442

0.984
0.172
0.147
1.337
2.138
1.784
0.095
0.122
1.005
0.879
0.468

2.708
1.253
0.352

1.318
0.093
0.763
0.921
1.090
0.506
0.039
0.037
0.403
0.178

14.528
2.270
4.676
0.697
2.900
1.365
0.132
0.192
0.023

0.136
0.249
4.370
0.448
0.013

0.128
0.642
0.349
0.031
0.061
0.042
0.030

52.002
20.670
9.286
18.788
15.866
20.532
45767
3.770
1.883
0.612

0.504
4.329
0.187
2.258
3.068
6.910
0.138
0.319
0.046
0.220
1.882
1.981

0.251
0.444
0.132
0.354

0.025

0.127
0.078

0.002
0.103
0.313

0.016

52.722
18.037
3.765
7.865
7.433
18.332
43.561
2.654
0.904
0.364

4.505
0.025
0.136
0.217
0.173

0.011
0.040

0.108
0.084

1.207
0.427
0.874
0.169
0.560

0.032

0.069
0.043
0.228
0.144

0.013
0.202
0.567

0.029
0.004

64.291
22.639
6.579
13.245
15.230
28.217
36.705
1.856
0.593
0.469

8.067
0.064
0.393
0.505
0.170

0.018
0.070
0.045
0.200
0.124

0.950 1.482
0.412
0.638
0.155
0.261

0.269

0.530

0.755

0.170

0.227

0.286

0.031 0.030

0.063 0.064
0.042
0.174 0.236

0.089 0.131

0.011
0.162
0.271

0.008
0.235
0.354

— 0.007

0.026
0.004

0.029
0.002

60.346 62.149
22.010 22.630
5.019 5.861
10.801 12.062
13.016 14.628
28.086 33.562
47.668 59.997
2.255 2.836
0.663 0.789
0.417 0.409

9.044 80916

0.254
0.578

0.195
0.800
0.130

0.127
0.050
0.038
0.139
0.089

0.125
0.053
0.059
0.136
0.066

0.962 4.968

0.332 1.018
0.659 2.823
0.165 0.843
0.245 0.260
0.355 0.369
0.047
0.034 0.102

— 0.069
0.031 0.046
0.186 0.337

0.125 0.173

0.013 0.038
0.151 0.350
0.356 0.496

0.069

0.003 0.003

62.423 73.839
21.430 26.961
5.757 8.089
12.178 19.214
13.273 16.031
25.386 45.958
31.866 72.064
1.548 3.555
0.459 1.776
0.374 0.411

8.888 50.577

0.304 0.785
0.448 2.234
0.138 0.216

0.015 0.056
0.058 0.089
0.040
0.145 0.303
0.096 0.154



“HRETHmB  0.023 0.009 0.077 0.025 0.009 0.009 0.017 0.036 0.009 — — — — — 0.013
“HE=mB 0019 0.015 0.058 0.021 0.017 0.016 0.018 0.080 0.013 — — — — — —
ZEEE TR 0434 0635 0570 — 038 0.359 0.403 0.205 0.878 0.035 — 0.068 0.064 0.061 —
B 0.037 0.019 0.026 0.027 0.024 0.026 0.026 0.026 0.101 0.024 0.033 0.027 0.029 0.027 0.037
i3-S

2-FRELIt I 1.116 1.023 1.135 1.094 0.929 0.865 1.029 0.888 3.025 0.226 0.520 0.308 0.581 0.382 2.264
2- E kg 0.020 0.016 0.014 0.028 0.016 0.067 0.020 0.019 0.044 0.007 0.019 0.015 0.030 0.015 0.039

-REE3-FTRH  — — — 0.027 0.046 — 0.031 0009 0012 0009 — 0.021 — — 0.039
PEES
ES 0.294 0.288 0.329 0.227 0.229 0.225 0.243 0.153 0.341 0.027 0.054 0.039 0.046 0.044 0.076
PREESS 0.234 0.355 0.193 0.113 0.176 0.116 0.147 0.078 0.275 — 0.014 0.007 — 0.010 0.018
1-FREZ 0.081 0.133 0.079 0.052 0.060 0.050 0.060 0.045 0.112 — — = — — 0.015
SRR
5-ZF-2-FE-MAE 0.001 0.007 0.004 — 0.001 0.007 0.001 0007 0002 — = — — — —

FIFoEng 0.049 0.044 0.049 0.046 0.036 0.037 0.038 0.026 0.066 0.018 0.027 0.021 0.021 0.020 0.027
CNELRZ 0.697 0.456 0.724 0.552 0.484 0.569 0.556 0.856 1.628 0.459 0.527 0.517 0.547 0.509 0.556

BERIFE
AR 0.011 0.006 0.001 0.006 0.004 0.015 0.018 — 0.036 — — — — — —
AT RRERKE,
Q 60.00>43.00 (+ 1.53e6 Q 73.00>55.00 (+) 1.36€6 Q 84.00>55.00 (+) 3.22e4Q 105.00>77.00 (+)  3.28e5
100.00 100.00 100.00- 100.00 M
% - & % - !! % - a % -
ooo— 0.00- ooo— . 0.00- =
22 124 175 " 100 13.0 135
RT (min) RT (min) R (min) RT (min)
) Eok ey R EEE

Bl 5. £REERIKED (859) MRM
3.3 £REEREMS SSFRAMREXED

SLONRIEREEIRT S, FEAR (BH) M58 (W, RB) NLREFREBAEIER, HEoE
, FEERGE; M7 BOEINELREERARIMBE, HERE, FERK, EILERKLKIANE 2 EH
RENTRENRE. BEGRIEXMERLRAFINGEEREEERMD RN E EREAIL,
PMERETR, FRFHHNLREER 74 MRRKRONSEFE—EER. NTEEUNZENEE
8, REEaEENEENLREE (yp04. yp05. yp06) V3R I £, ¥=al)IINLREE (ypOl.
yp02. yp03) VAR 12, D HEGMLEYE | XM LXLREEFESELIM; | XhGNMEEYEE
FRULN KRB MEYRERISEREN, KA ERRNEBHXNLRETER 74 MIKEIHE
BT BN MXHWLREEH 74 MEKMONEE, USEFEKERKT 2 &1, HELEEE
FRANSKEDE 16 1 [BERUFNE, ERER, ECR, E¥E, RTERRORE, E¥FE,
EERR, 2O, EXER, (B, B) -2, 4E2/%EE, (B) -T&EE, R, EXE, 2-28ME, (B)
2-BIREE, 2-FHF, EREEEORN 9.57, 526, 501, 4.74, 432, 421, 3.16, 3.06, 3.05, 2.63,
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2.56, 2.48, 2.35, 2.22, 2.02, 2.01], XEWXEYRIEAILHEAX DR, FB85MIIFLREER

HAFIE SRR 7D, FIUE 6o
10

4 ®
9 P 3 P
8_
& 7 (EE)2.4-T —Hi:
£
g 67 "
g 3 mﬁﬂ‘
Y CHy O pum
1A ;ﬁ?wiﬁfﬂﬁﬁﬁﬁ% 1E SR L]
®
44 I
{ zmom RA2E® [ pow TR
3] t ﬂ%\ ¥ y . 2
)] iy e © ® @ LR
- ® o 1 G
] (B)-2-Fikishs LR
1
TS TER R 2 I

B 6. JLMFAX PR BE5M)IFLREFHAY 16 MFIESRM D D HE
SRINEERREE, FEFHNLEREEEIRMD L LRBRANER, XX FETER B
). & (B, R5%) M) R BE 68X NEREFETRRDBEE -, BAM “E
K" BFERDRER (X)) NER. BREFTAFENLREERIENTKRDINEEFTERRER,
BR4Epy “BEDK” MUFHNEE (B8) BHER
BAZHERREGSTE B ARRSERDIR

EEREZREELRIK (yp08) MEFEE (yp09), PIMERER, EREFNEIRISIKAL D IRET
EFEEERNE, XRFEEEESR. Bk, EFETREMQNEIMERERKERILNZISIKE DB
(E)-2-RIGEE. &I\-2-EEE. RI-2-RGE. 2-HEEXFE. 2-XE-1-AK. 2-TEE. SHFE. B
RNEE, BRAXEVEYIRETERFRE~E,

3.5 2REHFmSAm BR" ARERSH

KREEIEM (yp0l~yp07) HMimdd (yplo~ypl5) HNINERETR, TERFTEEEERT NG
hEENRKRNE 31, MEERTEEEESTHRFTERENTKENE 301, ALK 4 ERD
EER&KER, £REFELMNEZIE IR FERKRIIESR.

& 4. XREFIE @M B SRR R

EmBEBEEsThmaE8SIRm D heeEBEES T Em2ERNSKRAD
2RO IEFRE

2,3-TZHR KRR ZERZBs

= KB KA

2-EF B=HR 2-ZECEE

2-3K% 2RI
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FIRRER beta-J& /%5
FETEFR" TR
2-KE-1-AE K2

4-Z B -BREERE” 4-FREKE)
Higke 1R hE
SEAE AR Z_F2R TRk
DRk 2-FR AN I
2-kE2 2-FEE
AR 1-RER"
—FRE =R AR A B

A TRERRELREREMPENENZ KD

4, it

ACETF HS-SPME-GC-MS/MS AR 7R REEH 150 ML REMBENEENFTHE, &
FFEEEEER. SREEFARIES, SWPER SPME Arow #IHEHI REF L REEHhS
GkEL . £REEESMARPSGERD HTOMLLR. RIBELBER, HANLREISHFEEHT 74
FRSIRALSY, HX RS SRBXLE SR AR 1T T BB o

DIFERNS R, AR ENLRESERSHERDNHER—HE, NEAELEE—TER,
ASRWTFEL 16 MRKEAERRT 2 ANLREENEEHENAEER, ENTHEINTS
MBTHR. B, LREBERXSHIZEGRAFERANER, AKKRFELY 33 FSERESD,
AIERNE REEE NS BATS TR,

23k

[1] BRERB IRIRIZ. T, B | K RG] KRHPEHKRFFR, 2014, 33(03): 132.

[2] 52 #2100 BIE L, F. REASRER IR RIDR S REE V] R 5 ImPREGHE, 2011, 22(02): 228.
[3] FEIZGE. —EB[S]. 2015: 115.
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R R BT T £ PR R RSN

i B: EMENEEEIMEFRERE. XEBYERIERERETMERSZE DANNER
VB, A, BOBEREWRAXEYRIINAM LD, AN ERNEB IR EERETESR
FAPRZEEDHEIT T R, BT TERERFARM+IRE, TEERTRINETIAI, =3XFRT
—MFBTIRT50E, MRXMERRT 2 MARYR D BNEERND . EREAEERUTEER
MBRERIBE, I, ERBTEZERLXMDYINST, SEHXZZIWHERDH. XILAEASESTED
PR PUE AR BRIR A IRIE R E RS EY RN, KK, BIEEILREVERADERD
T, KRMAEBBBMAHADRIRNGES, NEF TFARME T,

XiRiF: PUEMA iMScope £ ZHEE AR FALIE

BAER BRI UMSEYNNEEN, BREITEAEREFRNEXREAHN=E 0. BN
WTERE (CT) PILUEXMBIMEEMALRRINERE, B 1 ER T X 54k CT mRNEHE R AJLUIER
FrerEm, WESEWYS (B 1A) ; BERETETR, ANTULUMERZBENETTRES (B 1B) X
LR RAREAMER X 592 CT MEYBIEHNNHEER T BN, BREREREBEMER, TERER
AR DR IE o

Bl FMAXSECTNZERABEHITURNER
(A) BtZ&E (B) F=&

PR (MSI: Mass Spectrometrylmaging) @—MEZRIAFEFTADBE, #HTREDHT, ZH
BRADNER, RIELDEUNDITEIRRSAED DTERNTE, BIREMNR, EFEXRET BRI
BEZOMOR A, XEY. BRY MAEYS BESMIRNEA TMS Fld, TairaE ARSETEWEFRA
SEENFADE, KMASBEERETRRE DY BAGRXEXTENERERHEH=IRENIRSE
Rz, BRHEPHEHEASH=ZHENDHENER. AXFREWTHZE, HXNFEZEBRAMS, HEMREK
KRB = =S8 D 2%
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2.iMScope™ QT
RAGYFERFEBSMILS, AINMUEEZANRNERTESE. RIEFARFNTEDHE, TEE
BEMAERNEE EHITMS, tERT, HaradaF AIRS THEAELEE, RI6-ZMBIDHNTHDRE, KR
tracidsm (RS E) A (B3A) MEMsR (RR3E) NEETA (B3B) H6-gingerol
(6-=F) MnmEAN, HRABKNANEREETES (B30 . AWETHMENKERS, mIFTe
RYBCRRINL, RhEI RS AR A ERNEE R GOEITHAT, FAIAMEYERPRIR RS Y2 I A =4
ZAKis

#rhrn s 4ZrnimE

E3. £Z6-gingerolV 2 m
(A) YIS (B) AYIBNHSH (C) PSR FRORIERE
YOI, TZRHERSAKIVINIRLIF, MATIEN, NoHEEREATFHIR T,
Fisk: 6-gingerolfREZBAL

AIAFTAERE T 5 FIRENFHR IR %, FRTRIRFN, WA R, FEMR
SELUSEHIMSIR AR BITI A RYRE. AN ASEH2MBIEN ARG E, EREERE, (FARRBER
Fio

1. LRES
11345
9-EEDY IR (9-aminoacridine, -AAMEEFRRUMTUMHRM (Rx) » REWEEMAALLT
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W=t (KBR) o BBAIKER GenPure™UV-TOC xCAD Plus (FRIX ¥HH/REHSAE]) &7
1.2 )R i IE

TZEHRSEBR MM, AMARRALIRYL (YACDAStech, BE) MEIF MMERME, X)) (B
4AN[E4B) FIfFRERTZ&ENYIA. BRTIRNE, RENEER500 pm, EEEFT, A75 pm (L
WA NEMUNNEE) . PRSI ERSBNEARBEZITOHEA (EMASKRE, REFMEI100 W/m?, 2
RIEE, KR). SBNERBETFIM (EH),

4. B RPEANTFERY A GIES %
(A) £08RH1 (B) BIF

1.3 Bt

BWNlZEsEFRNEERN, EAIMLayerTM (2EGIERT) RO-AAZRETHERAR, #HITELEHR
ZENEREE NS um, MBS SIAEMNIINS%FER,
1.4 BigSHR RS

fERAiIMScope (SZHIVEFT) SEHEMSI, BHEBINAEAERI00K, EHBEFEATHTUE. NE
SEEAIM/z 250-450, AMIAERZR, THIT 7[M-H]367.11MIMS/MS CREREUE) o BRERN4S, £
MEF, HMERBES2.1 KV,
1.5 BERhiitsn

fEAImaging MS Solution™ (S2BI(EPR) FHITEIGIDE, FRAIMmage JMEEMIHERFITIIISEIRR
BFRORMEMNT. LESh, PRSDHEGRETSEF R (TIC: Totallon Current) FZptg—1abIE,

2. ER5HE
2.1 R e ERMTENNZE RS HRITN — S RERGHRIA

HaIA MALDI BUEBEE A UBY, TE#UEE (METLIN https://metlin.scripps.edu/) FfoRZEHRZMWFRIL A
W, ERMNEFHITONNERRIF. ALk, AARFER 9-AA HRABFONZER, LI, EEH
HE—RER o SE4-ZERER (CHCA) 1 2,5-“HEXFR (DHB) MIATIERE, ERKRPFHER
9-AA BY VISR FE BB 4T

5 FimEBsZNWFEMRNT A FIETNER REGRITER. B8R NE SA Pingt, £/ 9-
A FEABFRIATHITIE R, WUEERFHNIEEFH m/z 367.11, E 5B &E 5C FrRAfEATIHR
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\\_//

MBI FHIEPRSRI A RIEERER DT, B 5B 1, JIRNGEENIAFRESHImEERER, MEFH
TER NIRRT, B 5C 1, MREMNTIR DB EITRCR D . ERTIRNGIERNTIA, TIRITITER

F1), B R.

MR FHRIEF ST R AU AN DBER UL, PSR FRoREREBFEER.
NHETEEWY, MWHFRRETTT BEIGE#T. BEWNE 50 FiR, BRI FERBLLATIBNER,
tesh, WIERFIORERTREN, KWK PUDTAPRSHRFEREEFIIE 0.42(1rEE:0.16)8721,
FR BB FE 039 (EE:0.20) By

(A)

B)

mEE

(D)

B

D\\‘S\\\

O

ZHGBRER

o] P

e

OH

(E)

e BBl B BB RS

C?! H?I]OE

H,CO XN NP OCH3
FBEHE=-368.126
- M—-H] = 367.11

©

HFER ZHGBHRER

ZEim|

|
10000

&0
Fi9{E=0.42 - F14{8=0.39
/”\50:&16 SD=0.20
30
.
.

Mg
)

61 02 03 04 05 08 a7 o8 1 02 03 04 05 08 o7 08

TR R

5. ZE R FEMNNER T A VLB FHIET R BN LU ER AT

(A) =EHRAUFEHR, (B) ANNTIANSEIFHLER; (O REUTIANSEFLE; (D) RASIFHRIFERIMTIR A I FPrSH
FRERLLE; (B) AIIA TSN FHRTENS, (F) REUEIATPRSRFIRFEDH

22 AEZESHE MSI WEBRNZHITEM

iMScope QT AJUASRMAEEZERA 5 um B, FLAIULEMN EREZ&EZNRND . El 6 FiRA
PISER. B 6 LEFIRAHNTIMRERESR (THA) NeEXER (EUA). UNKSEXREGHHN
ZEZRDM. B 6 THREUVANER. TMTNEEER, AIUERBRNHEER(KX), MEERS
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XPMEMER, ERREEMEMAIIE, Z—HE, AYIFEANEERHENERSH (BLTT),

BREZHZRHRDHTUHENR £, ZEFAMNEERUTFEEIFES.
BHRER BeEERg ZHBRER

HWEm

ZEimEm

Bl 6. BOWERZERDM
(LB HIBMEERNH (FR): FUNNEEENEE (GFAN Sum) A8, EEZUTANESS, SN, EEXRTFAE
RIS e
2.3 YN EENEEREHHIRRE

I 205
600

100
200
300
400

500

600

E 7. 4R FRERZA TN NERE (BEERTHRFL, FEEXEROHITTEMERT, ERKBPEH
RUHDEELHY . ERN+FARE(H R FHROIE, )
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KWERFILUBEHAT A FEEREMNED . N TEEWNX—=, KE 6 FISRITITIH T
ZRZNTNREGERNELTT, HENFEONGRMUE, SHIHAMOEE, B 7 AImNEER
REFFSEOERBANFIERL, AIUEHXERFRAPITEESZ Lo IS, BT REINMREIFERR,

XU RAZFHLANBEEIFEMNEH, NIRRT AT, B 8 B3R 7 SR8
BER. ZRRRT EFHCRD IS, EEFER] LIS EIX EMAL E L% 0 1o

eEe ERFHT

® 8 EHRKMHHE (EHKERAMINARDAS, TRIUBHUTRIRNSE, T UEHEERNLEESD
75, WEFTLFIT)
24 BBREAMMHAYA 2 HE
FIE, AKRRBITICEBEPEZER(CuH06) Lo AT, HIRBZEEE (m/z251.16)F1AFFEMN
MR E R UM AI LINERE, & 9(A)ME 9(B)-D)PiT. E I(E)NEERITIAHIFIEE. &7
HRAEEEIN, FIENFEMASELNOHEMEM, ERTEERLXMMEE2LNN TR, XKRBE
BERXMMERHAZERRET. Z—HE, FRRANERAZEENDHHRERAEBENNER,

(A) m/z 251.16

-
o

__ (B)m/z307.10 __ (D)miz337.11

] (Cymsz 311.12

F--

10000 D
6 __ 3
® 310 '
% 1 z | 30710 337.11 Agzan
: :
Hs105] | I\ 251.16 |
j. ||| II 311.12
2108 | | /|
] LI S
5 250.5 2515 252.5
1.510%
11085
510° ‘
o LI | | | [
250 300 350 400 450

m/z

9. KM/ PR A& REABRFRENDHE
(A) ERHEEENSH (B-D) FNEMEEENEZEZRRRENDH (B) =& LAASRIENZERFULNZMNBO LR BHNE D, Hit
ZEABFEEREDR, HPHATEER, 5—HH, HRAZEESERNEHINSH, MEBRRNDH.
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3. &ie

RARFAMEREFAN DU ARG &SR, KARERRETERRMNOHBER. £AY)
FAE, ZEEZFERAEBEENDHESFREAL, EEREHBEETIOMMEER. HELERFFR
RIEHFAR, TATIFRERA LR BHEENEM. AL, FAMPAAETDATETIAN, BT5
EAEARTIA IR S GRERETHER, XMESRERERTHRANIEN, RPAEREIFIIES
WAV &7 5o

BIFPAHIERTIA T, SENEZEZTHCRAXEERTHOESE LLREE8E EEX, WNE 5D AR,
FRIARTTERHY, X5E 3 H 6-2EMVEREBMR. MMUBRA/NA—E, FRIZREZERER.
SEARENNMXMERERN, HOEENRERN 042, ZEEERNRBEN 0.3, RAXEFAERA
BN, MmiEimREE S TR,

tesh, B 6 H85um BRRERER, MABENZEAESEND BEIEBAN. Hb, MrasEm=2i
NFEATHS, RRBETPERFETRUITEERS. X—ERIERAT T EZEREEZNDHEBIRES
ML, F3EME 7 FIRHEGOTERIUEL, THREE EFEMNBR T MUEER
PRIMMEEIR FIRENSEINRIEE. EHOEH LFEENHRRBR EEESHY, WHAEES
HANEREN, B 8 BrAEXETMHABEEGR E2LM N, UFZFHXMEREM, tih, EEER
R B RIMDHEUN DT, HRAZEENDTRENRE, RIBERASEEAMAEREIIMNERER,
B LUANEERPEFESEEZBERZNEREM,

KAFRH KR T —HUTFEENRHBRERERD B EIMMERAR, FNERERNDHHT T IFHAD . F
RBEFrIUSIER T REMGMS)B AT R NEET R, SREAEZERANBEGIFEANRENE, B
K, B—PEREN, EREEEER, SHRAEE MR MSI @R TRERTEAFRA, FRAERLL
R EFAEFRBAB =N DHBEE M. BAUGEXEBIREERASNTENHER, REW
KPEMAN SBEXRSHHEY), XEEBMURTERERMEMFARMENER, (FARBE
BRADNHRETFE+9E Y.
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EHREBRRREPAINPHIRA

B ALRFEADZE Nexera-e @ 4ERAEIENHAT VEREBRIVRHITRAEAXREDE, 1D-LC
888 SUPELCO Ascentis C18 f3&1E, LA 0.3 ERERIARM 2B /0mENHE, 2D-LC LL Shim-pack XR-ODS
50 mmL.X 4.6 mmID &Bi&4F, L 10 mM BEaEhsE &k (pHE.9) FMFEENmshE, IR 2.5 mL/min, X
FAEmBERIEL S " ERBERRAFMH, WEREBZMFR 25-35 min BIREEMEEMHITER DB,

XKiEiE: 2T HRMEEE LCXLC F1%5 HPLC

STHREEEEHKEMERTSRUMNBRERE, WEXASHTRENBH—FREGIENBRS,
BT —ROMTERE KA MEERERFERRNEDLMUN DT, SEMREDITAEL, 274
BAREIE R E— R DI IER, I&E 15D-LC A 27D-LC LUIREIMIEIESEM, NRMEX KA, EMEXKIE,
FAMEX PSS, B AREERG T HEYEREERRIEANDBKTE, TREBROREHERENEE
AEHLLIAE REEEDBEHNEE EER .

ARIIFEAEZE Nexera-e £2THARMBEIERS, WHAFTLEFERIREURIETO. BEREDT
SRR, BIBENDBEREEENE, JNH—PAREUEEMRRERIBHENEE,

1. SEREERSY

1.1 %28

RELFRASEE _HREBBIERS, BEEEN:

W & 3R LC-30ADX4 AoiTHIZE CBM-20A

Boh#H 2 SIL-30AC oM 2§ :SPD-M30A

F B F :CTO-20AC(FCV-32AHX2) Bt = #1 :DGU-20Asz, DGU-20Asx
&3 T fFuh  :LabSolutions Ver. 5.71 M HE . ChromSquare Ver.2.0

OB 4  : LCXLCAssistant
AEREE LW

2nd Dimension column

H
1
H
‘ | &4 w—
1t Dimension pumps 2 % j ﬁ‘ \9
Y

A i| | Loop B v

2nd Dimension pumps

1 2T HRBARGRE R EE
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1.2 s

<D LC>

3% 4. SUPELCO Ascentis C18 15cm. X 1 mmiID., 3 um
mE i A-0.3 %FRERACER; B-Z8F

o E: 0.05mL/min

HEAERR 2L

BYiEfER: B0E 2

<2"D LC >

&g . Shim-pack XR-ODS 50 mm.X 4.6 mmID., 2.2 um
mopAE: C48-10 mM BEERE S R (pH6.9) ; D 18- E2
OE: 2.5mL/min

HEEARFR: 50 UL (Loop HARR)

efER: 20E 2
Ml LoxCoAssist

= Setting Analysis nin SHIMADZU

1D2D Gradient

1"D LC #EEE &

Modulation

nnnnn

2"D LC B &M

I Copy 2D time program

B 2. FED TR ER EiER

1.3 HEEIRES &
B LRSI S00%ERES, 187 20 min [E42 0.22 um JERET B HEE A

2. HER5iTie
2.1 BOBHHEARIES EEEE

—111—



mAU
900 MaxPlot 240-400nm.4nm
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_

500% H‘

bl .

B T L e e e T L e e L e A e o T e R A
15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0 55.0 60.0 65.0 70.0 75.0 min

400 ‘ ‘ ‘

300 H
200 “ ‘
1 W\/JU
M
——

5.0 100

0.0

B 3. FOERIVREMBED BEIEE (BEFAR 19D LO)
FIEAMLL 80%FEARERIREG HPLC 217, EREREREE 25-35 min Z[8], BTFE
REREBUNLEY), HREASKRAESEESBUEGYARRTINE, B ZEXUSYNELEED T
R A X

Q..

2MD LC
.
.

o *SDLC |

e g

4.‘;/&\%?%HY‘}&%:£E;&$E§3‘%’@Pé
Bl 4 FiRAFOERIRE _HERBBENBER, EAREXRESLI, 19D-LC ERRMEREHE
B TFHEmPPEIRNE, 2"D-LC AR EREEER, Xt 19D-LC D EIEFREFW D BRI
MRBRDE. ERET, SdBREXPEN2"HAENEL, ERRAERERBERTITERED
BRVADBHERT RIF D BB R,

3. 451e

AXER R ERERERSHTTIAZ OEREBRIVED T, SRER, RBENEETEDEHE
tE, 2" 4EREEE S ERIEEMKEICEYN D BERAES, BN TRUTAFERAEDIREERIE
NBINE, BANTREEEEENEENERERN, RNBSHREEIENBEERANRAIERRE.
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RABEIE-TRAT $TIYEIREEA A DT EE ERN KB P EZEFH NS

B 200N S EREEIE-TRT TIEE (LCMS-9030) BIIPR. /EHEFPHELRNNE
KIEMPERZBEELXUFE R DT 5. BUETERANBEIREAEEE D BRI RBUENFF. Bk
MIMRFENEREREENREET N, SEETRRBENE; HRESMER Formula Predictor Al
ACD/Labs ¥, BIBREHZAN —RN_RSDWLIEESR, MNEWRBESEHSZEE, WE
BEEEHAITIEIN, HEHT 18 MEY. HRERER, XBDESOVUER. eREEHENREE
E-IORAT ATESEIRIE, PRSP AT DRI A B T YRR A ER .

KPR RIEEE-IRAT YITRSEIIE BRRNE KIEY) RIEREHE

WMKE (Herba Cistanche) E5IH# (Orobanchaceae) AR (Cistanche) TEYMIRKAETIES
BMHRRZE, THE, AXNBEEESHEEIERNVEX, NAK G, HES. BT IRFNEHRNE,
HER “DEAE” 2EM, FEEFEYHRERRR CABRERNNEZEM, ERENFEREE vEH
—FSRAERE, BERNAMRZHIM, DFAFURANE. EHRANE. BERKE. BIESEKERID KA,
RAAEEEEM, @AM, HRBESEHN, 7 (MRKAELR) PRwlREF EoH, “HixlH, 7R,

F. BAFTH, R, BRERENE, FAlE, 8/, @8S, 7. BARESHNIIK.”

ERANBREELMND, ROEER, WHEHMEE, BIEEER. RERE. LEXFYR, H
PRZEEERD NETERARNENEEZFIERD. EBFZHARKE, ARNBAMPEBIEMRERD O
K%Y, BHEE ZMEENAIEER, METANBEFHEEXHAESTHMANEFTNEE, BN
BER, FIEERNA, 7m0 RIEHIRKNE,

AXERBESDPORBECAMNLCMS-9030, FMARSREEHE, FENES&fEAFormula Predictor
FIACD/Labs®itE, B3, HEFRMETIEXAD. X—TIENFEERARBTUERDWARAS, 2448
KW EMBNERAEMNE, HTAMBRITNMALFAHEEER

1. S2588R5Y

1.1 %88

ALK A B EBS BRI BB R ERIT ¢TI EIFEY LCMS-9030, BAEEN:
W & 3R :LC-30ADX2 A % = # 2/ :CBM-20A

W & Z® LCH40BXR T & Bt S Ml : DGU-20A5

B £ 88 : SIL-30AC %17 BY 8] BT g (Y : LCMS-9030

F B 8 :CTO-20AC R EEYRNEE  : SPD-M20A

& 3% T {EiL : LabSolutions Ver5.95 45t R A 3 ACD/Labs Ver2012
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1.2 DI e

WA
B Inertsil ODS-4 150 mm X 2.1 mm1.D.,5 um
ot AFE-0.1% BRERIK; B 1E-FREZ

FE: 0.5 mL/min HEE: 5ul
FE: 40°C K MEHC: 190-800 nm
AR AT B, BABFIMGIREDN 5%, SERER K Lo
® 1 BESRRER
Time(min) Module Command Value
40.0 Pumps Pump B Conc. 37
43.0 Pumps Pump B Conc. 60
46.0 Pumps Pump B Conc. 60
46.1 Pumps Pump B Conc. 5
50.0 Controller Stop
B &M
BRI ESI(H) DL RE: 250°C
pIFAR: = 10.0 L/min IIFRERRE © 400°C
EHSR: " 3.0L/min HifE=: MS full scan m/z: 100-1000
FIE2=<: ®=10.0L/min MSMS(DDA) m/z: 100-500
ES: | httERESE: 40£10V
EOLEE: 300°C Loop time: 0.2s

2. HmaibiE

DANFRET R AR E (Echinacoside) MESTENES (Acteoside) 52 mgHle.l mg, AFEE
KRE10 mL, FEEREN0.52 mg/mLF0.61 mg/mLBViEER. FABREHERE1001F, BHIBCRES.2 mg/LA
6.1 mg/LEEHINA R, FLWo

FEIZELREE L1500k, 80°CiR1R2 h, RHAFEB LW AR, LR (30000u) EfRADFHD,
BT REWIRRGEAE FF LMo

3. &R 5i7ie
3.1 BRI R RIEMERT
BUEAMNBRFEEMBEONNREEE (Echinacoside) FIESTEEL (Acteoside) o Xt 1.3 FAfR4
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BN BREIRER 1.2 DT, BIEEERDTENBFEXN TEEREFHNBUEMA, 4 ERsRN[M-H] &
DFBEF, Eit, BEEDHABFIRIER, Echinacoside # Acteoside FIREHEREIY/NT 1 ppm,
EFERE 2 1 NETERKBPEEMS Echinacoside 1 Acteoside XIBERERINBIEE, 2 A
Echinacoside 1 Acteoside YR mBVEENE FiEl. £ ACD/Labs i, W _EeEnPfEEREFE
WE AT EEAARRNT, HIESPIEEN RN, B 3 ME 4 3 Echinacoside 1 Acteoside BIEER 4R 3AE
y/IKE

4_;;gUSOnmAnm

4.0

359

3.0

Acteoside

2.5;

Echinacoside

204
1.5
1.04

0.5

0.0+ - ‘
05 f“/“

— T T T T T T —
5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 min

1. Echinacoside #1 Acteoside X188 R4 sMBIE E]

500000{1:785.2504(-) e 3
11:623.1976(-) 2 2
] Q o
400000 8] @
4 m —
4 c [&]
] c <
300000-| 3]
i L
200000
100000
o] L
e L e % P N

2. Echinacoside # Acteoside 3188 iRENE FRE

Inten. (x100, 000)

1 785. 25081
1.5
1.0
0.54  126.90442

1 [ I 990. 66688
0.0 223.02834 309, 96296 _392. 12169 (93, 29974 8qr. g327 88
B e N e S s SRR &

100 200 300 400 500 600 700 Lgoo 900 n/z

Inten. (x10, 000)

785. 95116
5.0
161. 02365 623. 21978

2.5

1133, 0285¢
0.0 13‘3‘92‘%‘ 22106798 s1aig7ad  ATT.A6IT9 605 20850 — 08, G600, RAZ 23778

200 300 400 500 600 700 800 n/z
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HO

HO

=0

HO

4

H |
CQH603

m/z 161.02365

HO

C35H45C)20

HO/OjOH m/z 785.25081

CZGH40017
m/z 623.21978

C20H3DO13
m/z 477.16179

3.m/z 785.25081 FIRERY R AARAN IR

o

o

o

o

o

Inten. (x100,000)

= 623. 19976

1 133.02040 973. 23989
1161702420 32307760 477.14076 —d 45}, 19372 — — ey
100 200 300 400 500 600 700 800 900 m/z
Inten. (x100,000) \1

4 161.02368

g 623. 19824

4 13302819 461, 16621

] 938. 82134
1ol Jom 03342 S15. 10763 443 15780 B97. 12438 682 71600 75714221 ——
100 200 300 400 500 600 700 800 900 m/z
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IC)
HO. SN
HO CoHeO,
T m/z 161.02368

Al
OH 0__0 OH
L HO' ‘OH OH
HO N0 ‘OH OH
... 0__0
HO .. 0__0
LT

OH
CZQH35015 CZOH30012
m/z 623.19976 m/z 461.16621
C14H200

m/z 315.10763

& 4. m/z623.19976 AIRER — RN ARF 12

=2 WEREERRERLER

REZBYE] . . _ o N

No. H&E¥ER Jmin PFR Bt m/z  EBrm/z  REMRE/ppm  BHA m/z
623.21978 ,

1 Echinacoside 26.870 CasHas020 785.25042  785.25081 0.50 161.02365 ,
477.16179
161.02368 ,

2 Acteoside 32.012 C29H36015 623.19760 623.19815 0.89 461.16621 ,
315.10763

32 ERANBEZETEMRSHR

X1 3PREINEEARBKIBFRHAITI0OEHRE, REBL2PEMD, ESNFRKRINGEE, E6
NABFEREATRINEEFRE(TIC), RIBIREMEEELRMEMMR, TRAMIEHC. H. O,
HEKREC. H. OBITERAHE L9150, 300. 12, RFE—KSDPWRIEEFEE, FEHFormula
Predictorf 4 FUNI BT 8B F 3o EFIACD/Labs¥ifh, X RS HPUEER S FER FF HITEMMRT,
HESTIRNRENE, NME—FHIEECEYND FRMEN, B8MEID ARSI T L L=
ik &¥Tubuloside AF1Decaffeoylacteoside r] BERI — L 24 F 2,

gr b, 8 Formula Predictor #1 ACD/Labs #f, XTLbITHR MBI E, SLEaRINUV)EEE. F

BEtel. “RPUIEERNSENE, HEMNT 18 MUEMD. FRK 3.
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mAU

330nm,4nm

35+

30

25+

20+

5. ¥ mEIMEEE

5500000%
5000000]
4500000%
4000000%
3500000
3000000%
2500000
2000000
1500000
1000000

500000

0

L s e L A e e L A s s o s A s e e e L s o s e e A s ey e e e
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 min

6. B m TIC BiEE

11:461.1659
11:299.1131

(-)(0.50)
11:623. 21s7§
(-

130000+

12000034:621.1819
11:801.2453
11000011:785.2504(-
11:769.2555(-)
1000001:799.2661(-)
11:623.1976(-)(0.10
900001:827.2610(-)(0.20

s0000.|1:665.2082(-)(0.50

- Ll Ll

(0.05

70000

60000 A A

50000% J

40000
] NN A
30000

20000
] 1
10000 n
kD ]
—————Y————F—————F—————F———
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 min

B 7. #RiEREFRE
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Inten. (x100,000)
2.5 827. 26178
2.0
1.5
1.0
0-53 840, 2431f 985. 21905
0.0 LA6.96521 A13.12693 51915244 665.23110 —————
100 200 300 400 500 600 700 800 ﬂ 900 m/z
Inten. (x10, 000)
1 161. 02352
7.5 827. 26178
. 623. 21947
5.0
2.5
4 13p.02863
vofF 207, 06670 315. 10818 386. 50045, ‘47‘97'{606‘8‘ k9123497 78525168 —
200 300 400 500 600 700 800 m/z
OH H
HO,
- (@]
HO” "0
OH o) o\/\CEOH
HO™ OH OH
OH

CZO H3OO1 3
m/z 477.16068

H |
HO.,
O OH HO
f \/\@:
/’(i OH

C37 H48021
m/z 827.26178

(0]

028 H4201 8
m/z 665.22945

T’ ]
OH

CZQH36015
m/z 623.21947

8.m/z 827.26274 BIREMY R AARAIE
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Inten. (x10, 000)
7.5 161. 16598
5.0
2.5
] /1/29'/90“%35- 4405 327.97364
1 { ‘ 373.?977
0,00 T49519 | o] ) ML NRTA] 97'1‘4 (S 64267724, 729, 16311 852 73183 940. 90802,
100 200 300 400 500 600 700 800 900 n/z
Inten. (x1, 000)
3.0 135. 4390
2.0 oo
] oz 461. 16619
T
1.0
i 315. 10858
0.0l 161. 04388 207. 06766 297. 09996T
B e e —
150 200 250 300 350 400 n/z

\/\©:OH
9 C8H802
OH \ m/z 135.04390

C20H30(j1 2
m/z 461.16589

|-. C14H2008
HO” " “OH C.H,0,

: m/z 315.10858
m/z 113.02347

9. m/z461.16589 BIBERY — LK ZLARHN 12

& 3. ERAMNERERIET LD EER

No.

REERY FREfmE
= DFR Bt m/z  SFEmiz BER m/z =

I£R
1&)/min /ppm

eyl

135.04390,

8.550 CaH20012  461.16590 461.16598 0.17 113.02347, Decaffeoylacteoside
315.10858
207.00919,

8.663 C14H2007 299.11308 299.11324 0.54 119.05041, Salidroside
126.90484
125.02582,

9.301 Co6Ha0017 623.21873 623.21908 0.57 221.07904, Kankanoside F
135.04506
475.12499,

21.812 Co9H34015 621.18195 621.18258 1.02 269.08111, Crenatoside
295.06034
161.02342,

22.150 CssHasO21 801.24533  801.24562 0.36 621.20417, Cistantubuloside C1/C2

783.23661
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10

11

12

13

14

15

16

17

18

26.870

30.085

30.880

31.382

32.012

33.128

35.241

35.890

36.625

38.403

39.275

40.175

41.931

C35H46020

C35H46019

C35H46019

C36H48020

Co9H36015

C37H48021

Co9H36015

Co9H36014

Co9H36014

C31H38016

Co9H36014

Co9H36014

C31H38016

785.25042

769.25551

769.25551

799.26607

623.19760

827.26098

623.19760

607.20268

607.20268

665.20816

607.20268

607.20268

665.20816

785.25081

769.25563

769.25585

799.26580

623.19815

827.26178

623.19778

607.20302

607.20301

665.20826

607.20306

607.20300

665.20825

0.50

0.16

0.45

0.34

0.89

0.96

0.30

0.56

0.54

0.15

0.62

0.53

0.14

623.21846,
161.02332,

477.16193
161.02358,

607.23112,

133.02833
623.21917,

145.02844,

605.20870
623.22103,

175.03950,

477.18801
161.02353,

461.16639,

315.10849
665.22945,

623.21947,

477.16068
161.02360,

461.16642,

315.10787
161.02317,

133.02793,

445.16880
145.02852,

163.03922,

461.16573
161.02331,

461.16284,

133.02911
161.02372,

133.02784,

445.17216
145.02929,

461.16582,

163.04225
161.02361,

461.16594,
133.02833

Echinacoside

Cistantubuloside A

Cistantubuloside B1/ B2

Cistanoside
A/Wiedemanninoside C

Acteoside

Tubuloside A

Cisacteoside/Isoacteoside

Kankanoside G

Cis-Kankanoside G

Cistubuloside B

Isosyringalide-3'-a-L-
rhamnose

Syringalide A-3"-a-L-
rhamnose

Tubuloside B

4, &

=

ANNFIFESE LCMS-9030 SR,
B— R — e HREEE, FA Formula Predictor #1 ACD/Labs 14,

it

BREEMESNREE T ERRNERELETXLEY. R

SZAERINUV)EUE. (RERY

BIRZEER, HERT 18 MEER D, SRETS LCMS-9030 EBT ppm NREHERE, BRI

7 F N EEATHE S RIF 250
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[ZFd MALDI-TOF-MS St Rz Z B RIS EINENE

BB PAMBMES, FERAMEER EAZX D BREZRE. FZSENTAMBTEERSN
SHEE, BPAMThNWZERN. BRRASER, BYEMEBRKONENE, BT RNENTAMSIERE
BINBREMENSERRE, EABTRARNNLERE2DAEMEE, MMERNFRFERAMPNET, R
M, EAEEKEATEEZRHEEREINEENDTER, InTE. REES, AL, XpEH—
TP ZER BN BEENHRELUR N ERIEBNEL AR BB 5 ¥4TAY 8] 51 (MALDI-TOF-MS) T8 E
B OTHR, WHERANEENER. 2THNRETEA, EBWEXLCERIFTENMEHTERES . &
XA MALDI-TOF-MS LA DHB (2, 5-ZHREXBR) HNER, SMPHPRE. FREESINEEHTT
D, RBEREEAHERNDTENT. EERTEMNREERE, NARNARPL SIS
TR T B,

XRi@iE . EAEBSOL R EEE YT FRiE MALDI-TOF-MS HZ5% BiE

FERNPAMS, —EAMBRIR. SINIMESEHREN, I REZREE. BEAE, BRI
RITR, BENSEARRNEZESS, MM ANNBAALZLEMRRARR. A, SEUXLEEANE
ZRAENPEOMETERE. NTmirE. BEREEsn— L5 BHhaM, BIRNETNEE, $Z1E
[EAEANTE, BINBEREMENSERR, AEAERXDTERE, BIRENEE, RLIU#TS
BRAMBEMETE. BEMNNXNAEMAEBKXRA, WTHAZEERENTENARETEBH, AN
EMNERARATEEERRHBEESFIIER, FILEFEEMR A T ERHTRL,

ERHBNSOC AR BB B KITRTEI RIS (MALDI-TOF-MS) fER—# “2R” BERKR, 1E&H. PR
RBHNESHED FENRENSYENNAARRNAFEBRERANNT. FOENEEESHTLMIL
WE, FRAKEETVEMNRATIRMEZHE, $2EEEATERG, U DHB (2, 5-THREXRR) NE
1, AIF MALDI-TOF-MS NESHE, FUBRERERALBENDFENT. BEENANRTHNER, A
IR P S HERE AR B B NERI IRIR (1 T B

1. CIEERS

1.1 %%

AXIMA Resonance

1.2 il &M
TR kA EBFRER
H#SEE: m/z 300-2000
BOtEEE: 110
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1.3 ik
MALDI fEAEBTN DHB (2, 5-ZHEXFR), HFmARAMINS
1.4 28 75%
RIESVEATKMAATEE. B RERFEVAETN, ERKRENGZE KD SHRAMHigES 2]
ZHE, LI0.3 mol/LBEERA RIS B AR, BRMENE, ZaEMAIER G TERMT RS, LU 1

LKA R ERECHIERE N2 mg/mLAvAR, 56 mg/mLBIDHBERFEFFVES, Bl uLEEARAE
MALDI#EMR o FEAMALDIGIEEREY, AXERTELER AL, EERERETRESRNERLRE4
ULBYZ B2, BIEZER F TR, AEEEIRMNAXIMA Resonance #1740,

2. £RiTie

OB PIREN IR BESIE EWNE PR, BERW, PSRRI SEEEREEE RTINS
tE, BARMEEEEE—/NENEREAREY, BN162, WE2FIm/z 1013.33. 1175.38711337.44,
XR BRI S ZHEME AR, RAR T RBENERIT. ERTESHE—IS5HD FEHEEL DapIRIE
(m/z 1013.33#11029.30. m/z 1175.38%11191.36) , XIEWFENaFIKWFEHE, XEREMEHIARER
FEFEBZRFh, FRAERZ S5FmeEERNNa'. KTERMEY), ERIEERTA—XNDFERE
16 Damylg, HERX—MERNHAIEED FENEEKIE.

%lnt.
1175.38

100 1013.33

80 851.27 1029.30

1191.36
60
1337.44
40
833.26 1353.42
20 09581 1147.45 1499.49
791.24 1309.50 1661.55
0
600 800 1000 1200 1400 1600 1800 2000
m/z
Bl B RUEE
%lnt.
1175.38
100 1013.33
80 1029.30
1191.36
60
1337.44
40
1353.42
20 995.31 1147.45
1055.33 1309.50
0
1000 1100 1200 1300 1400
m/z

E2. 18 E AR
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EEARBITERN, EERTNNBENERERESENIZIZE, EAMNalEE, #iem/z{E9213.06.
365.12. 527.17. 689.22. 851.27. 1013.33. 1175.38. 1337.43. 1499.49. 1661.54. 1823.597#11985.64,
EI3ABIRIEERAmM/ZESBIRIBARE, B4NEAR ) \m/ZEEHHEREESEINEE, $EL. B3
ME4RImM/zZB5EIem/ZELE, LN SRAMRZIEREANTEN, S2TRSEN2-120984E, BE
BT THE. PR, DORE. DA, HE. BRE. BB R THRE. T REAN - TRE

%Int.
1661.55
100
1677.53

80
60

1823.61
40 1839.58

1985.67
20
0
1700 1750 1800 1850 1900 1950 2000
m/z
E3. B EI A E
%lnt.
527.18
100
80 689.25
60
40
365.11 851,32
20 54316 867.30
469.35  689/53
0
200 400 600 800 1000 1200 1400 1600 1800
m/z

4. AR R R S B RS SR R
3. &g

ASEAMALDI-TORME T HRAM P ZAERBESIINBREDFER, WETERERD FEN D,
EEBNEMNREE. A ENPAMSHERBIRRER T —FME DT FE.
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SMX-225CT FPD HR Plus MBS AL

B AXNBIA inspeXio SMX-225CT FPD HR Plus 5 X 514 CT RSB S NS HIANZLEH, H
f@fE CT #uB@Ed 272 HADI-S DT SFLERRLL, #A V6 R MREmE LRGSR EIIRE D,
FNEFLRR L RET Db

KiBiF: HESXEECTRS SIS R FLRX

WEBE AT £RREEER, EATIRERRE, REE, ONRB. WREARESE. WA
EFMRET, SWSEZMWENINNE. BANSEE (FHs) FESMRLN, SWSEMEERRE,
ofkiEl, SMEFFERRAENR, sWSEEHE, THER, (BEMRELR, PLEES, BR%eE
HEFRERNH.

BNESEEITMBGRN 6 FMEASERELOPNE, RS AMEFIMK. £dEFINAS, aJLH
Br—UIRIBEE =N A BE, BRI T KRS, HEAIHNASHEXRANRXTHET, FEASFHKESNEE
YRR T 14%. FEMASEINI, ENFEREMARIRE, MEESRKSURE. SWESHERME
SthBUFEEEFNERE. eWSNINIEEEEENAMED L RARESEMS-, FAITIHE
=X 55 CT AIUEHRMESWENILRMERERESDHE, TENMFALRNERE, AXNARIZH
inspeXio SMX-225CT FPD HR Plus B9 EE =R X §94% CT RE NS mMENANEEN, MRERASENTL
S

1. EIEEFS
1.1 %88
inspeXio SMX-225CT FPD HR Plus £ = X 594 CT &4
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1.2 SiREH
X 892 CT lEDMEM 1.

MIXEBE : 100KV Number of Views : 2400

M ERSAT © 100pA Number of Averages: 1

B R<T : 1024pixels*1024pixels Voxel Spacing @ 0.029mm/voxel
H#gEfE @ 10min Exposure(ms) : 250.000

SDD @ 1200mm Acquisition Mode : Fine

SRD : 380.946mm
X B4k CT I Bt 2:

MLEBE : 160KV Number of Views : 2400
MRERTE @ TOpA Number of Averages: 1
B& R~ :© 1024pixels*1024pixels Voxel Spacing  : 0.016mm/voxel
HiEAtE ¢ 10min Exposure(ms) : 250.000
SDD @ 800mm Acquisition Mode : Fine
SRD : 45.963mm

2. ER5¥e

2.1 R X §14% CT M= mmSHIME
FORKVBIR BB —K 105 mm BEIE, B 1Fim. SWNEWSHITENEHNE, MR
WEBBEILRR, FLRBE/D, BRAEE (B2), BMAENRNEAT, Fdid CT 3,

i mﬂTml_!.\'lu.\.“ul,‘ T

L. SIEINIE 2. BIEEME
E 3 ERTENEWEN=UE (VG RHLE), =A%, F21 CT BGHESE—TENZIE
t, MMHEZIEKES: CTE&K (1); HEEXNARESL 2) M (3); UREH 3D ER (4).
CT ErESG&H, BEANETER, BE/NHNETER, MENEGER. ME 3 NEK (1) =
(3) 1, AILMERFLIR SR,
B4 R T7amEH CT &ERIENRE, FlEdmesEReE, FEEMNEE.
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Bl 4. 5% CT B
5 BT BMERMMAEN MPR (ZFEER) EBf. £ MPR 2RER, $E41 CT BEH#HS
TE— MR =R, MmHTIEKEG: CT B (1); SEERNAEEER Q) M 3); URSHEE
HmEG (4) EXHNEBHEER.
MEISWEIR (1) = (4) 1, FJLUEHMERSMSHNANBILIRRERED RS,
B 6 27 BWMERENALAE, BIEGLE, BEEHNERNESWSHIIFLE,
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5. BINZBEFAR MPR

6. EINZREBHA 3D
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2.2 ESHEREES R
SWENIIZEZ, FENMNIIZHRARMENEINES, EEMIEHERZIETR, ANTR
AR, AL, SISEEICTHESH, HEIZ, B THRIEHERRNEWNS.

o BEHADI-SERM, XCTEEHITRILEMILNE, FIFESAERL. BTHYSWECTEE T
BHSFEMREEN11.27%.

B VG MENBSWERNEFLRRDN, BHEWSMFREADLN 4.17%, HEIFREEE X
RNEFLBRAPRS DT, S0E 8 Fimmo

@, @d V6 RN EWESRNBERAETEN, BHEWMSHNERESERDLLN 0.97%, HiE
AAFENEE XN REREAPRS D7, 0B 9 Firo

ED

#

\JFH

W

@I

B&FIT[19-2.jpg]

(o]
[ ]
[ ]
[ ]
® =
o=
[ ]
[ ]

7. SFALEREENE
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w

0l
éﬁ\

Bl 8. fLIRE gt o

<]

& 9. it

. &g

KB E2RABIM inspeXio SMX-225CT FPD HR Plus fifE s X 594k CT RA0NEIMEBAIEL, &
CT BWMREWERNEIAENEREREDF. TMEENMERREIBAFLERL. FLRERERE
£, BTemESnIIZ8EH .
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R HRBE BN S EER S

B AXFARESE_ARERERS, BUT —tHEEDTASHIEAMERACEIEEERM D IR
BEESE. BAXT 2020 Fh (FEARKMESDE) FB2OMDITEETON, A&I77AXA 21 min,
BILSSIAEER | o [RAASE. A2 | I/BE B NEANDE, ANDBERY, REHHENR, 7
EFIIEAERKREE, MO R CEREX TR, SMEXRBIIRT 0.999; EL 6 REEHEF
AT, DA YR EBETIB]AY RSD 7E 0.018%-0.085%22 /8], IEEFRAY RSD 7 0.10%-0.38%2 18], tPAH
RITEREE R, MARLEIURSLLS, POFRALyBIIIAREIUAE 89.63%-118.15%2/8], RSD 7£ 0.31%-4.99%
Ziale BRETERNRASERESE, FIT7VRDERE RSD £ 2.64%-4.31%2 8, BIAEM, R
T 2B ERIEEIEERRIRERAT DT HRIR A,

KA. 2 _HEREBIERS S XAFY

RZEHT (BKEER) , BTENESRTY, EEMROTEEBERASE, D32NAEHRSE
BREMEEAERZEIE. OIRERSBRRE. 2R, BDRENSYNREETREND . OEBER
2. TBEAEAESH | FASE0 | S B2 IA. RBRASEREEHASE0 1 FH0.
20205k (REKHE) AETHASFHNIEREBMENAEEEERD EENEN L, RASNRIEEE
%, DD IERTO

BRI " HERBBIERY, FIUKI—HERRN S, F. MREYR, TMIEILUSHERD B
BRHITAHS, ERAIURARDBREIMFKEAEIERR (HILICO) MREREEIEERN (C8xECI8)
WAE, BIFEENAMRHDBOTRAK.

OB MR OTIBIF A RALKBERM, MR T SRR ISR A D MACE &%
A —HERE DT 7R, ZAEMDBEREHHER, FANEEORNERE. SECERE. T8/
HEBHMLR.

1 RI8ERSY

1.1 {¢8§

AL RASESE _ARERS. AAERLEN:

W & R . LC-40BXR,LC-40BX3 £ & B7 S #1 :© DGU-20A5

Boh#t 2 SIL-40CX3 =+ P 8 . CTO-40C
AYgEdlas ¢ SCL-40 ] # i@ FCV-36AH

¥ MW 28 : SPD-M40 B T (Fi . LabSolutions Ver. 5.97
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=4
=1
| BB

1/
P 0 4 h )y
L1

ﬁ

m

4 / n T
10

B 1 2 4RBRATEE
(1: —4HERBHERERA 5 20 —HRBMER B; 3: ZHBRMBWRRA; 4. Z4HREMAKRB; 5. Z@EALS,; 6. Bnhdtirss; 7. | 1; 8:
mETRIE; 9: 500 uL #F&IF; 100 Z@RAEE; 110 BB 2; 12 k)

1.2 P&
RAEEBIE M
B E M %F—4: Shimpack GIST 100 mmXx2.1 mmI1.D., 2 um
(P/N:227-30001-04, &i# (&) KHB[BMERLE)
"4 Shim-pack GIST-HP C18-AQ 100 mm X 2.1 mm I.D., 3 um
(P/N:227-30765-03 &2 (L&) KB/ ERAF)
momh A B4 AE-0.02%ERKA K, BIE-ZBE
BT AKE- 0.1%MEKAR, BHE-Z8E
= m oo 20°C HOFE K R 4L
B A I BEVER, BYEliERILER 1-K 3.
& 1 —HREBIERE LR EEF

B8] (min) TR RARE RBRE
0.00 0.4 45 55
3.00 0.4 45 55
10.00 0.4 10 90
10.10 0.4 45 55

& 2 THERAE IR E R BT EliE

B8] (min) TR RARE RBRE
0.00 0.4 80 20
1.10 0.4 80 20
1.11 0.5 80 20
8.11 0.5 80 20
8.12 0.4 80 20
18.12 0.4 50 50
18.20 0.4 80 20
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& 3. Hithet a2

B8] (min) B WIBER &
1.1 TR Oven Valve 2 1
9.5 TRE Oven Valve 2 0
21 =28 Stop

1.3 MR mFRNEE

FERIREI 2 | Ac [22E. B2 | BB EREMEK, ETAEMRT, MEESNESE
1 mg/mL. 1 mg/mL. 1 mg/mLFI2 mg/mL, NEEAER. BNEENEEAREBREHFERIEERE, £
Mo

1.4 it BRI E

EBTESSERR (T=5H) £290.15g, BEREZEHETMP, HBMAI0%FEZS0 mL, ZZE, K
TEE, BELE (ThHX140 W, $R4A2 kHz) 3008, L, BMMEESE, BI0NFENIEREINES,
wS, B, BEURR, BIR

InintE bl ERTEASERNER (F=SH) £0.15 g, EREHETMT, MASSE . R
AEER. FE0 | AR RMAREE, BEIMAIO%FES mL, BE, MEEE, BFLIE (I
K140 W, #MZE42 kHz) 300%h, %2, BIREESE, A0%FEIAIEEE, 5, IBY, NEURR, A

N

i

o

2. ZR5HiE
2.1 RIEBIRGESHMK
2.1.1 —HERBFMHHEIA

AN AERD AN ASERED RN AR B T —4HRAEEFHAANRIN, EEAAEEEN
BEFMN. AZIEYBREEIETANKE, BIMESERN, ASW L RASEH. B2F | 899
BERY, WE2FR, BAWNERENELE 4, HEDHPENRENEIE BN+ 5%EEZ AIER,

U

100—R270nm,4nm | % <<
] 42% =
;=8
2 E: o
I |
B |
i J'K\\ ‘
o
i \
%] ﬂ ‘\ ‘h “‘
1l \
] HH‘ “w “\ (|
‘\ R I N
ofﬂ‘ AM»—J\AM;MMJ
1 ‘j
‘
I
2] ]
N R S T R P

2. RZW A RS, A5 | —4HREEEE (OKRE 5.0 ug/mL)
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*® 4. 2R UEDRENE

# SRl %) RERfE  AEAXERZNE  AHEAEENRENE  AHEAESEEE
1 BRI EER 6.155 0.728 0.75 0.7125-0.7875
2 PR | 6.741 0.797 0.79 0.7505 - 0.8295
3 FHEHA | A 8.460 1.000 1.00 —

FENER B RARBIE AL, EEWEET 1.9 um M 3.0 um NEERE, ATFEERK, 1.9 um e
EEBRAEEEIEN, BEEEES, FHIbEE 3.0 um NEIEERTABHER B WD E. A8HE B 19D
BXBBESRN, BRI, AEER B EEIEE LRERIR, RELKRENER,

mAU
1286nm,4nm

@
1 =
125 =
1 oy

100

75-]

50

25]

.

T L B e e e B L s s B B e L s s I
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 min

3. A EER B RAAEIEE (RE 100.0 ug/mL)

2.1.2 Z“HEKEEFHFRE——REGR

AR _HRFNDITILIETR, A B NE—HLEENSNIE 4, HEHTRKEREL
BREE, RItAXENEAREFMHHITHAURARENRENR, BEAREX N _4REFFEE
VAR BRI M E B I HRAVATR UL 1000, SREERERENEREKMIEMN, E8
IREAREREERE N, WE 4 HERM, SREFRR=800 ul iy, EBEAXEIRE.

160,000
660,000
640,000 00— 140,000
B 620,000
He 600,000 Il 120,000
o o
= 580,000
100,000
560,000
540,000 80,000
350 550 750 950 1150 8% 18% 28% 38%
REMRIR /UL BREELLG

4. FIEHEL B IBEMSREFRNTBLER. BeSRELFIFNZKES

2.1.3 ZHFARAEFAF MU ——RELH
RELOIN OB ITRVREN BN D BEREERAZTM, Alt, BELAHBE “HEREFMHN
OB L 800 uL NEREMRIR, EARABELANEST, ZRAMEK B ETRE. BSFELSSY,
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ZRNE 4o HEFH, FEERELLHILM, AMEE B NEREEETE, BERBEZE/), RAREL
BB AEBER B AEIEE EE—ERERGN, MEBREVRTE. BELHR/), BAREVRRYLY,
BRESANBIEKRENE, TRRELATHWARERERRE 5. HE—HBIEDTETASE | BIRE
B8]0 8.460 min, BREREIEAT 10 min RN INEIE —ERBARZRIITEE], FEiE 20%F0 25%HY
R RIEE,

%= 5. NERELLA TRENEZK

BRELLG 10% 15% 20% 25%
RERTE 20 min 13.3 min 10 min 8 min

RELOIFN O _HREEEREDTIER, RERELHERZ N _ERABIESETNL, &

TN BMR. BIXNEAEHE B (18 2) WREBRPEEMMHEZRE (1§ 1 Mg 3) NOBE,
TLE 6 BRERLLGIN 20%5 4T, BB B MRRUIEN D BEMRL, ZELMMFRENESR, FTEEHND
BEHR, FEitHERELGIN 20%.

& 6. FEER B MRTUEM D BE

&= 20%ER£FE LI 25%EZR R LI
1
2 3.523 3.121
3 5.791 5.511
AU
Ezsﬁnm 4nm ‘ [=a)
254 %
201 ‘ N
. |
] |
103 R &
5* = L,;gﬂgwﬂvv;
:\_/‘ﬂ_MZ)H
o4 i .
14.0 150 160 170 18.0 19.0 min

Bl 5. 2000RE L HIRE L ARV EIEE
2.1.4 ZHEHRREFHRE—RERE
REMRERAT 7T HARENE, BAMRAIUERERRENE, EERAFBHRED T, a
UKIBZEREE N OMEE, BERAREBEESRTEEAD, RIEAXNESRE 04 mL/min, 0.5
mL/min # 0.6 mL/min BYRERE, SRBIEER, —MEERENDBMRLBEEZRM, EF 05

mL/min RN RABERIRE,

2.2 &itH
WM ERE M, BMIARZRIEEESE, 21 min BRASHERMEEE RSP EER S
AYREIES 4o
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U
4Ch1-270nm,4nm

‘;‘]
500;Ch2—286nm,4nm 4‘K\\
1 <
=
B =
400 Q‘E‘\{ o®
=
300-] i
] _ o
%
200 )
] |
100 ‘M I
] A~ f \
E I | f
T T

: ) : 6.%53’&&%2%?@%5@121% - - Q'
(B2 A BASE. A28 | IR K 270 nm, KREN 20 ug/mL; SEMER B KINKZEK 286 nm, KE 100 ug/mL)
2.3 RENFMHAK
BTFASHESERDRIRMEBERA, S NEIRMERIR D MAIRESFG, A aERIEBARAD BE
BEMIEN, RIEEESLERIVERN. AXITEET 100%8EE. 90% R EZACA RN 80% B EE /K AR ITEEN
SR, EIN U EFNIEER, EEIREREFNIREUAR, WE 7 PR, EMERDTE 90%
FREZACRERFIE RIFAR BRI,

_— bl
/ \
B0KERE G looFE  eoWER ooNPE  1008FE
7. AZEE RO EAERICAR P HIEER
2.4 FEFEIE
241584

AR 13 M 14 FrdEEXNREERMEHMAER, HPNREERTHASE | RBASE. FA25E
| BORE 20 pg/mL, FHEMER B BOMRE 100 pg/ml. FRIDARIDELIHEE 6 )X, 1B REEEY
EMEERNEEY, HFitENIIERE (RSD%). SERKA, MM DOREBE B/ RSD £
0.018%-0.085% 8], IEEFRAY RSD £ 0.10%-0.38%2 8], WA AR E M RiTo

=i

= 1REASRNEARERNEEM (n=6)

. PR 2 BRI i S8R

(R ERRY )] IR (R EBAYA] IEETR
1 RIS 0.085 0.27 0.052 0.38
2 58 | 0.068 0.31 0.045 0.36
3 FHBE 11 4 0.042 0.28 0.032 0.10
4 FIEAEA B 0.018 0.17 0.022 0.53
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2.4.2 B fEdhs

1 14 FrR R AECH RPN IRmESTVERR, URXR@mBIBEERR (y) WHERERE (X
ng/mL) HTEIIME, 4 MWRENAMXR, LMRAFEIBXRRE () 0% 8 Fim, 4 MXIiRm
FLIMEEERNLERXMERY, HEXAR 97 0.999 Bl k.

7 8. OFhXY AR mR B A R £ R 2 M SE

# %) LMESEEug/mL R £ AXREL HEFE%
1 [2F 2 0.1-50.0 Y =(73888.5)X + (-1200.88) 0.9999 98.2-106.3
2 FHEE | 0.1-20.0 Y =(29648.1)X + (-1131.19) 0.9992 94.2-115.5
3 FHEHA | A 0.1-50.0 Y =(63635.2)X + (-548.227) 0.9999 99.2-103.2
4 FHERER B 1.0-500.0 Y =(12622.2)X +(333.099) 0.9999 98.2-108.8

2.4.3 LRSS ERD
TR ERTGE, WHASFE@ETRN, 17 6 XX, PAEAR NN, ERWE 8 MK 9 Fir.
HERETR, 4 FRONAEBAE 043 mg/g-57.06 mg/g 218, RSD 7 2.64%-4.31%Z 8l

mAU
P, g
400-| &=
5N
300
200-] =
] JK\\
100 B
1 r———
0? -
00 25 Tso 0 Tds T T Tao 0 Tazs 0 Tas0 0 w7s 200 min
8. A FmBIEE
(B |l a 22, 528 |, RIFEK 270 nm; FIEMR B, #IMIKE 286 nm)
xR O FEHERENER (n=6)
# [5%5) H8(mg/g) RSD(%)
1 FaFHEER 0.43 421
2 FIEE | 0.50 3.68
3 FIEER 1 A 1.53 3.79
4 FEER B 57.06 2.64
2.4.4 mntwEIY

[ 243 FENEEENASHERTRREBM. 7. 8= DREKFOFMAEENWREAR, L7
L4 FARIE IR, S DRENKFTT 3RER, PAERRLENDN, HitERWE, KHRERER 4
M B DIAREINTE 89.94%-117.40% (8], RSD 7E 0.31%-4.99%2 8],
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7= 10. 2 4 MO BIMAREIUE (n=3)

4 s Hasg INFRRE 1 INARAKEE 2 INFRRE 3
mg/g  INARE  [EKE  RSD  INIRE  [EKE  RSD  MNIRE  EMKE  RSD
1 BRASE 0.43 0.33 97.30 0.42 0.67 97.20 0.64 1.00 98.92 0.31
2 5| 0.50 0.33 114.00 3.24 0.67 117.40 3.95 1.67 101.02 4.99
3 HEE A 1.53 0.83 100.32 0.49 1.67 102.28 0.91 3.33 89.94 0.57
4 SR B 57.06 11.67 108.80 3.08 16.67 116.43 4.00 33.33 98.87 4.39

2.5 5EMBESEWLL

BIE (FAMSHBRBBRIERTE) PRRHIAZMEIEERETR, RBHELERZE, BAEMRDH
£ 40 min T, MACEMEMDFEE 50 min STRDHT, GITHEE 90 min D ESEl. FIBAEE "4
ALY —5t 04 757%, 1X5E 21 min BIR]5EAK 4 MR BIRBY 04, SRR T 4.5 18, RO BEER
JEZHE N,

mAu

72000 zromfn_| A
62000 1
52000 3
42000 3
32000 3
22000 3
12000 3
2000 3
-8000 1

mAu

28000 { 286nm4nm
I—I B

23000 1

FHEAER B

18000
13000 1
8000 1

3000 J

-2000
0 10 20 30 40 min

&l 10. B RN SRR B 1%
(A: BRI RASE. F28 |, RIKK 270 nm; B: AEE B, RINK 286 nm)
3. 4518
AXAABDREEHERERS, BY T —iTEFEOTAS TR REAE NSRS B REE
B R AN 21 min, MIXBEIUSKIAESE AL IRASE. A28 | IABHER B NENDE, [
NOBERY, REHHBER, £ EEFHTNEE. &M EEE. EEERESNTR, JRTAS
hEENE, HEXARSE, BIAM, Br T 2R HERAEIEETRRERAT DRI A,
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LH-40 BFRAERFREYKAFERE

B B LHA40ZREE “BolE” 5 “Boh#irds” —RRARELIEE, BEERIEEN. RER.
HEERFRE. AXUDBRIETAEFFRIBMED NG, FARNT LH-40 BITIeESRR. KX
BRIEEEEIE, €A C18 BiEitS 0.3%JBACAR-FERFM, URIMSSHRRBOWE, ERETH
mEWELF. BWERS, KITHRAERFRIREDTANGIEAENER, LH-40 IRFHHFER M
FRE RN D BY R B o

KA. LH-40 FAERIF HI&ED S

HlERIEEIERR T EZRX @b REHTIREANAL, BNE. WE—MRSHEEAYT. BES
Al EWAIFIAF RN S EE A RIFRTEEN, HEEREEE( AT BERERNYT KR &,

LH-40& (A0 225 (Liquid Handler) BRY3RE “Bnpdtirss” M “Bouksess” miThse, (FAEBOI
588, HSFRCA0MER, BRfFES, ARG, ETALUASBEFHR; PN “Boiftirss , H
FAERBEARFR20 mL, AIENESRWEDHAE, BrlEdRERNEABFEiF ST RESEER
TEHER

ANAIA SR REEERGE SRR LH-402 L T HXW PR A EFFRIRED A EIE LR
737k, DARADANGIERE,

#

1. SEB8RRSY

1.1 {3

ARERABESWREEEGIERS, BXEERN:

WOR R . LC-40D XR (& LPGE) Aoz dl 8 o SIL-40

R #& : CTO-40C M 8 . SPD-40V/SPD-M20A
ERpuzEEs . SIL-40C XR. LH-40 BRI 1 LH-40

> IiEeRR + ElahiH R

> BEhigEIEHESRM

> BEIERHSESH

> Bl EERRE

> SRR SHUHITEE
> “EEmRiRRINEE"

> ZiFRESThEE

1. LH-40 RETF 2=
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1.2 BRBEERATESE

flE D BRI @O, AR ER (YBZ-PFKL-2021024)

E3E,

X

peid e
ol
B

£20.22 umiERRIT IS, LCHEHEDT.
hZ5HEM LC DS H

Am
=

= iR
K

. Nexera XR Oo{RkEHE RS
: Shim-pack GIST C18 (100 mm x 2.1 mm 1.D., 2 um),

P/N:227-30001-04, &2 (L) KRBMERA

D A-03%ZBRIKBR; B-0.3%ZERREEAR
: 0.3 mL/min

D 2uL

: 245nm

KA ERE, BERIEBAK

BTN BERR, B ARAIIEIREN 5%, BYEIRERILE Lo
& 1. BERRR eI F
Time(min) Module Command Value
0 Pump B.Conc 5
0.2 Pump B.Conc 5
8 Pump B.Conc 60
10 Pump B.Conc 5
15 Controller Stop

RHE L

HEBS,

DITER, BEEWESFR,

BRI/ BUSYNRBEEERERR, NEETENFRE

A BRI AR, RO FGEaEMGIE R ERBRES RN, ARXTER AN IE,

BRIR

BIIEE,

= W % BE

Current Condition

) | ke [5

BEREF BERF

ElENE 21 | EWHENE 16 |
/ ke o | EiEREQ [0 |

Time | AConc| B.Canc| C.Conc| D.Conc| =iEatE (15 EiatE 31.20 min Time | AConc
1 lmt [s50 |50 058 1 mt 950
2 [0z 850 |50 . . . 2 _|»2 EEEE 050
3 (s 500 600 R MMLW‘ R M mUmin |5 (s os0
va 10 es0 o 1on0 | o 4 1880 400
FREERE - (1280 REMRE 2303
3 FEME ms RS ms s B
6 6
7 — 7
. S ‘1250 | ms oR - 2303 ms =
o 10 - @ 9
10 10
1 fichal ‘50 0 Pa Eh 10.0 MPa 1
i AR | w #EER 96w | ™
— wgmEs L) S— - [EE

B.Canc| €.Conc| D.Cong|

50
50
6500

2. FEEMRTA
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PEEREIE DS

% 28 | Nexera XR ATTEME RS+ LH-40
& E M : Shim-pack VP-ODS (150 mm x 4.6 mm 1.D., 5 um),
S/N:3082601, &2 (L&) SRRBMERQE
oo M A-03%ZERIKBR; B-03%NZEFERAR
m ® O 1.2mL/min
pei N =S N A (VA VI
O oK K 245nm
ol A RN L BEMER, BAERIRIRER 5%, BHERERILE 2.
& 2. BEFRBRAYEIE T
Time(min) Module Command Value
0 Pump B.Conc 5
4.6 Pump B.Conc 5
18.6 Pump B.Conc 60
22.2 Pump B.Conc 5
35 Controller Stop
4° ) PMEEE | g b E=aiE bR X (2) < 2
. SR E= T RE X (2)
10 ,p[ /dl: SoWMERE; d2: #HEER
I S ——— —— Z;
00 25 50 75 100 125 min
SR ERAN BN G ERU AT ETE
350 B Az )
] ~ t e 1 D
300
2505
2005
1505
100; A <
L e
S
C;O ‘ ‘ 5.‘0 o 16.0 ‘ ‘ 15‘.0 o 26.0 o 25‘.0‘ o 36.0 ‘min
3. ERIFHRBHM DI EIEE
(2 (S): REFHR; I&3: ERERT,; §4: FERTRET

2. ER5iie
2.1 HEFRER
Rftslaaiss 022 um BERITEEENGIERARSE, €A LH-40 (EABhHFEE, #HiF
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10 pLy 30 pl. 100 pL #0400 pl, FEEHAHEIRN D BRI, DTERERMEEHIFARAIER, RIE
RAEEFHNESMRENERERS, RIEREBRARKRENEEHOEHF AR E RN SRS
B ElRYRME; LA S EAF], FEEHIFARBIEA, BIERER. HERF. nBEHR), BRERTR
%, BERBEHYART 1.5, ARERERERZNDIBENR. NIIROBRINE. BSHIENNE. HE
MIRFIR AL RN, FEIEZRHIFEN 400 uL BSEITIEI WS,

w

1 2(5) 4

50000001 m10uL m30ulL m100pl m400uL

4000000

30000001

1 W LJL»JUdM 400 .
ZOOOOOOEJ L_—MA’A_A—/—M 100

100000({J B 30 uL

| 10 pL

O BN WA Y N X

L e e B LA e S ¥
0.0 50 10.0 15.0 20.0 250 30.0 min }gl%jéﬁ;&* T@EE? ﬁ%’g
4. REFFHATRN GBI D BRI
(MEFER, AER EILERM=-SCNIEIEHERE--10000)

22E8MER

LUBEX G THREEEHRE-DBE-WELE, WHEOSENRNEEEERN, TENTFELSH
BRI TEARRN, BERALANETENUBITNERRE. LH-40 2EREGNINEE, BEBEERN
REHSEHINI RS RER AR N, LH-40 BIERNEE AT RETRREELEREK, o
B RFERAAERERIDN, AgsHIRERNE, SEIEERTE. BN ENR,

el =8
up =E® = FHAHANE o
| 1 am == BLLAHERE
g | e R FANERE » B9 -
LY e SEANBLF o

5. LH-40 RE R NZhEE
Wil aARESHHE 5k, #HIFE 400 ub, ATERNERRE, RENENEERNEEEER
Nk 3 Fime ARER, RENEIMIEEREXNITERZEDHIE 0.021~0.232%7H] 0.054~0.385%2 (8],
NERBE R,
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&3 BEMNR (n=6)

% 1 g2 (S) I 3 % 4

a0 R.T. Area R.T. Area R.T. Area R.T. Area
1 1.963 30559935 11.979 69580382 19.407 8771564 20.688 40997212
2 1.954 30672457 11.988 69756086 19.410 8777789 20.696 40988672
3 1.954 30412423 11.979 69739231 19.405 8767105 20.688 41024686
4 1.963 30416215 11.971 70007466 19.400 8767098 20.679 40953935
5 1.963 30487989 11.979 69913159 19.408 8767014 20.688 41340424
AVG 1.959 30509804 11.979 69799265 19.406 8770114 20.688 41060986

RSD/% 0.232 0.358 0.049 0.237 0.021 0.054 0.028 0.385

2.3 & mBIAE SR
RoBEENEBYBHEETARN, XAERA—WENERJTEEDN, HPWRERED 1. 3
73 2. 185 3. 185 4 NAEKT 99%.

mv
4000—; - < i =
3500
30007
25007
20007
1500 I
1000
5007
A { Sy U
/o T TS0 10 180 200 N 280 sda__  min
my & my. ¥ mv mv
e 1Ba1 1 < a2 . - 1893 2009 qf@.{-‘ﬁ4

200] ] ] 1503

100 250 ] 1003

50

i

N & T T T ——— —— —
0o 25 mg 100 125 min 15.0 175 200 225 min 175 200 225 min

6. ZENEEE

2.4 HlEFmEEER
XY S BFHITHISRIREREER, ERUWTE 5 Fr, HIEEWERR 97.56%, BAEEHE, HEENK.
& 5. S IBER=

BT =g Elll&
Initial 5149979 N/A
Fraction 5024354 97.56%

7 [EUE=Fraction EfR/Initial @R * 100%
Initial: BYfHIRSHAR 400 UL EBZE ImL, ¥ 30 uL

Fraction: &iflg 2 1B ERZE 1mL, #H#HF 30 uL
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uv

PHHR1:Fraction-1.Icd I #5A:245nm
900000 £ #i2:Initial-1.lcd Hl #FA:245nm 2 0.50- TS T MAY
] TR
800000 F
] ] [-500
] 0.25— r
700000+ 4 N
b [-250
600000 000 F
; ‘ ‘11‘.7‘ o ‘11‘.8‘ i ‘11‘.9‘ o ‘12‘.0‘ ‘min
500000
1 2B Sk
400000+ SNSRI TT6
300000
20000(}; Fraction
] l |
1000003 — \__—
1 ‘ Initial
0
-
0.0 5.0 10.0 15.0 20.0 25.0 30.0 min

7.S IEFIE R ERETE

3. &g

RXNAT BRRIARBIESS LH-40 WEBINENNAA N, HFUPHERFA, NMATM HPLC 2
WA EEIBIE AR R B R R —MRMERE, EENIRERET, BIEENERENEMEEIRL RSD%
£ 0.021~0.232%7# 0.054~0.385% (8], BEEMRIF. URIMESIENMAESHITEBOUE, LH-40 Xt
PAERFRGIELIRERN 97.56%, BEAE G, LH-40 HEFLHER FHIELEWRIER, EIEYHR
D BALRAT RN R.
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LC-MSMS ZNEARREARASET Rgl RENHY

B Bu—MmMENIEXBETFHASE FER YR VBEICRAE GG REKFUL A

(UHPLC-MS/MS) HATEZEZREBLTABAS tHRg FEREARAEER. FRENIRE, ABEXNR
HEELC-30ARRD BAS BEHRgINEFEZRGEYIRNL, = ERITFIENLCMS-8040#1TEE Do
ERAMARATES8.T5 ng/mL~39000 ng/mL, « 20.8 ng/mL ~2080 ng/mLRESEEANLHIRERL, XMER
97, HEXEHN0.996LU L, XWE. R ESREEMFERHITHORN. HOREHEZEEZ R, RSDWE13.6
LUF, MEaER, BBATFARRgLE, B6.97%MZY) LIRS A =0 208 BB+ HER A5k,

Xi#iE: ASEH Rgl AN HYHE BeRREGIEREKIEE

AZET Rgl BTRAZ=ZEREREY, TEFETLMMMEYASH=tH, BEEEIMEANZ
BBESMAEIFR. ZmDEERNR ERERELTE, EABEANRKEREN Rgl—>Rh1— Ppt,
FEAREEANRE®RIZN Rgl— Rh1(F1)—Ppt, HEfh Rh1 M F1 EARDZREE, Rgl BEEESE, B
HORRWE, EYFBERIR, FIUBRERIISERNGERER Rgl ORERIEANERHEE
e BRIEIREIIN G EZEEREBEENSRREBRIE L, ERNASZEEETERINRBIESS, |2
UEHENRBERT. FANBTEYFEAERRESR, EERRETINTE, X4 Rgl REREYIEENR
BYERNEISHE T —EEM, NERR ERPIER, AAFTERIL TR, REEAM, EBEINEARRET
FRAZEHE Rgl REFEMEH Rh1 By UHPLC- MS/MS 757%, HEATEEMARAKRREBAT Rgl AR

[& Rgl EREAPBIENRAREE R, NAZEE Rgl HIEH—THREHETSE,

1. SEREERSY

1.1

RINFO K B EBSMREEIBN LC-30A 5=BMERMFIEN LCMS-8040 BXB & 4%, ILBEEFEEWT:
% % & # 388 . CBM-20A A = #l . DGU-20A5R

H %3 R . LC-30ADX2 =+ = # . CTO-30AC

B o # #F 288 : SIL-30AC I = % LCMS-8040

& 1% T fF uh : LabsolutionsVer.5.51

1.2 34

BiEGIERA

& ¥ # : Shim-packXR-ODSIl (75 mmx2.0mm I.D., 2.2 um, && (L&) 2
& 1 A-0.05%FE&KAR; B-0.05%FIEE K
BR R 5ul 5 B 1 40°C
® : 0.5mL/min
Bt A I BEER, BAEEWIREN 22%, EIEERIIR 1 AT

Ny
=N

S

~7
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=& 1 BERRERER

B8] (min) BT SIS &

7.00 £ B Conc 80
7.01 £ B Conc 22
10.00 bl STOP

B &M

BFiiEX  ESIH) EZ45mMBER . 3.0L/min

B O B £ :45kv FEAME © 150L/min

D L & E :250°C it | &S

MAREHCRE ¢ 400°C 3R R ZRMET(MRM)

L R BY Bt 2ms I 8 B jE :20ms

MRM & 3 . II5R2
x 2. MRM &%

AR BitkE T e Q1 Pre Bais(V) CE(V) Q3 Pre Bais(V)
405.5 -30 -20 -28
Rgl 621.4
109.1 -30 -39 -19
4414 -30 -10 -30
Rh1 621.4
203.3 -30 -25 21
97.1 -16 -23 -17
[.S. 345.1
109.15 -16 -25 -18
HEBREFN
1.3

AZEH Rgl X{m (#tS 110703-201027), AARREAZE (#:S 100008-200505) MEHFEZ @
EYHIRIOTER. AS2H Rhl WIRR (5 200612), BEAS=E (Ppt) W& (#tS 200612) HS
MARFRM, AEHKTF 95%.

1.4 zh¥)

SD M RE (SPF4), 250~290 g, MEXFHERRA TR RELELHIRRFL, SKIES
SCXK (IR) 2009-0017; Sk3oRTARR 12h B8, EBEHK.

1.5 i

ZREMBZEE Fisher 28] (Fairlawn, NJ, USA); SEEeFZKE Milli-Q Plus k&4 (Millipore,
Ltd.) REABFS5RELHIE; PR (4E 99%, LCMS 4%, Wako, Japan); E&RAFIYRHF4L,
MBIt RHFRAT 2 F,

2. AT IE
2.1 WREARR IR S RAIES

FERITENL 2.0 mg ABBE Rgl. ASEH Rhl. BEASZE Ppt IXEBGR, BF 10 mL 2T,
MEPESARESR, $I6L 200 pg/mlL BINBREEER, NTEHESHRE 10 mL 8T, FEESR,
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ZHEREY —RIAERENNRLAR, SIEEMIARERLY 1.0 mg, EF 10 mL FEMRF, M
FRESARRER, IR 100 ug/mL BIfEER, TREX 100 pL E&E&EZE 10 mL AR, MAFEES, Gl
1 pg/mL BARATAR,
2.2 KRB ERAESE

CEARRER AR, MEMUREERERURMUER MO, EFENARLIREIBE, OO
BBERE, HFHBEY, FohEER, SRAPANFELRRALHTE, L 25 mgke TEEBLT
Rgl KA®K, E4AHfE 0~3, 3~6, 6~12, 12~24, 24~36, 36~48 h W&AE+, 13000 r/min &Ly 10 min
EE EEEA,

MREXAES £58 50 ul, HORIINREAERR 100 b, AARAR 10 ul. ZEEFIZEB-—SF k- ETEE
(2:1:1) Baak 1mL, SmiegEs 1 min, 300 r/min &3% 30 min, 7£ 5000 r/min F&.L) 5 min, EE5D
B, WA EERAE 40°CRSA FWT, 5%EM 100 uL msptEE8, 13000 r/min BOB S, &9

3. &ER5itie
31 GEFER
3.1.1 EEH&IAE

AR EMIES, & 22 #1TRE, BETAMREE,; B—EXREN Rgl. Rhl MAMERRAMNIR
MAKXB=BEMERSP, OEIRE, BIBNEE, UAKBAHNENEAMF@EE, TR=FBLR.
LERRA, THOMEET, EMERPRREDRATIEM. Rgl. Rhl. AARBRENED 518 1.5
min. 2.8 min. 6.8 min, LWL, EELEFRP, 7 2.9 min DERIMIRLIE, HENZYHRA Rhl

R SR Fl, HRALEIEEINE 1,
Rgl

Rh1
F1
Rg1 IS th / f
IS U A .
20 30 40 5.0 6.0 7.0 20 3.0 4.0
B

20 30 40 5.0 6.0 7.0

A C
E 1 AR EEE (A =8 B: NARRET C: 425/ 5KFRAE)

5.0 6.0 7.0

B2 KMXRER

PDREEAEYER, MAEENRTIREREAR, ERIRATIRENBINEYER. & 2.2 #1T
WIBE#EHE, BRZHDESRFHNIEERILE, LURESIEERLERAELILFIRErL, SRNE
3 7o

& 3. RADHEXRR B HIR

EMER 5% Bl)35E r SEE
- Rgl 1=0.0003%-0.0068 0.9955 48.75 ng/mL~39000 ng/mL
- Rh1 1=0.011x-0.294 0.9988 20.8 ng/mL ~2080 ng/mL
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3.2 REEREWERE

DHEEBEYER, MANEERNReTERR, BH Rgl. Rh1 K. . 5="MREN QC &M,
12 2.2 #TAEEER. S NRERTT 5 FARDN, ELNE =, #TRNERMBERESLRR, SRIEK
4, FEREKHA, HENLBRER, HRNRMERBREERTSER,

® A REEREIWRER

2 NE MABEE RSD HIBEEE RSD [El= RSD
R 9 (ng-mL?Y) (x£s, n=5) (%) (x£s, n=3) (%) (x£s,n=5) (%)
97.5 93.44+8.55 9.15 108.30£14.24 13.14  95.84%8.77 9.15

Rgl 487.5 455.32£21.22 4.66 484.43+£29.62 6.11 93.40%+4.36 4.66

A8 9750 9812.81£579.93 5091 10649.71+1089.55 10.23 100.64+595 5091
it 52 52.401+4.95 9.45 61.17%+8.35 13.65 100.77£9.52  9.45
Rh1 520 534.22+21.34 3.99 527.831+23.49 445 10273411  3.99
2080 2241.82t149.22 6.66 2239.51t111.24 497  107.78%7.18 6.66

3.3 HEMNIES R

KRB 25 mg kgl FIBBEASEE Rgl BA&E, MENBNEIRARAEY S Regl 5SEAE~Y)
NWEE, FRAERUGREBMENERE, SENAHE/RERG, BRTRMNERABRAEY T

Rgl SERETHIBIRPEEE R, FRILEK 5

4. i¥ie

AR ERDEBEESIREEIEN LC-30A M=FMRTFIEN LCMS-8040 BXANIE KX RAETH
Rgl REMRBIFHIBIRETT R, B EFMARABEFRUEER. RELL 25 mg-kg! FIEES Rgl /5,

= 5. Rgl RERBFMEARAFRNHHLER ( xts, n=09)
Rgl Rh1
B8l (h) KRFHEE HEHE KRHE HEHE
(ug) (%) (ug) (%)

0-3 138.14%88.07 2.08+1.28 1.294£0.60 0.024%0.012
3-6 56.721+35.53 0.85+0.53 0.77%£0.29 0.015%0.006
6-12 57.01+21.83 0.861+0.33 0.50£0.32 0.009%0.006
12-24 125.67£42.70 1.90+0.67 0.97%0.83 0.018%0.015
24-36 71.291+24.28 1.08+0.38 0.69%0.41 0.013£0.008
36-48 739+3.34 0.11%0.06 0.34%0.17 0.006%0.003
2t 456.231£173.54 6.881£2.56 456+1.15 0.085%0.018

FERE RN EIRE Rgl RREMEIY) Rh1, FrAMDTE 48 h ARt TS,
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LC-MSMS &4GMA B iR st |

8 B ACEY T MR SERBEXURIBEIEN = E R BB AR ANE SDA B M 3K it E 159
k. SDRBMRHMELBEREITUE, IS minARE. EFHIEEFRE &8, AXERT A
WLEMEE. EE2R. EEM. BERML. BEM, S4RKRA: MWREIT 0.5~200 ng/mLEERLMERT,
X EEAT 0.998; HEAEE FREA 0.5 ng/mL; LLOQ (EETFR). K. A KEQCH SELHF
6%, HIFEET 1.0~13.8%(8]; HEMET 102.6~110.8%[8]; Mgl LLOQ. . . MEREFSR
RPIREFN A FAE 98.1~106.1% 28, %I AERASRBERLCMS-8050 R4, AisbiEdizfEe, —
EIEERE T IR R,

X et BEXUREEIE —EURTRIE

SRAHEY I, AR TERR. Bl E2hE, MAHEFRPAELABRME. TURE. 7t
SH4ME. ST OMERRSER. DR EZIGIBItmA B, IR EEZRATH. ©rslEe
By ARR M LU B BEHNS. Tt B A e E I EBRVEER D Z —, R GIFIESRINLAE
RERIR, FEILAERAGERRMRPtmEIONNEER. ZEXBITE, AXEIL T —MSDARIM
K E IS8 RE, R, BEVRNGE, URESESFEIMN T IESR. [MARIFER,

1. SEBERRSY

1.11%3%

AR B EBESXRAEBIEN LC-30A 5 =R FIEN LCMS-8050 BXF &S, BAEEMNT:
7 %= % 88 : CBM-20A A = M DGU-20A5R

W 63 &R  LC-30ADX2 =+ P f8 : CTO-20A

B o # & 8  SIL-30AC [2 5 % : LCMS-8050

& 3% T fF uh : LabsolutionsVer.5.85

1.2 &M

RGBSR

B & = : Shim-pack GIST C18 (50 mm x 2.1 mm I.D., 2.0 um, &% (k&) £
WEIMBRAE, P/N:227-30001-02)

moomh A A0.05%FACAR; B-0.05%= KB

HOE AR R D 10uL =+ &L 40°C

m ® : 0.45mL/min

# 75 X Water-Co-Injection (4R4EBEhi#F28 Pretreatment £/ : TREX 10 pL
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o, FBIREY 20 UL 4iKH[E

B I

BT, LIS EMmE | BiElE
C BREDERR, BARECISIREN 10%, BYEliRR0E 1 A

=& 1L BESRERER

)

Time(min) Module Command Value
0.50 Pumps Pump B Conc. 10
0.80 Column Oven CTO.RVR* 0
0.80 Pumps Total Flow 0.6
2.00 Pumps Pump B Conc. 98
3.00 Pumps Pump B Conc. 98
3.00 Pumps Total Flow 0.6
3.01 Pumps Pump B Conc. 10
3.10 Pumps Total Flow 0.45
3.50 Column Oven CTO.RVR 1
5.00 Controller Stop

* CTO.RVR* NAEEIRTIR RS, Value BN 0 BIRERMERIEREAN MS, Value EA 1 RAKRREERNE &l

FBRig s
5 F &KX :ESI(H) ENXRAR
# O 8 & :-35kv m ®m =
D L & E :200°C F ;S mE : 10.0L/min
MAEBERE  © 400°C it =
¥ B B & :20ms 3w & A . ZRMENMRM)
BB OF BB OB O 2mm MRM £ #
3+ 2. MRM &%
2 BIAE T FYIET Q1 Pre Bias ES Q3 Pre Bias
M-HJ (m/2) (V) (V)
603.30* 19.0 12.0
HIRIET | 765.35
585.55 22.0 20.0
HERR (A1F) 469.20 355.15 25.0 23.0

REEEETT

1.3 fnfEm S i

WE | AvER: WERESREYSISRER, &
HEXBAVER (WR)

e PENmEMTRIQER, &
BEZ: Merck 28], ®1&%, =RHFTF, BMHAE 2017 F2 B 28 Ho
IR A Milli-Q Plus & HRSZ (Millipore, Ltd.) £EBF5

FE2. MERERE, BER, 4E 8%, EEFRTF.
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2Bt BEZRIERE, BIER, WE 9%, ERFRTo

2. ATt
2.1 BRI R R ARERAVECH

HaE | AEEER: BEME 1.07 mg e | fnEm, BRESHAESE 1 mLRS, E&ER
BT 4°CikFalRTE, &

HIRER | PRIE SR IREVRE | AOEMESE®R 95 uL £ 10 mL B2MRF, BREBERZEZIE, BLH)
A% 10.0 pg/mL IR EESR KR, EEERETT 4°CKFEERH. MaT | ETEAR: AREREIRE 5.
10. 20 50. 100. 200. 500. 1000. 2000 ng/mL Hfgier | #rE TIER, IGFRIECH.

e | BETEAR: REVEEMEE | E&RAFREDAESIAKRE 5. 50, 500, 1000
ng/mL B TIERKo

HEXE (Win) fOERESER: BERE 1.05 mg HEXBRINER, ARESBRATEE 1 mL RS,

EERB|PT 4°CKERE, &,

HEXE (Win) FEEER: REHERBESRK 97 uL £ 10 mL B2+, AFEESEZE,
Feslpk 10.0 pg/mL R EIERR, EEERSTT 4°CkERT, &H

HEREE (Wtr) fELESRKR: BFREECHIRED 1000 ng/de‘T/&IT’E/ﬁz, & AR T ECH.
2.2 B mblE

ROEHIZERES: BY SD KR 45 ul, MOAN5 L imENBITER. 10 ul AR LIER. REEES 30
s A0 200 uL ZEEmIEES 1 min, F 14000 rpm &0y 10 min; BX EEEA& 150 ub, B 10 pL 34 LC-
MS/MS S3#fo

AR BY SD ARM¥ 45 pl, MO 5 uL Bz TER (5 ng/mL. 50 ng/mL. 500 ng/mL. 1000
ng/mL). 10 uL WARTIER. HROIELERRERLET R

EEfFM: SD ARRIME 45 uL, 200 uL ZBEARIEES 1 min, MOANS5 uL FRETER (5 ng/mL. 50
ng/mL. 500 ng/mL. 1000 ng/mL). 10 puL RArL{ER, RieES 30 s /&F 14000 rpm B 10 min, BY
LEREE®K 150 ul, LL 10 plL ##F LC/MS/MS 24,

TEREM: BRAEK 45 pl, MON5 uLAESEBITER. 10 uL AR LIER. HRMIELIEERE R
SZEToN

Bt mlEEmR

RN (%) = * 100%
T BRI SRIEEFR

3. &R 5i1ie
3.1 iR R RIEES B FREEREE
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Inten. (x100, 000) v Inten. (x10, 000)
] 765, 45 353 603, 50
2.07 3.0
15 793,45 2. 0*
] 2.0
1.0 1.5
1 650.40 1
A 1.0+
0.59]  671.35 ]
:‘ h ‘ 783‘35“ 0.5 58’[ bo 16530
0.0 T “ T — 0.0 T T —
650 700 750 w/z 250 500 n/z
1. HOARIE | —RIEE 2. e | B FRUEE
Inten. (x1, 000, 000) \ 4 Inten. (x10, 000)
] 469, 15 a0 55
2.0 3.(y: 355, 10
: 2. 57
1.5 ]
] 2.07
1.0 L5 409,15
1 228,95 107 425,10
0.5 18300 266, 85 595, 00 ] 469, 20
] 366. 85 5 E ‘
. ‘ 7 °" i T 0. 53 325‘.1
0. 0~ 0. 05—
100 200 300 400 500 m/z 100 200 300 400 500 w/z
3. HERBR—REE 4. HERER Y B FuEE

3.2 i%FE
= H SD RRMRARK 50 L, REHERMETT AR S, EROE 56 Fim. ERETR, SD KE=
B3R A BN SV E | s H ERERREIE S AT IUE ERAF @AV,

o
o
o
o

00) (x100)
1:HL Rl 765.35>603.30(-) CE: 23.0 -1 S K 469.20>355.15(-) CE: 52.0

»
o
»
o
I R

g w

o o
o b e b e b 15

w

?

N <
o
S R

o
1
?

B HML‘}M f"m.. }l‘, ||‘

00— h‘ — \h T I‘M‘\AA\ 4 T Hl — 0.0 T
00 10 20 30 40 min 00 10 20
5= i MRM & [E]- g E | 6. # MRM & E-HE R
(x100,000)
{765.35>603.30(") 25-12:1F #1.K 7 460:205365.15(-) CE: 520
200
20
150-| & 1
] & 1.5
i k- ] i
100 ] =
] 1 aly
] 1.0 z
50 1 P\
] 05 M
] " 1 I
e W+
00 10 20 30 40 00 10 20 30 40 min

7. M3 5 MRM BB E 1-STD1 8. ¥ MRM BE-H =R
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3.3 &it5EE

Area Ratio

0.75

o004 ——
50

100° © 150 Conc. Ratio
9. M E | KUERIZE (0.5~200 ng/mL)

SD KR Mm¥FEHIRERLERKE DS 0.5 ng/mL. 1 ng/mL. 2 ng/mL. 5 ng/mL. 10 ng/mL.
20 ng/mL. 50 ng/mL. 100 ng/mL. 200 ng/mlL. BERLRINE 9. 10 PR, SMARENRBEXAILE 3,
Hep y BERKRFEUMRSIITRIERRNVLE, x BERKRODEPFEUBREL. MRt | EE2RBE
790.5ng/mL (F0E 11 FR) , TELDREIKTE, 6 REE 9 RSD%A 13.8%, /HEMEZ 104.0%.

3 | RUBBRZSE (SO, INERN 1/C)

B R LMESEE(ng/mL)  HEFE (%) B8
HOARIEr | Y¥=0.00418679X-0.000701950 0.5~200 94.1~106.9 % 0.9990
(x10,000) (x
3041 ﬂjmﬁl 765.35>603.30(-) CE: 23.0 PA-STD1.Icd 1: Hjmﬁl 765.35>603.30(-) CE: 23.0 PA-ULOQ-1.Icd
T1:Hu | 765.35>603.30(-) CE: 23.0 PA-STD2.Icd 1.00 —{1:1 i 11 765.35>603,30(-) CE: 23.0 PA-ULOQ-2.Icd
1| 765.35>603.30(-) CE: 23.0 PA-STD3.cd A | 765.35>603]30(-) CE: 23.0 PA-ULOQ-3.lcd
2.5 1:HbAG 1 765.35>608.30(-) CE: 23.0 PA-STD4.lcd M1 765.35>603130(-) CE: 23.0 PA-ULOQ-4.Icd
T1:Hu i1 765.35>608.30(-) CE: 23.0 PA-STD5.Icd J1:HuK 1 765.35>603130(-) CE: 23.0 PA-ULOQ-5.lcd
N }L$ﬁ|75535>5 30(-) CE: 23.0 PA-STD6.Icd 075" k| 765.35>603(30(-) CE: 23.0 PA-ULOQ-6.Icd
2014 Kir 11 765.35>6(B.30(-) CE: 23.0 PA-STD7.Icd T
TN:HE| 765.35>608.30(-) CE: 23.0 PA-STD8.Icd
{1: ki 11 765.35>6(B.30(-) CE: 23.0 PA-STD9.lcd
157 050
1.0
] 0.25
057 i E
0.0 000 nas
— T T T T T T T T T T T T B B LA B e ey ey B ey B ey
0.0 1.0 20 30 4.0 min 0.0 1.0 20 3.0 4.0 min

] 10, 3@ | MRM @iBE (RUgMZCE) B 1L 3WE | MRM &i%E (LLOQLE, n=6)
3.4 BRI
ERMN B RERIR 4 Fko

& 4. EFN (n=3)

\ B0 EFRBNET
REIKF
(ng/mL) AR |
LLQC 0.5 98.1 %
LQC 5 106.1 %
MQC 50 100.3 %
HQC 100 98.7 %
RARE RN R F / (HEX2)99.3 %
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LERFEA, #EHE | LLOQ. . F. RERERF mAAITEFIN A FE 98.1~106.1 % 8l

3.5 REESHERE
ERUNREKFERIEFRIVERIEEE, SRINK S Fr.
& 5. 7 AEEE S EE (n=6)
MR/ B IR

EEE RSD% ERE Accuracy%
(ng/mL)
0.5 13.8 104.0
. 5 5.7 110.8
| 50 1.9 105.3
100 1.0 102.6

ZERFEA, #eHE | LLOQ. . F. hEREFMBEEEL 1.0~13.8%z(8); HEMHETE 102.6~110.8%
ZI8lo

3.6 5%
AEREFm (STDY) EHEENTT=BFMm, ZEMEE | SIRARBE . SERIE 12~13,

50 (ﬁ' e 765.35>603.30(-) CE: 230 5ol 769.205355.15(-) CE: 520
30 30
20 20
O.OE _ ’MMMN W VER— o.oz T W'll‘u\uklmﬂ«lththt'rlnln S

00 10 20 30 40 min 00 10 20 30 40 min

12 it | FRBER 13 HEXE (W5 EREBER

HERRE, EeREFREFSTEHESNTAER, ERMEE | AR RINEE T B R
L EYTHo

3.7 HmAERREM
ERTREKTRIEFRAOEETEREFSETHRE 24 h REM (10°C), LRINK 6 Fimo

=& 6. FmAIEERE M (n=3)

RrD /1 R E

FEEE RSD% FEHIEE Accuracy%
(ng/mL)
6.85 96.37
kR E |
100 3.91 101.64

SERREA, T | {RREREF@EEET 3.91~10.20% 8], HEMETE 96.37~101.64%2 (8]; A
SD AR MIRIFRLEZIBEE THIFE 10°CHR A THE 24 h HRRE.
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4. &g

SD KERMEFRELFEEE, BT S5 min REFMNEEMRE | 28, #mE | 7T 0.5~200 ng/mL
SEEIRLME R, BRREAT 0.999;, FEEEMRA 0.5 ng/mL; FEIRE QC H#MmEBHURIELHIE 6 /R,
HIFZETE 1.0~13.8%218); HEHETE 102.6~110.8% 2 [8]; HigE | LLOQ. 1. . MEREFRMNIR
BERMNEAFE 98.1~106.1 %isl. ZAARIMEIEER. RY. BE, AIERNER SD ARME A
B | 19755,
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LC-MSMS S MEA B Ehaki ) e 2

OB By —TNERBREEFHNDR NERNOBSMREEIERIKEE (UHPLC-MS/MS) HETE
REBL T AR ERARDNFE L. HEREVIER, ABENRIEEIELC-30ATERS BT/ B2
PR, =EPORATBUE X LCMS-8040# TEE Do EAMARETEL0 ng-mL1~1000 ng-mLYKESBERNS
FIRERS, GMRY, HXFREN0.9985, WE. . B=RELMERHAITHRA. HRENEEEZE
2=, RSD%7TE19.38LLF, FF&SFDAIRILER,

KpEiR: EHE)EER AYEITh T BB eiE SRR A

INBEW (EHMTIE 1) B—MRIEMELEYR, ENEENBEEREYEENRREPRINER
BMED, BRMENEFER, kR E—fREAESBRIEGTIERRSETE, Weijia Kong F A 2004 F
e/ NEREAREMAEFR. YRR NRARESKILRFIERR/NSERERERE D YR ES. BIH—TRI
IR A I NEER AR RE [RIE S ) TR A H AR . TR ZEIEN LDLR mRNA BYAE SRR
MmAg, m/EEmRNZ@EII2E LDLR mRNA MBI LDL S2RRIFRERFRABEES, LUAEIMEMASRIBRY.
IEPRA I, /NEERRTE MR PRIRMURERIA = A 538 E 1, A SRMRIERE-—ERTRE (LC-
MS/MS) BXRIRAR, FATRIL T Mg, R, REBVNERES 5%,

1. SEBERRSY

1.11%3%

ASLI{ER BRBSMRIBEIEN LC-30A 5 =EMRATFIEN LCMS-8040 BRI &RYL, BAEET:
4= % 288 CBM-20A i = M DGU-20A5R

W 63 R LC-30ADX2 i+ P} & : CTO-30A

B op # #F 88 © SIL-30AC oA T % LCMS-8040

& & T fF uh : LabsolutionsVer.5.53

1.2 &M

RGBS M

B & = : Shim-pack XR-ODSII (75 mm x2.0 mm I.D., 22 um, &% (k&) 2
WEIMBRAE, P/N:228-41623-91)

OB B A05%REAAR; B-ZBE
HOE AR R D 10uL =+ &L 40°C
ey

® . 0.5mL/min
A N BERRE, BAERBREN 15%, HEEFRWR 1T,

NS
=
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=& 1 BERRERER

B 18] (min) BT A IRAR S &
4.00 x B Conc 30
401 £ B Conc 80
5.50 xr B Conc 80
5.60 £ B Conc 15
8.00 blETS STOP
itk &1
BFiiEX . ESIH) EZ45mMBER . 3.0L/min
# O B £ : 45kv FIESRAME : 15.0L/min
D L & E : 300°C W # = &
MMAEBEE . 450°C H# & K . ZRNEMMRM)
E R OBY 8 : 2ms I 8 B 8 :30ms

MRM =% @ IR2

& 2. MRM fEEE%

&R TR BIRE T BT Q1 Pre Bais(V) CE(V) Q3 Pre Bais(V)
) 320.00° -15.0 -31.0 -21.0
ELFR/\BERR 336.30
292.05 -15.0 -31.0 -30.0
336.10° -16.0 -29.0 -22.0
I.S. 352.30
308.10 -16.0 -28.0 -20.0
*RNEEBFIT

1.3
LS/ NBERR B J&K Scientific Ltd, WATE S THEPEE R RO TR, AEHYAT 98%.

1. EERNEERLS T

1.4 Th')
SD MMAR (SPF 2R), 250~290 g, MEXFHEBRARCEARERRERTL, SIKIES
SCXK (5) 2009-0017; SRIopiAR 12h 28, BEHEIK.

1.5 %51
ZBEM B EE Fisher A7) (Fairlawn, NJ, USA); SKIRFZKH Milli-Q Plus #0g b5 4% (Millipore,
Ltd.) EEBFETRAWHIE, PR (4E 99%, LCMS 4k, Wako, Japan); ERRAFBIIADLE, 1
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BAtRF AT AF

2. Al iz
2.1 BRI R R AR A RAVECH

FEZAREL 5 mg FHhEa/NEERXT IR, BT 50 mL B2, MPEAMES, BCHIA 100 pg-mLT Y
SRR @AEER, MAEE 100 UL ARE 10 mL REMHF, UREEREELHERER—RIARIRERN
XHRmA K 0.5, 1,5, 10, 50, 100, 500 ng- mL*t; SIEEAFEERED)T, LBREEHIAL 250 ng- mL* BIARFR

Ao

2.2 RS RITF mAECH)

BY SD K FIRFE, 2 1:50 (g-mL-1) MONEEZ, 728 90 min, #8FE 30 min, BX_L/E& 100 uL,
INNERER/NBERR R 5AM 10 pl, MOANAR (250 ng-mlL-1 #ERE S THREA®R) 10 ul, BoHIMEH T
ERER 10, 50, 100, 200, 500, 1000 ng- mL-1, & “E¥ERMIE" TUMRIE, LR/ NEERS NI
EERR, LURENELIR, EBERILENPLIR, SHIARER,

2.3 KEXEHFRLEGZE
BY SD KRERFIRFEE, #% 1:50 (g/mL) PINEREZ, 278 90 min, #7 30 min, X E&& 100 uL, 11
A 10 pL W45 (250 ng/mlL #HEBETHREAR) , A 50 pL 0.5 M EFMHACER, BIBES 1 min;
AN 100 L 7k#0 1 mL ZBRZBs, SREE/ES 2 min, 5000 rpm &0 5 min, 78 EE&KT 40°CRSRIK
TREBWILL 100 pLomontE (ZB5-0.5%FREACEKR=1:4 viv) &, BOENLEE, 10 pL #17 LC-MS/MS
Ao

ZR5i1ie
31 GEFER
3.1.1 EEH&IAE

EEMREINABRTREE (n>6) WNHITIRIEN. PAIEERNERRAEMERFTTIEN
MNE. EBF. ZRMNQOIEICT, BENSRNONEEIE 2, FHER/NEERSES THREE]
¥J79 3.7 min.

15000
10000 “

5000

2. KER#E@ 10 ng/mLT BIEE

B2 KMXRER
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DHEEBEYFER, MAZENRIIREAERR, EHIRATIRENRINED Fm. & 2.3 #H1T
WIBEFHF, BREMDERITWIEERLLE, LURESEERLEMEIELRGIRER L, ERN%
3 Fio

&3 AMLER
=950 EIEYaT r SBE
#EE »=0.0062x+0.059 ~0.9985 10 ng/mL ~1000 ng/mL

3.1.3 REREREYZHIALE
DREEBEYER, MANEERXREAERR, EHR. B B=1KRER QC #F&, & 2.3 #
TTREEHER, S NREHRT 5 HAD, ELNE=H, #HTLWRRIBEERXR, SRR 4, 4
REF, HEREIEER, #IRNRBEREEREER,
&4 KFEEREIWERER
B MAE (hg-mlL?) HBEEE RSD HiasEE RSD  [BR=

10 11.66+1.06 8.82 10.81+2.10  19.38  73.26
HME 100 110.15+547  4.96 106.54+7.06 6.62 70.89
500 526.98+26.28 499 521.82+3651 7.00  71.36

3.1412EH

XFEE R EDARIF it TERME 24 h M 4°CHHE 24 h, 1% 2.2 HIEEHE/NEERIKRE 10, 100, 500
ng-mL1BYRFS, #H1T 5 AR, FERNGIE QC . BISNTEERILETEREN, SR TR,
LEERARER, B/ N\SERIEEEREARTERNE 24 h M 4°CE 24 h FH T REMERIF. A& 5

& 5. KR BRI/ ERBIRENE (7=5)

R/ NEERUREE (ng/mL) 10 100 500
EEME 24 h (%) 93.51 10350  100.18
L°CHRE 24 h (%) 10273 100.67 98.83

3.1.5 BEFRMEL

SD AETHEBRESRFMD, BFRAMARIITHEARMANIRIS, %22 80E, BERGEHNLLERFIE
WEZ9 10, 100, 500 ng-mL! BtFsE, 8 NRE 5 HADT. ZUERFMECREERFIRER 10,
100, 500 ng-mL'H9#Fdm, & NRE 5 FEADHT. URIELIREESNENERRS EERchEERECT
oSN EEmIRMEL, EEFMIERMNY, SR TR, HE/EREEEFESRPAZERTH.
WK 6o

& 6. AR FEREHE/NERERBMNER (RE%, n=5)

ERENEERRKRE  (ng-mLY) 10 100 500
BB (%) 106.67 91.44 93.96
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3.2 HENESR
WARKEHITES, ORBHZ N ERER NEERURE 9200 mg-kgle FALC-MS/MSIIZE(EHEEL
INEERR N B THIREHTTOMIC R BRIKT,
7. SDAFREER ) BRI EHIME SR

Bial(h) HEAPEE (ug) FEEHMER (%)
0~6 0.35£0.18 0.0008+0.0004
6~12 2983.99+851.33 8.06£2.27
12~24 3849.56+775.20 10.37£1.97
24~36 513.53%£127.11 1.22+0.37

36~48 113.97%£50.16 0.74%0.45
23t 7037.414955.99 19.05%2.37

4. i1ig

ISR TR SRR AR Y LC-30A 1= EPUARFF RN LCMS-8040 B AR A B¢ @rhh
BUNEERBIRIE S %, B EEHRERAAN,. BEE. RRENFERSNESR, AEOMR 200
mg- kg BB NEERR, 43 48 /1\BY, KB/ \EERAEEHY, HEEEN 19.05%+2.37
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3.3.2 5FMHR

BIE (FAFAMRSHERAFMARARESRERU (AT ) BXEX, RAMAHFHRN
BE=TRN, EEPEANELET. TETAFRRMEANRE. BIT2EMARERE, (E#HF
AL EGRH, RIEARRE. BY. REAE,
EE, ZESERNERBEHTNARNFAM LN ENAREHIERRR. BEERNOT:

R HAPMRERKERS
BRMAMBVER. A, MEER. MAEHHERRBIES. KT

POl Y e=tst | s
B, RUKER
ARSI HARAEE, TEBRARTETESNHR, BRALNSETE.
FaiE AR STERZSE L LA/ . iR, SRR R RE S, BIAE

REMRRRETE o \
rE. ERNEMT2ENRENE#HITHZ, MEENRETH,

HITPREMMRT, SFEENEEERALNEEME/BE, HREE

REMEHR
TR, RIERKRIREBERNRERT,
TR R A MBI, RUER R =0 T, £ A (FFE. MiEFE. Hit
DBEAGRRERS \ .
HI) RS EMEHERAM REFLMN RS R
NERIEARIRIeET  FIRERHETZ SRR EFTR, BEESLZHAHBRMEFANTIZSE,
FREMRKRENE HREFTERENAMNREMETE TIE.,
REMEHR PEFITIRE NS, RIEMIEMEIRRIEN A RN RERE,
RIBRIHAARE R, EEAMER. ZEIPAL. =i, KW, INITHEEMR
DBEAGRRERS
FIBsI T 2885,
FIERGIETZ B A SRR, SRR IR £ T2 Ik,
. HMESTEMAM /IR RiEE. GIFIREE. EEERARNaEMR/ RS
BRi5 EmiFe] REfRMRERE
HREVFERR, RUARELEREEH,
REMEHR RIBEFMBERNREEERER, HEEWERICESMF.
BEEMERNEE i } . e
- FT A B A RS EME/ RSN AT & RECE TR RIERER,
St/ A

HEEMIBREITHINR, BUHMME (FFE)IRAIEH. SIFE~NedE
EIERBIEHIER
EHEHRR REIEHIE R,
EHREEHR TR REFMILARERBXEE, XEARBNE. ReERRETIEHE.
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HPLC-ICPMSZNERE 4= A FRITH 5

B AXERUTHEASESMRIEEIELC-20AMBRBEFE FAFIEICPMS-2030B AN BNERS
FEARTIRITTE. ZTTALMERXRERYE, r=0.9996, MIAREIHERAEL02~106% (8], EILIE
RSD<3%, tHPRME, =M ibep HR D 5I0.17 pg/LA0.14 ug/L, PIEER BFEmALHTAH

EELZLES S

KRR PEHH =

iilg

F&k, AR HPLC-ICPMS

HEBARTENNESBEM TR —, EESMEERST, UILHR (As (1) MR (As
(V) ESFEENTIHESEREAN, MENEZAFSEMNEEZETLEN.

LEFTHARHREFHRAYTANEEZHVERD, BRBEAABHIARAT, 555/ EEH
HHMAN “FERRRA=E", HEHN =ZF" 2B, #HAZZH, FE2MA—EENKE (FETH
"8 As2S2), MR AEMITER, Eit, ARPHEAMEITENSENULTHIESEFENRISHEE
WML e REEXREEIF M.

RCRABRURIAEE LC-20A1 WEMARLZSHHATOBZE, £A%E ICPMS-2030 EHMEED
7 AR & &

| A e

1.1 %8
52 LC-20Ai SRURIEEIEN, HiE ICPMS-2030 BRREAMBEERE FARIEN
1.2 38R
PRER. LRRER. —FRELDER. T FREBRAGREH SR T E S EY B
1.3 SIS EF M ALt 71
SRIOPR RS A N ER SURIBM R, ERERAR (1+1) RE24/NHNE, BEBTFKPE, TI§

TR, RRMAZZREZEZMAACSE, MEREZILC-MSE, B SR AMEL, RHRAKAB
MEBEF Ko
1.4 BmaihiE

WZE4ENEE, BEFRS, B 03 g, BENE, B 250 mL BHIEMRHR, MAALRRE
Z2E, £, BE, MEES, B 3T°CIATBENIE 2 /) (88 30 2roEs—mR), BE, K
?, BIfEESE, AAIRMERAINESE, EOURBEESE 50 mL ZRELES, F#E 20~24 /)
B, BAEBENRRRWA EERREAE, WEFEARLY 15 mL BHFLUEERE (10 um) 78, BEREER
5mL, EF 10 mLEZRERFR, IKEEEZE, #5, #ESNHEHEEE 1 mL E 10 mL ZBRESEMR
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B, 2N 0.02 mol/L ZZRZ R AR BREZIE, HwIFM.

1.5 it &%
& i

o

pEi N =2
D7 =

R

1.6 Bk
FBEFHSI
B M I
B R OR

LSRN

H

N ]
=~
D11~

K

O
HEE S5
g S R
O

b

[

2. ER5i1ie
2.1 A R ECH!

Hamilton PRP-X100 (250 x 4.1mm I.D., 10 um)
A-30 mmol/LBEBR — S 5%, 2 mmol/LZ Z RN — 5 (pH

8.0) B-2mmol/LIxERE% (pH 9.0)

1.5 mL/min
40°C
20 uL
BER BEEFINTR)
RIBERERF
Time Flow A.Conc B .Conc
0.00 1.50 0.0 100.0
1.30 1.50 0.0 100.0
1.70 1.50 100.0 0.0
6.30 1.50 100.0 0.0
7.00 1.50 0.0 100.0
8.00 1.50 0.0 100.0
1.20 kW EEFERSRER 8.0 L/min
1.10 L/min H | A &R 0.70 L/min
Mini = b &8 £ # [E) %
i Z W E= R E 5°C
5.0 mm S B < 27.12 MHz
He i # = /" &E 6.0 mL/min
21V BEEdIEsRBE 70V

D RAEE L BN AR ER A AR FR XY IR am i 5 /AR IS 2, 10 0.02 mol/L ZZRRIEESER — shiaRmIaE 1 mL
&% 125ng. 5.0ng. 125ng. 25ng. 50 ng (YLURIT) RIRERAR, ESEE. FENEFERN
FRR9RsER (As(V)). WHHEER (As(lll)). —EREm (MMA). “HEm (DMA) FIFEHSE (AsB) % 5 Fh
SRR, BFEMDT.
2.2 REASHR AR T
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As{IT) 75 500 As(V) 75

i =
B i)
1 L L L L L L L L L 1 L L 1 1
[i] 25 50 [] 25 50
e (uglL) HEE (ugll)
#eAr = 0.1358574 * 1- 0.0428120 HerE =0.1264599 * | - 0.4400734
r=0.99969 r= 099982
B As(I11)BIRAE AL 2. As(V ) BIRUAE R LR

2.3 eI E

YefAHamilton PRP-X100&3E4E, 7ERER —S5%. J RN " WAMER I ZAREMRERT, X
BB A N TSMIZ SN E, 6 minbIREIRIAEBESTENE, WRT EMRFmOimdiz
FARSERRIERR L. E3APMEBIEERT, LUCPMS-20301F 0N, #HiFE20 uliyEintFmas
IS BE D BE.

(x10)
Jstd-6 : As:75
3.0

Yz e s - As:75

2.0

-
<
L
S
<
=
=
<

1.5
1.0

0.54

‘3TOF / ‘4k44‘0‘
B 3. 5 MA@ EE

min

2.4 1SHHPREE
TR 20 pL BY, XPARERRIFMm STD2 ERIERAIMFERRV(SIRLE, HTR(SIREL S/N=3 BT
PR S/N=10 EEFR, Z5RINT:

SRR = oy S ©
:std 2 : As:75 ] © 3 5
2.0+ = =) 5 i
] el - N ~
1 a = o <
] < = o =
1.57 = 7 o 2
] < % <t
] N a
1.0 &
0.54
K i 1 T Y ¥ 7 O . Y 0 ] Y — T T 7 7 7 T T 7 7 7 T T 7 7 7 7
1.0 2.0 3.0 4.0 5.0 6.0 min

4. FRERR STD2 BV EBIEE
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(x0.01)
std-1: As:75
50
25
‘2.‘1‘ o ‘2‘.2‘ o ‘2.‘3‘ o ‘2‘.4‘ o ‘2.‘5‘ o ‘2‘.6‘ o ‘2.‘7‘ - ‘2‘.8‘ o ‘2.‘9‘ ‘ ‘n‘ﬂn
B 5 BEER
R2RPEERER
12810 PR NEBEBMR
2R
(ug/L) (ng/L)
As(I11) 0.17 0.57
As(V) 0.14 0.47
2.5 EmIhER

A HPLC & 5 M2, ICPMS-2030 MELXSFEARTHEHMNEE, HHTIREIRERLL,
FA—tFmBEHF 3HERNEEE . KRLERNK 3,
*® 3 REFEAFMOMER

. MWELR It PAREEE  I0AREIRE RSD (n=3)
(hg/L) (hg/L) (ng/L) (%) (%)

As(Ill) 12.2 5.0 17.3 102 1.53

As(V) 3.42 5.0 8.71 106 2.15

3. 451e

AR B REUER) ICPMS-2030 5 R SRRAEEIE LC-20A1 BXA, FMAMEFIHIEDBIITIE,
BAL T RENE LR SFEAFRENHEN D575, BRI AN BT RS FEAFRBTHERD AT,
IMTEREERRRZRY, 09999, MAFEIWRRY, 7HAEH. A, 2N EEBEREES, Ll
RIK, ZTRIENER, NLEFEAFETHTIEITNERHE THEE,
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R/ Z AR I MATE R B RS HHIFLLINE ER3E

B XBPR&/TFE (PLS) BINEMATERKREFSHESERNELLIN (NIR) HEEEDIFIR
B, NMAZMIEILIETTED BN MFAEHK K E B A REFRIINIRCEHEITIAIE, FRAMOERS
BRI TEENITRE, ERERAEENTMRERBEEFNNERES, ERAEWNNEENHHE
BIRGFBINARTR.

R R TIOF EANKE TRET

MFERIREBNC. . 775, IS, R ELAF 11 KPAHR, BEEMER, T3L0E
2. AT RBMBPPARRIKEE. KRBAA . BOHRMAEEL. RN, OIERE. 2B

MFERREFOAENENNE R ZNBRREBIEE, RHiRETEEIBE RS HIEHITR
BY, BUERAFRAMIBAREEIL. PR, SELISMEIE (NIR) BARBEBAM. Rk, TR, B5R. T
BIAMEERZIMR, AM NIRXEEREEBRMR, WERFLHT NIR XEITEMER. EE. THB
FIEPREASEER, FBEE. R/ ZFE (PLS) BTFEARBIIRHESNEIMBNILFITE
FHERERNZTERIERZE, BRIEREMNON G EZ—, EMNEBEERMENAE TS EFPIRINR
RNTRD, BRMEE, FERETERFIRFEENEHL IR, BHENEHEERNAEENERE,

ISCRAEDIMNOES SR/ AR IDNE M EFHRREFOAESENEEONRE, BER
SRFUIREE, NPAREMAD 2 ERNERE—MHFH 5.

123875 7%
1.1 1%38

572 IRTracer-100 {HEMHLTSIMEEN

FZIELT4M NIR Kit

PIKE JT£T9MR IR
1.2 UBEREREH

HAESEE: 3800~12500 cm't

D= 8cm'!

PR 64
1.3 XigRE

KABEM T INOE ST M DR E 13 MARMRE MM RREFE AN, &
MMERECHATHF @I 3 OB, SREHBEHITLTHARE. FHEIT—UELETLIE, &
RIE Lo
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164

123
113

i
093
0eg

073

063

L e e L o O L o e o L s o
2800 anon 4500 sonn 5500 /000 A 500 7000 7500 2000 asnn 00N 9500 10000 40500 44000 S0 42000 12500

1. MAF BRI FF T L SNEE

2. ZRitie

2.1 TE%F
MEFHIEFESTEEEMERF VIP (PLS) JFRIMSRITEEEMAEXED, FUNEEIRIEUER

fif, BERGAMBRMEEERTFMEEFHEIENBREERANEE (BE), B 2 FHiEH 425 M E2

(FE=1),

’Selected

(%]

PN NN A U A T N T T T T T W T N T T AN 0 0 M

Index Value
(%]

| T

0 I B o o o e e e e LA s e e e e
200 400 500 800 1,000 1,200 1,400 1,600 1,800
Variable Mo.

2. TEEEF-VIP (PLS)

LA L s e
2,000 2,200 2,400

(=1

2.2 15
EREABELE 10, BEFEIMDN 6o HFFUNYHRIZE (RMSEP) &/, WEAFUNAES 4R
5%, MEXRARIAEES, WG ERL.
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Prediction R2Y Q2y PRESS RMSEP Bias SEP Slope Offset Correlation
PCs p 2 3 4 5 6 7 & 9
PC1 i 0.4258575... 0.3837817... 0.0672910.. 0.0293718... -0.000257.. 0.0295608.. 0.4049528... 0.1247027.. 0.6203839...
pPC2 il 0.6732771... 0.5632607... 0.0476919.. 0.0247272.. -0.000776.. 0.0248749.. 0.5739117.. 0.0887022.. 0.7509127...
PC3 3 0.8878905... 0.7137245.. 0.0312612.. 0.0200196... -0.001695.. 0.0200768.. 0.677161l.. 0.0661005.. 0.8474158...
PC 4 4 0.9626288... 0.7565558... 0.0265840.. 0.0184613... -0.002426.. 0.0184196.. 0.7357620.. 0.0530637.. 0.8727196...
PC5 5 0.9816090... 0.7884086.. 0.0231057.. 0.0172112.. -0.002323.. 0.0171640.. 0.7578155.. 0.0485347.. 0.8910147..
6 (08908086 07962570.. 00222487.. 0016880 0002294, 0OIGRAOT.. OTCGTE.. OOAGTS3Z.. 0890TS...
PC7 i 0.9959470... 0.7911861... 0.0228024... 0.0170979... -0.002529.. 0.0170191... 0.7702032.. 0.0457273.. 0.8925442..
PC8 g 0.9981502... 0.7866396... 0.0232989... 0.0172830... -0.002524.. 0.0172083.. 0.7683607.. 0.0461195.. 0.8893831...
PC g g 0.9989679... 0.7859164... 0.0233779.. 0.0173123... -0.002496.. 0.0172422... 0.7687547.. 0.0460645... 0.8893790...
PC 10 10 0.9994995.., 0.7859039... 0.0233792.. 0.0173128... -0.002483.. 0.0172446.. 0.7679281... 0.0462514.. 0.8893715...
#
3. FullZ B EER
Residuals Vanance
0.0014
E ——fEEE —= KiFE
0.0013 3 .
nnmz—f
0.0011 —f
0001 ]
nnung—f
muuoos—f
3 ]
g E
Euuuw—j
o uuns—f
0.0005
nnunq—f
0.0002
0.0002 3
0.0001 —f
o |
PCO PC1 pC2 PC3 PC4 PCS PCE pCT PC3 PCY PC 10
PCs
5 N N
4. RERED
Predicted vs. Reference
0293
uz&—f
027 3 !
3 [
0.26 [}
= *
0253 ;
3 [}
0243 .
— 4 M
3 0.23 3 H
o 3 ™ :
022 [
= 3 .
—0213
3 02l i !
= 3 . !
2019
o = s
vtz o ’ .
0473 o !
0183 ]
3 [ ]
0.15 3
E H
014 3
012 3
B e L L e o o L e e L s o o e e L
014 015 018 047 018 013 0.2 0.21 022 023 024 025 0.28 027 0.28

Reference Y [ y11]

B 5. eSS ZEEMAXM
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2.3 1REITHI

0.009
0.008 3
0.007 3
0.006 -
0.005
0.00¢ 3

0.003 4

0.002 3
0.001 3 | | ‘ |
3 I [ Ay I ‘ | |

=
-0.001 3 ”

-0.002 3

Predicted Errors

-0.003 5

-0.004 5

-0.005 5

-0.006 5

-0.007 3

-0.008 =
1511 1523 1622 1721 1813 1912 2011 2023 2132 2231 2313 2412 3511 2533 3632 7T A

B 6. AT ERE
BERERMFIBESFTUNEHITESY, RAFUNMEZE 0.0087 mg/fi (BEE 0.19 mg/fi, FUNE
0.1813 mg/hD), FIILIIFMIZE 0.0029 mg/Hio

3. 458

NAmER/NZFE (PLS) ARG GEIEAS (NIR) HIERL TNEMRERRETSAESENTEE
IATIRE, RS RIEES AR E WIEAFUNESHE R TN DAL, A MBI I TRt 2
FEMRENEIE T, RESRMNEENRE, ZRAEEFRIFNRRE. MEENRSHNTUIEE,
BITE R RN DN 75 EHE M A
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SR E &SR SiSpect DIA-10MiX4 25 O MRKEPFRIARIE .
TR L STETES 6

B AoUEARRDSHTREGRD T RGRiSpect DIA-101 7ML COARRPFRIRIE. RIFZ AL
HENDIT . KHLERKPE, £AISpect DIA-107ERAM ORKFEHL A EM M KRENR, EE
BMERBARIRHE, AN AESHBALHITSRI, A THRORK™mREFERREHERZSE,

KR FHORR shiSEGR HE KT FiE

PHORBE—XEBBNEL M, ERUPHANREY, BIRIAYHERAD, LR
Mm%, BHTEREERN—MRELN. ORBRNEFIZEEPAMER. AL, RE. LB BH.
KEMEESE, TRIIEFAIERMRSINGYILE, HtAIXEREHITIER, SAYORR
&, BORKRPEZHDEFEE —EHRIR/ NF LR, XEMA A= RMAE, M~ mivRER
Hi, BEEMEERIRED, XERETRIAIESAEREMBIUE, AMEWMORKRIOR/K. TRANR
2%, Alt, SYORRTIFTRI DR ETON, NTHREORR™DREBFEER

BEERIEE. ERGREMBOCNEEFS NS RFNTRBENNZ D6, BEEITHNME,
FALIRAZFRE, BREERERMBTRPRTER. hSTREGDTRGER AL ERE, YRR
MBHAIEER, KREEEENSEINNAIRR, HREMUINEERE, BORORKFIYL
BHIE

ISR A S ENSTREGRDITRS iSpect DIA-10 XA ORRRPIHMINIE. KA ATHRIEL
£, FmHEREL, (URERE5HE, EREWHR.

1. 28EH

1.1 {%38
B R ESHREGR DT RS iSpect DIA-10
1.2 (XA thFHF

iSpect DIA-10(X 88 D i 5 s IR IR I EIT | FBiFo o
3 1.iSpect DIA-10 > #r &

B8 SIS
Mt =® = 8 fps
S S = S 7 R 2 500 pL
B & B B 110
£ =R 0.1 mL/min

1.3 S2I8ER M AL 71
1000 ULz &ie Ketesk, SSELRKABALK,
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2. HamraishiE
B EXmEEREVKNTRETAHORE, EIEERBRICERRIFR, EANEHEFOR

Bohlliz.

3. 5R5ie
3.1 PHORRPFRINE. KA EN LSRR
3.1L1 EFESARRK

BRI AR ST HITIMARS), MEREMER. BEE (Feret) BIE. BK. K&EL. EE.
BRAKES. I, HINERRERSFVEEMARENBRHITHERS], EFESORKIAIAED
RIASIEANE 1~E 4 Fim. MELEZR(MAIUERNREARPFERRS RN, FJRIREE-ERE
MERZDBEMAED HEXDARFPFRLETHIT O (0B 5 PAR)

"\‘."‘0‘\0‘

%.‘?R@Vﬁi_ J @2 ecvaprgened
'@9\"50'0 :::.o.e.-'o?v.()'o'\'m..
g§*~«|‘5"'QJ>'

PiEi=ome ~ 84> -~ &
v e T e Pefas = 3

IQ.,‘.‘,’o oquo..ﬁ&--.,

ug\.rs\b’/'v

SER7ECERE VP

RN FRWE VEe sy
oJo\ﬂas.p,';

e |

o @

A% LT 9 F 0 008 08 5w

Qoooa‘.opl'oso

- 4 & ©

2 % ) 0 9 0 68 o g oiu9 o

L EFESORBRIEE (a) 2 B ERORRKIWEE (b)

Qe 6 8% 9 ﬂ 509 O F & V'S g 5 % 85 9 s ¢ffsd QB W
§ 0 ¢ BN ICIN 0o 00 00> ol oot Ol PR
® J 80 %) > s ¢ ik .~ 0 e @8 o s o[l 8o o 0 0 s o
siiWsSegspda =R i Bt B fvameal

o fiie '8 0o 0o e s s 0 ¢ 9 o a
0 ¢ 0 % & ) ® 00 & 0 o

»~ . Qe " o5 P8= vl g
9 =S 4 2 2 2 - ’ : g ’ = e . ’ . - . - . . . . - . . . - .
o p o /W ¢ o 0 9 P ¥ 9o BT sy g% 2 s s v o8 20 ™ i s
o BV ¢ ¢ & & 6 9 9o o y ¢ = '.

e ¢ & & ¢ S & I Q e & »
L Bl e M ] 8 . S o o ¢ ) 08 00 9 o0 SR v N
pom s VIR e ¥ N A1 Bl B % . . " -
L4 ’ q’ hd ’ . . ot * o g b ot 4 - - . . e . . - . . ’ . .
o (80 F 0 ¢ ° ¢ % Ve VRS S & 00 . . " E -
5 o so D s NG s ' &80 o009 %8s 8

3. ERERORRAIZE () 4 BEEESORRAICE (d)
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E O '¥ ¢ 5 % 9 B 9 9

- e BRI e Bl ‘W ? ; Comap
]A_

H
& ¥ D 9 v @ akd AR f R
3
> A
" / /
----- = sanyusnnmunnny
B — Y
“AAiqu LY o ou i ~~o
r LY ."‘* “‘m‘“ _Al‘"f A A * 3
ARy lar S W Sl (N N

2
~ -
4 ~—— ———

=
Area Baesd Diameter(um)

> g8 a
Absclute Amount (Diff)

Absclute Amount (Cum)

pii) 15 20 3

= 20
Area Baesd Diameter(pm)

E 5. BEEERORRTINEE-BRFVNERHHE (L) MRESIHRE (F)

B 5 AEFERORETFRNEE-BREFMEZHDMENESTE. BE-BRFVNERDHE
PR AREIE (Circularity) RRBRIBELAERE, BITL 1 RRBREERE, SR TRERSENE
2, tRREHEETHRETOREPFELEETRANTAL, SNHERITDHNT, BATU—— N HKE]
BRI EI TR M

£, BESESORRPHFREEREN 2683 N/mLo LbHh, TIHEEFZAXTEET DML
BT BT 0. XEEGINT, BERFUWERZAT 15 ym, EEE 0.5~1.5 DS EIFZRTER)
MBS E AN BRI (B 5 PREELEINIFN) , BIRGEMITE, EHITE 2 Fimr.

&2 BB ESORKPHRISITR

guit &M g () B (%)
X<15um, 05<Y<15 1133 87.490
X>15pm, Y<<0.5&Y>1.5 162 12.510

A XARERENER BIXH), YAREE BY i),
3.1.2 mSARRK
MHES AREHITINR, AR AORRPFEFZIBORNFIIAY), EEZTREAKER/)
BITHS, BRI RIEEE 6~ 9 Fixe
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¢~ Iv@y v~ dssv] i e

Ve ol oaimi |
-1 P PR A LT ] Pl B A
sw~SIEANN® T ) Y B B B
INIBFZVINEy D e L] L] D
\\Ilfl\ll‘\" :)\"I.’?\*\
AR VS P :
w4=]lEsHE\ % >
ZANERINDISYRESADE 2

ot
L4 g YNNG D VIR IS Y
LR R Rl
P vV & N w g™ 200
) 81 & T @+ \ P Pop)-

E 6. FsS OREITE () B 7. ks ORRITE (b)
'0"‘\"|\'.,| 8" &8 )™ 8% VO 0 0
Qv 0 g e R ORI | T A
f ' ' 8P b Q009 0" S vP a>
.',“.‘.“"' f 9 § F ' Q& F 8 7 0 % D e N
R U ke - Bl b B 2 ¢ 2 P O p o 0" 84wy
"‘\"""'." 8 35 ¢ Re s ¢S 8eold o
.‘(g"'\‘.'s" '.l.\‘.‘,)c.o~||
RS RIE s T YN A '."‘l'.l-..l.!'
P> P = d 9 9 o §F 0 &% 8 9% 2
' bl 4 b4t W elg Netases i e ™
“"”"s“'-'. A FUBRMUR N el LU el ]
giNS gINN G > YR "D WAV TRV AR |
B 8. fumsORRHFEE () B 9. fums ORRNEE (d)

MR, EERYBITNTREAKE, BEATAFRNNEREFRER, SEFROHE, PIBHEAIN
BRI (B 10 PREHEMT) , BIRENSEITIE, I —XWNREXEBHTHHNER, B
ERANBEHRATRIT. RY. BEMEHFER,

_________

A

= E) 3 ) a5 Ed
Area Baesd Diameter(pm)
Qq
20000 5000
2000
3 15000 g
=2 1=
e 3000 £
z 3
g £
£ H
2 2000 S
g 2
= =
000
0
) 45 50

20

F
Area Baesd Diameter(pm)

E 10. ffms0RRFNSEAKE-BREMERDHE (L) MRESIHE (T)
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£, TuREOREFRFRIEERE T 28586 N/mL. 1RIEE 10, ERMHARIITEINRESITEE
TR B, F1E0, BATEERERERTAT 15um, RAKEART 20 um NEHIEE N BEHN (B
11 PEEELAEINITRD , BIREFBEIHE, BEFRLLHINTER 3 Fimo
& 3 TURF ARSI R

guit &M FhrEg () Bt (%)
X<15um, Y<20 um 13673 99.101
X>15um, Y>20um 124 0.899

A XAXKERFRER BIXH), YARREAKE BIY ),
32489
SKWHERETR, WIRRAORRFAEETAYIAE. RTZATRMESFITEB. I RIMRMOR
REPHFELVERTHL, HPFRSORETEIFZFRY), BN ERATESESORRK. EH5H
SHREGR DM RS iSpect DIA-10 #1704, PIFNRBEMEENER, NARNTHORKHNTRER

RS E,
4. 5ig

AL SR STRIEBRDITRSE iSpect DIA-10 MR ORREFHTTHM, PIREBIIRA OARKFE
RIYPRIE ., RITUABNSESFER, NelE 7 RAYORRNREN TREEEAE,
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UHPLCH R RAHTERILHASEBE RS ZLNNA

B AsUERBENexera UHPLC LC-30AFEFF A ARG T RGN Z5HIFIFRe, Rgl, Rbl,
Rb2, Rc, RAHITOMAZSEBEN DT Z. HaARRFRESECEIMethod Scouting Solution TRk,

B &)L IR RSB R E L H A, @I Class-agent ReportiR &£ B TH SRS
&6 BN BELE T, MAMBE MG EFLZNRE, EEIME,

KR UHPLC BEARARS ASEH $4

AZEH (Ginsenoside) B—MEREREXNEY), FEFEETTASEAMTB, BEEEIMBARKE.
REaARREN. B RS MRENTHBEFER. EUASBEESRMARHR, BTFHEMED
BIKSHE, FHRR HPLC HEHRK, DBEMRERNE, BENAREEERANERAE, FABRR
BAEDTHEHITASEBERNERLANEE,

52 Nexera UHPLC LC-30A 2 AR RARETHEN —EBSRREEEMN LC-30A BUN—ER
TRAEDTFHRENENNEE. ©FALIFGTH BT E TR REEECLE MR TR AHE
BEANNTFIA BeTE DT A A2 R 2. ZARSACERY Method Scouting Solution TRIERFEIAIF 4
TIREIIEANEN, EFREZ TIRIEMIER,

XHREAZERY, BohfftaENEEFA R FIEL 7&K Re, Rgl, Rbl, Rb2, Rc,
Rd #1it 6 #AZBEHR UHPLC DA,

«h e ’
g‘g il MR180 pL SPD-M20A
Eml_‘%é Mixer - .. : PDA
HEEE —=p
£ =<
Jg-é;_clﬁ) CTO-204C
-
I I
B 1. AAF L RERRSS
1. SCI8ER S
1.1
AR SCIG(EF BB MR LN Nexera UHPLC LC-30A A2 £ %, BB T:
B &b # & 28 :SIL-30ACMP =+ = 7 :CTO-20AC (& FCV-34AH)
£ 2 Bt S Hl :DGU-20AsrX2 i} Rl 28 :SPD-M30A
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4 1EH 88 ¢ CBM-20A & & T fF U5 :LabSolutionsVer.5.54
W & R :LC-30ADX2 (Bdmyt 7 & A &K B+ : Method Scouting Solution
REBELLGIRE) Ver. 1.00

1.2 3thsR
1.2.1 FERIMFRE

18 FA AR RS S A
.
Bt HE, DBEELSRTN
v

BB EER A E

RS

T

fimige/ AL

‘_

e

DR HE

2. AR R RGBT RESERURIE
1.2.2 BEBIEFMF

(=) i = InertSustain ODS 3.0 mml.D.>X 100 mmL., 3 pm
Shim-pack XR-C8 2.0 mmI.D. X 100 mmL., 2.2 um
Shim-pack XR-ODS 11 2.0 mmI.D.X 100 mmL., 2.2 um
Shim-pack XR-ODS 111 2.0 mm[.D.X 150 mmL., 2.2 um
m &f) Mo AE—K

BH#E—2BE
m ® : 0.4mbL/min
#HoOoFE & R 3L
=+ & - 40°C,55°C

xR OA N BERR
o O R K0 203nm
1.3 HmElE
DA —EENASEE Re, Rgl, Rbl, Rb2, Rc, Rd, LUREEEDAESR 1 mg/mL BIfEE
R, REXEBEERURE-K (10 1, V/V) SR 100 pg/mL BUAERR, £ 0.22 um BRTIEE
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e E Y iR

2. 5R57¢ie
2.1 EBABERIEIRERF 3
DAZR 1 FrnBYi@ R iR R Y (8l A2 o Xy LA B A TE /K- Z BB M ehiB iR & T Tl

= L BRABERREERER (R 40°C)

Time(mir Module Command Value
0.01 Pumps Pump B Conc. 5
0.50 Pumps Pump B Conc. 5
3.50 Pumps Pump B Conc. 95
5.00 Pumps Pump B Conc. 95
5.01 Pumps Pump B Conc. 5
7.00 Controller Stop
mAU mAU
156{203nm 4nm [203nm 4nm
1 200]
125]
1005 1504
75% 1004
50
] 50
257 LJ
) ho
0.0 10 20 30 40 50 60 min 00 10 20 30 40 50 60  min
Cl: InertSustain ODS C2: Shim-pack XR-C8
3.0mml.D. X100 mmL., 3 um 2.0 mml.D.X 100 mmL., 2.2 um
1203nm,44m zozgo%nm,mm
200
150] 1564
100] 100y
504 504
00 10 20 30 40 80 60  min o T N e A Y

C3: Shim-pack XR-ODS II
2.0 mmlL.D.X100 mmL., 2.2 um

3.6 MAZEH

eS|

C4: Shim-pack XR-ODS Il
2.0 mml.D.X150 mmL., 2.2 um

RABEFMFTHEEE
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2.2 BRBE D REGRITHN

Xf 2.1 PIBABEDTERITN, KIBEABKRE M EIBESSHNGSI™D
R 2BABEFMT 4 MEEE LD BERITN

Corrected Resolution™

peak#

C1 C2 C3 C4
1
2 0.3 3.0 0.3 0.4
3 3.0 14 3.0 3.0
4 1.0 1.2 15 1.5
5 0.5 3.0 12 12
6 2.5 - 3.0 3.0
S* 442 43.0 54.3 54.8

Corrected Resolution™: FIEREEHATF 3L 318, FE 3 WLUEFRITELSERIZ.
S* AR, MBEREHMXZEIBEZM,

RIEBARESDINFG STOMERNTN, ERRENF@OTEERERN C4, BN
&iE+E: Shim-pack XR-ODSII1 2.0 mmI.D.X 150 mmL., 2.2 um

2.3 BRE F ik

RBABENEIREFOITERBE TRT O 6 MAZSEENERIEENREE, NEMoBEMNNE
NEMR, HITHEFMAmE. FHIEBENEEFEM L, 1% 3 NUBERERFRIERENLLL
RE, BRHER 4X4=16 MBEEM

®IBEFMFRE
FS 0.01 min-##aRE (%) 3.00 min-&ERE (%)
1 5 95
2 15 85
3 25 75
4 35 65

2.4 BEFHFMEER I HAEH

XF 16 MIBERGT 6 MASEEHNDINER, 8B Class-agent report B HITIRICHEBFA DB EB
R aEit o
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=& 4 BEMEDIRERITN

Corrected Resolution™

! 1) 2) 3) 4) 5) 6) 7) 8) 9) 10) 11) 12) 13) 14) 15) 16)
% co5 sgs 575 58 15- 15- 15- 15- 25- 25- 25- 25- 35- 35- 35- 35-
B 95 85 75 65 95 85 75 65 95 85 75 65

1

2 0.4 0.4 0.4 0.5 0.3 0.3 0.3 0.4 0.5 0.7 0.6 0.6 3.0 3.0 3.0 3.0

3 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0

4 1.6 1.7 1.9 1.9 1.7 1.7 1.9 2.1 1.9 2.0 2.3 2.5 3.0 3.0 3.0 3.0

5 13 14 15 1.6 14 14 1.6 18 16 17 1.9 2.1

6 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0 3.0

S 559 572 589 601 567 570 594 617 597 629 649 675 360 360 360 360

Corrected Resolution*: FIEDBEHATF 3L 318, FRE 3 BWLUEPRITELSERIS.
S AR, NIEHEXEIESBEZM

80
70
60
50 -
40
30 -
20
10

B 4. SBEFH LSS TN
RIEDTERITNARIOTER, HEDBREFMFN 25%-65%8 #iT F—F Lk,
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mAU
1203nm 4nm
200

1004“ \‘ j‘

0
100
7
o 25 5.0 min
1) 5-95%B
mAU
1203nm,4nm

200

wow\U/"v

100

o
|

4 (a— T T T T T T T 1 ! ' '
0.0 25 5.0 min

5) 15-95%B

mAU
1203nm,4nm

200

100

‘FJ

-100

o

L B B e A ]
0.0 25 5.0 min

9) 25-9506B

mAU
1203nm,4nm
200
100 | ‘
1M
Oilj” W
100
L B B B B By
00 25 5.0 min

13) 35-95%B

mAU
1203nm,4nm
200
100—? ’/\ﬁ \
1
Ol_i L“L/W\/
-100]
oo 25 7 s min
2) 5-85%B
mAl
1203nm,4nm
200
of;/ﬂff\u u/j/
100
oi.o‘ s T T se T
6) 15-85%B
mAU
1203nm,4nm
200
100 “
04— UL
-100—:
oo 25 T Ts0 T min
10) 25-85%B
mAU
1203nm,4nm
200
1002 n‘ | M ‘
o
-1005
A "oas T Ts0 T min

14) 35-85%B

5.6 MAZBEHERERIHLE

mAU
1203nm,4nm

200

: f—\MLN

o+l
-1005
oo 25 " Tso T min
3) 5-75%B
mAU
7203nm,4nm
200
100—?
o—;/r'”_’_\l‘\J‘uL/w
-100]
o0 2ds T s min
7) 15-75%B
mAU
7203nm,4nm
200
100; Il .’H
b I
O{ﬂqﬁ_ﬂ\m
-100—?
0o | "o 0 min
11) 25-75%B
mAU
1203nm,4nm
200
100 ! “
07 UU‘
.100{
o T  h m
15) 35-75%B
By BRI E]
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100

100

mAU
1203nm,4nm
200

100}

o»ﬂNL“JW

oo 25 50 i
4) 5-65%B
mAU
~203nm,4nm
200

100

L

o

——
0.0 25 5.0 min

8) 15-65%B

mAU

1203nm,4nm
200
100 ‘!

L %QQ\M
100

00 "5 50 min

12) 25-65%B

mAU

1203nm,4nm
200

100 [

Ul

o3| UL
-100-]

oo 25 " Tso " min

16) 35-65%B



2.5 BEFHMRK
XJ 2.4 RIERBRERM 25%-65%B NEM, WBEFHEHITHNK, BNLUIRSERENBIR/NR
AZEBENNBEE, XAGXRE2min FERKRAAI, WX 5K, KUTEIRERS 0-2min BY B%.
REBEFHNELILE (R 55°C)
FS 2 min-¥IaRE (%) 5min-Z1IERE (%) Peak2 {REZ B8] Peak2 DEE

1 24 4.23 0.7

2 26 311 1.4
65

3 28 1.83 1.8

4 30 1.52 1.7

LR ETE peak2 N BEMNRERE, 0-2 min & 28% ] A SENRENBARSTESHNIBE,
Xf 5min RIEREHITEER, WK,
ROBEFMHMNULIRE (IR 55°C)
Fs 2min-#AaRE (%) S5min-BIERE (%)  IFNRALERS

1 5 75.4

2 70 77.5
28

3 65 79.4

4 60 80.1

W ER AN, RIBIFNRAFAITER, ETEA 28-60%B AR ARMS %o
BEMEIENNERENEZ ERESALEHITER, ARAIEDNFBRTRAMILITIE,
2.6 P FFRIHE

i Nexera UHPLC LC-30A 52 A &R RGN 6 M AZBEHR UHPLC DT EHITRE, LI MRSt
et (BLLE, EREHR) 0, L IRERES] 55%0] LIRS SSIRF @A M B NI B Ry
NBE, AMx&HENREEEDINFGA:

=) = ## : Shim-pack XR-ODSIII 2.0 mmI.D.X 150 mmL., 2.2 um
pi o) M AME-K, BAE-ZRE
m ® 0.4 mL/min =+ |m . 55°C
' W F &K1 203nm #HOoFE K R 3w
K B B I BESR, NERFENR T AT
R T REERETBIEF
Time(min) Module Command Value
0.01 Pumps Pump B Conc. 28
2.00 Pumps Pump B Conc. 28
4.50 Pumps Pump B Conc. 55
7.00 Pumps Pump B Conc. 55
7.01 Pumps Pump B Conc. 28
9.00 Controller Stop
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U
_1203nm,4nm
500
250 &
4 — /N
o
o g2
1 X ¥
o I
-
0.0 10 20 3.0 4.0 50 6.0 7.0 8.0 min

66 MMASBEXNRMAKR UHPLC BI%E
2.7 EASEENDERBFIERIITER

mAU
_1203nm,4nm

500—

250

T B Lt B B B By By B B A A
0.0 10 20 3.0 4.0 50 6.0 70 8.0 min

E 7 A RERBURN UHPLC 815E

U
03nm.4nim | |
500
1 P
250 = 4 o
] (A 92 o
1 i
04—
— T T T T T T T T T T T
0.0 10 20 30 4.0 50 6.0 70 8.0 min

8 ERKEFHRAY UHPLC BiE

3. 418

B 272 Nexera UHPLC LC-30A HaFFARGRIERIL T Re. Rgl 5 6 MASEGTBEIKEBE DT
737%, FIA Method Scouting Solution T{Fuktzhlsk BEhSt MM BB TIRANATHBEE L FIEEE, @i
Class-agent Report IR&ELEMIH BT OMERPIER HHEM D BESSIHEMMBERLTFG. 2
MERETR, 6 MASBET 10 DWRRMELSE, SESBEHEART 1.5 UL, MNMAREDTTE
ERRRF L IRMH T — AT
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MethodTransferfE R Z4FEEIIEHPLCSUHPLC A ;E it th Y v B

B AXUKRSREABASEEE DRG], RASZE LabSolutions M BHEM A A iRFIZE
MethodTransfer #1T HPLC 725 UHPLC JAB#B%#R, ZINeELHmE I EBRIT BRI —5# 1T A /2801R
WL, HPLC JEFeHAY UHPLC &G, RAELH FRAFEERE DT BT EERE 60 min 858E 16.95
min, DRERERAEIES. £ UHPLC &4 T, UHEEEENIEICERIOTAT 3000, HFERAE
BMER; SEHARESFIBUBENTLHEEEIEE, R FSTEEEDT; WRAMSRY A RESH
6%, BFRAEBERZEFIEmIIE RSD 735I7E 0.026%~0.235%7H0 0.272%~0.982%2 (8], {N2ZEZE
RF; N RTEESEEREHRER B AR IEERYS S (R (529) BRI ERFEN
E, % UHPLC A AR BTRYEAFAATENEI, F5b, ALK LUHEERE 2T R8RS X BL

TR, HPLC /A5 UHPLC JEFIRE ST IEAEXH R B B AIAEXT £ EARBIABXT & 73 57E = 2%F0 3%
DU, WBEE AR A G R FHEEN & BRBITNEER—K, MethodTransfer AIEXMMAF HPLC &5
UHPLC JE¥:4t, Bh/iR 258D 75 SR E B D47,

X8R A ERL SFEEE UHPLC HPLC FiAkik

BEMREEE (UHPLC) 588 REEE (HPLC) HAEAHERNSBRIE, EHECEMNA
VanDeemeter75i2, BMERHIEE/NENES, BESMERNERTIYEBSRERMMRE. AL
HPLC%, UHPLOEZEBAESHNBEEMIHE, FNEEESEM TN E BEME,

PHABUFMNESR ERERK DEREERFRR, HPADMHRERKPL. BErI, UHPLC
BRARERANUF R IR BUEELANRAFSOMIAZESEETNA, RRBEHET RAHRDA
AR R, FREYEC TS AT E A ENE DT UHPLCAIHPLC A B KA. X UAFRA Eo 7 i Al ,
A BiEMethodTransferm A AR A RFRFHPLOE R ML UHPLC S, AT R IEEE DA RIIR
BITEER, HBXREBARESE,

1. S2588RSY

1.1 %88

55250 HPLC 7575 532 Nexera XR RFEGEIEN, BAEREN:

% 417 H) 28 . CBM-40 Lite i = Ml : DGU-405
W &R R LC40BXR B oh#E 88 SIL40CXR
= B M : CTO-40S ¥ W g8 : SPD-40

&3 T fF 14 : LabSolutions Ver. 6.92
ZRSLES UHPLC A7AFF 83 Nexera XS RABEIEN, BEAEREEN:
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A %= H 2 ¢ CBM-40 Lite B S #l : DGU-405

W & R . LC-40BXS BohEiFE2s ¢ SIL-40CXS

£ & % 1 CTO-40S W & : SPD-40

B3 T fFuh : LabSolutions Ver. 6.92

1.2 &K HE

HPLC JE% 14!

(=) = #F : Shim-pack GIST C18 &2i&#F (250 mmX 4.6 mm 1.D., 5um)

(P/N:227-30017-08, &2 (L) KIBMBRA

Pip ) B Al 0.05%BEER7KBR; B 285

Vi) ® : 1.0mL/min = B 30°C

oM R K 0-25min210 nm;25-60 min 230 nm  # £ (K ;10 L

KB A N L BESR, BIREWREN 5%, BHEiZFNR 1R

& 1. BERR Y EE
Time(min) Module Command Value

25 Pumps Pump B Conc. 15
34 Pumps Pump B Conc. 18
35 Pumps Pump B Conc. 20
44 Pumps Pump B Conc. 20
45 Pumps Pump B Conc. 45
55 Pumps Pump B Conc. 47
56 Pumps Pump B Conc. 5
60 Controller Stop

UHPLC &%

(=) = #F : Shim-pack GIST C18 &i&#F (100 mmX 2.1 mm1.D., 2 um)

(P/N:227-30001-04, &# (L&) LKBMERAE)

P )] B0 A 0.05%BEER7KBR; B ZBE = mo o 30°C

i ¥ 0.3mL/min AR 2uL

M R K1 0-7.23min 210 nm; 7.23-16.95 min 230 nm

KB B A L BESR, BREWREN 5%, BHEliZFI0K 2 P

2. HFamAnibiE

SERZM SRS RNEIE . BIRIXERZM0.4 g, 1A7K50 mL, INFAEPRIZENASHE, I8, K

#F, RBNWZEE25 mL, BAELIE (ThE200W, #MZF53kHz) 30950, BXL, HUe, &, EEUR

LSS

XNIRAMSRYPSRGIE: BB FERNRam. R IREXNRR. JIRXENRE. SHENRME
£, REWE, MPESNE Iml 28R FR. RILRE. JIRES 40 ug, 8985 80 ug WEGAR
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TERSI IR B IRYIA R,
Wi BRAVEIE . BN, BR4E, BX 0.1 g, EREMTMF, MHIE 25 mL, BE, BELE
(THE 200 W, $7% 53 kHz) 30 D, EXH, 0%, 78T, EXEUERKR, BlfS.
&2 BESRIEER

Time(min) Module Command Value
0.28 Pumps Pump B Conc. 15
7.23 Pumps Pump B Conc. 15
9.73 Pumps Pump B Conc. 18
10.01 Pumps Pump B Conc. 20
12.51 Pumps Pump B Conc. 20
12.78 Pumps Pump B Conc. 45
15.56 Pumps Pump B Conc. 47
15.84 Pumps Pump B Conc. 5
16.95 Controller Stop

3. ER5itie
3.1 BiEE

REBL2PBEDTEY, NERBF. WNRESRWAR. WREAMSRYPARMEIRLA KD 53
T ENDH, TEANEEENEL, BMYEHELTTH, HREBIEENE2-4. HPLCH EDITERE
W (IR BC A FRAFE ENE DA AR RN AR S,

mV
12004

1100]
10001
900
800+
700+
600+

5004

0.0 25 5.0 7.5 10.0 125 15.0 min

12007

11007

ILHEH

10007
9007
8007
7007
6007

500

40— ———+—F7 7 o —
0.0 25 5.0 7.5 10.0 12.5 15.0 min

2. RmERYARBIEE
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mV
12004

5 (S)

110[%2
100[%
90l}f
80l}f

700

6007

500

0.0 25 5.0 7.5 10.0 125 15.0 min

mV
900
800

700

600 -

500

o0 25  so 75 400 125 150  mn
4 R B A RESE
1 RRTFHIEA JLERES (5 HHE B8 KEHSHE
3.2 RFERMEERILER
LIS E LR BVIRIC RIS RIgtR, RAEMAMSRIN FRATR!
® 3. RABAER

ZFR IR BB RYIAR IR A S BRYAR (AR A
IEIEEIREL 50927 51449 51624
HPLC J&%%#B UHPLC /G, ZARPOAENIEICERIIIAT 3000, FEtmENE.

33FBERR

B IRAMSRYDE RESHFOR, ZRNFBHEEE. SMHEERRENEMIEmRRSDED 5
0.026%~0.235%710.272%~0.982% [8], FRPANIBIEEERY, 1FIELGMFRA~5,

= 4. WRAMSRYARERENRAER-REHE (n=6)

fREERYIE (min) %1 I 2 %3 % 4 5 £ 6 7 % 8
1 2.474 50915 6.294 6.761 9.301 12.095 13.409 14.376
2 2.476 5912 6.292 6.759 9.300 12.096 13.405 14.371
3 2.480 5.946 6.323 6.785 9.316 12.106 13.412 14.378
4 2.481 50913 6.293 6.758 9.297 12.102 13.435 14.373
5 2.483 5.922 6.310 6.778 9.312 12.117 13.430 14.379
6 2.482 5.935 6.312 6.772 9.303 12.098 13.403 14.370
RSD(%) 0.145 0.235 0.204 0.166 0.081 0.068 0.100 0.026
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1750000{
1500000{
1250000{
1000000{

750000

500000

0.0

5.0 7.5 10.0 12,5 15.0 min

E 5. WRAMSRYBRFEZENXEEE (n=6)

& 5. WRAMSRYARERENRER-EER (n=6)

IR %1 I 2 3 % 4 5 £ 6 7 £ 8

1 1936362 596577 207819 1268727 4162081 891690 173850 122768

2 1929724 593973 205056 1254772 4135958 885902 172573 122766

3 1937239 603092 205071 1260587 4132382 889534 172464 122031

4 1936610 596346 201504 1255153 4127762 888446 171213 123307

5 1944684 598017 205266 1268531 4124309 890719 171705 123459

6 1942521 596594 205161 1273478 4137090 884479 171868 121927
RSD(%) 0.272 0.513 0.982 0.620 0.324 0.315 0.534 0.515

3.4 HidRISEEE D ITER

XA SELabSolutions CSIILELEHMulti-Data ReportThREXT #R AT AC /5 FURIFE BIE 5 A 45 R 1T

BRI, ERETR: HPLOEREMAUHPLOER, $HEE3. 6. 7. SRYMESHREBRS B R U£7. 8AYAEXTL
ERITFEIRENE, SHPLORFEERE DTS —E,

Bl RS S T4 R
ES 1RE8R i8]
1 2.478
2 5.922
3 6.322
4 6. 765
5 (3) 9.335
6 12.115
7 13.416
8 14.374
3.5 HERRMLLER

N FRAE S FRAFIEERE DA, HPLCAMIUHPLCH 2Rt/ RX ARSI BN L IEIRF. 1

IEER  AERMREERYENEE  ERNERIDMEE ERHRERYE  ERNERID &S

2351468 - - 0.265 0.901 -
40942 - — 0.634 0.016 -
19333 0.64+8% - 0.677 0.007 HENE

412048 - - 0.725 0.158 -

2611278 - — 1.000 1.000 -

1871284 1.36+8% - 1.298 0.717 FaiE
80078 1.46+8% =0.020 1.437 0.031 HENE
119128 1.67+8% =0.020 1.540 0.046 HElE

B 6. fhil M EENE DTS RITFN
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SR B AR IEEARRV B e LAIIREGM NG, 75 AR HAIE8 MHEER BIEIMF—2, WNETFIT.
BAFEIE RYARNT R B8 B [B] FNAERT I E AR Eb 5 R G055 PR 7o

UHPLC 7%
16.95min

min
& 7. 7R B EX R M S RYA R G E
% 6. 75 IR AT EAST R BB Y [a FAER IS EARST 45 B2
ERHR R ] RIS ER
Be — EXHEE (%) HEXHEE (%)
HPLC UHPLC HPLC UHPLC
1 0.251 0.266 -5.976 0.466 0.465 0.215
2 0.632 0.636 -0.633 0.152 0.143 5.921
3 0.673 0.677 -0.594 0.054 0.050 7.407
4 0.720 0.727 -0.972 0.304 0.305 -0.329
5 (S) 1.000 1.000 0 1.000 1.000 0
9 1.325 1.300 1.887 0.131 0.214 -63.359
7 1.449 1.442 0.483 0.043 0.042 2.326
8 1.571 1.546 1.591 0.029 0.029 0

FRR6ERAA, HPLOEFREMEUHPLCE, FRAEHFHATERMERE3. 6. 7. SEIEEENIRE
Y Bl RAERRETE 2% A, 1§ THIIE SIS IE EARAVIESHRETE £ 3% AN, PRABFEEAEXT R EERTE]AY
ESHREE 6%, BRIECSHN, ERFEIERSTIEERAENRET £8%IURN. KAHPLCOED T,
126 SEMEEBIERHAITTRENE, HBEEOHNIRDTET M, MAEUHPLOEFMT, #651HBE
HENETE, WIECKEXIEEmRAESTHPLC A,

3.6i%ig
3.6.1 GBigHEREE

7317 HPLC A1 UHPLC ARz IR MR Fr eiEit. TENBEENUERNERE. 28K
HBIEIRFRIE ARG, NRIESERRAIGEEETAN N, SIFXAR®EBEERRERENEIET,
INZASER PR A B2 Shim-pack GIST C18 RAIEIEAE, AEAZMEIEEMM D EES, 2k )
/KR (dp) RZARBFES, S04SR0 HPLC 7&K A 250 mm, 5 um BI&ER (L/dy=50), UHPLC AR
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100 mm, 2 um BYBIERE (L/dp=50), ZEFEM L/d, —H. RPN BRREAE, WAIRARS L/d.EN
BIEFRAD BN R
3.6.2 ARV IRIEGE I

HPLC f1 UHPLC B EREMNSHEIEENR. #HEERNBELRIER. XNTEERRONT,
REZRERRNHFFERAT], BERFERBIEARE N, NWKIERRSEARRNFSLLEET
8, RRERANTRBRAENMOMEEITMRE TAE, BRFFUFELDRERE, #HEFRSE
BT ATRRIELL, SEPRER D PIIRIER 8UE 1S SR EF AR, T RERM O, BATFRATEM
BHEESE, ARIPEREREEER, SRBREARNER, TRRANERERAIERR, THITH
R RE RILAR

5972 LabSolutions BB /A HFI2S MethodTransfer, BJ32#ASEE] HPLC A UHPLC 757AME
#, RFE MethodTransfer FIEEFFZERFAIENREBERZHBNEBNNBETES, LEAL
MAEMN LTS ENBEARER. FIEEE. MRINEFERE, SEERE, RENBntEER
EXNARIEFGSE, TRIEADIFTEIRNITE, EREFRFTIERGNERAIRTE, TG
FIgEREREBER S,

4. Lhig

AXUFRAE A MAFIEEE DT A6, RASE LabSolutions M B H Y 75 A F i 7 28
MethodTransfer 3#1T HPLC 25 UHPLC JAB#B%#R, ZINeELHE I EBRIT BRI —5# 1T A /2801R
WL, HPLC JEFeHRAY UHPLC &G, RAELH FRAFEERE DK EERE 60 min 4858E 16.95
min, DITHERFBRPERS, BAZENERENE. RAESHANE. BEEMFNUERNOTERYTEITE
ME, % UHPLC FERIRTF (4% (A5%4) BCARRD) tmENED. Hb, AL LUHEEE DT
IR BAMNEZEINR, HPLC ES UHPLC JEFEE S IEABYT (R BB B ) AR IR EARAOAEXT R ZE 2 7
TEE2%ME3%LUA, BIFA ERREIERIFEENEIBREITAELR—, MethodTransfer BIEXMA T
HPLC &5 UHPLC %4, BhIRZ5EC S BRHHIEERE Do
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UHPLCERENE PEHIFIPASEEHRe, RglFIRb1

i B ASCRA LC40 BRAEEIEN, B THAFFPASESE Re. Rgl M RbLMEHE. HEXK
FRIREFAR S EAHITHE, IS T RIFMNOBME, EL 6 $HitE, ASEH Re. Rgl 1 Rbl HIRER
B FNEEFRBY RSD DBITE 0.11%~0.36%70 0.13%~0.47% 18], REMNBIERERIF. KWLERRKLE, %
755 REIREBEHINE A SIFIPASBH,

K. LC-40 SRURMEEIEN RHFFT ASEH

AZEE (Ginsenoside) B—MEEXNKEY), =iEEE. TEFETASEAMF. ASEER
MRBAZ. AZRASBERAFFIPHNETEEEMD, AR ZHR

AZEBEHRNNESR (FEZEH) 2015FRFME, EASREGIEENEBMMRD AZEERgL.
AZEEReMAZSEERbIZEHITIE

EEAEMHPLOGEIT AN, FERKALLODFFRIDTESE, DATRRERIR, HEAZE2ERM
RgI¥EN R, ALY EANexera LC-A0BMBMBEIEN, LI2.2 pmBRIEEEHTTHE, BiL 7 REN
ERAFFIRASEEEENZE BAZEEHRAMREIEGRIFNNBE,

1. L8E R

1.1 %38

ARIFO KA 5 # Nexera X3 RIEEIEN, BEAEREN:

Az EHlEE o SCL40 Bt = #l : DGU-405
W & 3R LC-40BX3 Boii# e SIL-40CX3
F R ® : CTO-40S M 2 : SPD-M40
B3 T fEuh : LabSolutions Ver. 5.97

1.2 DR FHF

B E M o C18EEME 3.0mmI.D.X150mmL., 2.2 pm)
oo B AK; B-ZRB

N

m ¥® . 0.8mL/min
=+ @ . 55°C

M OE K 1 203 nm
HEKR 5L
B A I BBEERT, BAREIGIREN 28%, BYEIEFWIR 1 P
® 1 BESLBEERER
Time(min) Module Command Value

2.50 Pumps Pump B Conc. 28
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4.50 Pumps Pump B Conc. 55
7.00 Pumps Pump B Conc. 55
7.01 Pumps Pump B Conc. 28
10 Controller Stop

B

ZREXRBmAmn B EERERL mnET I ENN R & Hida S RHE#TH
RodkhlE: RAZEERgl. ASEHRAMASEEHRINBHEE, BERE, MM20%5E
FIAEL mL735)&0.10 mg. 0.08 mg#10.2 mghuia#k&, BliF.

Him A &HIE: FERERENE IR,
3. ER5itie
3.1 iRERRBIEE

BRL2PDITENE, R2PEFIINRBSR N2, BEENELfR. B2 ENReSRglNE
EIXRE2.08 ko

mAU
{PDA BOEFE (203nm +/- 4nm) (+) |

=
1251 =
100 )
757
50 o<
] r 2
] 14
25
. “ e
S — S\ A < S,
0.0 1.0 20 3.0 40 5.0 6.0 7.0 8.0 9.0 min

B 1 xR mAREEE
3.2EEEXR

RECHIF IR R B BESHIFOR, ZERNGFHEE. ASEHRe. RgIMRbINRENEMIEH
FRAIRSD D 5117£0.11%~0.36%7F10.13%~0.47% 2 8], NZFHEERF. FIE2M&K2,

uv

7 1:STD-06 Ied PDAT LT (203nm +/- 4nm) (+)
275000 —£#2:STD-05.Icd PDA:WZ ) (203nm +/- 4nm) (+)
£00i3:STD-04 Iod PDA:“&) (2 ) (+)
250000 —{¥#i4:  (203nm - 4nm) (+)
4% 5:STD-02. R ¥ (203nm +/- 4nm) (+)
225000 éﬁ)ﬁi’G STD-01.Icd PDA: ﬂ))u'c}% (203nm +/- 4nm) (+)
200000j
175000; M /y%i
1 A

150000

N ‘
125000 N UL I =
A

1 ooooo—i Ry
75000—2 \ Lﬂ
ol ) - ]

0]

0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min

2. RmAR 6 HTEEMEE

—191—



R 2 WEBBAREEMER

Re Rgl Rbl
{RZ B8] {REG B8] N EANE]
IEmR IEER nEE IEER
(min) (min) (min)
1 2.305 101087 2.479 90080 2.088 4925 146395
2 2.312 100938 2.487 89962 2.096 4922 146440
3 2.316 100702 2.491 89509 2.086 4933 146583
4 2.323 100836 2.498 89545 2.072 4931 145895
5 2.325 100799 2.501 89506 2.075 4936 146524
6 2.326 100783 2.501 89460 2.074 4934 147948
RSD (%) 0.36 0.13 0.35 0.30 -- 0.11 0.47
33 HmINE
mAU
{PDA TEDETE (203nm +/- 4nm) (+) | 5
125 o
100—?
75—f
so—f
25—?
o
0.0 10 20 30 40 50 6.0 70 80 90 min

3 IR AR EIEE

A EARNEIE 3 Fim. ELNE 6 0, ASBEH Re. Rgl M Rbl BYREBES B FIEEFRAY
RSD 73 BU7E 0.09%~0.389%7 0.38%~0.49% 8], NBHEZRE RIF. Rgl ) Re NEERY, Rgl NnBEKX
F 2.0,
3.4 MBS ES UHPLC FiibbE

7‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
0 10 20 30 40 50 60 70 80 90 100 min

B 4. AZHERFAZSEH Re. Rgl M Rbl HiTEIBEE (BMRESZE)
FEAREIRET AT ASERBTIE, FH 5 pm AR EIER Inertsil ODS-4(4.6 mm 1.D.X 150 mm
L., 5 um)#E T4, MEA 1.0 mL/min, REABELE A, HitS 1.2 RE&HER. SEMEERZE
HTOMIEIES B IRRRB L EHITIEL, SHOEIR 3. BIRXPRAD BB SR8 BT
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xfth, BeMRRBAL AR 2R DTIESEEN 10 2, R XAKRBRNERERE, XABEMN

WRAERY 1/10, FRE 4,
% 3. ABEEOMEIRIESBERIRERES EX

DK RENEHE 3
Rgl HEBE
(min)  ## (mL) Re Rgl Rbl
BRI 110 110 1.57 2.290 1.457 2410
eI R 7 10 8 2.07 0.082 0.085 0.032

DATEFC (min) SaniiEFE (mL) REINEE

m BHBAESE e BERRERETE

5. AZBEDITEIRESBEMIRERE T EXT L

4. &g

AICHKFAEE Nexera LC-40 SRUBRMBEIEN, BT HAFFIRASEERNE T E. HERMA 2.2

um IR EERHITOE, ST RIFIDBEMR. &4 6 fHiifs, WIRMAASEE Re. Rgl M Rb1I K
REBES (B FNIEEIRAY RSD% D BIFE 0.119%~0.36%H 0.13%~0.47% (8], REBNBEEZERYF;, H Rgl AY
DEEEMEA Nexera LCA40 #HITREDITINE LT BMBRBTNETSE, DITWEKRBIRS, WEN

BIEE 110 D¥4EREHN 10 0¥, MohiBFEZRERT 92.7% SKFriFm D ITER&KRA, % /ARIRE
MESAHFIFASEHE Re. Rgl # Rblo
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ATLAS-LEXT NHDBzhai b i235 & B F IR MHHREI R iEERE S
E591h

8 . ASUELA ATLAS-LEXT NHD BmpriihERE, &% (REHNM) DA%, BoRREIREN
REVHIEEAES, EABSMREERE-ZRICESNZE (UHPLC-ELSD) #ITEENH. SRET:
TEE A B HPRTE 0.007 ug~0.030 pg Zial, EEMRAE 0.024 pg~0.099 ug zZisl, MAREIUERK
97.8 %~103.6 %o SFEHRRZEEABLL, EAAFIFR, BiRBRFIRFENIRRZEBISFIAF R EFEEREMT
95%. FERTHERE 40%. BERTT 6 1Fo

XKHEiE: ATLAS-LEXT NHD RASIHHEENY) fE2EMES ELSD

TEENEER RS MR T —LEBRREMER D, BEIREIN+TH]EREN, XWiMRIEKEF
(PAR)ZAEBARTFIEINFIER, WINNERE MARNARTRBIRIAPAFR RIS,

(PEZHE) RREHTIESHERYTIEEANESENNESE, ANEENESERHENR, HH
REARBERT L, ERBNREEE--ZANESNZETEE D .

AEE (PEH/HHE) PITAE, KAATLAS-LEXT NHDESaih BB RAMHIREIET Bt
RREE, BFAEEFRER N FIE. BEA. ANEAR, BEEMNESMNLEIWERNEE M, I
FIAREZ,

1. JIEERSY
1.1 %88
ATLAS-LEXT NHD EEhRIRMBEE I 52 LC-40-ELSD RABEIE R4

1. ATLAS-LEXTNHD (%) #1 LC-40-ELSD (%)

1.2 A8 K M4

1.2.1 ATLAS-LEXT NHD miib &4
’ooB ' OE 9L
B o E E :5000rpm
Fom il R KR 3

HEEHHRSE  70mm

& B 8 : 180sec
8 : 60sec
dOA R 30 %ERER-K

T W
C
jum)
e
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1.2.2 LC D%kt
=) = ## : Shim-pack GIST C18 (100 mmX2.1 mm I.D., 3 um; P/N: 227-30008-05, SGLC)
pil o 0.4mL/min B Z:051ul
= B 1 35°C B o FERR

i )] oo EREE: MERKE: K (10 150 84)

® 22 : ELSD, ;EFE 40°C, 183 Wide, 1IiEe8 45
1.3 W ERIEE A RA &

BERABH QA RIZEYIEE, BEFE, MPESINE 1 mL2& 2.5 mg laRK, BIS. T A%
FRANESHERNENRBRZIMSRAIESIEN: BRAB: 3581 %, BEMAEEA: 2741 %, BENW
fig B: 16.67 %, $RAMES C: 13.00 %o
1.4 HhidmiaRaEIES N

1.4.1 FohRREFERCRIE
B (FhEZGH) B, BEREMERY) 150 mg, BEME, 7K 10 mL, BEACAFRRESE, I
2 %EREAR 2, BIBIEEIRIERIN4 X (15 mL. 10 mL. 10 mL. 10 mL), &FHREUKR, A5 %Es

ERENAR 20 mL 7T%, BERWARKE, BAJEKRIE 10 mL %%, aHIRIERIVRAFR, B
KA 2 ), R 20 mL, BUKE, AZBRES 10 mL %%, &aHIROER, BWCAKIZT, WERHR
EAARBE SmLEMRF, MREZEZE, BY, 0.22 um EEdIE, B,

1.4.2 ATLAS-LEXT NHD BE X 2 EhRRZEET 2

EEAR

J- U 250 §-§

HEEl  SmzmzE L DLEFE  HRE2  F0S%RERAER
BHARLEB

mmu-m

WFHAE  WRE3 SNZMZE @ R9
BE2R

mm i

mEFEE  wam Ak RFAR HRE

- o5 ﬂj =

2. ATLAS-LEXT NHD Bh&RZF BT IR on < 1)
BRAYMIRENY) 7.5 mg, $BBME, 107K 0.5 mL, BEJCAFERMERE, N2 %HBA®R3 uL, B
F ATLAS-LEXT NHD ##m&EH, R ATLAS BE X EFTMFmRRERSZ, Mgl BIBRIEE
REIRE 4% (0.75 mL. 0.5 mLy 0.5 mL. 0.5 mL), #FEHIESE 6.9 mm, SHIZEUR, B 5 %k
FRENAR 1 mL FRiERUR, HEHIWEREE 0.1 mm, DEERINAR, BRAIJEE 0.5 mLnk, #
IR EE 109 mm, S§HJBRIERIVRATFR, BARF 2R, 8K 1 mL, #FEHESE 0.1
mm, DEUKR, AZERZES 0.5 mL 7%, #FRaEE 184 mm, & ZBRIER. ARXET, A
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250 uL RERER, JBS, 022 um g8, BlfS.
1.5 E %

DRNEEIRE FRIREA & 5 ul. 10 ul, #Of&BR 5 ul, ENREEEN, WE, BIMFMR
ENBHESIITEARAE. REANE AL RERE B ARENE CHEE.

2. ER51ie
2.1 Feh5 B ERIGEIILL
DRIRABFENRBEEA ATLAS-LEXT NHD BibR&HEEL, R T ZEUIiEFIAFIBE. iEDHE
M, BONLERIRK 1 ME 3. FRET, BohRRERIRFohRK BT @BEFEEMREE 95%.
FERTARAE 40%. IBER 6 &
= 1. For5 BRI R AE. ER B8N

e R R(ML/ESR) B 18] (min/#. ) w2
RREBLIIE — — — - -
ESIE3:V] B hZEEY FohZEEY BBl FohFEE  BnhEFEE
R FETREN 45 2.25 20 12 1 6
EEBR NSRRI % 20 1 5 3 1 6
R 7 BE% 10 0.5 5 3 1 6
KA E 40 2 10 6 1 6
R Z e 10 0.5 5 3 1 6
ait 125 6.25 45 27
140 50 !
0 - o - °
£ 100 & 2
.3 # 30
2 80 s N "
= B £ b B
g 60 @ 20
e 2
40 I 2
10
20 !
0 — 0 0 II
FAR BRI FRIFE  ERER FHER BH;HER

WZMZERR wRREETREE = ZRZERF wARR  mZRZERE
3. Fo5aoAABERFAE. ENRBENE
2.2 FHIEEE
R 122 oWFM, WEEBET. SRR RD B EN D, TEAFFMN R AR EBE
BIXSLL A 3 P, BERYHIERTTHo
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uw
17500073

BREAE ICdELSD
S#&#H.ICdELSD

150000

BRRE

125000

1000004

REREA

750004

50000

>%E§P\‘.-§EB

250004

0]

{ RAEREEC

T
0.0 25 50 75 10.0 min

Bl 3. = Ba M R A R B E
23 RBEMAMER
EICEREIZARAEEEITEN 9573, (PEHHE) REEERMIFERNTET 2500, FKRIWLER
e (PEZE) NE.

2.4 1SHR. EERMEERE
LabsolutionsEXHKIR(EMRLL BT ERHIR (S/N=3) REEMR (S/N=10), HERIK2, #HIFE0.5
UL, BXTRIBEMIEBESRNEOR, EREHPLCARRBRE, tEERNEENIREVEIRSDETE0.04 %~0.10 %
28], IZMEFRRSDIETE2.04 %~2.80 %2 i8], NEBEBERY, 1FI&KR2,
&2 HPLC FEFERER

GA=x7) KPR (ug) EE2MR(ug)  REBESIEIRSD(%) IEMEAR RSD(%)

= 0.007 0.024 0.04 2.59

RANEE 0.011 0.037 0.05 2.57

RANAE 0.030 0.099 0.10 2.04

RN 0.013 0.043 0.06 2.80
2.5 htREULE

BRI EMIEENEES ENVRSHEIWIFm24A, 8461, BOAIMMANREHZREEXRIZIY.
—HIR ‘141 FRRERCRIE , B TAHIRR “1.4.2 ATLAS-LEXT NHDBE X2 BB R ZE0D
27 flEHHEAER, ENoRFITELRNRR, AMERIMFEWRERINTEXRMR. ERETR,
ATLAS-LEXT NHDE st R ZEEX B WK MNEE M S FolRBREEIE S,
7 3. PIAREIEREE R (n=6)

. e HRNEE e . S SIEIl &
BT EE AT &Y ANE (ug)  FTWNE (ug) RSD(%)
(ug) (%)
BRAEE 0.5408 0.0895 0.6238 92.7 3.32
e IRTEE A 0.3611 0.0685 0.4271 96.4 5.90
FRIZEEY
IRTSMEE B 0.2077 0.0417 0.2461 92.1 1.52
IRASEE C 0.2139 0.0325 0.2468 101.2 3.23
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HRMWEE 0.4755 0.0895 0.5645 99.4 2.76

I SRATAEE A 0.3092 0.0685 0.3802 103.6 1.81
Tz
SRAAEE B 0.1976 0.0417 0.2404 102.6 2.28
SRS C 0.1901 0.0325 0.2219 97.8 2.40

2.6 SEFRHE B ITEIEL A
AR “1.4.2 ATLAS-LEXT NHDEEXEF BEpRRFBIIR" Fofl&eMertiimai, Eilo
1, MELERI T4

110

105

100
9
9
8
80

HRNEE RAREEA IRAENEEB RANEC
B FRHFEE W BEhEE

Bl 4. F B ENA B shZE BN Rl e R B9 R2 08

FSEIE (%)
o

o

(&)

&4 FRIELER
MEE (ug) FifE RSD frmEZ  HEERES
2 3 4 5 6 (1g) (%) (mg) & EE (%)
HREWEE 2475 235.6 2318 2440 2352 2324 23718 273
WBHEABEA 1570 151.0 149.0 159.6 1587 1524 1546 284
fRAEWEE B 96.10  100.05 97.60 1014 100.8  96.90 98.8 2.24
RAABE C  99.65 93.20 9320 96.05 9555 9275 95.05 276

L 4=x?/

7.49 7.83

. #ig

ARSI T ATLAS-LEXT NHD BohbARZBERE B P is X NER, FRBSXREEIE-Z &L
BETHIME (UHPLC-ELSD) #H1TEEDMBEA A, ATLAS-LEXT NHD A TEE X RKREEGIIE, 3
MrEmEFEE/ FEE. BEXR. AR, BEEENENRIKRENEE Y, NP BhvaitbiE
REFHAEZE, AIHEXARSE,
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LC-MSMSE N E F 5 FhlH57 P 4Fh D SR 40 B2

B AXFASE=8NRTRIEEEREEAMN (LCMS-8050) FrA& T FESFRIHEIFIF 4 FE R
BT %E. KELERREA, T 0.05-100 ng/mL RESCEINRN, HELMRIF, SMEXARHT 0.9995-
0.9999 Zi8le HALEEARRERETE 90.8-111.6% 228l 1 ng/mL ARERRIELHIE 6 )X, FREEEEIFIEE
AHAR T AR R Z (RSD%) 79 3U7E 0.04-0.06% A 1.5-2.8% 2 (8], FHABEERI. 0.025 mg/kg. 0.5
mg/kg 1 2.5 mg/kg = N AREIRENIFREIUNETE 90.7-103.4% 2 (8], 4T =131 REXIRERZE (RSD%)
£ 1.5-4.3%2 08l ZFABRE. HE. EH, ERTFESTREIFIF DS AR,

R LOMS-8050 ESTRIHIF DIRHE

BRREREWEY( aristolochic acids, AA) BERHRHSRRBENREN—LHEAIFELLEY, &
EORRERA. Bl G DF, HRSBRKRBRANIESMMND. IT/LF, IaRNETHINE D RRERIEM DY
Am5 iR BIHRERRE, ERNIMNATIERAART S SRRRALERR2MENITIE. XERRARE
/5 (FDAE2000F5 B LT BEXAARE. BRR. FAE. XK. T . ABCFRRFY. 75
Y EFRVE R ELAM PR ARNH OMNHEE, REWXRIT —R7IXEGTER, EREEBUEXAE.
[TBACMBABNARINE, AO5BANE. BEMEIATENERS.

MEEIRHUEHEY), HTFESHFTREEZEAM, ALRELENFSFHFFIRREEMEYE
S#HTEN, NERDSRRETENRSRMEIRE. 2°CRAE D2 =S RREXANLCMS-8050, &2
I T FEFRIGFI R4M SRR DT E, #HEXENARZSE,

1. SEBEERSY

1.1 {28

RIS EBSMREEIBN LC-30A 5=BMRMFIEN LCMS-8050 BXA &%, EAXEEN:
Zafzdl3s. CBM-20A i S Ml DGU-20Asr

W & R . LC-30ADX2 Bohi#iE2s:  SIL-30ACMP

= B % : CTO-30A B TEuh:  LabSolutions Ver.5.99

1.2 FREH

RARFAF

& i M : Shim-packVelox C18 (100 mm X 2.1 mm I.D., 2.7 um, P/N:227-
32009-03, 272 (L&) LR ERAE)

Vi ® : 0.3mL/min
=+ &1 15°C

HOFE O OE D 2uL
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oOom B A#E-(0.1%FREE, 1 mmol/L ZE85%)/K; B HE-FE2
O oA I BELR, BAEYIBIREN 50%, EHRERIE Lo
% 1. BERAY 5

Time(min) Module Command Value

6.00 Pumps Pump B Conc. 70
7.00 Pumps Pump B Conc. 95
8.00 Pumps Pump B Conc. 95
8.10 Pumps Pump B Conc. 50
11.00 Controller Stop

BRig s F:

BFR: ESl, EBEFIRI IPMRERERE © 400 °C

EZHS: ®R3.0L/min B¥IRE: 300°C

FIE<: &S 10.0L/min PR 2R ET(MRM)

M= ==10.0 L/min MRM &% &k 2

DLERE: 200°C
% 2. MRM 2%

No. EZ) CAS BIAEF ~¥EF  QlPreBias(V) CE(V) Q3PreBias(V)
298.00* -26.0 -13.0 -20.0
1 DR A 313-67-7 359.05
296.00 -26.0 -14.0 -30.0
268.15* -16.0 -13.0 -18.0
2 D H55F8 B 475-80-9 329.05
294.10 -24.0 -13.0 -29.0
282.05* -26.0 -13.0 -13.0
3 SHRRER C 4849-90-5 345.00
284.05 -13.0 -13.0 -19.0
279.10* -11.0 -27.0 -28.0
4  DEAREERE  13395-02-3  294.05
251.05 -21.0 -35.0 -26.0

xR TEEBETF
1.3 EEmBREIE

SRR BESIVEMRS R BB 4 MERREIERS 10 mg, AREESZE 100 mL BEMRF,
H48 100 ug/mL FREEE R

SRVEESTVERIIIIESR: NELAE&EEPEZIEE, ATaERESIK 0.05 ng/mL. 0.1
ng/mL. 0.5ng/mL. 1ng/mL. 5ng/mL. 10 ng/mL. 50 ng/mL. 100 ng/mL tRERTI TIEA R,
1.4 A b

JEMRPREY 1 g iAE = 50 mL BB, 1IN T0%EREZ 25 mL, JRIERS 2 28, HEALIE 30min, HX
tH, 0%, LL10000 ¥% /72 RVIREE 10 0%, KBRS 0.22 pm BERTIE, BURR L.
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2. ZR5iE
2.1 frEmAREIEE

Q 359.05>298.00 (+) 4.53e3 Q329.05>268.15 (+) 2.52e3

RT=5.401 RT=4.634

100.00 - 100.00 -

% | % -

000 -———F—F T 00—
45 50 55 6.0 40 45 5.0 55
RT (min) RT (min)
Q 345.00>282.05 (+) 3.20e3 Q 294.05>279.10 (+) 1.09e4
RT=2.351 RT=5.900
100.00 - 100.00 -

SRRNER

% | % |

00— 000 -——————F—F—
15 2.0 25 30 5.0 55 6.0 6.5
RT (min) RT (min)

B 1.4 #2RRBMERER (0.5ng/mL) MRM &iEE
2.2 Z145EE
1.3 HHI&ER9 0.050 0.1. 050 1. 5. 10 50¢ 100 ng/mLARERSITIEARKR, BY 2 uL ##F, LUK
EREAAR, BERANLIR, ERIMIENS TIFML%. RUEMLINE 2, SRERLIERIVERE.
HERI RPEFLERNEK 3o
&= 3 REHLER
a=x?/ SR (ng/mL) EHBE (%) FIERMR?

SRR A 0.05-100 96.3-111.3 0.9998
SHERE B 0.05-100 93.3-111.6 0.9999
SRR C 0.05-100 95.6-108.4 0.9995
555 B 0.05-100 90.8-111.0 0.9999

23ESHER
1 ng/mLIRENREAR, ELHE 6 X, ERFENEMEERRNESN, SRINTR 4T &
BE Y [B) M 12 EARBVABXI AR E IR ZE (RSD%) 70 3U7E 0.04-0.06%70 1.5-2.8% 2 (8], F/AERE R,
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Area

6.0e6 -
5.0e6 -
4066 -
3.0e6 4
2.0e6-

1.0e6

0.0e0 @——

Area

4.0e6 -
3.5€6-
3.0e6 -
2.5€6-
206 -
1.5€6 -
10e6
5.0e5

0.0e0 ¢

&4 Ing/mL BRREAVERRIES: 6 sTEEMER

RSD% (1ng/L)

1y=65402.24x+410.0980

2| Curve Fit: Default (Linear)

| essEsC

| Weighting: Default (1/A)

R?2=0.9998305 R=0.9999153

Weighting: Default (1/A)
Zero: Default (Not Forced)

25 50

L B R |
75
Conc. (ng/mL)

y=43391.51x+294.2304
R?2=0.9995064 R=0.9997532

Curve Fit: Default (Linear)

Zero: Default (Not Forced)

25 50 75
Conc. (ng/mL)

2. 4755

2.4 mirERERESHER

AR 1.4 BINIETE, XFESRRIGIFF

x|

R.T. Area

DR A 0.05 15

D RRER B 0.06 2.8

SRR C 0.04 2.7

9B PIMAR 0.04 19

Area
1 2msEA 3.5e6 -| BuesEB

Jy=34558.22x + 153.5161
R?2=10.9998867 R=0.9999433

-| Curve Fit: Default (Linear)
| Weighting: Default (1/A)
Zero: Default (Not Forced)

0.0e0 @~ D
0 25 50 75
Conc. (ng/mL)
Area
| DR ELRR
1.4e7 <y =123321 5x+ 4481154
;] R2=0.9999618 R =0.9999809
1.2e7 —: Curve Fit: Default (Linear)
| Weighting: Default (1/A)
1.0e7 _: Zero: Default (Not Forced)
8.0e6 |
6.0e6
4.0e6 -
2.0e6 -
0.0e0 @
0 25 50 75
Conc. (ng/mL)
KRR T 1EihLE

mFE TR B S DREKFIMTEIRERER, §NKRE

FATHE=0Fm, #HITEEMER, . . S=MIFREDIA 0.025 mg/kg. 0.5 mg/kg 1 2.5
mg/kgo =IKFIMREINERREEMLERILE 5
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&= 5. ZIRERFIFEIREREEMITELER (n=3)

0.025 mg/kg 0.5 mg/kg 2.5 mg/kg
i [E1U 2 (%) RSD(%) [E1U5 2 (%) RSD(%) [E1U 2 (%) RSD(%)
DYREATR A 97.9 15 95.1 2.2 94.4 3.5
DU B 93.8 3.4 933 3.1 90.7 2.4
SRR C 98.0 2.7 94.7 1.9 93.1 35
SRR B 97.4 1.8 92.4 2.8 103.4 4.3

3. 4518

ANF B EE LCMS-8050 = EMEMTEREANEZNTE 7 FESTAGIFIF 4 FHERKER, LKL
R&RE, £ 0.05-100 ng/mLRESEENRN, HEEMREF, &MHITERITE 0.9995-0.9999 i8], HHLLEAR
=EMETE 90.8-111.6%208l, 1 ng/mL FREBRRELHE 6 R, FRBNENIEEIRNEXNIRERE
(RSD%) 43 BI7E 0.04-0.06%F 1.5-2.8% 2 8], A EEBERF. 0.025 mg/kg. 0.5 mg/kg fl2.5 mg/kg =
MNREREMAREIWEIE 90.7-103.4% 28], F17=miFREVENIRERZE(RSDY)E 1.5-43%28. %5
ERE, EM, REML, LRES, HRPAMEEIR, SR TFSHRIGIFIA 4 7S FRRERRVQN,
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GC EMEHMIMLIBIIZES 80 o 6 HRARS R

B AXFABBZE Nexis GC-2030 SAEGBIEN, BILT AR LEE 80 FIFAL. —8/3,
KRR, 27, “HEE. =ZHE 6 MERINET E. £ 5~100 ug/mLRESEERLMEXRRY, X
REIIART 0999 5 pg/mLARBELHIF 6 £, IEERLL RSD%IY/NTF 3 %o NAREIULETE 88.1~110.8 %
ziale & A AN, P, AUNABTFARBEERILEE 80 hifa k. —&8/ M. |IE. 27,
“HEE. —HERKN,

KpgiE: RS AR RILEESS0 R

RILFEES0R P LN FIME R AEE, BRBRTAREFFNRLNERMES. RERFE
R, MZTENREMENHHAITEE, EHit, BUEEMXNEHERLIEESRNRENY, NmHE—F
MIRK R MR MBI,

Wa iR UIIEESOEFTAIERNRK, RIEFmPEERE; BRI ETHRAlkE~E
“ENM RCE. 27 —HEN=ZHESFEFY), YRS ARTE-ENEE. BEib@Ed
B SR B AX X P2 R R I TINRE

ANSCER BENexis GC-2030# 1 T RILFFEOFHE LR, —a- . 2. 2. ZHEE.
=—HERNSGE. %A EEB REFNAE. EEMMEBINE, ERTHRMAERLZESS0 X/ ihAHR

FREERNE,.

1. EIEERS

1.1 1%38

Nexis GC-2030 SAEEIEY

1.2 35

& 3& M SH-Stabilwax (30 mXx0.25mmXx0.25 um)

R E R . 35°C(3 min)_30°C/min_125°C_10°C/min_160°C_50°C/min_240°C(20

min)
HEORE  230°C MEES SR BERREAK
% ® E : 40.8mL/min HOFE B X o
7 w101 FI D & E :250°C

2. HFmEtig
FEWMTERIIIEES0F R4 g, IMAREAMRES, FINEImLE40 mgRILIFESS0RAR, BULAR
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1 mLE# /MR,

3. ER5iTie
3.1Z78. ZHE. —HERSHESRIEE

uv
:M
12500(%?
10000(%?
] < n
75000 ~ )
1 ™
50000 -
2500(%?
o |
0.0‘ o ‘1‘.0‘ o ‘2‘.0‘ o ‘3‘.0‘ o ‘4‘.0‘ o ‘5‘.0‘ o ‘6‘.0‘ o ‘7‘.0‘ o ‘8‘.0‘ o ‘9‘.0‘ o 160 o ‘I'I‘O o 12‘0 o 13‘:0 o ml‘n
1. BB 1L134Es 80 /P 6 MR IEE (100 pg/mL)
R1LUEMER
No. a=x? E CAS = TREBBYIE(min)
1 2= o Ethylene oxide 75-21-8 1.540
2 —& 1,4-Dioxane 123-91-1 4.986
3 [k 2-Chloroethanol 107-07-3 7.247
4 2= Ethylene glycol 107-21-1 9.119
5 —Hi= Diethylene glycol 111-46-6 11.193
6 =Hiz Triethylen glycol 112-27-6 12.656
3.2 gL IIG IR

U BREERAFIBCHIRE 5. 100 200 40. 60. 80. 100 pg/mUimERKREY, XNEREXTREAR
BTN, LDURE AN, BERANEIRAGIRERL, ROERZLINE2FR, LUSEERILITEIM
EMREIR, SEEYRERUNRAMERXRBINR2PTo

[TES TR TR
60000 125000 1
50000 1 75000
. 100000 1
40000
] 75000 50000
30000 1 |
50000
20000 ] 1
E ] 25000
10000 25000
00 280 500 780 W 0o 280 500 780 Wkl 00 280 500 780  wkE
= - — = = .
Hallkz =R ke
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~
i B i ifi B
125000 100000} 1000004}
100000 i ]
] 75000-] 75000-]
75000 ] ]
] 50000-] 50000-]
500004 ] ]
] 25000-] 25000-]
25000 ] ]
o] o o
00 250 500 750 )z 00 250 500 750 )z 00 250 500 750 ik
iy “HEz —Hiz

2.6 ML SYIRERRLL
& 2 BADHEXR BB LR

No. Hpsi  BXFREH R) K2 PR (ng/mL)
1 ekt 0.9999 0.55
2 Z&IF 0.9996 0.42
3 [k 0.9994 0.48
4 -} 0.9995 0.40
5 —HE= 0.9992 0.39
6 =HE= 0.9995 0.50

33ESHXR
BX5 ug/mUAR AR, ELHFOR, ERNENEEN, NELSRIEKS,
RIIMUANBEHLER
No. f&wd BERL BER2 BER3 EER4 BERS BERN6 RSD%

1 2= 3220 3115 3220 3185 3186 3114 1.52

2 —&Rr 5850 5823 6059 6053 5865 5689 243

3 KB 3971 4001 4067 4036 4028 3940 1.15

4 2= 5694 5724 5690 5701 5719 5807 0.76

5 “HiE 4965 4912 4882 4830 4858 4957 1.10

6 —HEE 4394 4329 4283 4323 4334 4411 1.10
3.4 htxREULE

A BIEENESFR, AMEEYERE. RKIbFmETMRSELR, MmREN250ug/g, [BIHL
REERYNRSF o
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[FID1
90000+

800004
700004
600004
500004
400004
300004
200004

10000+

‘2.5‘ T ‘5.0‘ T ‘7‘.5‘ T ‘10‘.0‘ T ‘12.5‘ T ‘15.0‘ C ‘17‘.5‘min
B3, fFailliiEE

& A FRIMFREER (ug/g)
IOARIAES

No. &M  HElhf4ER ) 5 ] FHEUER (%)
1 HakR 0.00 292.35 29175  246.60 110.8
2 Z&EI 771.98 1022.68 1014.20 1020.38 98.8
3 [EZ 0.00 27543 27250  264.45 108.3
4 g 155.10 385.28 39458  402.88 95.7
5 “Hiz 341.78 55555 55740  584.25 89.6
6 =Hiz 1537.2 1766.5 1750.0  1756.4 88.2

4. &ie

AXHAE &R Nexis GC-2030 SAHEBEAY, B TARWHERLEE 80 ALK, —8/ . &
2B, 2B “HE. ZHERWESE. 7I/AERE 5100 ug/mL ARESEENAMEX AR, HXAR
HRHYKRT 0999 5 pg/mLIRAEIELSHHRF 6 7, EERLL RSD%I/NT 3 %o 250 ug/g RENIFREIER
£ 88.2~110.8 %zzial, HAEBRIFALM. EEMMEINE, ERFLHAMEIERILZES 80 H 6 FztHh
B9 Mo
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ICPMS ZNEEHRFBEPNTEZRESE

E: 2% ICH Q3D mHEFMIEE & USP<233=WHMITRNNE S %, FABREEEEFHE
% (ICP-MS) ME T ESFIHE P RRTTRNE R, FRERKA: FTRMBXEE r>0.9998, MR
[BIERTE 91.7~109.9% 8], e USP<233>XI1FmMMAREIE 70%~150%IEK, 6 tFm 1 EREE
IAREERBBENIERE/NT 3%, FEBBEEEE (%RSD) TE£ME USP<233>MESM BT THEN
RSD {B/NF 2008923K, 1Z73 AIRFREIE. PR, HFmpitEESR, LSRR ICH Q3D fhidkirh it
AIREENNEER,

E@iF: ICH Q3D USP<233> ICP-MS %k} Zefms=

RSB R AEFI BN A BEIFIA NN —EBBFHIFIRE. RE. BA. BA. 8. BRER
[EITORER] VE AR RV AL

T E-B- MBI ESACAMIMIETTEY), R BRFMSAMHFESERIEENESY), NMES
GMNREM. JOAM. T2, BREBS%. ZNAAMYE, EHaYBERERE, BEFRAKE,
BT E-B-FMIEMN ERALAYMERFHENFMANSEEY, B ZNAT NS, ORA. SEHAN.
BREL AR5,

TEFRRARBETNXIESAZ—, RAYMAN2EHREAREETNEEANS, ICH Q3DTHES:
FEm A BN TRRRRERTTME, 20176E, PERAICH (ABAREMBEREREFRNE)
EFHXER, REZHE2020FMIBEN102 (AmFrmAITEREN) FEAHER, WERICH Q3DXILHH
B FUHITH 550

AARBZEFFEIRRFPHRABERFIEUREEICH Q3DHREERMUSP <233>FHICP-MSF
AR, RAEBEEWRRANIERE T BE-B IS ISR, A 2IRICPMS-2030ME Tz R 2
FRATERDE, LA ARIEEE, T2EM, JLUAEICH Q3D EF BRI A REATREEENNEE
Ko

1. S2588R5

1.11%8%
5’2 ICPMS-2030 BB HEE F B FIAIENY
1.2 SIS ER M AL 71
SRIOFR g My A N R SURIBM R, ERERAR (1+1) RE24/NNE, BEBTFKPE, TI§

BA; KRWFTAHNO AR, KINAKNBAEEF Ko
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1.3 A biE

AEMFREN30 mgifiF, MINAUBRIFAREN (RELBRFAGKENL mg/L), AI1%HEERE

S, 50, BIEHIEERT BARMERINF AR
1.4 (NBB
ICP-MSIY B3 DT 214 IR 1o

&= 1. ICP-MS &t

5 SEIGTE BEILTE
[SLIEUES 1.20 kw EBFHS 9.0 L/min
HENS 1.10 L/min 0.70 L/min
E=E%it] Mini JE&E 128 BEILE v 2s
ZhE EREE ZhERE 5°C
RIERE 5.0mm SEIBIES 27.12 MHz
WHES He Rl 18 SRR 6 mL/min
AERE 21V BEET IR BE 7.0V

2. B{R5E
2.1 Beeeh A R ECH

BZ10 g,

RIBZESFIHEAERFE (<15g/day) EXERTERE )" BENNHTERTENEEZRE,
BIFF AR IR ERPNT R T A RFPNRARE, USP<233> FlE 7 R/EZER IR MuE AR —1
THER, M nEMESRERERNEFRENLSE (BIL5)), FKRENBRRERSE (BI05 J),

TR EARRE (B))o

AR L%HEESARECH = BAR. 0.5JMLSIRENE M TR ESITVEARR, MAAUERIENIRET
(REABBRPAGREANL mg/L), BRENREEIATEBRRREINR2, WirTEIn. BIREYHN50

ug/L, Ge. SCKEZ500 ug/L, REAMMRAHTEL RN,

& 2. TRBERRERLBRRERT

A5G PDE TEHRRE TEREJ

ROEEZE R (ue/l)

5 (ug/day) (ug/g) (pg/L) 0.5J 15J
n4 53 1 2 0.13 0.4 0. 0.
208 5 1 5 0.33 1.0 0. 1.
[E 1 15 1.00 3.0 1. 4,
02 R 1 0.20 0.6 0. 0.
% gy 2 0.33 1.0 0. 1.
55 2 10 0.67 2.0 1. 3.
60 18 2 20 1.33 4.0 2. 6.
7 g 3 250 16.7 50 25 75
21 g 3 90 6.00 18 9. 27
% 4§ 3 1500 100. 300 15 45
6 4 3 300 20.0 60 30 90
52 g 3 1100 73.3 220 11 33
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&% 1. POENSHAFRENE (ug/day);

2. RIELS g/dayRIFfIE (BE LSRR ERIREAS)

2.2 SRR UERERL

2.5 cq114 (16)

SR

1 "
0.25
WFE (ug/L)

0.50

Cd JTERRIRERZ r=0.99991

Li7 (IN)

pidid

L

50
WPE (ug/L)

Li TeRAIRUEREZE r=0.99993
1. BTERERLZ

2.3 D IRER R IRE S
BBKRWTE, WEEAREENEIOR, EBERENTERERUMARERFIEZTREETRT

AR IR, RIEFRIEEL (33318), RI|RFG AR,
NEHBPHNRRTEEE, 8MFREENEIR;
USP<233>R15 SRNAME 7 #F m AR EIWNERR 7 AR @m0 IIRERATERR, AEHH D

AFRPIINOSL. LOJALSIAEAR, ARKREIREINER, UEE2ERANE RS EER.

K3 F D MER R INAREER

KAwERE333MF I BB ETRRE

1.2

a
T

Hg 202 (1G)

0.0

I
0.5
WRIE (ug/l)

Hg T RAIRUERIZE r=0.99999

a5

OF v51(1G)

|

W (ug/l)

25

V TTERBIRUERIZ r=0.99998

SaXiy Af:  AREHRE 2SWER RSD 0.5J i0Fr 1.0 f04AR  1.5J HOAR

TR & (ug/g) (ug/L)  (n=3,%) [EIKRE%) [EIRE%) [EIURE%)
] (14cd)  15In 0.0009 N.D. 98.9 98.0 95.7
) (%Pb) 2098  0.001 N.D. 107.2 105.9 106.8
B (As)  Ge  0.003 N.D. 108.4 109.9 108.0
& (2Hg)  2°Bj  0.002 N.D. 96.0 101.6 100.2
§ (%Co)  “Sc  0.0004 0.010 5.93 91.7 93.7 94.0
! (W) “Sc 0.0008 0.023 5.06 95.7 97.4 96.7
8 (ONi)  ™Ge  0.002 0.21 5.64 96.0 96.6 98.0
5 (L) *  *Sc*  0.0006 0.12 4.22 100.9 101.6 102.1
# (2sb)  In 0.002 N.D. 99.1 99.5 99.5
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=
5B (Mo)  SIn 0.0l N.D. - 102.3 103.8 103.0
$ (BCu)  PGe  0.04 N.D. - 93.3 93.8 93.5
% (°Cr)  ®Sc  0.001 0.44 331 95.5 96.1 95.8

A L TARTHEHERL;
2. N.D.AAFRKICH
DITERETR, HiRICPMS-2030FUE(CNE 5 FMRIPRZRRTRESE, STRN AR T RITME
FTURFREERE, PJLUREICH Q3DXTESIFHE AR BITRAIREEER,
0.5fF. 1fEFML5ENRBENINIFEIMZEEILT~109.9% 2 8], #EUSP<233>X1#F mINAREIRZEH
E70%~150%HVE K,
2.4 FERBERE
NTWIEARTTENEEE, WMEFENFR, DoEFRTIIASTENIEREE (B11.0J), Kt
61 m IR ELE RBVRSDIE, METABVREE, HERI&KA,
=4 IR NE SR
pfntE (L.0J) MWELER (ug/L)
7% G Pb As Hg Co V. Ni L Sb Mo Cu Cr
4S040 103 326 060 094 200 404 506 179 313 564 213
2#FE& 039 105 337 061 095 194 403 512 180 313 563 211
& 039 105 323 059 096 196 403 514 180 311 558 211
AHFER 039 104 330 059 095 192 404 520 182 315 559 212
S#Ff& 039 107 335 060 098 200 423 527 185 323 57.8 218
G#fE& 038 099 326 062 097 201 413 524 183 318 570 215
RSD/% 175 2.61 168 218 163 188 199 153 124 139 133 128

HRTHA, 6 trm 1 EREEMMENESRBNITERE T 3%, B2 EREEE (%RSD)
BR2fE USP<233>MEMINE, BIEMBMRTERERN RSD E/F 20%,

3. &g
2% |CH Q3D FTEZFIBMNL USP<233> MR TENNESZ, FABBEASE FARILE

(ICP-MS) WE T T &-B- MR IE ST AR AR T RN E 8. TREAMEXANEENY, T8
f, BTREMEXFRE r>0.9998, MAREIERTE 91.7~109.9% (8], 6 ¥ 1 [EREEIMIRERIAEXS
ERENT 3%, BIEMIINFE USP<233>AERNE, & ARIFEME. Rk, HFmaitEES, 7]
LURRE ICH Q3D st x5 54l an BT R REERIINE Ko
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21T FKk P S /R T REIS L

' ooadte SENmarhTE (EREDE) MEE CERFE BARE, WIETE—HFRs
WITERR DITERBIF N, FXTIETREMER R, BIRR, BREMRNRETT Z 8.

KigiE: 2Bk PEZE 58K ERREE BHFE

BB MK (Total Organic Carbon, E#TOC), BKHABNWSRIZEENERIER. THIZVANK. X
K, RN, THRAEHEIEREENE N

19924, BARBELEXNHIZIFAKASEINMNE EMEEBFIIE. W NEIZBKP 2B
B8, WIFFIAIRERTATERRSE, SWEHKNER. FEENSUNEF IR EHEEEN
BXo 1996519985, EEMMREBWITEEM 7 X THZFFHAKTOCERBIMNNIME, FEF2010
FTRAEXMITHEZR, B8 7T EZEHHRNBXINE, XEIZ9AKFFSAKEEFERNTOC, 44
KBTI MTOCEE A &7 | i s =

SENNER, RBEENFENRE, BEMAENIEHEEZRMTAEE, BURBOEMZERL
BYERERIVRE (680°C) fEbMikk, FEZS kiR, £RNZBNNERRILIE, TEHREN
FiFe IRUFEREMAKRET, BIRIMTRFNIMERERN, EREEWRMR A, HAN
KoM, HEHREMNSG E, —MRINEBCREEONREERE, TEQNTOCEEXRNER. B
EANBFEANBREEITOCHITN, BEBKIBIRSMEOENKIME, B EHRERRDTHIZI AKX
FETOCEERRAIF M.

1. ARG E

1.1 {8 Reist il
52 TOC-Vepn ZUAN TOC-Vie B R BB DAY
BRERTHhNZ—BFRF
BEZFERIAM: WA
Ak L BAKY AL AT ALK

1.2 &M%
BhF . SRBUERENLT] (TOC-Vepn) )
= K mgEESs (TOC-Vepn ) HEM®R 150 mL/min (TOC-Vepn BY)
=S K BgRS (TOC-VweBY) HEMIE 200 mL//min (TOC-Vwe BY)

2. ZFR5iTE
2.1 BtEphLk
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EATOCVern B TOC-Vie 2L BB MR D AT N D T ECHI ST RIE — B AR R, KNS EEIRUEH

%, W
= 1. B E NPOC RUERRZ
TC wOE Calibration Curve
7515 MR EAR
T (mg) . 47435 A
1 0.00 5811 30 =
2 0.50 48.22 = 200
3 1.00 97.86 100
....... e
4 5.00 474.4 0 &=
2_ 0 1 2 3 4 5 55
R k=94.09 1. BRI5EE NPOC R RRLE
& 2. BHFE NPOC R RRLR Calibration Curve
IC o 5 878.35 =
F55 (ma/L) MR E AR |
mg/ - 600 —
1 0.00 6.040 2 400
2 0.50 88.01 200 — _
3 1.00 176.6 R Zadll
4 5.00 878.4 0 1 2 3 4 5 85
Conc[mg/L
R2>0.99995 il
ME k=175.0 2. 3B155% NPOC ROt RlZ:

(X2 B ohig &MLt ERERZ, )

WG EFDR I FERIR L4 14 X R IR F0.9999 L ko
2.2 AU RIS

UEZD REEOMMONER 1SHERN2SER) ATH, FRAFEMNEDFIRIIFFEEREO.L C
mg/L#10.09 Cmg/L, 1REI3SHEFRM4SER.

ERBIRES AT - MERHITON, = ONERE R R BRI, FEIREIE:
(1) A3 HERBIEIWE= (0.1385-0.02904) /0.1*100%=109.5%
Q)R A4S HERBEIWE= (0.1221-0.02904) /0.09*100%=103.4%
BREMFENTENERFH TN ZXNENEERHE NN, SEINEEE:
(1):BE R3S FmpIEIRE= (0.1524-0.05149) /0.1*100%=100.9%
(2)BEF R4S mBIEIKE= (0.1400-0.05149) /0.09*100%=98.3%

BUEDIRAEN—RER, EIURENIZEI—110% (8], ERFEREANKRNERIYTEERK,
2.3 BEEERIEHIR

R RMEIZRAK (1SERN2SER) AFm, DAZRRIRENIEHEETEARR ETBE
BREMGEIR, S NEUE:
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=3 IBEEERE LR

. g £ oy O FTHYRE ZTRRER RENERE

fES o e 7 T AR
W R (mg/L) (mg/L) vV (%) (mg/L)
1 4933 0.02752

o 2 5.320 0.02968

WRIGEE
3 5.019 0.02800

=P/ 5217 0.02910 3.9 0.0011
4 5.259 0.02934

1 St
5 5.292 0.02952
6 5.479 0.03057
1 8.708 0.04976

i ) 2 8.782 0.05018

EEE
3 8.755 0.05003

=P/ 8.765 0.05009 0.59 0.0003
4 8.802 0.05030

2 SR
5 8.836 0.05049
6 8.707 0.04976

WRIGEE T BIKOREIFRVIERECV=3.9%, EBUFET BKERHFIIERECV=0.59%,

RIERNBR= 3 X BT ERE/ k= 3 >X RETERE

ZUE, BARFER, MEEMER70.0033 mg/L, BHFEKER0.0009 mg/Lo

2.4 REHmBIDHFILL

B ED I NEFFEFm, SEEIENT:

b 1 SR 2 SHER E 4 BEEARKR WAEXEZBRKR 5 SHE®
(u]m)

(mg/L) (mg/L) (mg/L) (mg/L) (mg/L) (mg/L)
PRIz % 0.02904 0.05422 0.2251 0.5482 0.4949 0.6713
SR 0.02020 0.05149 0.2221 0.5456 0.4821 0.4953

A 5 SHEEAN 1 SHEREEMPETSHEE 3 XE, [HNFR.

IRIE EERVEIES LRI LB L, WTHIZAK. BREAERR. YRR R, i
SUFERINERBESIR, NT55Fm, BTEIEE, KENSINNARRZESBIRENS
RICBUFEBRE, XRBEUF AN R EFRANMAREFIN R IR EET I T,

3. £ig

AN L T AREEU AT EURBETNERTE) WHIZAKSB MmO TSRV, L0,
K7 ERMEN T EBIEIRERIYEREI0—110% 28], B/EMAMAXRHBRLEEF0.999U L, T2RFE—
RN T ERER, RRBREPENBIEER, BHUFEMBEEECY 0.59%, HINFRZAZI0.0009
mg/L, —ARBIBIZIAEK. EREAVEARR. NREEAMVEARMAWKEBREBROEN, FEESHIZIAKEY
Mlle HEWIRGERREZEECY 3.9%, KIMIFRAZRI0.0033 mg/L, HEEERIKENFE, BERNEEIER,

REB AWK EFINRYIRS I NBENIR, EREEES -
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HS-GCZNERBRABMPHAZHRIXEE

8 B ASXEA Nexis GC-2030 455 HS-20 NX TN # 2821 7 BB LHEM PN AN EE DT
%, FER GCMS HITEMRIL, FUEF IS SFRPRNIREENANK, RABMHTAZNEZEA
AR ARG, DT, EREA, T 04~20 pg/mL BURESEEA, MAEGRERLZERZ M
BXRARER N 0.9994, HMEXRRY. NRmAREEHEF 6 X, BERBEXNITEREN 2.84%, WES
KABMF@AITIARCIR LY, MARTIIEINLETE 100.5%~104.8% 28l 125 AR IFRIE, ER/EM,

P RTESREAEMPH A A B ERNE,

X@E: EEBRN FEEHEM HEk

|kt (EO) B2—MREFNAEN, BEREME. TEREBAK. s E2ME R, BATES
ARSEASH. BRTMSEAEMHNARE. MAEIKRFERZ MRS RBFIFMBIEY .
19945, EFMEERANBATHNERYEET, SEREZEND NILBEY. BT, (BRAEH
FRAE) 20155 ARAPYBB00112004-2015 (FUEEHFFNEEA S H(HEHTH)) MER A RFEEEFEETL
Hg/mLo

2023F 18, ERAHER KT 74209 (BAEMIEEIERNEZE) AT, SIMITERAEMITE
FRIRRAVIR | 2 EMIE 7575 YBB00242005-2015 (MMAZIGIERBENEZE) thiR, ERBIMIE (B—F)
MBOERZE (B0F) BitL, BMTAREKAREE (5=7%), AFHEaskEMRIE,

KX ZZE4209 (MR AEILONEE) Amts, FIAHREHS-20 NXZ&ENexis GC-2030F1GCMS-
QP2020 NXZII 7T ABEAEM PR ALK BENTEEEM DT A L. ZHERBERS. ARER,
EFHMTFIZIFENER,

1. LIEERS

1.1{Y38

RZS B EDHAESS: HS-20 NX

SHEEIEN: Nexis GC-2030, SHEBEFIEELAN: GCMS-QP2020 NX
1. TRERHRFHF

| B P B E . 60C | & B ja : 40min
Hom oom B’ R E :80C £ & 2% B E : 100°C
#* JE3 2 :1mL HEm#mEE S . 50kPa

1.3 GC &t

& = 1 SH-624, 30mXx0.25mm X1.4pm
OB B F . 50°C(10 min)_30°C/min_200°C(7 min)
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pei S =~ B = W o ¢ 3 g2 m kb @ 10:1
#HoE O R E :200°C 3 =2 g 1lpL

%, =5 L as & & A" &  1.5mb/min
HAES A X D BERE i il 28 . FID

o 28 SR B . 250°C T 5 A/ 2 : 200mL/min
S A m 2 :32mbL/min

1.4 GCMS HRFH

& i £ 0 SH-1-624SilMS, 30 mX0.25mm X 1.4 ym

= B 8] F @ 35°C(10 min)_30°C/min_220°C(1 min)

pei S =~ B = W o ¢ 3 ) m kb @ 20:1

# = AN # =2 £ . 1luL
HAES A X D BERE B i F AR E : 1mlL/min
B F R B E 230C 5 F W nBm X :E
BEREZOBE  240°C BN 28 B E O JEEBER0.1kY

X £ A I : SCAN, m/z:29-300

2. At
R F SRR F AP IRNARREEAIK, £ 37°CEICEAHETER 1/ NIREIHIH AR, BXS5mL
HIHmART 20 mL A=A, EEEHE LV,

3. BZR5iiE
3.1fREmBIEE

uV
400071

30001
2000 1

1000

0]

00 10 20 30 40 50 60 70 80 9.0  min
1. A I3 AR GC-FID ®iEE (2.0 pg/mL)
= 1LUEMEER
No. W&¥EM = CAS = fxEBY(8] (min)
1 W&k  Ethylene Oxide 75-21-8 2.340

&I R AR GCMS BIEENE 2, MEIRENBIMFIEE FER &K 2

—216—



x100, 000)

7. 5
1
5.0+
2. 59
Cols st T s aloT T T s T T st T T sl T el T els
B 2. MA LIRS R GCMS iR (10 ug/mL)
* 2. GCMS JZH I E 2 AR ERYal. IR F
No. L EY)ZFR {REEBYIE] (min) BAEF (m/2)
1 2=y e 2.635 29. 44. 43
3.2 ABENR

HEMPRNE_RR _ZE (PET) MRNDMBEREFECRE, RbMalkM BB ER
NETFE—RF, XWEUEFBM. F208, MUEREIEEET LNOEER. 20 mLIT
2 A, SR 5 mL 4k, AHETNSBRE—E AREIFaZimEa R CBAME AR D FEN
BN, UESES, BERTAIGEMIERENN 0.4 pg/mL & 20 pyg/mL BREAR, B
Diffe DBEEENE 3 ME 4, DBETLAR] 2481 CREIIHN 04 ug/mL) #2687 GREFA 20 u
g/mL), ALUZEEDH.

40004
3000
20001
‘l‘_;g
1000 QE
N
ISR W VU
00 10 20 30 40 'so e0o 70 g0 90 min
3 HAZIEMZERERN 0.4 ug/mL 8995 B E (GC-FID)
400004
N
30000 &
ﬂ}f_«
20000
10000-]
o7 T T e T
0.0 10 20 30 40 50 6.0 7.0 8.0 90 min
4 HE M ZBEERE N 20 ug/mL 99 BBl (GC-FID)
3.3 RIS IR

BY 20 mLJA=SHR 6 1, FERM 5 mL 4K, BMEISsRE—ERRIFaEinEaR D 5+
ANEINTHA, ZRESEHE, BEEMREN 04 1.0¢ 2.00 5.0, 10 20 pg/mL BIFEZITARFINT R
AR, KM= #FE, GC-FID oo UBRAMRENELAR, IBERANBIRERIRERLZ. RFEA
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FCE 0.2 ug/mLXRRaaR, #FEDH, L3 EERIETEREIENNESERHIE, TaIERERZ I
El 5, REHZAEXREURKTEREILE 3,
& 3 A LI AR R RN R
No. WE¥EM  HEXRHR KHR (ug/mL)
1 |kt 0.9994 0.02

34EEMH

EX 20 mLIR=EHR 6 1, FSERI 5 mL 4k, BAHEESSETNE—ERRNTAlmESRDHE
ANBITMA, EEEH. SIEREN 0.4 ug/mL MEZENIRMAR 6 7, ELNE 6 X, EEMTEL
Bl EMREEE, FERNK 4.
T

30000‘f

25000
200004
150004

100007

50007

0.0 25.0 50. 0 75. 0 W FE

E 5. MR IaiRErL

R 4N IRESNLER
No. w&¥EM BEM1 BER2 BER3 KER4 BERS BER6 RSD (%)
1 KRk 762 754 754 774 711 753 2.84
3.5 Bl
BABRAEMER, RATTREENHTAZEREER0.4 ug/mL), 7 37T°CEICEMATIER 1
NREMEA AR, B S mLEIREART 20 L TR, EEEEH, FITHIE 3 R, SMEHEHE,
GC-FID 734fro [AHZEREER ISR 5o

& 5. BIRER

Bl (%) RSD(%)

No. 1&E¥EFFR FYEIRE (%)
1 2 3 (n=3)
1 2= 104.8 100.7 100.5 102 2.35

3.6 FailllitE R

EEAURTRR S e B S fhir i, RIRPE 2 BT0E, EHDF. HmpRaEfrast, Mk
FoEiEEE 6.
3.7 SiRGE-FRiE SR

—218—



HaZENREER GCMS BEIE 2, MEJEFRENEMFIEEFFERLE 2, EXMFRM
MES, WREFRERENEIREEEHEN, BJA GCMS HITEMIE,
3.7.1 GCMS 1 PR
1RHE 0.4 ug/mL R AR GCMS ##E, LU 3 EERIITEHAR AR HE 0.01 pg/mL. XYM

iﬁ/& GCMS

BIRESTAFMS FUBR IS SFm) StHE, RE T,

40004

3000
2000

1000

|

D1

L s e S S S S
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min

Bl 6. g S s A S i ML E

Q 29.00 (+) 1.66e4

10000956 0.4ppm S/N=141.2

|

X AR am
000 T

24 25 26 27 28 29

B 7. HEZxRa (04ug/ml) STAFHA FUEREHSEFm) XE

3. 7.2 EmEEER
£ GCMS 71 3.6 N IRFEF ENSAGH M, AXARENEES NIST IEEEITESEDT,
FaPAROHT R, HFam GCMS BIEEIE 8,

7x100,000)
1A25—f
1.00%
0.75%
04505W
0.25—:‘_‘”_”‘_H‘_‘H_‘H_H‘_‘H_‘H_Hw
2.5 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0

B 8. FUER A 5T es A G 1 4 GCMS BIEE
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4. i

A3AERA Nexis GC-2030 455 HS-20 NX B3 7 AL A M PARBUN AN EEDT 5. &R
(4209 AEMMAZBTNEE), FA GCMS #HITIWIEKL, LUREBEILES NIST EEEMERER,
MEIOIE, MMEERS GCIAM—E, 1z ARIFRIE. SRER, BT (4209 ZamHalkl
) RTRBER. FAITERRTNERGRRABEMFRPIHALIEEE,

[l
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HS-GCM SIS NZS i B F P iEHI5% &

i B AXFAESRATIMN HS-20 ThZ Bahi#iE2sfl GCMS-QP2010 Ultra SEREXFIY, B THASREM
FURFIFRBRINE k. ZAEARBES, #EEE, RTARBEMPATIZENEREEEENE,

R#iA: HS-20 Th= Bnhtires “UEBIEFRIERKABN HmBr BiEE

HRMEEMEBERANES D FMRNEBERE, XEMBEEFRNIETEZAE LA,
FINA R EM RIS EHHES I N—EATRAE, MXEEEMHNEERS A RERY,
MRAMBESRENAMNESR2MMEN. B, WHREMPRYATAZHTRN, WFHRHRE
AERIRE 2B LR,

EXREmAnEEEERAMHN (AnBERESE. REN) (IS5HYBB00132002) #ME T
mEMBAFAB S ENE<10.0 mg/m?, HRELSE<30 mg/m?, HREMETSEBENZE. £X
73 52 A BIRIHS- 20T # 1% 28 AIGCMS-QP2010 Ultra S BRBX AR IL T 2 B M Hh 73 Fa 715%
B R. BITARBER, BIFE%S, ARATAREMPAETRENREEEEENE,

1. L& 5

1.11%28

GCMS-QP2010 Ultra SAEEIE-FUREXAN, HS-20 N=wttres (SR NE)
1.2 &M

HS-20% 14

BRI AEE : 80°C 18 J& BT [ @ 30min
FmnaE © 160°C TwLRE @ 170°C
& F#EfEl : 0.1min T £ /3 : 70kPa

#H O B B 0.5min GC {&¥fBdjal  : 25min
GCMSHAF:

& = = Rtx-624, 60mXx0.32mmX1.8um
OB B F . 35°C(2min)_20°C/ min_220°C(5 min)

#oFE B I L OR 2 A Hbo101
AR BH AN D BRERE36O0cm/sec O B E : 230°C
B F R B E :230C L S A = VN =
X % B I :SIM

1.3 Mg

SN —EERFR, BHET20 mLIR=THF, BHER.
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2. ZR5itie
2.1 iR EIEE

AC#10000 pg/mitnEEEAR, HRZES500 ug/mL, MA10 uLAI500 pg/mLinaEA®R (EITE5 ug)
ETMTHA, ZEEE, #ITIMT#HIFFUE2EEIN, PISAETICENEL, &i0AE 7 IRETE.
CASS. BEMEFENRL

e ;
ot | E
100
3 .
050] i
all .
-
‘ 4.‘0 Y 5.‘0 Y 6.‘0 T 7.‘0 T 8.‘0 T 9.‘0 Py ‘10‘.0 i ‘11‘.0 o ‘12‘.0
1.5ug tnEmm TIC
= LADERES

No 4% (RBBY CAS BFEF SEEF1  SEET2
1 FHEZ 3.915 67-56-1 31 32 29

2 B 5.228 67-64-1 43 58 42

3 SREE 5.329 67-63-0 45 43 29

4 ZHE 5.504 75-05-8 41 40 39

5 SRR 5702 75-09-2 49 84 86

6 2-FE-D-FEZ 5.732 75-65-0 59 31 41

7 1-REE 6.281 71-23-8 31 29 42

8 R Bs 6.761 79-20-9 43 29 45

9 2-TE 6.846 78-92-2 45 59 31
10 2-HE-1-"EE 1.27 78-83-1 43 41 42
11 1-TE2 7.751 71-36-3 56 31 41
12 IERER B 8.128 109-60-4 43 61 73
13 FHK 8.917 108-88-3 91 92 65
14 17k 9.04 71-41-0 4) 55 41
15 BT B 9.351 123-86-4 43 56 41
16 2-2E-1 o= 11.815 104-76-7 57 41 43

22 REMZES Y

RAmEfEERBEE 10 20 5. 100 20 50. 100. 200. 500 pg/mL, Z23UMAN 10 pL ETA=HRA,
XA EAFBINAREA 0.010 0.02¢ 0.05¢ 0.1¢ 0.2¢ 0.5¢ 1 2 5 ug, PASRUERILWIE 2, TR
1EBFAIR, (NFIMBER DB RUERL. LMEBEXRE. 0.2 pg AR 3 NERT RSD ELAKARYE 0.02 pg
INARIE Rt B RS BR(3S/N) AR 2.
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i# ifii #1 (x100,000) I4 ifi 1 (x1,000,000) i ifi 1 (x1,000,000)

] 2.0
1.5 ]
] 1.5]
e 10]
0.5 0.5
0. 03—ty 0. 0.
0.0 05 Wi 0.0 05 kI 0.0 05 ¥kfE
A GLE =R
it 1 71 (x1,000,000) I i %1 (x100,000) i 1 %1 (x1,000,000)
] 7.5 E
] ] 2.04
1.5 ] ]
] 5.0 1.5
1.0 ] -
] ] 1.0
] 2.5- ]
0.57 ] 0.5
0. 03—ty : 0.0
0.0 05 Wi 0.0 05 W E 0.0 05 kM
kB sl 2-HE-D-HER
2. BR R IR R LR
= 2. XA RSD Mt HIRE
No. H EEEN IE#HEF RSD%  REEBY[8] RSD% 2 H PR (ug)
1 =eNiE 0.9999 1.04 0.01 0.0002
2 AER 0.9999 3.72 0.01 0.0007
3 SRE 0.9999 181 0.00 0.0001
4 2B 0.9999 3.30 0.01 0.0001
5 sl 0.9953 8.20 0.00 0.0002
6 2-FRE-D-HEZ 0.9999 3.22 0.01 0.0002
7 1- Rz 0.9998 3.04 0.00 0.0004
8 22 Bs 0.9999 452 0.01 0.0028
9 2-THE2 0.9998 3.39 0.00 0.0191
10 2-HE-1-HER 0.9998 3.22 0.01 0.0211
11 1-THE2 0.9999 6.77 0.00 0.0005
12 1FRfR 2 Bs 0.9998 4.92 0.01 0.0002
13 AR 0.9876 11.69 0.01 0.0002
14 174 B2 0.9994 5.77 0.01 0.0005
15 ZERT B 0.9996 5.20 0.01 0.0004
16 2-28-1 5 0.9995 8.89 0.01 0.0001

2.3 Pt am R AR E S R
I — T IRE B EMEHEN LM FEGR, 1T 3 RFEATUE, 8 MFREX 1.6 cmX2.7 cm, LIRUERR
BRm90.02 ug 8, HFallEREERN 46.30 ug/m? MIHFTSLERIE 3.
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= 3. REGEMEINIRAER

No. i=ka) H&l-l O H&12 HEH13 FE RSD
1 BREz 0.12 0.11 0.10 0.11 5.89
2 AR 0.03 0.03 0.03 0.03 11.73
3 =R 0.03 0.03 0.03 0.03 407
4 ZHhE N.D N.D N.D - -

5 “SRAkR 0.02 0.02 0.02 0.02 0.77
6 2-FHE-2-REE N.D N.D N.D - -
7 1-AkE N.D N.D N.D - -
8 2R B 0.13 0.14 0.11 0.12 10.25
9 2-TE2 N.D N.D N.D - -

10 2-HE-1-7EE 0.21 0.20 0.23 0.21 7.53
11 1-TE2 0.07 0.06 0.07 0.07 5.27
12 [FRERZEE N.D N.D N.D ? ?
13 =B 0.05 0.05 0.05 0.05 0.60
14 17X E2 0.02 0.02 0.02 0.02 1.21
15 2B TEE N.D N.D N.D - -
16 2-ZE-1C5E 0.22 0.25 0.23 0.23 5.43

Bk — MRS ERENLPRESR, #1T7 2 X FTIRE MERBEIZN 45 cmX5cm, HBREES
FR/9 8.89 ug/m?. FTSERILEK 4.

& A4 BT EELNIHER

No. :ba) Hm2-1 PR 2-2 FE
1 Bz 0.06 0.07 0.07
2 AR N.D N.D N.D
3 SRR N.D N.D N.D
4 i N.D N.D N.D
5 “RHkR 0.03 0.03 0.03
6 2-BRE-D-HE2 N.D N.D N.D
7 1-AE2 N.D N.D N.D
8 2R B N.D N.D N.D
9 2-TE N.D N.D N.D
10 2-BRE-1-RE2 N.D N.D N.D
11 1- T 0.02 0.02 0.02
12 ERFRZEE N.D N.D N.D
13 BN 0.05 0.06 0.05
14 1-TXE2 0.02 0.02 0.02
15 2B TEE N.D N.D N.D
16 -2E-1 28 0.02 0.02 0.02

3. &ig
KA BENE HS-20 I SE &R FUEEXAM (GCMS-QP2010 Ultra) RTEZEMHAY
AAE, TAREER, EELD, REES. £77E0UBTEAEMIATTZZERIRI.
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ERRBHASEHBEANR

B AXNETHE EZ BFAHERRY, EERE (YBB00372003-2015 MERMAREAHESE)
{YBB00402003-2015 Mk AEEAEE), WREASZHITHB MK, NAWESHETFMEFLZ. &’
SiTHl. FRteENEF S RN A

KiRiF: EZ BHEM FEH

ERREETEATAGHN, ERREEEZABIBMMEER—ELRERENN, miphE=x
H—ERTHRENUE, TBENEBUTIR: BrERRBEEHERELN, BEHELEEENEES
HiF%, FRUARELA D, ®IPFAnBHRe; EXITAAE, S#h, LD THHIERTS
BRVFRIL, 5N, ERREHREBRIFNERIFAM, TaMAmERE, FMAmMR,

R ERNES MR, AXERSREZ BEFHREIASFIRENRERE, IARHFLNMN
R A P R H P S RN AR S F5 o

| A e

1.1 {Y#%

EZ-LX 1000N E8-F /5 AEIRLaH

1.2 s

g5 WA~ B AV AEERRIESE  1000N

R AHEE | BRENE0.5% W K XE E : 100mm/min

R ¥R E 25°C * 8 | GHEREEEFARIRA

2. EETAR
2.1458 5%
ORI ABAE 13 mm WA RBEHESE, FHFERERFIRA L, HIE®REY 100 mm/min.
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E2. kEREE &3 LR F it E
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2.2 i8R

24

22

20

0 2 4 6 8 10 12 14 16 18 20 22 24
{r ¥ (mm)

B4, 0L
&1 3045

RS =y ()
1-1 18.3641
1-2 20.4105
1-3 17.0744
1-4 17.8928
1-5 18.7928
1-6 16.6176
97 18.1920
REE 1.35127

NEXRERT 6 MAFAIRIENER, NERFEIREAN204 NRBIRIAREFRERIEER
(BERHEERRN=R/IMES N, ZBEMEEBRNDERAII2S N, #A#HIAIRAE3 N)  BEHARHERINESE

ikl

3. &ig

i EFmR, AP EER EZ-LX 1000N ¥ HReiiutl, S RRIFmEHIRA, B LUREIRE
{YBB00372003-2015 yEZMAREHLHESE) (YBB00402003-2015 MikilAIREALAEGE) EX, FREL
REMREEFB N, BRIy, FENERRRASENM RS E-REEtRHREY

MIN B 75 H 5 Al SERVERTE.
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3.4 PRGRESREREF

TPRARTFEAZFNEBRAMED, ETEAERKFEFANERZIAZ—, HRBEEXRE
ARBAZ2, BRGEEMTRANLT2UENREN TN, HAHE-PERN G @A ER AN
WHEFFEN—MRAENE, WEAMEF. HN. €A WNMEERILAKRFERERE
EfrfE. PEAHREIBRRHIETCTEANERKR . TRRENAm, BPEND@AEHTIESRY
EENE, PEAHRPARANREMEBEBERSRAM. RO HE. R, £5. ©E. RHYN
E. BENE. eeS5xa. BESHEE. 8. M. L. WTFAHHRROREGEM, N™K
BRBABEERNERTHFROQNAFTESHHRER, FHHRWREM, NmBHITELVRERESIE
fth A o

NEFMTRERNTRARE, REARBARE, B 20060 £ 7 A, RERERAmEE
BERFBARRBERS @M TR, #ITHRANRETNIE, BaEES 17 E(El&
40 /\EPEJZﬂuuﬂﬂ) XMTEMNZE2ME. AWM. EXENT it BREREMESFHEN R &
MHTEEEN. BAEEAKRKRSGEERX 7% U L, BRENBANGEE—LCRERD, NSEE
AR B R HEREERAFRHR, APRAREFTRTNL, KETMNPRARENE
RRAEANBRERDAHL, BRATHEHOBEXNBARALGR, HEXMRARSE,
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3.4.1 A HIELE

HREBFRLG@M 9000 &M, FEMERNA. B B. AREINWAFAF. AT K
BHNEFTEF. ARABRTEENABTIRK, EREEREXAINGRKREREN 2. MPMEH
WEFSGEREMRE. W EFTZREEFUT, Hit, EMPRARESLENERRS,
AR REEAREETFIREBAERNEZTIF, HREARBARXEBANEEZRE,
R ARV REERSSIVESWARFTE2IME R,

AETEEWRRT BREPRASENE. BUEERRNRESEY BN TS M 95 0 A #K
Ho SBMNERFRARENINXEH D, B, REHPRARERETEENERZNESR
AFWRE-—ADRE -—BER(WEHER)NVETRED. BTPRANEIEREEEZKFEH, %
Bra@8NELBREZIANMNK T, BUEEURK, RNMRERNEFEREZUFHI
B, 2dZFNRENNAE, EENAUNNREGRARRAANYYRBHREEZFNFERZ —
WERMESEYRZ2EEARED (A ERAEIETEEYRBEERAN—LEFSEERNYR,
HhZEROREEIRYREE, TBESEYRE. HX. S8A. MERAEE. TBTHRE
Yo WRRESERDHIAREDMEHRAVLEUENEETFERZ —

9
i X SDVEDUY NSNSV W 0Y W Y I S KA — 2 Al
% _)r-JLoLA FRMTCUY. P . O e | WD . A SN
e n
050 N I W v

| T ISPy L I o (R R S
et SRS SV YA N R SRS U e i

i '1”: i, (o€ A N e G M S RGN T ia

J'l”' o, 2 i A o = “ & A A _ "V‘ ) )

,Jj..ﬂ[l‘u S it A T e \\ L W ¥ W 1
= B S T I

L MLl oMt A A A A Aj V.U Y LNV ———

" y T o bl oo - | ST W N WY S
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HPLCENEHENPOAHNSE

B ASCRARE LG40 ERIEBEN, B THEANFOAEEENENAE. ZFER, UNHE
£ 2.0-300.0 pg/mL &MSEERNEMERY, BXFAREHN 0.9999, HEEERKH, S ERIREBIENIIR
HERZER 0.08-0.19%; IREFRAIEXIARERZEN 0.20-0.39%., HiXRFE 1 g @B LUANAEIT, AT
BEN 132 mg. KRHERKRIE, ZHAERRERNEERLFPUNENE R,

KeEE: LC-40 SRURMEEIEN BEL SHH

HEABBGATRE, FFMIBLMINEE, BT EFEBIEINAET. WiMkKE. K28, 8%

BB, BERNE. HEMASGHE, BEY KME. BEEFH AT, BRBE. FIRER.
ERABMBERR2019F LA T “KTFHEMORRK. /)N LBRERFR. BEHN (CRENL) EBRAEIE

BUER" . KREBANERESENEN FEX, EASKBRERENNERDGHE S EHTTNE,
EAMRED, RAOHFERITART2000; #HilahEl gaaNUSHEIT, SHEAFLTL0

AR EALC-40(Nexera XR)BXRIEBIE(EY T HENTSAENRENTES A, RRGEED
RER. BREMESIER, ERTHIBNH0EXIT IS R8T 2T B I N T,

1. 2I8E R

1.11%2%

AR &R Nexera XR BAEEIE(N, BARENT:

% % 17§ 28 SCL-40 i = Ml : DGU-405
o] %3 R . LC-40BXR =+ = & . CTO-40C
B o # 1% 88 . SIL-40CXR v | 28 . SPD-M40
& & T fFuh : LabsolutionsVer.5.97

1.2 SinF

& ¥ & : Shim-packGISTC18 (100 mmx2.1mml.D., 2.0um, &F (L) £
WesMBRAR, P/N:227-30001-04)

onh A8 AMB-0.1%BEERK AR ; BAB-2BE

HOE KRR 4L =+ |® o 40°C

m ® ;0.4 mL/min N F K 230nm
R A X BEVER, BMERIBREN 12%, BYEERNE 1 AT
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=& 1 BERRERER

Bfig)(min) BT LISEN: R &
6.50 £ B Conc 12
7.00 £ B Conc 80
10.00 = B Conc 80
10.10 £ B Conc 12
16.00 Eeagslll Stop

SRR EARGIE: O8N HE
AR HE . iNERES

o, EEER, RS,

3. &R5i%ie
3.1 AGERAHIRE

RRBL2P D FAX 2P REARHITUE, SIEEWNE2FMR. DAFIEEICERK V3443, 75

1. &322 LC-40 BRUREBIEN

NIRmEE, BHEME, MEIEGINE]1 mLPLYE60 ughhar, B,
\\WA—E7 DD)\%Z@?25 mL, ‘E}%: WEEE:
fﬁﬁ?ﬁ%f@ (jj—_z_t— 50 W; *Fﬁ:é:33 kHZ) 30 /{_EF; H&/?; Eﬂﬁﬁ%; ﬁﬁﬁﬁZ@?%bE/ﬁ%B’]E%; Tﬁ/j; /u

£, I, B904 g, ¥E

BRAFEAMER EENE FRLEEAMNREIES TR AMEF2000).

mAU

230nm 4nm
754

0.0

T T B B
25 50

T B L R e B S B
75 100 125 150 min

E 2. WR@BARAFSHAMEEE (60 ug/mL)
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3.2 kL%

2 12 PRDMEEEITNE, URERNBYAR, B OMNSIR, REIMRERIIRERLE, 5
SRUE 3 R, AZEE 2.0-300.0 ug/mL &MERESEREIAN, LIEEXERE, BXRHN 09999, Al
LRIV 20

i
2500000
20000007
1500000 o i
1000000 ]
] 100000
5000004 Of
: TR
0 50 100 180 200 280 e
3. X 2B R BB RUE L
x 2 REHESH
- 5 \ \
B &= v CAS No. (we/mD) KMAE XA r EHRE%
ug/m

ISESE=S Paeoniflorin ~ 23180-57-6 2.0-300.0 Y =(9485.23)X+ (-633.029) 0.9999 95.6-106.8

33FEERRE

2R 1.2 D FMENE, EERERN 5.0 60.0 F1 200.0 ug/mL BSGLEXR AR D 5 ELHEN
E 6 REEMEIEEWNE 4 Fir. SAERRER 8] RSD%/Y 0.08-0.19%; IEEFR RSD%A 0.20-0.39%,
HERIEK 3, BRELRRERKEA, LC40 REBENESRIFVERE,

800007’?&#"1 GIST C18_#jZjF_G_002.Icd PDA Ch1230nm4nm

K45 2:GIST C18_ ~G_005.Icd PDACh1 230nm4nm
70000,&7"3 GIST C18_ G_003.Icd PDA Ch1 230nm,4nm
15154:GIST C18_ G_006.cd PDA Ch1 230nm,4nm
J4:5:GIST C18_*3251f_G_001.Icd PDA Ch1 230nm,4nm
60000y, 12 6:GIST C18_%j 24+ _G_004.Icd PDA Ch' 230nr¥4nm
50000 i@
40000
30000
20000
10000
0{ Wm
~10000
-20000
—
0.0 25 5.0 75 10.0 125 150 min

4. BEAREEMEEE (60 pg/mL)
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R NAEWRBAREEENER (n=6)

5.0 ug/mL 60.0 pg/mL 200.0 pg/mL
o R.T. Area RT. Area R.T. Area
1 6.054 44,405 6.068 566,561 6.058 1,904,065
2 6.049 44,605 6.071 563,155 6.049 1,901,788
3 6.057 44223 6.079 563,161 6.044 1,906,296
4 6.060 44532 6.049 565,371 6.045 1,906,045
5 6.061 44,563 6.052 565,032 6.060 1,899,060
6 6.062 44216 6.057 564,231 6.031 1,910,113
Ti9E  6.057 44,424 6.063 564,585 6.048 1,904,561
RSD(%)  0.08 0.39 0.19 0.24 0.17 0.20
34HMEENRE

R REFIEEN (RS G8AMEETINR3 g &8, i, HBEIRE40.12 mgi>R, %IR2
hABEIMEHEAR, LD, HIREARESHFNECR, SHERIREERSD%0.10%, 1§
EiR0.20%, NEFRBRERT, #HilmAReEENEEEEEENEG-RTFR, #ilmaREENS
RUT4 ERIMIEEE, TEFRIMHRTEL gaaoUSAET, SAERENI32mg, FEinE
22X (BENEN MdRtE]l g&aRoUSAHEIT, FFLF40me).

Nexera LC-40&%ISPD-M40EEUV cut-of i@ ¢, RIHIRNETRICERINCIRETZIRNN, MiTmeEis
AR R BRI IR R R £ R AR, WIEISPR, EFR D3RS T ARBMXHcut-offThae/EaI i
m AR ER D S AE HIEE

mAU mAU
16.065/ 1.00 15.84271.00
2501 400
200—2 300+
150 @ ]
] o 200-] -
100 ] Q
] 100
50 o ™ 1 e .
b © R - © N
= B N
0+ 0
e e T
200 250 300 350 nm 200 250 300 350 nm
FEUV cut-offIhEE K AUV cut-offIhEE

5. il mARER D A EHIEE
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mAU
250730, m,4nm

SE S

50

o

T T T T T T T T T T T T T T T T T T T T T T T T T T I T
0.0 2.5 5.0 7.5 10.0 12.5 15.0 min
6. HidmARBIEE

175000

{m

150000
m
125000

100000

75000

500004

250004

o4

e e s s e e B L S e T
0.0 25 5.0 75 10.0 125 150 min

7 A ARES: 6 HEEMEEE
=4 HHMBREEMER (UHE, n=6)

# RT. Area RE (ug/mL)

1 6.079 2,010,684 211.81

2 6.087 2,005,715 211.29

3 6.082 2,002,800 210.98

4 6.083 2,002,996 211.00

5 6.074 2,001,689 210.86

6 6.091 1,999,365 210.62
FiE 6.083 2,003,875 211.09
RSD (%) 0.10 0.20

4. #ie

AL DELCA0SRURBBRIEN, SREEN (REF) ERAmiVERENE NRM4, &
U TEBREAPOHEEENENS E. EREA, UHHIEIPICERECN3443; B25ETE2.0-300.0 ug/mL
SMEEREM R, BXARHN0.9999, EEELKRH, LT MRS N BAENARERE70.08-0.19%;
IEEARAENTRERE 2 51790.20-0.39%, (MBERERYF, #ilmREl gaaoUNHEIT, SHES
27132 mg, ERHIFEIEER,
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HPLCZR A TFEF RS EN s EER D th

B AXKEBSZ LCA0 SRRERIERS, B 7T EAASEAENERINE S %, XKBTRHBIE
EUEEAEMETN R B atERNERAAZRSMNENE RS BIEESEEIEMNE,
8 MMHEEAEMPAETE 0.969 UL, HEBHEPAMET 0.90 FIME. il ARES 6 sHEtF, 8 MERlE
REBETEMIEEIRAY RSD DFIAE 0.18%~0.67%F1 0.11%~1.3% (8], (NBEBERIF, LC-40 2HThEE
FlowPilot RI#HIIEEF RN, BERFABENK, ZFERINEAASEANREITHIRHEE B,

XA LC40 BRIRIGRIEN EAASHEN BaEE

ERAZEN, REAFIE, TBEDEAE. =t Kh. ARASKE. EHE, KFEMER.
WELER, NAFZER, —CEMER. BEILRE, NEABZHEA: KRFEEBR. FEFE. 518N
On BRI, NEABZER, 2HZEEEIERE, BRILENW. AREkAREZETFEOR. OR
RIS BT, 2R

ENENE DT F BRI T AN N BIB XIEE, EEPREE NI ZERIP LR A
AYRERBVNFTRZ — EFULENRNEEYIFIENEEMI L. BEURMBEZELHIX R,
MMEMRIEERERE. 2020MFEHEME, EAFASEAHHREIEED, N2 HEITRIEL
S SRR SN

ALILEALC-40(Nexera XR)EXRIEBIERGNE H RS BAENE L EITHR, ZAEDFEE
E, BEES, BYUEEENEBELSHPMIT0.90ME, BB RETENHMAEELASEIRE
FEHIINE R,

1. LI8E R

1.11%2%

ANSREO R 572 Nexera XR BARBIEY, EAEEN:

R % T H 88 . CBM-40Lite i = Ml @ DGU-405

W & R LC40BXR Hoh#H F 28 © SIL-40CXR

F R ® : CTO-40S M 2 SPD-M40

&% T fE 14 : LabSolutions Ver.5.97

1.2 3RFG

B & & EFASEAUNEZA®EE 2.1mmlD. X100 mmL., 1.8 pum)
MooBh M AL 0.02%BERKATR; B: 80%ZPBEAR (& 0.02%FHER)

1z

R 0.4mL/min = =L 40°C

>/

=)
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N R K 280nm #OF & R o2
kB oA X L BENER, BAREWREN 9%, BHEliZFI0ER 1 P
=& 1 BERRERER

Time(min) Module Command Value
1.60 Pumps Pump B Conc. 9
1.80 Pumps Pump B Conc. 22
7.30 Pumps Pump B Conc. 26
8.00 Pumps Pump B Conc. 39
8.40 Pumps Pump B Conc. 9
10.00 Controller Stop

2. HFmEtig

RRmARGIE: 2R2020MTESH—ZE S AZEIIN &,
M AREIE . SR2020MRPESH—BE S AZERIN &,

3. {R5itie
3.1 EAASENIE

BRI2PBEDITRME, WEARSEANMASRZNNR@ARDFHT LN, TEETEEE
WER, BEfYEBIELTETIN. EEMNERASEIGEERLESZ. 4Fin, EPHiaeaEERRES
HIEREIEIN1.071 min, SXRBmENE—%, ER7T T ESHHEME—H.

mAU
[Ch1 280nm,4nm
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mAU

JCh1280nm 4
q &
175 =

T L e Ly ey B B
00 10 20 30 4.0 50 6.0 70 80 9.0 100

E 3. ZRAZSRMEEE

mAU
1280nm.4nm
550 2

500
450]
400
350
300 1

] |
250
200
150]

100

5
| LU g\

0-

L e e B R
0.0 1.0 20 3.0

4. EFHRZRAELEE
3.2 (it AN BERIZ AN AR AR 3 A7
KAPABIEREVEERMUEFN AR, FHEEDAZENENEESERGHAZRAZAMH
R RERATEIESENE HITRMELLER, SRIES, SRKA, AASEARBUEESERAHE
RIHNE S AR AT ERRSEIERME/90.969, i EZHPRMET0.9089E,

Jlj
ot

B
psli
M

] EE T RER: - o x
@)

@BTIMHE O BTHEFRS
ISR RIS [ FESRIEE. A
FAZnigEs] 1000 0.963
FEEE-COF| 0.565 7o
<

$Essggsgese

=S
BEEE

152

5 7
HEimin

B 5. i @B EMRE RS EEARMELL R (R fOEESQUEIE S2: HiXmeigE)
33FBEFRR
KA ER2FEHNE SRS RABRESHIFOR, ZRNBBEE. 3D IERRENBIMEIRRSD
B 517£0.18%~0.67%700.11%~1.3%2 8], FEANBHEBERY, BEAELHIEFI&R2,
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R2LEFHASENAREEMER (n=6)

RSD%
&=
fREZ B8] I E#R
1 0.26 0.69
2 0.22 0.11
3 0.33 0.96
4 0.35 1.1
5 0.18 13
6 0.27 0.47
7 0.51 0.53
8 0.67 0.59

3.4 FlowPilot IhEE7T4E

LC-40 BRUREBIERARBEERLBRINEIT, AIRBEEEIEE Bih&ERFA BB RINER
£, SEHRACIEBHAANMRERATIFULEMRL, LC-40 B¥RMEEIE RS BEILIT A UL
REEERNASEIEILN, BEETRIATUSEA BRIGMETULE, XERETEE RN EER
BB NEG, 6 EEEERRE, BRRFABENK,. S@&REN LC-40 BEBRABSIEENR
AAENZWISZIE 6,

t ] Time 5353 Inten 0.000] __ 1000000 Time 3692 Tnien 000] __
HeEh 780 EeEA, 750

750000+ 750000

] I s0.0 |-s0.0
500000-] 500000

zs-unnué :é&i%;‘&-*ﬁ F25.0 250000 LC—4O I25.0

o] o]
T T T 0.0 - . : 0.0
[ ] 0.0 25 5.0 5 min 00 25 S0 75 min

6. HiE KRR LC-40 BIBRGBEIITIDR R AR EN T IR

4. i

AXFKAEZ LC-40 SMBERIERS, BY 7 ERHASREAENEIERNNE 5%, %A ERRAHA
MENEFRM, HidmEiEES 8 PEBEENEVNRRE . XRATABEELEERMUETFNRATE
HiXEBEENERAHERZMENE S A EATEENEENEMNE, 8 MHEEMBIAERE 0.969
HUE, BEHHmAMET 0.90 BIMIE, MidaraRiESs: 6 s, 8 DEMRERENEMIEZEEmIR RSD
DHIFE 0.18%~0.67%F0 0.11%~1.3%Z (8], KRAANHEEERYIF. LC-40 2FTIHEE FlowPilot #NH &g
FonfE, BERFBEN, Eit, ZAERNEAASEAREEHRHEE.
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LC-MSMS:3&iIE $R A ER R R 89 2 SR A5 ER

B AXEBERERARERSAEN (REHRE) ERAIVETNLSBREROERXAGZE, MASE
LCMS-8045 =EPURIT&REEXAB T REFEF AN SEERAT TNE. WELERET: BRI,
IRAER C15:1 FNIRASER C17:1 72 0~200 ng/mL RESEERNZ AN A M XA R, HEXRHIDERE 0.999 LA

£, BEHEBET 88.9%~1022%2i8); et RENTBFE@FITON, 3 MMDHIREMAERE
B, LL10 ng/mL A1 50 ng/mL BN BR A RIELOHRF 6 %, REBBYEIFIEER RSD 5I7E 0.30%~0.43%
M 0.53%~1.53% (8], HHESEEN 105.8%~112.5%, NBREEEM R ; WIRAEREE AR FERIETRN,
3 FRREBRANIIWIOE, SEBREEN 3.488 mg/kg. KA DE LCMS-8045 = S PUARATH& REX AN BE
BRI NIREEAS PRy S IRETER,

XHEIR: REEE AN R SIRAER

IREEREE VIR ERHEYIREGinkgo biloba L. BIFIEMZINTHIARVIREN. REZANMERSRIER
LBRAEM, EFXF2a0EMEMD NERRE. NERVEVMARER, ST EUERETLAFE,
A EMEREBRE,; NEXMEYAERMIMMOEIEF(PAF)IETF; MIRSERR D BB BEREERIE
RTEAURRZINARS N RS, R A REEXGIF P& REES &,

X FIRAMHHEE PR BRI, 2015Fhk (PEZHE) RASREEIE AN SIS TRN,
FHEEEMHHERY P S EBERSERET10 mg/kge 201958300, ERAHERSAR 7 IMEITH
IREEIEE. (REMEE . REBREREFRSEIVIEXGIFINERGmitE, ARA3T™NE. ZH0E
KA minEFIIRA T SRREEIE-FUE AN SIREERATION, HPRTHREES minENE T 2IRER
BEREE5 mg/kg.

AXBEERAHERZLHHN (BRERE) ERA@ITERNTEFZG, RABELCMS-8045=5%
PR R BBk R (IR B ERBE 1+ qn P RV S IR B BHTT 7 24,

=11

| A e

1.1 %38

RILEA LCMS-8045 =B MR EMEKA RS, BAEENT:

7 4= 28 CBM-20A it = M : DGU-20A5R
W & R LC-20ADXRX2 = Pl ¥ CTO-20AC
B of # £ 288 . SIL-30ACMP ;2 = % . LCMS-8045
B 1% T fF i : Labsolutions Ver.5.89

1.2 &M
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RARFAF
. Shim-pack GIST C18 (100 mmx2.1mml.D., 20um, &% (k&
8) SLLeBMABERAE], P/N:227-30001-04)

FOBh M ARB- 1%KEERSUKOANR; B AB-FRER

Vi R 0.4 mL/min

= &= 40°C

HEMARR 1L

B A I BREMEAY, B AERIIGREN90%, BEER KL,

B E

=& 1 BERRERER

Time(min) Module Command Value
8.00 Pumps Pump B Conc. 90
8.10 Pumps Pump B Conc. 99
17.00 Pumps Pump B Conc. 99
17.10 Pumps Pump B Conc. 90
22.00 Controller Stop
B4
BFMHERK ¢ ESI() MPRSCREE @ 400°C
E4SME - 3.0L/min FIESAZE : 10.0L/min
MAFSMIR ¢ 10.0 L/min A # R A . ZRMEN(MRM)
¥ ORE :300C ¥ OB E 30KV
DL A E : 250°C I 8 B B : 50ms
it # S mS230kPa MRM =% : IR2
7= 2. MRM &%
\ - CI ) , _
No.  FRIXEHR E ey i CAS = N N Q1 PreBias(V) CE(V) Q3 PreBias(V)
BT e
275.20* 16.0 23.0 28.0
1 SESHI Ginkgoneolic acid 20261-38-5 319.25
106.10 16.0 39.0 10.0
301.20* 12.0 23.0 20.0
2 fREMR C15:1  Ginkgolicacid(C15:1)  22910-60-7  345.20
119.00 24.0 47.0 20.0
329.30* 19.0 25.0 22.0
3 RAEMCIT:1  Ginkgolicacid(C17:1) 111047-30-4 373.30
106.00 19.0 43.0 10.0

"REEEBFH.

2. HmpitiEe
2.1 WEMEREE
DRENA RIS, AR C15:1 WEBR. BAE C17:1 MBREE, BENE, PRGNS



1 mLEE 50 ug BURBEAR, FFAXNREEER. AR, D3EEEENRA

ImLZ& O0ng. 10ng. 20ng. 50 ng. 100 ng. 200 ng BYAFIE

2.2 i A REE

CEREE, INREEHIMN
BAR, TEANREER,

WA ERN04 g, FIWMD, BBNE, DHIEEEHETMAD, BEMAFREL mL, TEEE,
HBEIE200 5 (TIER180 W, 342 kHz), U2, BMEESE, BRENCRLNESE, BT, B4R

&, Bl

3. E85i%ie
3.1 MRM &i%E

(x100 (x100) A&LUUJ
1 31925585 20 2 345928690120 3. 373.30>320.30
1.00H 1.254 3.0
0.75] 1.004
2,04
0.759
0.50
0.50 10d
0.25
0.257
0.00 0.00d 0.0
————— — —— 1 - - - ;
30 40 50 6.0 40 50 6.0 7.0 6.0 7.0 8.0 2.0
el m N N7
1 XREE KR MRM (0 ng/mL)
(x10,000) (x10,000) (x10,000)
1. 3192552751020 2 31510931 20 3. 3@EP>320.30 =
409 ® = =
1,504 s S
5 2 €
3.0 B 1.259 & 15 £
. o vy =
1.00] i
1.0
20 0.759
104 0.50 051
0.257
007 0.003 0.07 -
S B e — R R TR A
3.0 4.0 5.0 6.0 40 50 6.0 7.0 6.0 7.0 8.0 9.0

2. BB’ MRM B (10 ng/mL)

3.2 Befkdhsx

BUER0 ng. 10ng. 20 ng. 50 ng. 100 ng. 200 ng BISTERMA R uLittE, LURENELAR, &M

RN ALIMEROER L, RUERZARX(E R E3FAR3PAR.

T #(x1,000,000) Tfi#!(x1,000,000) T4 (x1,000,000)

2.0 ]

4.04 ]

3.04

1.5 ]

3.0 ]

2.0

20 1.04 1

104 0.5 10
0.0 —— 0.0 — —— —— 0.0 7
50 100 150 i 50 100 150 R 50 100 150 WKEE

RARRCIS REERCLT:1
E13. 3MRATER A DU R 2
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& 3. 3 MIRERRA D RUERI LS

Sko?) SAGal - ZIEEEhg/mL)  BXFRH W (%)
SES i Y =(21696.1)X + (-2758.70) 0~200 0.9997 93.2~101.5
RAER C15:1 Y =(9941.56)X + (-1187.32) 0~200 0.9997 94.0~102.0
IRAEER C17:1 Y =(17342.1)X + (-3368.61) 0~200 0.9994 88.9~102.2

33RBER
7200 ng/mLAYY AR AR DT TeA/E X £ B aEIT DT, ERNEAFTR. TAFMEIMIESNE
PR HIEBNEITRAEBIEE, FRMFERPRINADBIRN,

(x100) (x10) (x100)
1L 319, 392575, 20 2. 4G 0L 20 3. 373.30320.30

1.00] 50 20]

0757

050 1.0
204

025 ol 05

0.004 0.4

0.0]

30 40 50 60 40 50 60 70 60 70 80 90

4. 3 MIREERA D TR BER

3A4ESHRR
ER10 ng/mL. 50 ng/mLXMRRaBAR, ELHFOR, ZERMNGFNEEME, NWESERITL ERTHA:
3T IR AT EL 28 79 B9 1R 8 B 18] A 1& B AR RSD 79 51l 7£ 0.30%~0.43%#1 0.53%~1.53% 2 18], E # ESE A
105.8%~112.5%, NZREEM R,
R4 3MIRBMANBEMLER
854 HEeRE  REME  EEIR RSD(%)  SKAPRE ;3703

p 10 0.43 0.95 10.97 109.7
B R

50 0.42 0.46 52.92 105.8
10 041 1.14 11.17 111.7

RAER C15:1
50 041 0.88 56.26 112.5
A A 10 0.37 1.53 10.98 109.8

REER C17:1
50 0.30 0.53 55.64 111.3

3.5 EmillE

BV 2.2 BRI A RS 1 pl 3, HFlEERERERINE 5 FKR 5 Pim. AREA: RS
FREEARFF @, MESERME, RERL C15:1 MESERR C17:1 MWMERRREBNENNVNEEE, B
BFNESNREEVEFUFEELE—%, FlFRSESREEN 3.488 mg/kg.
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(x100,000) (x100,000) (x10,000)
1 319.25275.20 ] 2. 345205301, 30 3. | 373.30032). 30
1.50 5 3. -
e by =
L4 =
1.00 %.g 1.25] % 259 §
= e
0.75] 1.00 209 =
0.75 1.5
050
0.50 104
0.25]
0.25] 059
0.00 T . 0004 0.05 —

5. IREIEF a0 AT ENE

&5 IREREMEDINE

Bir¥ =L IRAES C15:1 RAER C17:1
SEEF 319.25>106.10 345.20>119.00 373.30>106.00
BFEEIRFEE 15.75-26.25 3.50-10.50 7.00-13.00
10 ng/mL S4E8 7 22.03 7.50 12.20
20 ng/mL 3$FE & 21.44 6.92 9.37
50 ng/mL 3B 21.25 7.65 10.10
AENTES
100 ng/mL X$HE 5 21.66 7.77 9.67
FEE
200 ng/mL SR8 & 21.19 761 9.93
Mol 20.52 8.11 9.72
a2 21.36 7.98 9.88
TR SE:DUS DU bE:DuS

A ENBFEE>50%, IFE20%HENRE; ENBFFEE 20%~50%, AIFE25%NENRE; BNEFFE
10%~20%, siFF30%RIAEXIRE; B EFFE<10%, 21FE50%HIEN RE

&6 REREBDNER

LTS Bl B2 SIRBER T EE(mg/ke)
HEREMBREE (mg/ke) 0.700 0.710
RAR C15:1 B8 (mg/ke) 2.458 2472 3.488
RAR CIT1 B8 (mg/ke) 0.319 0.318

4. #i

AXZBEERAREZERALHN (REREE) ERASIMETIRBEE-FOL 0N 2 RAEAER
S, RASE LCMS-8045 = EVURITRFRE B IR REY 2T RESBH#T TNE., NELER
SR ARFE. BA% C15:1 MEAE C17:1 7 0~200 ng/mL RETERS AN GUEXRRY; &S
M S EX T AR ﬁﬂﬁy3ﬁ@ﬁﬂ%ﬁﬁ%¢%%,ulMQMKWSO%mWWWEﬁgﬁi
W 6 R, NBREEURE; RARERAERMTON, 3 METRANIWRHE, RETREEN
3%8mg@o¢$%ﬁEME§%&ﬁ&ﬁ%,?%ﬁ%%%%ﬁL@B@M55§@Wﬂﬁﬁﬁ%&%
BN R BB DA S R R,
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LC-MSMS;E S R A ik e 50 PRI S S 0 ERI

B AXZE 2020 it (PEHHR) NEATENEXELEINE, BY 7 —MERDESHORE BN
LC-20A M =EMURITLUIE(N LCMS-8040 BXAMENARFTZAT DRI | 28I E, KIERKHA:

AEARRGHFMT, TEAEFINDRRE | 0N TI; BRERE | £ 1~100 ng/mLIREEERLIEXRR
g, HEXFRLY 09998; X 20 ng/mL FINREAREEHIF 6 5, RBEFMIEEIRA RSD 2517
0.055%7#0 2.90%, NEHEEERY; 6 RIMREISEF, SRRE | BVFHIEIIEER 96.23%, RSD A
2.18%, FAEEMERI. %A ENXKA LC-MS/MS AN RRER | (9N A RIRERIFNEE,

KA FUKETA LCMS-8040 BHAE

SRRBE—MERBUEMNESENEEIFLENR, HPUSARRINSERER, REHHE
2005hR#E, EFRBUWRIANB. . BAEFEDARNTRS, AFHAEUEE 28" Boh
RINBZE", REZHAFH LENSRRHNEERS. (FEKHE (2010Fhk) #—FME, KAHPLC
ERNAFE RS R RIS ENSE8130.001%. (FEZEH (20205Fhk) ERMEFRALC-MS/MSER N
NAEFFEAFHSRREI, ZABHEEAFEM, HAE]L ghhEERFERERERINEGENFI500
Ngo

AXZZE (REZKHE (2020Fh) NWKEEA “BE” W NSRRBIBEXER, FADESIRE
BB LC-20AM = EPURAT FUE(Y LCMS-80408k 8, BRI NIKRFEEF A D RIERIBQN 5%, HAERN
ARBZE,

1. SEBEERSY

1.1 %88

AL EASBUREEIE(Y LC-20A 5 =SB MR FUZY LCMS-8040 BXFA R4S, BEAEEN:

Z4EH28  © CBM-20A i S #l . DGU-20A

W & R . LC-20ADXRX2 B F 28 SIL-20ACXR

= B F& . CTO-20AC B Y LCMS-8040

B T/ELs LabSolutions Ver. 5.91

1.2 FREH

RS

. . Shim-pack Velox C18 (50 mmx2.1mml.D., 1.8 um, &2 (ki) SRWBEMER
~&E), P/N:227-32007-02)

FOmh A AAB-0.1%BREICAR; BAE-ZKE Vi 1 0.3mlL/min
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=+ |’ 1 30°C HEKIR lul
BT I - BESERT, BAERIMARE 935%, HEIRERILRL
® 1 ERER

Time(min) Module Command Value

10 Pumps Pump B Conc. 38
10.1 Pumps Pump B Conc. 35
13 Controller Stop

B

BFURERK  ESI(H) IARBCRE  © 400°C

ESME . 3.0L/min FIESAZER : 10.0L/min

DL & E : 150°C B OB K 30K

it #E S O ES ¥ & B & :200ms

BFRMUE : +2mm A # KR X ZREENMRM)

MRM &%k . &2
& 2. MRM &¥

F=s Ca=x| CAS No. BIAE+  ~YEF  QlPreBias(V) CE (V) Q3 Pre Bias (V)
296.10* -13.00 -13.00 -29.00
1 SRR | 313-67-7 359.10
298.00 -10.00 -12.00 -30.00
CRAEBETF

2. HFmEitig

(1) #ilmaR. WHENKEENESE, H, BN 1 g, BENE, BERAEMRTMAS, BRI
T0%FREZ 25 mL, HE, MEES, BENIE (Ih=X 250 W, = 40 kHz) 30 2%, B, B2, BIFE
58, BT0%PRENERANES, 25, B, BERRKR, FARREER.

(2) IETER: INSDRHRER | WRMEE, BEVE, M 70%FEAEHGINE 1 mL& 25 ugsy
AR, FRIMEEER. BEEBIITEEERESE, M 70%RERESIRRIIRERNIE IR,

3. ER5iTie
3.1 iR mEEEEE MRM &i%E

Q35910529610 () 511e3 Q359.10>29800 (1 855e3
RT=3561 RT=3564
10000 7‘ 100007 ‘X
] I ] \
I 1 I
\ ] “
I , |
/ | |
i ] 1
[ ‘\
I I
_ s _ Iy
000 N I {00 0B L I e e e e
20 25 30 35 40 45 50 20 25 30 35 40 45 50 55
RT (min RT (min)
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1.20 ng/mL tRER @ MRM BIEE (EENEEEF)

3.2 ZEMRE
W= BAFHITON, BEARERENELS, T, NE 2 P

Q3591029610 (4 380e1 Q35910>29800 (+) 4701
100007 10000
%1 %

000 e 070 s e

20 25 30 35 40 45 50 20 25 30 35 40 45 50 55

RT (min) RT (i)

B2 =aeEE
3.3 &8
REAREN 10 20 50 100 20. 50, 100 ng/mL #FETIER, % 1.2 REIDHTFAE LD, LURERN
TR, EEIRANPLAR, IMRERIURERLZ, ERWE 3, LMHiE. AMEEEMBEXRBIE 3.

16e5 ] DI B |
1y = 1558.948x - 240.5136
14e5R2= 09995620 R = 0.9997810

J Curve Fit: Default (Linear)

12¢5 I Weighting: Default (1/CA2)
JZero: Default (Not Forced)
1.0e5

8.0e4
6.0e4 ]
4.0e4

2.0e4

00e0 —7—7F7FF—FF—F 77—
0 20 40 60 80 100

Conc. (ppm)
3. B

& 3. RUEZELS R

BIR R 2% GMSEE (ng/ml)  HXREKr ERE (%)
Ty E | Y= (1558.948)X + (-240.5136) 1~100 0.9998 97.0~101.1

34 RBEERE
MAREA 20 ng/mL BITRERBRESNE 6 X, EFRNBIREE, ERWK 4 P, RENEME
EABY RSD 73579 0.055%7H] 2.90%, X ERE R
& 4 FEENIRE

= R EB R i8] (min) i AR
1 3.557 28171
2 3.560 29947
3 3.563 28851
4 3.561 30553
5 3.559 29454
6 3.561 28890
RSD(%) 0.055 2.90
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3.5 #FmillE

B B RIE 1.2 RO EG LMD, HidRPICESRRE |, LIMPEEEITESRRE |
BIREA 5294 ng/mL, &84 132.35 pg/g. 1RIE (REZE) 2020 iRXWNIEXFTENHSRRE | 95
SEXR, HiEl&ART m/z 359.0—298.0 F1 m/z 359.0—296.0 F-MBEM EIZIEN/NTF 20 ng/mL TR &
BiElE, RRERTEHUMTE, BEEWE 4 .

(x1,000) (x1,000)

6.0 7 7 21 359.1000>296.1000(+) CE: -16.0 20201126_20ppb_013.1cd 115 R 2T 359, 1000>298.0000(+) CE: -12.0 20201126_20ppb_013.1cd
J1: T F4 ] 359.1000>296.1000(3) CE: -16.0 20201126_sample_017.Icd T 4] 359.1000>298.0000(#) CE: -12.0 20201126_sample_017.lcd
5.0 4
] 7.5
4.0 1
307 5.07
2.0 ]
bl 2.5+
1.04
] A~ ]
0.0 —— ———— — 0.0
T T T T T T T T N A Y A——
2.0 2.5 3.0 3.5 4.0 45 5.0 55  min 2.0 25 3.0 35 4.0 45 5.0 55  min

B4 iR RRENRBREEE (L6 ik, 28 XE®20ng/mL)
3.6 MAREU=ESEIE
AR @4tk 6 10, KBERE, DIBBIMADRRE | X%
B, [BIWEINEK 6 Fimo

, 12 A TEIRE, ER

-0d
2o
o
=
(of
il

= 6. ARl R E 22

HETAE _E L THEIE+
Fe MR (hg)  SOUE (ng) B (%)
(ng) RSD(%)
1 130.44 250.00 366.65 96.38
2 133.71 250.00 371.33 96.77
3 132.15 250.00 374.35 97.96
96.231+2.18
4 130.68 250.00 375.60 98.67
5 144 .55 250.00 372.98 94.53
6 142.41 250.00 365.25 93.08

4, _n'le
ANBE 2020 it (FEZDHE) WK EANEXCENE, Bl 7 —MEESEERRIEE LN LC-
20A A=K FEN LCMS-8040 BXANE LA BFANF SRR | RE0 5%, ZHEEBETREMER.
RYES. EEWHFIEFS, FHE 2020 i (PFEIZDH) AKFEELDSARE | NREERK,
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3.4.2 thi 558 e fE{R

PERANEF S RAMEREL ML EFTZREEFTT, SUNHYEINPRARESLREHRE
Mo NEFHEREARBANZ2MNENE, EXAREES IBREHARET 2ENA TN LI IF.
HRERETRETRASZAKREBRRY, BREMMRERKTBAEHER. ZER. Z&. INRMEE
SHERBMIFNREAF T,

AETEBWRT BREFNGIFERE. BHBRUKRIEENNSERNED AR, PHRER
HZNEEUIRN, WATRRFETEX2REB. Fit, ERAREE MESAE T —R7h5E0
W3 AE X E R aINERI AR, LU FH GiRERE~ M. BERED mEE NERTIIIK,
Sy LEERXBIRENERERANBERERIERES, BREFMNEEEXEREESHHINIIER
SR SEEWERNIKENE X L. PHIRERNNED BILFRENFEE NP T2,
IBEARMA BB ERN 2 X F EXEE, BUNAEERNKRD B L@, FiE BEFHEND, N
TEMFTHRABEAANTA, BERGEmERN ] ERIMG R IEERIIRA 7R 5%, URIEPARANRE
ZEo
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HPLCAFE&=tHhBRERBALIVEGRE L

B ASCRBRE LG40 SRBREEEMEIL T2 = thAREBTAFRLINVREBNEL R ZE, S=tHh
ARBZEZBAEIRE, KA PDA HNZETE 520 nm R AL IVERINRUIE, 1 mAp R H B AR
MHFHIN, 2=HCHRAREIMFRIE RT=34.57 min &MEFLLIV, BIOEREY 222337, 57
FHIIVAE 400-600 nm JOIEEELER, BINERN 99.99%, PIFIEAFILLIN. = =EMAIS, PIAMREXE
AN = EAZ R E R AL IVIR A B,

KR SRREEEE HALIV S=tHhaRkE

ZZEHARER=T. 4. MBFPHMEIR, BEEMER. BEELENER. EIRETETY
TBRS RRAM, Wmig. dEFAMPARCEIIRAALIVHAITIFERG. ALV, B—MALE
RBBRXU IR, HEXREFAINFEN, T2ERTHE. BEGtA. BHGIRENLRe, EA
WEMBAE—ENEENE, REZHERRLESERTR®E .

EXRAEBLIEDT (B=ZtHARE (F) PTRERSAHH/AVEEMH LTS ZE (BJY
202005) ) MET AALNVREBHNEMNES %, BERXAREEIEE, RSB E. PDAYXEEE XY
IMFFELIVEITEIEIR Ao

ARSLIOEAHRLC-40 (Nexera X3) BIBEEN, SEHFTNNFEFHNERNS = CHARET
AFRLLNVETEENE, %A EEWAISE, IARXE NS =ERERER LIV,

| A e

1.1 1%38

ARFKIOK A 572 Nexera X3 RABGBIZN, BERENT:

W & =R . LC-40BX3 R 4% = H 28 . CBM-40Lite

H R | . CTO-40S v | 28 . SPD-M30A
Boh#EEEE © SIL-40CX3 B i T fF 45 : LabSolutions Ver.5.97
1.2 &M

& 3% & : Shim-pack GIST C18 (250 mm x 4.6 mm |.D., 5 um, $i2 (L&) LI
MERAE, P/N:227-30017-08)
Wooh B A20mM ZERRRKAR; B-ZBE

N
=

tﬂ:
X

® . 1mbL/min
=+ &L 40°C
& MK K 0 520 nm
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AR L 10l
w7 L BBESEE, BABYIEREN 20%, BYEIERAIE 1 FiR.

=& 1 BERRERER

Time(min) Module Command Value
20.00 Pumps Pump B Conc. 80
21.00 Pumps  PumpBConc. 85
30.00 Pumps Pump B Conc. 95
42.00 Pumps  PumpBConc. 95
43.00 Pumps Pump B Conc. 20
55.00 Controller Stop

1.3 A big

MWRR ARG S AFLLIVIIRREE, MIERIE1 mLE10 pghvaR.

Wil ARNHE: WE=ZCHARERNSY2 g, M20 mLZEE, BELIE20 min, SIEEESUER,
HIEEN

1.4 R Hbq

HiIXBBIER, ESAHALIVYRRAREEIERENEMENANME EASHMERNEEE, &
DREREERNEIEIE, REAZREFETIK ML RAEN B IE1E400 nm—600 nmiEESEEIRAYERIM
] RIS, RBEEN RER. (RE (B=ZtHARE () FNERSALLIVRETH IR A
(BJY 202005) ), ER#AmEEEIER, 20205058)

2. £R5i1e
2.1 tnEmisREIEE

R12FBIDIFME, NAFLNVIVERBREITNE, AALIVEIRERIEN34.59 min, ZBILHER
HN226744, REERMEREER, AALIVRGE, fHidadk, #HiamiraRreEtBErEL. 2. 3
Fime HIA@mPARGEARLN, i@ FmPREAALN, FitrIHES = thARETIS
LIV, SSRGS,

mAU(x10)
3520nm,4nm =
2.0 &
]
1.5 i‘é
1.0+
0.5
0.0F—— e
1 1 1 1 ‘ 1 1 ‘ 1 1 ‘ 1 1 ‘ 1 1 1 1 ‘ 1 1
0 10 20 30 40 50 min

Bl ALV RBREAREEE (10 ug/mL)
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mAU(x10)
1520nm,4nm

2.0+

[l ‘ [l [l ‘ [l [l
40 50 min
2. %Et'fﬁ?ﬁ B=H ﬁtuu/ﬁlﬁié L&

mAU(x10)
1 5;520nm,4nm

1.0-
O.SJW
0.0—
I ‘ I I ‘ I
0 10

& 3. Tﬁﬁuuﬂﬂﬁ/ﬁ/ﬁzé A

TV

I ‘ I
40 50 min

2.2 AR E I ESS
HIXRIATAR P A FTELIVEIREE BT IEI34.59 min, A FHL VYR A0 4 s INATAE G X h7 6 1 [E]
AR l*ﬂ*HTLAVXTtt SR, WE4. 5P, HIEEMAEN99.99%, FEMEMES, AIFIERNFHLIV,

mAU <

E > 5
20 ]
15 10-
10 ]

] 5]

5 ]

o—f o

400 450 - 500 550 ‘ 400‘ o ‘450‘ o ‘5(‘)0‘ o ‘55‘0‘ o ‘nm

xR R S=HEAREHERINR
B4, 39BR 5. S WmINARE R IEE (RT=34.59 min)

o# | %| we e Wl | GidfeE|  Amax Amin | 4@me | cos
1 itia 3459040 [&® 1.00 514 0.9999| 1
2 i WALV jem  [i&8 516 Ref

5. SLIERBAERT L
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23 1R EER
WIWFARERN 10 ug/mL E=tHAREHHARIMTEREREDT, BERIEHEAFIIVAIKREH
R EZM (LOD, S/N=3;L0Q, S/N=10), £5Ru0% 2 Firo

= 2. AFHIIVEI B IRAE 2R

B FF R & PR (ug/mL) E2MR(ug/mL)
FFIELIV S=—tHhARE 0.07 0.21

3. &3t

AXRARE LC-A40 RIBEBEBRS, BENFTIRRS EPHERNS = CHARERNTILL IV #17
EWNE. ZHFEFEREZNE. UV EHTEN, £RES, s EXelbils= tHEARE
R T VIR B B,
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LC-MSMSZ R F &N FHhERE T ZVEMSENE

B ASCKABENexera XREMBEBIERS . LCMS-8040m X REEIE RIS RS, B TE
FRPERE T RBEM T E. 2OMAET0%LEEIRE, Shim-pack GIST C18BIEHEDE, RILHEM
HITER; YFTRIFERERT=33.4 minfe @& (330 nm), £5FEMAEITRICEE (190-400nm)
EEER, MFIRFINEMEE FRo KALCMS-8040%F BARIEHITOMT, SCAN+HRAZF¥)EFHEEER, Bin
B5EREITE—R. “RLUEEENERS, FIEBETENEREITR. 25027 7ETRIBEE. UV
FEIE AR EREXFIE RIS RIS N EME ST RIERT705, BT AERMR, REES, BMERET mKA
AL E,

X5 NexeraXR LCMS-8040 FESH ERMME BREHE 11

ME, NEERMEYREFTHNTIEE, BEEEMER, TLERINIM. AM, TEARZHERE
MANERES, THEHRER, EAMREKE, METSERETHAMEDERBAN, TEEGERER.
MEEBESE R EQERLBMKEME RS, D EEEENRE, EMEITHA=TLH,ERENS
YRS, EMETRAFTEND.

2020 £ 2 B, ERAE/ARFT (LBFRHEREITRLETHN TR E), S FRHER
EMEIHITHE, RIEHRBEE. PDAXIEE. UKFEEFEENEREHRHITE LR,

AXEZZE (B PEREITRREIUNTREFE), BT EBFRIFAINERE T RE M
ERE. ZHEFEEERBIEDE. UV MIEURREEMRER, EFMER, REES, fBEXTLEE,

1. LI8E R

1.1 1%38

ANSCRA 5# LCMS-8040 BR U RE B E-BEHFUE AL, & PDAKINES. BARENT:
W & R :LC-20ADXRX2 = 4 1 % 3 :CBM-20A

Bohi#EEs  :SIL-20AC = SR FIEMN  LCMS-8040

= B F :CTO-20AC B & T {F uh :LabSolutionsVer.5.98
ELBESAM :DGU-20As: “iREESMEE  SPD-M20A

1.2 s

RGBS M

B & # : Shim-pack GIST C18 (250 mm x 4.6 mm |.D.,, 5 um, &3& (Et
8) KRBMERLE, P/N:227-30017-08)
o A A0.1%EEBRUKATR; B-ZBE
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—
Vi ® : 1mbl/min I = . 40°C
HOE KRR 10l pird £ 1 330nm

o o770 L FESR, BAEREN21%

Bk &

B F R’ [ ESH mHAREREE 1 400°C

EMHEmME  3.0L/min F i S " E  15.0L/min

DL & E :25°%cC A # & X . MSSCAN/ALAF¥E T
M S = # : 9#5%E m/z100-500, MAFMET, TEEF m/z309.1, CE=-35V

1.3 MR A RECH
BEMMEEME T HnEm 2.5 mg, A 1.0mL ZEEAfE, FHREE 30 pg/mL TIE&R, &Fllo

1.4 it mbl&E
Hyﬁy%iﬁj*ﬁﬁéﬂ Eﬂéﬁﬂ; %EE%EHZ}?EEP: *ﬁ%‘ﬂﬂ)\7oo/oz,@§20 mL; ME%: WEEE, fﬁﬁ)::g%iiél'o
ﬁ%up, EQYY\; EWE%%; ﬁﬁ70%Z@§-$|‘E9€§; }%S: 5[§ﬁ, H%if[ﬁfrﬁi, ED%%O

1.5 5 R HIbq

Hi@mEER, VASHISYREEIEFREN EERNGEIE, HHIGRENEERNGEIE, N
KA ZREEHIIGNEE LA I IR RO RS- B] IR TE, TRIBOEIEN AER, KERRASNREE
E-FUEB R AL, BINERZE-0.01 mol/LZBRZARRNERS. (RE (XA EMR@EITER
QBRI E), BRARIEEEER, 2020628)

2. ER5i1E
2.1 &iLE

SRR RFITONT, EMEHRABIBRT=33.4 min, IEILEREL16428, KF3000, RFEMNI4HBEIT,
s, ik, SX@ARH TN, OTEL HRePRCEERTHER, MELRINFERTR
HERETR, VFTHESCTNPLTEREH, ARG,

2.2 PR E E IR
XTARER 30 ug/mL WEMEHFAREHF O, BEREOTEEQHRLESR (LOD, S/N=3; LOQ,
S/N=10), ZERIE 1FTo
*® 1 EMEHRORHRNEER

=2y 2 PR (ug/mL) EEMR(ng/mL)
EMETE 0.09 0.27
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2.3 SR ERIIEE A

Wit R EREH RSN RmARB I —2, REE RSD<2%. XM, Hidsmiitrts
fefE RT=32.9 min @i&l&, £ 190-400nm KISEENRIERINGEEIIE 2, EXGERMER 92.2% (B
8)o

mAU
10'0{330nm,4nm Q

7.5
5.0

25

o.oé—j’\y

100%
| il

757;
5.0%
255
00- T T T T ] [ T I
0.0 5.0 10.0 15.0 20.0 250 30.0 35.0 min
mAU
+330nm.4nfh | ~
] <
15 (9]
] s @ InAR
10
5
Oj‘H‘\""\""\HH\HH\HH\HH\H‘w
0.0 5.0 10.0 15.0 20.0 250 30.0 35.0 min
Bl WRm. Hida. $ilaeimineikE
mAU (x10)
11/ BHImE R UVOEiE. jem Ref |
1 2/ 32.956 0.9216
1.5+
1.0
OSﬁV\V\‘
0.0 1
‘ [ [ ‘ [ [ ‘
200 300 nm
2. it@. i@ @y IEE (RT=32.9 min)
ID# | BT | S g§ A ﬁgfg Amax Amin {HEE | Ch#

Hik | EFmeE Uvegicm S | 1.0 | 205/329/484/655/626 | 262/406/520/67 1/647 Ref
2 A 32.95615 [#E [ 1.0 | 205/224/328/766/663 | 199/219/265/642/670| 0.9216] 1

3. IERMEXSLEER

2.4 RIAGIERILER A S ERIESR

AT H—BHITEMRIA, FA LCMS-8040 XF RT=33.4 min BIEIEHITOMN. EEARREKADT
BY, ¥R 10 mM ZBERIZ(ENKAR, FHERITHERERE, URIERENEFUER, NRmPERET
ZREEWTE 4, WNEIEEFELIMAH]IE, m/z 309.05, SYRIAEFHITHE, RiiEsE CE=-35V,
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“RFIEEER MSn F. PRI RINAERT RT=33.4 min GEE0HEEE, —RRIEERIER
m/z 309.00, “HKREEHFTIEEFERER, SER@MITREME 99 2 (FH 100), TEERAFBSF m/z
235.00. m/z 219.00. m/z 205.00. m/z 191.00 5 EREFTRER BT, WE S5 Fim. M EFERK

BR, SBEXFUIEARTEMETREMERERR, EMMELT.

(x10,000,000

2.5
20] EIC
1.57 §
1.0q A
0.5
0.0 2‘.5 5‘.0 7‘.5 16.0 12‘.5 15‘.0 17‘.5 26.0 2i.5 2§.0 27‘.5 36.0 32‘.5 35‘.0 37‘.5 min
Inten.(x1,000,000) Inten.(x100,000)
g 300 MS1 ] 205.00 MS2
5.0+ 1.57
] ] 235.00
7] 1.0
1 ] 218.95
2.5 1 191.00
] 0.5 177.00
1 118.1019.00 29110 1 105095 309.05
W i ranii 111
0.0 L_VWW‘ - MW‘WJN‘VM — -
100 200 300 400 m/z 100 200 300 m/z
E4. WRePEREI R —RENEFRE(EIC). —REE(MSL). ZHRERIEEI(MS2)
B (MSnEESEE = x
BER) HE(V) wAWEE0 EBG) #EH)
| A= | {HRE BE E& kEhERE

SPID

5 DEf A

[

<

B

234. 830

131,100 381 :::‘ || } ‘ 308, 000
o o |
T

e 150 00 250 ado”" 350 400 450 0

35 SP ID: 2 RELE: 100.00:500.00 MSERE) MS/MS | HifEET 309.0000
fla—pzie=t EFAEHE
1. pplxl0. 000, 000) _ Base Peak: 205.000/10, 000, 000
_ 9 ‘ ‘ I.
177 000 b

| \h | . | %

200 220 300 330 4lo 450 500

SP 1D: ~| REEE: MSERE v HEET:

E5. I0tniF mm — R BUEEIE R R

3. &ig

#R

BRI
® i
OMFHFEETF
OrmARERT
R (D)
[Of% 73
Oigg
Oimsg

ANSCRF B#Nexera XREMRIEBIERSA. LCMS-80402 0 RIEBIEFIE RS, B 7 &X0HAH
EAANERE T RIE IR TG R 2 ERTRBRENE. UVIEIELL—R. ZRUEEEN, ©HF

Mg, ERES, HEXTIVEE,
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LC-MSMSEMIESSARAFPIMALETF11

B AXRILT —MERSE=SNRAFBUNESYARAPNASEY F11 HE. SEERY
RS BEERNARY (BHRATIMASET F1l RETHNFRISZE), SBARALNIES, BB
ERRAEEENE, —ENRFRIBUHTEMEEN . ERETUASEY F11 KUERY, &ML
MEXAEEIY>0.99, EHETE 90.6%~110.0%2 i8], FRERIMEARESE I 6 R, HRENEMIEE
R RSD £%5179 0.20%F0 1.87%; 1. SREIIAEREUEAE 90.31%-94.08% (8], X ERERK
F 2.16%, FHAEHESE; RERA 0.048 ng/mL, EZRA 0.145 ng/ml. ZHEAEENE, HHES,
Al AT B A RAFIEERINEFSHHENRM,

K. —BIURITRIEBIEFIEEABN SBERA IBERD UASEH F11

SBHRABSE. BARKR. BER. BHE. AS. &K, Z3. B9F0KAG4EK, 2PELR
ERNRH, TP AZHRKRERNRATAN, BEERA TR ROEBMR. #MEmib. KELEZRIN,
MAFSEEE,. HERMN, ANOMHBE, AENZm. MEFHDHRE, ASHEFSHUFRDE
ZAEML, HUAZBERARKREBRMND, EASEERMEXRMEIER, EREMSEEMESSENT
PIBRETE, BEEFLRINZENZEREEN, BFESNEBEERIUASEEFLL, EASHRK
BRI, ABHREMERDASEBER], EEFSHTAREIM. Eit, HEZFRPHNMAZSEEFIIFLL
TERABER MBS E KR,

EENADTERABLE, UHPLC-MSMSUUERIE. &, TRIEBRSFNBETADMTEFE
ZN o AXFKAUHPLC-MSMS, ZITEXERATMUASBEFIIRNTTE, %I7ARFEE. E
%5, FIANSBERABREBITHIR &I,

1. SEBEERSY

1.1 %%

AKRYK A B RBESRREEBIEN LC-30A 5 =EMURTFIEN LCMS-8050 BXA &4, BAEEN:
R4y hlgs @ CBM-20A B S #l : DGU-20Ask

W & R . LC-30ADX2 Bt #F 28 o SIL-30ACMP

= B f : CTO-30A fi & Y : LCMS-8050

&3 T {Euh  : LabSolutions Ver. 5.99

1.2 SIRE%
ARG

& ¥ & : Shim-pack Velox C18 (100 mm x 2.1 mm I.D., 1.8 um, &iE (L&)
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SR SSMAERAT], P/N:227-32007-03)

S
ol
=

B AK; B-ZBE

® : 0.35mL/min

= B 40°C

HEE D 5uL

AR A BEER, BAEMWBKREN 20%, BHERER &K 1o
= 1R R

tﬂ:
X

Time(min) Module Command Value
2.00 R B.Conc 50
4.50 R B.Conc 80
4,51 R B.Conc 20
7.50 el Stop
Bk
B F &L ESI(H) e E R ES
£ fH = @&S30L/min ¥ O & E : 300C
+ e = =5 10.0L/min DL & E :250°C
il o = @ A=10.0L/min MARBRE  © 400°C
A # & X . ZRNMEMNMRM), MRM Z#IE 2,
7= 2. MRM &%
=X i MW CASNo.  RIfAEF /~¥BF QlPreBias(v) CE(V) Q3PreBias(V)
PAZEE F11 800.50  69884-00-0  799.30 653.20 24.0 30.0 22.0
1.3 A biE

AR R (TR A, B) BUKREHR, B9, BN 225 g, {FBME, BEAEBETMP, BEMA
80%FREZ 25 mL, BE, MEERE, B 80°CHAAHTMMEIR 75 250, HH, B2, BINEERE, A 80%
REENERANES, &Y, B, FEEMEUER 1mL, & 100 mL 2, MN20%ZEHEREELE,
ws), B, B

1.4 BRERZFIE

BMAZSEE FI1 WRmEE, BEBEME, MPEFINS 1 mL& 0.1 mglaR, EREEEE, B
20%Z BERBRESIAL 020 0.4, 1. 5. 10. 50. 100. 200 ng/mL, BIE, EMLIE,
1.5 R FIbq

X EMIRBE T REET, RENEINSNBEAREEENNEEE, JARGE; HilaR
BNEFReER, ENEISYR@AaREIEENEIEE, BEmEET m/z 799.3—-653.2 BIEIE
BERERATHREEER (REAREPRENBRARREN 04 ng/mL) FHENBIIEERES MRERK

—258—



t; HRmAVRNEFRAEED, FANHRSWREASREEENNEEE, BfAmaEE+ m/2799.6—-
653.6 FIEEIEEREAT X RaaR (KREAR/EFIENREARREN 0.4 ng/mL) FAENAIIEERE
#, kht. BEERARYEEERNEHH (SBARNFTMAZSEE F11 BTN RIS 7E))

2. B{R5He
2.1 &iLE

XNZERAT. IMAZEF F11. A T REBERA. B | REBHRARIREH TN, HEEED
AIE 1. 20 30 4, AT RELBERAFGRESIMAZSES F11 WREEEERBNEEENUELINE
B, RIBREER, HITEED.

Q799.30>653.20 (-) 3.60e1  Q799.30>653.20 (-) 6.42e2
v
6.0e2
25e2
5.0e2
2.0e2
40e2
1.5e2
3.0e2
10e2 2062
0.0e0 0.0e0
— —_—
0 1 2 3 4 0 1 2 3 4
& 1. =337 MRM BI&E B2 IMABSEE F11 &E& (0.4 ng/mL)
Q799.30>653.20 (-) 570e3 Q799.30>653.20 (-) 3.60e1
5.0e3 ] 2562
4.0e3 ] 20e2
3.0e3 15e2
2.0e3 1.0e2
1.0e3 50e1
0.0e0 :Mﬁw 0.0e0
.............................................
0 1 2 3 4 0 1 2 3 4

E 3. AT REBARMNBIRELE E 4.B XESBHRARRBIEE

2.2 Z145EE
WNRFIBERZIAR 1.2 FRIDFEETON, UERAPLIR, REAESLET, HITEMEUS.
ROERZLERILR 3, SRR r=>0.99, EHRETE 90.6%~110.0%2Z8], #HEMEE Ko

&= 3 RELER

(E=xY KERE MR (ng/mL) BXAREr  EHE (%)
MABBEFIL Y= (2726.56)X +(157.884) 0.2-200 0.998 90.6-110.0
23 LR REER
GEEAR 2 E ERE R ARRENTaEF DT RER R HRNRTEER, 250 3 FE¥REE(S/N=3)

M 10 fEEREE(S/N=10)iE E B IR E £ IR, 1T B0 H IR EEMRIE 40
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x4 MHRNTEER
a7/ WHE (ng/mL) EE2R (ng/mL)
WAZEE F11 0.048 0.145

24 BEBELN

XF 50 ng/mL FREELDHT 6 R, IEAREHREIMIERERE RSD, HAERBEBFIEETR RSD 251749
0.20%7#0 1.87%, X2REE* R,
2.5 ntRER

WEBHRAFR, IMANEK, SXERR (BNREEE=X , R 1.3 RHEb&E, &3itE8EN
BESMAENLE, TELRE, LWRFIEL TR 5, FTERE THIASBEEMFRLRIREEEIE
90.31%-94.08% 2 18], HEXHIRERE <2.16%, 7% /EHE 5.

& 5. PIAREISEREER (n=3)

KT EKE
e IARRE fRE  NAREIEE PR INAREl  pnAREIMEE
(ng/mL) WK% RSD% (ng/mL) WK% RSD%
MAZEH F11 0.4 94.08 2.03 100 90.31 2.16

2.6 LFRtFRNE

WEGHRMNFRIZHHELE, ENUE, MELERNEK 6o HF A [ REBHRAREIRTE
799.3—653.2 @WEENHNSWREAREIEANAEIEE, BEIEEERRERTRIARETIERIENK
AU ERERAR (0.4 ng/mL) BIEERE, WEHMASEE F11; B REBHRARIURKRFEI HILS XY
FRa AR BIEEN B ITIE,

&= 6. BERAFRNELSR

R o B ER

0.4 ng/mLWASEH F11 1287
AT REBHRIA 11720

B XEXBERA, N.D.

. N.D.ERRFKEE

3. 451e

AR T —ER HR=ERM IR NESSBRAFMAZSEE F11 897575, SBERAF
mZAEE, BBEMRERIENS, —ERTFIEEITEREE DT, RUEMRZLIZIARBE. RE.
RYES, RURDEBERETRY, DBEY, HEZELTH, IBETEBARNNRERS.
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HPLCZATFIREFHRPHEFRSENE

B AERERAGREEER 2021 5% 47 S@%E (REFHRPLREROETHN TR0 G E)

(BJY 202101), fEAEMRABIENTRETFHAMERHITIE, KRERKA, WREAIEILER
# 17003, KF 2000, REENMHESRMENK,; FmPREERINGERAN 0.05 pg/mL (0.005%) , E
2R 0.15ug/mL (0.015%) , AIFHRRMER,

KR BETHA AR SRRBEEEHN ZIREMRIRINES

MEBR (Abietic acid) RMENEEMD. HENESRT, BRI FIFATHAE. RAFHE
Btk BRBWAFERARSE, PEBEXTRATLAMEIFEMNNERSEEZ ADFHIAR.
ISR T A R BVFA B ER #H 1T M2 A B AT,

FEFRBENARETEERE, SREEZLNNE, BERFEES, ¥XE, BWMLHF. &
RESSFRHR. MADRRECIE-ZREMRTIILNEE, BTt Hila SRR RENELEIER,
SRET R PIERATEMEEENS, BY 7TIMERIRNTG X X (FEZHHE) MERRINREHT T
ZBERTE, BERNERAMARRNTAERRIER, HAXTLEE,

1. SEREERSY

1.1 (X3 E

ALK A S EBERRAEIEN LC-30A BAEEIEN, BEAIENT:

= 4 = ) 2 . CBM-20A T % Bt S Ml : DGU-20Asz

o] 53 R . LC-30ADX2 B o) # & 28 : SIL-30AC

= P f8 : CTO-20AC “IREREYIKNEE SPD-M30A

B 1% T fF L : LabSolutions

1.2 &M

PR — . Shim-pack Scepter C18-120 (250 mmX 4.6 mm |.D., 5um; $i2 (&) L3088
MBRAE, P/N:227-31020-06)

m A8 A-0.1%FERAEHR; B-Z8E

m ® . 1.0mL/min =+ = . 35°C

®HOF 2 10 pL A I 0 FESE, AB=12:88 (v/v)

oW E K o 241nm
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2. HFmai g
2.1 IRERRNERE

WRmBARNGIE: BMNEREE, MIEREHIR 1 mg/mL EER; RAEAIEFREE 10 pg/mL
BYAR, FRXREAR,

ZRmARNGIE: B 11-5E-B-CHABTRES, MIEERHIR 1 mg/mL NEER; ARRIE
R 4 ug/mL BYAR, 1EASREER,
2.2 HidmE R E&E

208 (IR THPRERLETH 0 75%E)  (BJY202101)

BAm 10 Fr, BEREBREETR, A, Y 02g, HEIRE

et

BEMN, MAZE20mL, HERE, BELE 20 2%, B
%, BMEEE, AIEAINERANES, &5,

.

i, BURRR, BlS

b

LC-PDA #3#f

E 1. s iz E

3. Rk

HiIXRBIER, T5SMERNBRLAREBIEIERBNEMENNUENMFHIMMERNEIEE, &HIER
BREERENEIEIE, RAZREEFETIRNZS L RAEN Big M RIN-B] IR, RSN RE (F2
FERXRIAFIEIEIETE 241 nm BREARY) ; BRECLIEER, BizGiBENERREAT 11-5E-R-
A ERERARBIGENIEEIRE, WAARERE. [RE (RBFAPNERIQEIAN RIS E)
(BJY202101), EXRZAmMnEEIER, 2021 £ 04 B]

4. ER5i1ie
4.1 &iLE

BRI RIRR EE RO, MERFEREINIRT=0.039 min, EiCERF17003, A F2000,
AApENTET, WRm 2Rm. #idn. SleaER# 7o, WTE2, filmPRCHNE
iR, MmN FmAeHINER, SRFTETH.
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uV(x1,000,000)
:ﬁw)ﬁ FA7EZ-10ppm.lcd PDA Ch1 241nm,4nm
105452: 2 7 i-4ppm.lcd PDA Ch1 241nm,4nm b
H4E3:sample-1.lcd PDA Ch1 241nm,4nm e
0.9 #54:SP1D0%-1.Icd PDA Ch1 241nm4nm N
b Q.
0.8 & 1
] ¥ S
] = -
0.71 =
o.e—f
0.5
04 #IE 1
° | H4E 2
] R 3
0.1
] \ iR 4
0.0

7‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ I
0.0 25 5.0 75 10.0 12.5 15.0 min

E2. xRm. 2RER. fila, HidaiirreetE GEIANRE; SE2NSRAR, HiE3NME
fm; BEAN LI &)

4.2 1R EER
SHREAN 10 ug/mL BMMEEARIEF DN, HERICTEEMHRLESER (LOD, S/N=3; LOQ,

S/N:lO) ) é%%y[l%ﬁ 1 Fﬁ/—_[__\o

& 1 IMERIRERNEER

=X e 2 PR (ug/mL) EEMR(1g/mL)
FAEER REFA 0.05 0.15

4.3 R ERPEFI

RAREER IR A RIRR LR FAPET B0, BEVERNEIEE LA CEE, Hidlm it
IR A RERB G THIT EFDMN, HilmhR@NzE, dmIiRaRPREREREE N
9.026 min, S5XJRamARFRENE— KIS BRI OEE SIS IR ES
THEHITHCRAE 3 PR, ESGEEMEN 99.97%.
A A TR o et

300 2/ 327 M A% .jcm 0.9997
3/ FRYESF Fr FF A jem 0.2966

,//
1 \
l 50 \
1 §
3 o] -
S
200 210 220 230 240 250 260 270 280 290 nm

E 3. mEBRWRa. fileiiriEtilaigE 10 xiRe; 20 e, 30 i)
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o | 8| #HE g% W | Sk Amax Amin e | che
1 EREEE RTBEEA jcm [ E&EL 1.44 230/662/520 108/321/566/482/6T6 Ref
2 ] GE g jem  [EE 1.00 230/662/644/490 200/293/569/482/651 0.9997
3 PIR #Hojem  |IEEL 13.33 105/232/299 210/274/490/662 0.2066
B 4. FERMEXNLER (10 }R&%; 2: Hil&niy; 30 i)
5. 458

ISR BEBESMREERERRER _IREMETIRNEE, B TIEBETAPEAEAMERNEE
A%, HBIERR, ZA AR TEIERENELMR UV IEEEM, ®FEMR, BHES, a3t
MR AR EER, HEXTIEE,
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LC-MSMSETE RAZS PR R MR BRI F D

BB A0 T ERARRE=ENRMERAEABNEFATERUERALENE, FERE, =M,
SUHPR A P SREHEIR YIRS ENE 7 7E. LURTITHR NIRRT AR I ARERL, BUERZCEE
79 5~400 ng/mL, HEXFREIHN 0.999 LU L; BEREIHINELS: 6 EEFBIRE B EIAIE BRI AT E R
ZNDHIE 0.076%H 1.98% LT, XEME, FEMES, =MWe, ME¥iFmaREERAN 0.25 ng/mL,
SUHPR A BREER N 5 ng/mL, AIABRIERAIEERNBEFHERKF RO IRMHAE AN FER.

R UEMC FENE SWe ST I SEIGRTRE

EER, ERRATIFERAMELEAZGRDHIARNERE. EWAIERRLFBIFALE BEHA.
BE¥EZS. ANEEBAZS. LERZFIRE. HEMILBALUSERR @Y, XARETmERAEBALANERK,
AN SRIERBENIAK, FHFmIBEMABAMTRAYRONFE, ERELETLTEMAMERE
IR ENSEIFR, RZSHBELATRRN, MERE, BEERNEELED,

RSB T PRATAMBHLELUFROUFMRE., MZRE. ZMe, MAFREEH
LC-MSMS B E&MNET R, NREMAAIMPAHESFEIFERINABARHEFEM T A,

C16H11CIN4 C17H13CIN4 C17H12CoN4 C16H13CIN20 Ci5H10CIN303
Eme FT s =B HPg ¥ REEFEY¥
1.5 M &L 2L

1. LIEER5

1.1 {88

K EA BRBEMRAEIEN LC-30A 5= MRkiTFFIEN LCMS-8030 BEXEB AL, EARKENT:
Z4EH)28 © CBM-20A i S M : DGU-20Ask

W & R . LC-30ADX2 B oh#t £ 28  © SIL-30AC

= B & . CTO-30AC /R ®E ¢ LCMS-8030

&3 T {Euh  : LabSolutions Ver. 5.41

1.2 Bt
REEIERAF
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=3

Shim-pack XR-ODS Il (100 mm x2.0 mm1.D., 22 um; 2 (£#B) LRBMER

B
AT, P/N:228-41623-92)
mo B A A10mM BERIZH0.1%ZBRIKAR; B-ZBE
m ® : 04mL/min =+ & o 40°C
HOE 2 5uL
B oA N BERR, BIIBKRENR 5%, HEfERERE L
= 1 BEIE EE
Time(min) Module Command Value
2.00 Pumps Pump B Conc. 5
3.00 Pumps Pump B Conc. 50
7.00 Pumps Pump B Conc. 50
7.10 Pumps Pump B Conc. 5
10.00 Pumps Pump B Conc. 5
10.10 Controller stop
Frig &4
8 F &KL o ESIH) B E S &S
# O B £ :45kv £ {f S :30L/min
+ 1% = 15.0L/min D L m B 250°C
MARERBEE 400°C I B B f8] :20ms
R OB B 2ms A8 & X @ ZREEN (MRM)
MRM & # @ Q&2
& 2. MRM &#51%
No. Name FIAET FYBET Q1 Pre Bias (V) CE(V)  QlPreBias(V)
267.05* -15.0 -25.0 -18.0
1 pai[E % 295.00
205.10 -15.0 -40.0 -21.0
205.10* -15.0 -45.0 -21.0
2 ] i k> 309.10
281.00 -15.0 -25.0 -20.0
270.05* -16.0 -25.0 -19.0
3 ST 316.00
214.00 -16.0 -40.0 -15.0
308.05* -17.0 -25.0 -22.0
4 e 343.00
239.00 -17.0 -45.0 -26.0
127.15* -16.0 -20.0 -13.0
5  1&HIFFH(S) 324.10
110.15 -16.0 -20.0 -23.0
193.10* -14.0 -30.0 -13.0
6 HPE¥ 285.00
154.10 -14.0 -30.0 -30.0
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2. Hamaiabig
2.1 iRAEERECH

DIFEBAFBLEME, [EEFERE. AZMe, ZWe, MFE¥, NIFRTIEES 2 mg (EHE
0.01 mg), & 10 mL &/, MPEFEARATAEZE, B, BMERELN 200 pg/mL BIZEME,
SUHTEF. PISMEe, ZMWO Y. BYIFRNITEREA R, FERIBBREAMENFRER 1
ug/mLo

B aEARSERFNITVEREER, REMEZTIEARTRITEIIEZRIREN 50 ng/mL,
ZWEYRENER 3 Firo

xR 3 APETIERRRE (4L ng/mL)

Name Conc.(1) Conc.(2) Conc.(3) Conc.(4) Conc.(5) Conc.(6) Conc.(7)
XEWe 512 10.26 20.5 51.26 103.04 328 410
Fr 5.18 10.36 20.7 51.76 103.5 331.2 414
iy 5.16 10.3 20.6 51.5 103 329.6 412

— e 5.06 10.12 20.24 50.6 101.2 323.82 404.78

HIPE ¥ 528 10.56 21.1 52.76 105.5 3376 422

2.2 HmiaRElE

BiEm (MMREER, RMHFNER) 202 g BHE 1 mg) T 10 mLERBELER, MNEE
AR BRERE 5 mL, #RE, SRIE60 s 5, #B/&E 15 min, 4G, BIFE, BRENSRLNEE, 4500
rom B0 10 mine BUIZAR 20 pl, INEREHREZE 0.4 mL, RHE30 s/, 13000 2 &E.0 10 min, B EE
R NRAR NERERMEIR RA R,

3. &ER5i1ie
3.1 #REBRAY MRM BIEE

50 ng/mL XEMWE, KA. AEWe. ZMe, MFEENFEIITFFRIESTTERRILE
& 2,

{3:295.00>267.05() J4:309.10>205.10()
13:295.00>205.10&) 75000-14:309.10>281.0Q¢
50000- ' b e
. 50000
25000 .
y 25000
B ]
0 ! 0 5
T | T T T I | I T T T | T T T T | T
4.0 5.0min 4.0 5.0 min
LEME o
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10000_15:316.00>270.05@§) 16:343.00>308.05()
15:316.00>214.00) 16:343.00>239.00&)
] b 75000-
7500 = ]
5000_3 50000—:
2500 I 25000 f\
€ I, ] ] X
O_ ¥ L | I_/l\\[\_/; ! I ! 0_ | 1 | 1 1 1 1 | 1 1
4.0 5.0 min 4.0 50 min
SUETEF =We
10000047:324.10>127.15{¥) 18:285.00>193.10%%)
17:324.10>110.15{ 18:285.00>154.1Q&)
75000- 100000
50000 i
] 50000
25000-] i
0 J \ 0___~+_A_j o U/, ]
[ 1 | 1 1 1 [ | 1 [ 1 | 1 1 1 1 I 1 1 1
5.0 6.0 min 5.0 6.0 min
YT HIFE ¥
2.5 b &M BIEE
3.2 &MXFR

VEME. REEFEH. MERT. MMM ELARERREIR 3 Fim. & 1.2 RV
FHHTNE, LURELLVESR BIITHRRARYIREIRN 1), EEIRLEANLIR, SHIEERL AR

BEAIRIE 3. FRIEA NN RERAAM XA R, HEXFRE r>0.999

Area Ratio Area Ratio
2-Y=0.0053906X-0.0310015 ¥=0.00688183X-0.0293930
1r=0.9995 2 r=0.9995
a
" 250 Conc. Ratio S " 250 Conc. Ratio
N E)We o] 0k
e\rea Ratio Area Ratio
03- Y=-0.0000746976X+0.0045 3— Y=0.00805656-0.0410559
§2.] r=0.9994 5 r=0.9994

" 250 Conc. Ratio
SUHPE

—_
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Area Ratio
5.0 Y=0.0135141X-0.0460673
{r=0.9996

" 250 Conc. Ratio
e
3.5 ML EYIRERLE R 1

3.3 REEIAR

SR (4)ARE TIERESUNE 6 X, ERNBNERE, RENEMIEERAENELERNK 4 M
=5 Fime ARER: tVERMARIEEIRE RSD%TE 2% LA, REEBYE]EY RSD%IE 0.08% M, 1X
BEBERT.
R 4. REN B IEEREI LR (n=06)

No. XEIWE Frl D SUEFRF
Area Area Area R.T Area R.T
1 81045 120450 120450 3.984 6172 4.393
2 82074 123414 123414 3.984 6467 4.390
3 80205 125774 125774 3.984 6319 4.399
4 77678 125958 125958 3.983 6524 4.392
5 81549 122874 122874 3.983 6435 4.390
6 80113 122896 122896 3.982 6433 4.391
Average 80444 123561 123561 3.983 6392 4.393
RSD% 1.153 f] [GIE=Ar e 0.018 1.98 0.076
= 5. (RER B MIEEIREI4LE R (n=6)
Nol — e HFRH
Area R.T Area R.T

1 128433 4.405 158250 5.630

2 129324 4.406 160096 5.626

3 131829 4.407 158638 5.625

4 130670 4.406 156750 5.621

5 130011 4.403 157629 5.622

6 135343 4.406 155184 5.623

Average 130935 4.404 157758 5.624

RSD% 1.87 4.405 1.07 0.061

3.4 5 ERME

ELS/N=10 it B aRE U EYINEEIR, ERUMK 6 Firo
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& 6. EERE

(=7 RARE @BBRRE (ng/mL) H#maE (ug/g)
NEe 05 025
fEMe 0.5 025
SBHFEE 5 2.5
=W 05 025
SFE 0.5 0.25

3.5 R RHRIITEREE
SR QRS ANTNITBERINTE (EHURER 5 ng/mL) HEMNE 4,

1500-[3:295.00>267.05(+) 14:309.10>205.10(+)
13:295.00>205.10(+) 1500-34:309.10>281.00(+)
1000+ 1000-
500 500
il 1 e A MM n N
0__ ~— MA A O{Avuu_ﬂ_w/\,_/\/\uu_/ﬂ g TP N, e T I AP
L T T T | T 1 T T | T _I 1 1 | 1 1 1 T | 1
4.0 5.0min 4.0 5.0 min
PR MU B MRM B E TR A E T MRM BIEE]
13:295.00>267.05(+§ 14:309.10>205_10(+"
13:295.00>205.10( 750034:309.10>281.00(13
5000 = ] &
1 5000
2500 ]
1 25004
1 1 ]
0 A I o~ 0 |
& T T | T T T T ] T 1 [ | 1 1 [ 1 | 1
4.0 5.0min 4.0 5.0 min
FURLIDARIE AR RIS MRM B1EE] TR ADARAF qufa] & 2 MRM B1EE
750-]5:316.00>270.05(+) 16:343.00>308.05(+)
15:316.00>214.00(+) 16:343.00>239.00(+)
500 1000i
250 500
N VY P N . OZKi:tﬁjt:fJJLJﬁg&j:j~—mL—————*
—_— —
4.0 5.0 min 4.0 50 min
TR mAETE ¥ MRM BI1EE PRF L=t MRM BIEE
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15:316.00>270.05(+ F 1000046:343 00>308.05(+y
15:316.00>214.00(+}; 16:343.00>239.00(&
] : 75004 [
5000
2500
O_'J\d_ l’ \
1 1 | 1 [ 1 1 | 1 1 1 | 1 1 1 1 | 1 1
4.0 5.0 min 4.0 5.0 min
SRR REME T+ MRM % E FRLINARAE =MW S MRM BIEE
18:285.00>193.10(+) 18:285.00>193.10(£E
750-8:285.00>154.10(+) 10000-8:285.00>154.10(f
500 ]
] 5000
250;&& F : h Pq :Q[ wqg! ;:ﬁ! )
] TN ) / \Mw,_mwwﬂwﬁﬁﬁ
0 _QIJ T |\ 1 T 1 1 | 1 1 "J'MI‘ O_ 1 | 1
5.0 6.0 min 5.0 6 0 min
FURIAE RHIPE I MRM BB E] PRI INATAE RHPE¥ MRM B15E]
B 4.5 Mt &Mk ATRT BERMNERSRIEE
4, ¢

BILT A BB e R AE = ETUARAT BIE B AR (RN E R AES IR AN INRYIRE R FREI A7)
W E. ZAEUBIITHRAN, MELFME, FERE. =Me, [IEmHFIMATNaE. 1A
DITRER, BRERY, KRR, PIABEMHEIEERNNLEARA RO IRHFEM T,
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D=V S

GC
ICPMS
LC
LC
LC
GCMS
LC-MSMS
HPLC-ICPMS
LC
LC-MSMS
LCMS
LC-MSMS
LC-MSMS
MultiNA
SFE-SFC-LC-MSMS
GCMSMS
iMScope
Nexera-e
LCMS-QTOF
MALDI-TOFMS
CT
2EHEREBIERS
LC-Prep
LC-MSMS
LC-MSMS
LC-MSMS
HPLC-ICPMS
IR

DIA

UHPLC BEF R &St

LC. MethodTransfer

12
16
21
28
32
37
41
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54
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175
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LC
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LC-MSMS
GC
ICPMS
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