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KB L MNAKICOWCEHES 2 i s L7z
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2.2.1 TFKALERK

BN A TFKELY; O MBI A KB & OV RA& kg
KD 2 HFHBEAKL 720

2.2.2 FEIZAK
BRNOB&EEDT 7 — VLK, fEEmBa, 5t
FEKEE, WINTRAER 4 2 KL 72,
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EIRILE ERTR O 1 12R$ 5 2 K L 72,
2.3 EEBEHLIVRHEEH

2.3.1 LC/MS BIE&M

LC i Agilent 1100 ¥ —X LC/MSD %M\, 547
T 5121E Agilent 3 ZORBAX SB-Aq (2.1 X 150 mm,
35um) RV, MAEHEAEIZSul, AT AEE L
40C, BEIMIZ 01 BFEEET7TELIN=NIND T TV b
BHEL, WEIF02 ml/l1EL7zs 7972y MR
4D IR LTz AT ALIX ESIORY 714 7TE—FTIT,
SIM #llEIZ & Em L7z, L&MW ELRMFIEERL B
LUK 21T/R L7z Wl R E L7241, Nebulizer
J£ 77 : 40psi, Drying gas : 10L/min : 350 C : Capillary
Voltage 4500V 122 E L7ze alR R EE ISR NG T,
IR A M AR R TR L 7

2.3.2 LC/MS/MS HIzEg

LCIZ LC/MS LR DEHTIT, 77V 22 b4
P13 F 4(2) 128 L7z MS/MS 1% Applied Biosystems
API3000 # W72 A 4 fbid =L 7 b o XA 7L —
(ESD 12X B2 EYF 4 7E— F (POS) % 5N AH T 4
7E—F (NEG) T4T\, multiple reaction monitoring
(MRM) 512 & » E& L7z LA ED MRM Ml E
FMFIEESIWCR L A F Y AT L —EFEIL5500 V
(POS) ; -3500V (NEG), A % ¥ JRiREEIE450C, 7
FAHF—HAF 13, 71 —F »H A1 11 (POS) :9 (NEG),
3) T a RIS ICEREL. B, dwell time O]
RA 5, LC/MS/MS 43#T1% 3 %% (POS 2 %%, NEG
1 RFN) TITo 7o BRI IR T, [
VA AR E AR TR L7,

2.4 EREHEEIC & 2EREI0NE

241 ~7054 FRIMEME ST OHRIFI0LE
K (FARMELK) IZEDTA (200mg/l) %02,
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INFEHZ DWW T E 512 1000ppt & 7% 5 £ ) 12 HEHEE
WEIA 72 JEM (glass microfiber filter, Whatman)
TWRBEER%, ek a7y a =7 L7z OASIS
HLB Plus (Waters) (2 10ml/ 4> T 104r3K L 720 %
D%, K 10ml THEL TH S, 20 578tk x5 ) —
JU16ml T L, TNEL — ¥ Tz L7z, e
ZuusR)VA3mICERL, T4 A7 7140V —TiE
BRI L 720 200ul DA F ) — VIZTEHRL, 71 A
774y — Tk, LC/MSIZftL 7z,

2.4.2 EEZ—FEHTOERIGINE
BRI EDTA (200mg/l) #H0Z, @Mk 2w
TS SITFARRIEK D41 100ppt, 3 EHNKD
Y61 1000ppt, K DHA 1 10ppt & 7% 5 & 9 12
WA IR 720 AT 5B, Bk %2 OASIS
HLB Plus {2 10ml/ 45 Ci#K L7z (FRMIEKE L OF
SR 10 4, K 30 4) . D%, 7K 10ml T
WwELTh 5, 20 775k, A%/ —) 15ml THEH L
INRL — & Tl L 7zo BERMNKIZ Iml D7k
TARMLER K 10ml, 7)1 7K1 300ul D £ ¥ ) — )V IZ
VR LIEE%E, LETHIUTS HICHRL TLC/MS
721Z LC/MS/MS (28t L 72,

3 WREER

3.1 DFRHFOBRE

HEMOERE B ERGE=S) IREO LM
L LC, BPHEEROMICr ) Au~w ATy
ROFAUTA T O NHPUEYE %80 L TR
F U7 e MET L2 3FE 1 ~F 4 1R LT,

3.2 BILEERORET

3.2.1 [EEHhH

B KM T & < FH &N B Oasis HLBY, Oasis
MCX”, Autoprep PS@LiqHQ % % J\ THET L 7245 5
Oasis HLB # W 7:354, £ OREGE 5T 52
DT & 72, Oasis MCX IZHEIEMEALEW O 5T IZER)
BN, 540 OGN TERd)o7,
Oasis HLB [Z#EFAED OFFEUI T TIE 2 \0as, 72k
ZITEETHHEIN TV 4EERZ FRFICHRTE
100ppt * — & — DEFETHIULLC/MS TH 535 Z
EURETH o 720

3.21 7874 RRMEMEDON

RHEW D 2 T KL A K 7 & D34, Oasis
HLB OF&H 7213 Tlid, LC/MS TOOHASHEETH - 72,
LA L, Oasis HLB # ¥ / — VA HH 5 % K FE O S
FHRE L7245, KR 7 00 RV A ZEERICTH 2 &
T, 4L ORBIHED T I Bl 2 LeHTEZ, v o1
54 FRPEWEIL 2 008V L~OERYED LY,
TP OERECHREENSE 7 ) 2ux ALY A
ER 0T 4 FThHDHI NS, TR RAKE
241V OFFRICEIDHRL, ~r7074 FRPAEWEE
GHL7zE A, FLIORT S5WEE LC/MS THHFS

L2 ENTRETH o 72

3.3 AshamER

MR X 1) KD 72 FARALERK, BEEK
TNIKOFIMANEZ £ 5, K6, K T7TITR L,
TAMEK (FE5) 1IMH SN/ ESE R O RINEO AR
L720 LC/MS/MS (RiALEEIZ 2.4.2) 12X 1) 110 DESE
mADH L7825, TARMEKTIE 78 WE, MK
TIE N WEPARGHETUETRETDH o 720 BIERA
20%BLTOBE T, S/N Ik & TSI E T fE
EHIBT L7ze F72, MMTIRME (S/N=3) (& F MK
TlZ 10 ~ 500ppt, FEEHFNIK Tid 20 ~ 100ppt, /1|
K Tix 03 ~ 10ppt TH o720

3.4 EELLURE

MR & D RO 7 AR S SIS A L9
12, FEMEICBEINEEAR & B o Tz, ZIUEREM
HIZ B 2 RIE oM, BEEamicBirs 1+ 42
B ENC L B0 Bbh, M RERE TRk
FREMEONVWEEZONDL, 22 TREOTEM
IEERINETHE T2 e L, T72, KO
B X AR T A0, B ENWEIZOWT
X, LC/MS/MS 3 & o TEEH A F » OMIZHEE
MAAF Y HBEL, Z0O4F VBEL FEEHAT >0
W EREHAA A4 v OifE) % AR & B L CHE
L7-%9,

3.5 ERHOPIT

3.5.1 TFIKIEKD I

TRELR 5 13 10 O EIE AR Sz (K8),
FOAL, 75)A0TA Y ARG EIEE (LT
AZK : 1400ppt, HAILEEIK 1 900ppt) THIHI S, i
OTF KRB ORERY L —FK Lo T/, WHEBHA
IR S AL K O [ TR EE 2SI A 2 A A3 5
720 FARMERAIZ B IR FZ LI Y S, E~HEH
ENLH LN, EREOERSERDHIIANEHE S50
BEMEEEC e EZ 5N D,

3.5.2 FERIGZAKDHM
BHEETHHIN TV LEEMOHANKRIIBIT B5EE
BERAELS (K9, 77— VKT, 3WET
700ppt Bl EMH Sz b oo, /MK DU TR
ENZDR) AL T DR TH oI, Vravw Ay
> HITEABE I, KIgICHA (180ppt) L Tw7z,
COZENS, BEENPOSLOERSOPHEIH IS
{rwkEbhs,

3.5.3 SAIKDSH

Il MEDEENLEF ALY -2 7 L0, BiE&h
LRIV (FR10), BE LKA, -7 (Bppt LT,
ERAMAE LD D THRALEDH AR R E O IRE TR &
n, FEEDZWEMICH - 72 TR LZIINE, FaEH
S HERET DHITTH L0, FEHRERE GO~
WHEHFEN LTV EEZEZLNL, MMOHIB DM
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K2 BEBRAKITD MS DHrkst

E=4—B SIMA#A> Fragmentor

E-4—F SIMA#A> Fragmentor

EEmnf o

M mz ) ERRE MG w2 W
FILEaDY 13-18 4354 140 \
IYZRATAIY 13-18 7345 160 )oavAoy 5-12.5 407.2 160
H5YRATAIY 18-25 7485 160 FILEaLy 12.5-18 4354 140
nE 3y Ju iSOV 18-25 8375 160 9{D>> 18-22 916.5 160
40 18-25 916.5 160 INILRLY 22-25 565.4 140

x4 TS5V bEE
(1) LC/MS (2) LC/MS/MS

et

@ LAl

wwwe o A
X1 ANk (GEREETANID) DIRIKIGFR

@) L= e :
HEIC AN

0.2%¥ B 7tht=k 0.2%%E 7tb=k

2N 5
BFfE (4) (%) L (%) B fel (53) (%) 1L (%)
0 100 0 0 100 0
5 70 30 1 70 30
10 70 30 5 70 30
25 50 50 15 0 100
2% 0 100 19 0 100
31 0 100 20 100 0
32 100 0 30 100 0

x5 TXKUESKEABCEK T2 ERRBDFIEYRE

o B4R E (%)
EXGE O R i
PPY nimis B
FRAIK Bk
IyRATAI Y LC/MS 1000 50 18
HSYARAIAOY LC/MS 1000 49 35
(nE S {u g SV LC/MS 1000 59 40
Fooxgir LC/MS/MS 100 15 57
ANTFOTOY LC/MS/MS 100 45 38
AITFAREHY —)L LC/MS/MS 100 31 31
AITFEYDY LC/MS/MS 100 59 31
RJART Y L LC/MS/MS 100 44 51
y05L7xz=3—J)L LC/MS/MS 100 - 130
FFRET—IL LC/MS/MS 100 52 53
— ATE NBE
* n=3
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x£3 EZFERD LC/MS/MS —F 3D MS/MS &4t

o N Precursor ion Product ion Dwell time . . Focusing - Collision cell
EEmRA AR E (m/2) (m/2) (ms) Declustering potential potential Collision energy exit potential

2-7EFIVFI/-5-=rAFT7I—IL NEG 185.93 138.90 10 -31 -130 -18 -9
yojLRoy NEG 379.88 343.80 50 -51 -200 -16 -1
/a3 L7z=3—)L NEG 321.06 152.00 200 -4 -150 —-24 -7
oox4iyy NEG 434.05 292.90 10 -31 -110 -18 -9
SHU5XYIL NEG 405.06 333.90 10 -46 -190 -26 -1
P2 4= NEG 308.96 156.00 150 -36 -130 -14 -13
Ih/IRA+ NEG 235.89 191.90 10 —-46 -170 -30 -15
Ja)L7z=a—)L NEG 355.78 335.80 50 -61 -120 -14 -9
ERTY NEG 669.49 87.10 100 -61 -270 -78 -7
FAAILNDY NEG 300.88 136.90 10 -31 -120 -16 -9
ZINRFLUEET R L NEG 257.92 183.80 50 -41 -160 -18 -13
TS NEG 763.53 255.10 10 -4 -160 -46 -15
ANUDIR=IYY NEG 332.88 192.00 100 -31 -120 -16 -13
T/ FVAFRZIY Y NEG 349.04 207.90 10 -36 -170 -14 -1
B4 NEG 749.51 241.09 10 —-66 -290 -48 -13
ANTF=RI2 NEG 334.05 136.40 50 61 -250 -40 -7
MLD T LB NEG 260.01 215.90 50 —46 -170 -22 -1
FFI7z=a—)L NEG 353.78 185.00 100 -51 -190 -30 -9
N=D=ZFI( NEG 524.25 245.08 10 -41 -180 —-46 -15
TILARUE T — LY POSA 240,01 198.10 10 61 280 29 14
TFUEIYY POSA 350.06 106.00 20 36 170 29 18
F7H¥ROy POSA 328.20 165.00 10 46 90 33 10
yaEr—IL POSA 191.99 101.10 20 56 240 39 18
o7azoxyoy POSA 332.13 288.10 20 66 340 25 18
A=Y ear 2 POSA 479.15 44410 50 41 180 29 14
TTFNYTY POSA 261.11 123.20 10 46 270 33 8

STFLYFIR—b POSA 231.23 101.08 10 21 130 19 18
oonxygiy POSA 400.23 356.20 10 41 180 29 10
A/70%Hoy POSA 358.11 314.20 50 51 230 27 20
FALTI/w POSA 305.13 169.13 10 41 180 27 12
Iopyox4iy POSA 360.00 316.20 10 46 200 29 18
JLF7XOv POSA 506.10 158.15 10 46 220 29 10
AIARTTY Ly POSA 460.21 298.10 100 41 170 33 16
FEYIAY POSA 77261 109.20 10 51 210 61 8

LS —IL POSA 204.79 178.20 20 41 200 31 12
R01% wl=E A POSA 363.19 320.10 10 46 180 23 20
ESUTIL POSA 220.87 123.20 20 46 200 49 8

A0FhL POSA 352.08 115.11 10 36 150 31 20
/nonxyoy POSA 320.18 276.10 10 56 240 27 18
IARESIAIY POSA 699.28 174.20 30 51 240 41 12
Fooxyiw POSA 362.12 318.20 10 41 180 27 20
FILETOXHI L POSA 396.14 352.20 10 46 210 27 10
FILARTY) Ly POSA 274.89 123.20 10 41 190 33 22
xS TSHADY POSA 461.16 426.10 20 41 180 27 14
TORFRIL POSA 210.17 111.05 10 21 110 21 20
EXOZLITRFRIF POSA 356.29 177.17 10 26 130 17 10
ESTIL POSA 207.01 150.20 50 46 210 39 10
TAREUKRR POSA 282.12 138.03 30 16 120 25 10
EVUASIY POSA 248.77 177.10 10 41 190 41 12
R T7EEIR POSA 215.07 156.00 10 21 100 15 10
RIVTFOAFI Y POSA 311.04 156.10 10 51 240 29 10
AILTFREXRDY POSA 311.04 156.10 10 51 240 29 10
RWITFOTOY POSA 251.11 156.00 20 31 140 23 10
ANITFTT=D POSA 215.10 92.20 30 31 140 35 16
RIVTFE/ AT POSA 281.08 156.00 50 41 180 25 10
RILITFAFIEYZT DY POSA 281.00 156.00 50 41 180 25 10
RILITFARFRHS Y — )L POSA 254.07 92.20 20 36 180 35 16
ANTFEYDY POSA 250.09 156.00 10 36 160 23 12
RESTIIY POSA 843.34 174.30 30 61 300 51 12
H$5oaxgiy POSA 386.03 342.10 10 46 200 27 12
AIWIFFTI—IL POSA 256.03 156.00 20 31 150 21 10
5-ERAFSFFAULE T —)L POSA 201.81 175.00 10 86 260 35 12
FTAUET—)L POSA 217.90 191.00 20 51 290 37 14
TSIy POSA 445.20 410.10 50 41 140 27 12
~JoBILRY POSA 257.01 127.10 50 31 130 25 22
RUARTY Ly POSA 290.88 230.10 20 51 210 33 16
rJRLFEY POSA 256.25 211.10 10 36 100 23 20
Fi35T0U POSA 221.09 90.20 10 61 180 31 16
FILRUET—)L POSB 266.01 234.00 10 51 270 29 14
A=k % POSB 748.55 158.24 10 46 180 47 30
CIoFIVv POSB 361.07 22210 20 66 290 25 14
AR A POSB 445.20 98.20 200 46 160 61 18
THEYARIY POSB 435.16 415.10 10 31 140 13 24
ITVIADF POSB 914.54 186.20 20 31 140 23 12
IYRATAT Y POSB 73447 158.20 10 51 200 43 12
IrFIF POSB 218.26 148.15 10 36 170 33 14
2x/THAIT POSB 208.10 95.20 10 31 150 21 16
TIARUEJ—)L POSB 313.92 282.00 10 61 290 31 18
T7LT—IL POSB 326.05 93.10 10 36 150 41 16
TILAx POSB 262.10 202.20 10 36 170 45 14
IN=F POSB 297.11 264.00 10 46 190 47 18
EFOaLFYY POSB 405.21 327.20 50 46 190 25 10
yravAoy POSB 407.20 82.20 50 31 130 111 16
OA(aARSAAT)—> POSB 331.26 239.30 10 51 210 45 16
ARNUE ) —)L POSB 296.10 264.10 10 46 200 31 18
RTHAT -2 POSB 329.27 208.27 10 41 180 51 20
EXITIFY POSB 640.37 528.30 20 26 110 13 18
FYDH Xk POSB 232.88 187.20 10 31 170 35 12
JREAT Y POSB 613.26 189.20 10 46 200 39 14
FFRIRUET—)L POSB 250.17 218.10 10 46 200 27 14
AUV POSB 262.09 216.00 50 31 140 41 14
xHUs POSB 402.03 160.00 50 31 150 19 12
EOsSFEE POSB 289.14 243.00 10 31 170 41 16
REDL POSB 299.11 129.10 10 26 110 21 20
aR=> v POSB 334.09 155.10 10 26 120 31 10
YI7FRIIL POSB 786.44 754.40 10 51 240 33 26
[=E D 4=l SN POSB 837.51 158.25 30 56 290 47 26
of4 Ly POSB 264.01 91.05 50 41 170 31 16
RIWTFRUXTER POSB 277.09 156.00 10 26 110 19 10
R TFHRILEYESY POSB 285.00 156.00 20 41 200 21 10
RIWITFOEDY POSB 279.00 186.00 10 41 200 25 12
A1) =)L POSB 240.13 156.04 10 36 150 21 10
RIVTFASDY POSB 265.09 92.20 10 41 210 41 16
RILITFAFI—)L POSB 271.07 156.10 10 36 160 23 26
RIWTFHRI/FHY POSB 301.03 156.00 10 36 170 25 10
FFLIY POSB 49429 192.20 10 46 180 29 14
FIILIaAL POSB 869.42 174.30 100 61 320 59 12
TARR POSB 467.02 419.10 10 56 240 29 14
240 POSB 916.52 174.20 10 51 230 55 12
AV Z NP2 POSB 565.37 263.10 30 31 140 25 18
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x7 ANK (BEETRID SHRHIH T 2 ERADRINEINE

—— B IR 2 (%)

- OXBMBHE  @BILRIEHE @FFEHE @EAEE(E  OEAEHE
-7 EF LTS/ b—FOFrFI—)L 94 87 73 86 94
Vi=0]% 3= 70 58 54 60 66
05 L7z=a—)L 120 100 93 110 110
Ve — — — — —
U5V 54 46 51 62 52
STLRLXOY 63 55 59 79 60
Ih/ARA+ 120 110 69 79 110
JOoL7z=a—)L 74 82 73 84 69
ERUIY 52 61 48 33 44
FAHILNRSY 34 25 25 31 35
ZIIWARFLUBEF RO L 14 — 13 14 25
F5v 30 49 30 15 25
AU R=IYY - - - - -
T/ FVAFNR=ZIYY - = - — -
HIRAD 34 53 35 17 28
ZWITF=RTY 47 43 48 35 45
VDT F LBg 69 56 63 90 62
FFUITZa—) 78 71 54 66 70

—T7RATY 66 40 42 — 54
A — LR B 44 50 51 69 44
67 81 76 36 75
D= l= 27 40 45 34 20
JOLTRSHAUY 54 75 50 93 62
STRYTY 25 19 30 30 24
SITFLNYFIR—b - - - - -
soaxyoy 15 34 29 26 21
F/o0%9T0 - - - — -
AT/ 10 15 8.8 6.0 12
Ionzoxygiy 12 25 20 18 17
JLFAOY 13 42 12 46 12
AYAZTY L - - - - -
FAYIIIY 28 15 17 9.1 22
LS —IL 35 21 32 26 29
w)LRZaxHY 6.1 14 12 16 9.8
ESUTIL 30 25 33 33 31
AOFTAHL 38 28 38 41 39
JLon¥yey - - - - -
RARESTAIY - - - - -
Aoaxgoy 12 21 19 14 16
FILETEXRHIY 43 65 56 52 69
FILARTY) Ls 31 25 37 35 28
AFITFISH AU 73 100 86 130 91
TORFRIL 62 44 47 22 71
EXROZJLTRFIR 37 — 24 21 37
ESVTIL 29 17 27 27 24
TARFURR 43 52 36 27 43
EUAZZY 26 23 24 31 24
ZILT7EAIR 36 25 28 37 27
ZITFOAFIY 45 17 18 26 38
ZILTTRFLY 32 18 17 35 26
oy 32 23 25 33 24
ANTFTT=Dw 54 53 50 32 44
AIWITFEI AT 54 37 25 44 45
RILTFARFLEYT S 33 25 20 30 27
ZRILTFARXHY—)L 39 25 19 40 39
ZILTFEUSY 33 21 20 42 31
RESTAIY - - - - -
Y570 Yr 20 40 24 32 28
ZIWITFFTI—IL 38 28 24 43 31
5-ERAXIFFARUEY—)L 68 66 75 49 58
FTRUET—)L 72 73 83 54 71
FRSYAHY 61 84 71 120 67
ryHOLRY 45 44 50 57 70
RJARTY Ly 36 26 33 35 35
rIRLFE - — - — -
¥V 29 19 31 32 27
FILARUET—)L 42 36 28 22 47
L OP =& ) 42 30 30 20 41
CISVY 30 24 13 15 38
R¥IH199) — — - — —
FEH AT 53 55 48 44 51
ITYIAIFY 13 3.9 14 12 12
TYyRARAIY 52 39 32 62 50
IrFL XY — - = = -
Jx/THILT 50 52 42 26 48
TIARUET—)L 120 74 88 61 100
I LT—IL 89 85 72 72 79
TILAEY 42 37 43 27 39
TI=FTy 59 60 61 53 66
ERRaLFYY 52 45 49 42 46
JravwAy 48 34 44 42 47
Oq4aAvShArT)—> — — 2 — -
ARUET— )L 159 88 95 85 146
ISHANT)—> 14 12 14 12 20
EXTIFY 13 10 13 4 8
FUSHREE 17 75 103 42 101
JREALY 25 18 22 8 15
AFIRUET—)L 63 56 54 49 57
115 61 72 79 114
47 32 45 35 38
14 19 12 21 24
YI7FIIY 51 38 43 27 47
[sE % == O 22 20 16 16 19
aF4 )Ly — — — — —
ZIWTFRUXTIR 140 46 65 82 120
ZLTFHOOLEYFTSY 78 49 41 47 73
ZWITFOIDY 57 43 20 32 42
T4 =)L 160 140 99 160 130
RIVTFASDY 48 32 32 45 39
ZILTFAFI—IL 41 35 18 34 34
ZILITFERI XS 68 35 32 41 67
FT LYY 19 12 19 25 19
FLasy 9.4 14 12 55 18
FARR — - — - —
240 44 33 34 23 42
= INIP) 28 20 16 10 26
— HIERAEE

* LC/MS/MSIZ&H#ER, 100ptifi, n=3
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x6 FBEHHNKARIHTHEERORIMNEIURE

B3 (%)
EFERA S —2 BEME HAHEK AIERA
An3E K m| & B
JoavAoy 79 95 110 120
FIILZaL Y 43 18 33 -
2AA Y 52 43 60 34
INILARLY Y 23 10 32 —

— BIEARE
* LC/MSIZ LB FER, 1000ppti7i0, n=3

x8 TKUBSKADERSR

BRIKIGFRICE TS

EERA Sk B (ppt)
AIBIZR =IRILER
AK 7K

TYUROIA Y LC/MS 110 ND
H5YRATAI LC/MS 1,400 900
mERYY =i OV LC/MS 110 98
Aooxgo*! LC/MS/MS 340 260
RIVLIFOTOY LC/MS/MS 35 18
RIITF7AXYY—)L LC/MS/MS 58 47
RIILITFEYSY LC/MS/MS 370 340
RART ) L LC/MS/MS 28 23
a5 L27x=—3—)L LC/MS/MS - 11
FFR A —)L LC/MS/MS 31 44

— RITE ANEE
ND: #& ! T BR{E R i
*1 AooxHYooFELARTAXFSI

x99 BEHNKHPDOERR
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