LC-MS/MS ZALV-BMWAEE R —FHTEOHR DRSS

Ollr Rk, ex K F5ht

1. BHIY

YETIZF T 28 =3 S — 7 oA (LUF . AYE) 13, QUECHERS i THfl 4 (C Enhanced
Matrix Removal-Lipid (2L T, EMR) Z FJ - Cor#tE ARl R 2170, LC-MS/MS THRIE 5 H1ETHD,
QuEChERS {E& TR B I ZFUBL ORI AATH Z L TED FEEL L T 2003 T A A Thef))
ICRRSNIZ[1]HIETHY, Hk 2 2R TR R M THOILTOD Y T CIL Y. jung B[ 2] 0%
FACARIEO MR REEE LT, RIEEEETDICHT-> T 20 FEOLAEWE R REL, T4 MERHliZ
1TV, B A R OV A C 13 FiE . BRI T 10 FEOL IOV TS RSNz, &
5], AR D W R GAL S DIERZ BEIEL T, fillH X OO TRRIZ BT DR 22 43 E 12D

IR TRICBIT AT A—FF O FEEZH W TREILIZEZA, —EDREN GO0, 2D
AT 2,

2. MBI O5 1k
(1) 4%k

RV O 5 A2 Az, BEE SR 20 O A2 TITB W TE L7V LFEHIEE () o
HPLC 7' L —R&EH L7z, S8 A 10mg FREL, 50%7 & h=R) /WZIEMRSE TR E A 100ppm (2
B IR NEHERIRE LT, AL DOYREE N TR B FEYEE D 40 (512705 I K AR HEYR K A TR
FUTAFHEIR G2 100mL R L THRINEI AR AEEA R E L, 50% 7 h=h) LT B AR L CRliR
(U7, A L2 aRSR SR 13 112, LC—MS/MS OJIIESRMEITE 2 1R LTz, o8t ae LC
—MS/MS IZX DM G2 3 IR LT, 7235, HT SRIFIZ R ERT LC/MS/MS AV R/ 8y —
CE H EF S Ver.2 IR ELT,

#1 A%
A T —R%
K LEER UV
7 b=k LCMS H (B EhtH )
AR (il i)
XpR LCMS H
[EfEi% IR

?%1%7}<@ﬁ@§7%9r7!a (H—F\ Na2504)
YAt I A (LR, NaCl)
DAF L ZLRF TR (LU, DMSO)

#aF0 EDTA EKIZ EDTA Zfafn &Nz =10
EMR [AE SN

TV Ty  a— (k)

16




72 LC—MS/MS ORIESME

LC-MS/MS BB LCMS—8050

Gy BRI Z 2 F I BTN INALT I BT (R 2.1mm, F& 150mm, K128 3 um)
T LR E 40 J

A AW :0.1%FHE— K BZ:0.1%%F e — 7 Eh=K L

HEAE BRI 2 u L 2K 8 p L EIE AT S

VAVaZ=sg A& B #=99:1(0min) —85: 15(1min)—60 : 40(6min)—0: 100(10min)—0:
100(18min)—99:1(18.01min)—99: 1(22min)

PR 0.2mL/min

AFAbE—F | ESI(+) . MRM E—F

23 OHTRISALAE Y KON LC —MS/MS (2 L5550 51

B () RIECBISEOBA | TIB—F— A4y | Tuf bt
TOZEMEOAF B (m/z) (m/z)
FX TR A2U(OTC) i3 461.15 426.10
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AT \ | fEdn EMR EMR
RETTFT AR K NaCl NaSOy4 DMSO .

No. EDTA WARE | IIKE
1 " OmL OmL 1g 3g 0.1mL 0.05g 0.25mL
2 " OmL 2mL 2g bg 0.2mL 0.1g 0.5mL
3 " OmL 4mlL 3g Og 0.4mL 0.2¢g ImL
4 " 0.1mL OmL 1g bg 0.2mL 0.2¢g ImL
5) " 0.1mL 2mL 2g Og 0.4mL 0.05g 0.25mL
6 el 0.1lmL | 4mL 3g 3g 0.1mL 0.1g 0.5mL
7 el 0.2mL | OmL 2g 3g 0.4mL 0.1g 1mL
8 el 0.2mL | 2mL 3g 5g 0.1mL 0.2g 0.25mL
9 el 0.2mL | 4mL 1g Og 0.2mL 0.05g 0.5mL
10 iz OmL OmL 3g Og 0.2mL 0.1g 0.25mL
11 iz OmL 2mL lg 3g 0.4mL 0.2g 0.5mL
12 il OmL 4ml 2g bg 0.1mL 0.05g ImL
13 il 0.1mL OmL 2g Og 0.1mL 0.2¢g 0.5mL
14 il 0.1mL 2mlL 3g 3g 0.2mL 0.05g ImL
15 il 0.1mL 4ml. 1g bg 0.4mL 0.1g 0.25mL
16 il 0.2mL OmL 3g bg 0.4mL 0.05g 0.5mL
17 il 0.2mL 2mlL 1g Og 0.1mL 0.1g ImL
18 iz 0.2mL 4mL 2g 3g 0.2mL 0.2¢g 0.25mL
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TH TIORT, HERFEBROFERLL THALAHORILEREF 8 12, [BUENDR LT SN b, & K
ORI IR FZBRIE L L CR TR T, R 7 CIIHEE ML MR BRI SN b R QR thig L, &
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KT ALEYTLORT R OUEE GV EREREBRORE R

0TC CTC TC
HEE e AR SR BR A HEE B e RR B A HEEAE e EBR A
SNEE R SNEH: & SNEE R SNE: K JE SNE: R SNEE &
S (db) | 74.730 | -62.556 | 21.509 |-22.299 | 95.477 |-41.522 | 31.866 |-13.753 | 156.770 | -53.244 | 26.013 | -15. 693
BUAT 44 (db) | 71.603 |-55.975| 30.101 |-20.795 | 83.738 |-37.257 | 27.348 |-12.577| 82.531 |-48.514 | 46.635 | -15. 334
FJ45 (db) 3.127 | —6.581 | -8.592 | -1.504 [ 11.739 | —4.265 | 4.519 | —1.175 | 74.239 | —4.731 [-20.622 | —0. 359
BEELH 1.433 | 0.220 | 0.372 | 0.707 | 3.863 | 0.375 | 1.682 | 0.763 |5151.907| 0.336 | 0.093 | 0.921
CPFX ERFX DNFX
HEEE e R KR HEE B TeRB B HEEAE e EBR A
SNiE TEE SNEE R SNik JRE SNEK R SNEK TR SNiE TR
B4 (db) | 94.897 | -18.405] 26.601 | -5.480 | 91.908 |-11.992| 25.499 | -1.788 | 103. 780 [-13.942 | 30.353 | —3.188
BIAT 44 (db) | 88.369 |-15.349] 36.782 | -5.632 | 98.331 |-11.137] 26.015 | -2.178 | 103. 780 [-12.208 | 33.246 | —-3.500
FJ45 (db) 6.528 | -3.056 |-10.181| 0.153 | —6.423 | —0.854 | —0.516 | 0.390 | 0.000 | -1.734 | -2.893 | 0.313
Y S 2.120 | 0.495 | 0.310 | 1.036 | 0.477 | 0.821 | 0.942 [ 1.094 | 1.000 | 0.671 | 0.717 | 1.075
MBFX OBFX SDM
HEEE Tl B I B HEE B TeRR BRI HEEAE e EBR A
SNE: T SN Sk SN K SN Sk B SNb T SN Sk
B4t (db) | 104. 744 |-11.610] 36.114 | -2.028 | 56.943 | =7.950 | 19.862 | -0.944 | 109.529 | -4.821 | 31.411 | -1.856
BUAT 44 (db) | 95.716 | —9.381 | 50.187 | —2.447 | 53.278 | —9.303 | 24.556 | —2.220 | 98.492 | -2.570 | 28.799 | —2.172
FJ45 (db) 9.029 | -2.230 [-14.073| 0.419 | 3.666 | 1.354 | —4.694 | 1.276 | 11.038 | -2.252 | 2.612 | 0.316
Yt S 2.828 | 0.598 | 0.198 | 1.101 | 1.525 | 1.366 | 0.583 | 1.341 | 3.564 | 0.595 | 1.351 | 1.076
SDD SMR SMX
HEEfiE : 5 IR HE 7 fiE : 58 TR A HE 2 Al TR BRI
SNEE S SNt JiK SN K SNb S SNb & SN S
B (db) | 94.457 | -9.879 | 32.975 | -1.994 | 93.829 | -8.658 | 24.907 | -2.988 | 98.389 | —6.105 | 26.304 | —2.991
BUAT 4 (db) | 93.315 | -10.765] 38.059 | -1.287 | 98.405 | -8.658 | 39.836 | -2.914 | 95.432 | -7.546 | 30.556 | —3.257
FJ45 (db) 1.142 | 0.885 | -5.084 | —0.707 | -4.575 | 0.000 |-14.929| —0.074 | 2.956 | 1.441 | -4.252 | 0.266
Yt S 1.141 | 1.226 | 0.557 | 0.850 | 0.591 | 1.000 | 0.179 | 0.983 | 1.405 | 1.394 | 0.613 | 1.063
SMM SQX PCG
HEE il Tife 38 FZBR i 7 fiE : 58 TR AL HE 2 Al T8 BRI
SN BRE SNt g SN R SNb K SNEb BRE SNt K
B4t (db) | 82.132 | -12.711] 30.975 | -2.300 | 95.356 | —4.840 | 31.736 | -1.253 | 82.386 [-11.167 | 38.156 | —2.554
BUAT4E (db) | 77.337 | -11.559] 33.040 | -2.705 | 92.357 | -4.002 | 27.952 | -1.633 | 83.485 [-12.281 | 33.182 | —3. 094
FJ45 (db) 4.795 | -1.153 | -2.065 | 0.405 | 2.999 | -0.838 | 3.784 | 0.380 | -1.099 | 1.115 | 4.974 | 0.541
Yt S 1.737 | 0.767 | 0.788 | 1.098 | 1.412 | 0.825 | 1.546 | 1.091 | 0.881 | 1.293 | 1.773 | 1.133
EM LoM TS
HEEfE Fife 78 SR B il HEE il Fife 7 SR R il HE 2 Al T 58 SEBR i
SN K SN g SNt TR SNb X SNEb K SNt K
B4tk (db) | 95.675 | -12.612] 30.845 | -0.913 | 61.128 | -74.937| 15.858 | -17.633 | 89.252 [-15.340| 35.044 | —2.634
BUAT 44 (db) | 96.407 | -13.189] 39.476 | -1.339 | 59.197 | -61.258 | 19.048 | -17.004 | 84.956 [-15.343 | 40.748 | —2.787
F145 (db) -0.731 | 0.577 | -8.631 | 0.426 [ 1.931 [-13.679| -3.190 | -0.629 | 4.296 [ 0.003 | -5.704 | 0.153
Y S 0.919 | 1.142 | 0.370 | 1.103 | 1.249 | 0.043 | 0.693 | 0.865 | 1.640 | 1.001 | 0.519 | 1.036
WE
HE Al fife 38 F2 B i
SNt R SNEE &
IR dii 4 (db) | 72.337 | -7.387 [ 22.194 | -0.128
BT (db) | 75.678 | -6.736 | 25.327 | -1.193
F1145 (db) -3.341 | -0.651 | =3.133 | 1.064
SGEEA W 0.681 | 0.861 | 0.697 | 1.278
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#*8 HERBEBRTOR LA OIEILER (%)

LAl AT Rttt
(opm) | gLuefiro. 565 | FEUEME | SCUEfE2fF | JEUE(EO.5FF | LMEME | MLuEfEff

OTC 0.2 9.46 8.54 9.25 4.98 7.33 7.93
CTC 0.2 27.21 24.50 23.02 19.75 21.58 20.31
TC 0.2 17.22 17.26 17.07 14.52 15.07 16.87
CPFX 0.05 54.48 50.99 52.47 45.46 49.94 54.52
ERFX 0.05 80.08 69.80 79.69 75.78 73.20 83.80
DNFX 0.1 68.64 69.60 66.03 65.43 65.54 70.46
MBFX 0.05 75.10 75.01 75.58 79.65 76.62 79.78
OBFX 0.02 75.21 86.90 75.23 102.17 106.86 84.63
SDM 0.2 68.05 74.71 79.27 73.59 78.12 81.87
SDD 0.10 89.96 87.44 85.69 82.67 82.68 78.49
SMR 0.01 72.70 70.05 71.79 73.42 78.94 68.72
SMX 0.02 62.00 66.25 69.77 68.38 64.06 72.73
SMM 0.02 80.54 72.89 72.87 70.90 73.48 77.92
SQX 0.1 72.01 78.77 84.57 79.71 83.56 87.75
PCG 0.05 70.37 73.15 69.23 73.22 76.38 74.14
EM 0.2 85.15 83.89 86.20 84.49 85.65 91.46
LCM 0.2 8.95 12.18 14.93 4.79 11.50 14.06

TS 0.1 74.23 71.34 72.75 77.69 75.66 73.15
WF 0.001 97.80 95.00 84.55 66.80 106.00 98.65

4, FE2

AE1E QUEChERS 12 IS LTZ Y. Jung & [2] D 2 JEICHET m— 240 A TR it gL Lz

—EBOAL A TR AR MR TE D oI ZeDBiEEZR AT, RIRICEROBER MG 2545
EERIEIE IR L7220 | 2L D55 S ERFEID DD, Z DT | ARFRAE TIZ T A—FERFF DO FikafEi-
TERBEAII L SO E T 7,

AIEIZ BT DEGEGAF A FT LT/ R, BIATSRML0B /K, NaCl, NapSO4 &% OY EMR IRINK &34
TLOKREN SR LS, ZOFRMETRIGEREHLZEZA, CTC, TC, CPFX, MBFX & U SDM (2
BOWTHEN EANDATREMED RIBS, L LRDBD, BEICE W UISEEE AV 1Z TRIS (LA
MHiZ< T LARIROR T AHEES L,

MERREBRORE G, SQX KT WF @ SN k., OBFX, SMR J T} EM D2 38U THEE B SO fk A
—HLTWDEBZDLITZ, LILZRND, AIETE LSRR TE TR 7 O LS MIZIB N T
BHMERRO IR 5T, Ziud, S ERF LI SO I I bO EIEEA 2 b — L CE D HEK]
DIRNZEZRIB L TERY, RIETEY AR T D720 TR DK 1 OB E - BIFRERIE~DE T2
BET 20 ERNHHEEZ D,
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