kR % (2020)

82 VAESYRRUZDOEEME
82.a BEKARIOTNF72UTLEESEZ(VDESYRE 3 BRI HTE)
(1) %=

ZOFRBRIEITHERE N OB VR R EEAREH I 95, ZORBRIED S EIL Type B THY, ZDL 5L 8.2.a
2017 X% CLPal td %,

JEEHR D/ aETYR | FIUEFYR B O 70T bE T LA FCAZ ) — AL, BT L UG
HEBPEDLZEZFHALT, 2V =0Ty 7 I —N ok W TR MRk a~v s 774207 NE
HEOHTEH(LC-MSIMS) Z FHWCHIEL . 0Tl Bt o /re YR 7B TVR R E /a7 L% R D, 7285,
ZORBIEOVEREIIEE 6 (2~ T,

@& 1. 7oeIUR 7IUETIRK O /r7 A0ERITX 1 0L THD,

NH,
.Gl Cl Cl

AL o AL o JIL o
O

hil Cl-" "N

1 7 ZYR, 7I/ETVR RO 707 AOREEN

(2) HEFE HEROKIL, KiZED,

a) K: JSK 0557 \ZHLET D A3 DK, 2720, mdliRik v~ 57 807 NERGHTEHIEAT L%
BERIZ DWW TR Ad DK Zff 5,

b) PHb=FJJL: JSK 8039 |ZHLE T D5 3 - PCB 3R FH (JR#E 300 LA ) SUX[FIZ D VB O,

¢) A/—Iv: EIRIRIEI v~ T T 7T NE RGN EUE DR OULIRIE O S OFRIE,

d) A/—)v: BRI v~ T T7 50T NERGHTEHOEMERIE R T2 A% 7 —/ 1% LC-MS A XX
[F S5 D B DRRZE,

e) JKERIEFRUHL: JSK 8576 |ZHIE T Dk ILIFIZE D S B D,

f) IEEE: JISK 8180 |ZHIE T 24k XILIF D B DI,

g) FUEZTIK: JSK 8085 (ZHLET S 28 % (E &E/rH) ORI X FZED MEDLD,

h) B JSK 8264 |ZHUE T 24Kk IKIF D B DI,

i) PUEZTHEHK(0.0028 % (HENE))V: 72 E=77/K01 mL %7K 1000 mL {2z 5,

j) BEREEER0.1 mg/mL)Y: 7o ZUR[CeHaClNO2] @ 7 /EZUR [CeHaCloN20,] @ Jr e 7 e
I [CeH3ClaN2021 2% 0.01 g Z O O EMLICED , ZOE % 0.1 mg DT TRIET D, L EDTER=K)
JVTHIL, AR T7 T A3 100 mL (2L AL, B E CRIEE A% 5,

k) EAEAER (100 ng/mL) YV 45 ¥R (0.1 mg/mL) O — i BA & (1+1000) THARL . RO
1% (100 ng/mL) Z#fHl-4-2,

) REKAEESEER(Sng/mL~50 ng/mL) Y : {HHRFHSRAEER (100 ng/mL) © 2.5 mL~25 mL %
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RET7T A3 50 mL IZEBEIIZED | BERR E CXEE (141000) &N 2.5,
m) BREHFAESERERK(0.5 ng/mL~5 ng/mL) V: RO ERR TR AEE%ER (10 ng/mL) D 2.5 mL
~25mL &7 7 A2 50 mL (ZERPERIIC LY | AR FCE R (1+1000) 20125,

FEQ) RREITHY BEIIS U B AR D,
(2) FHEREEN RS TV,

EE 2. 7o IUR 7UETIR RO 0T AOFEREAETE L7 AV LFEREE, BRI K& Ol
HTHRIVIRFTESH TS,

(3) B|ERUEE HBEKOEEIX, ROLEBHVETD,
a) ENEEARIOTNTSTEESHE: JS K 0136 [T ETHEmEkIAr a~ ' T7 45 WNE BN EF
TIROEAN 2T H D,
1) BE&EHIOTNTST:
O HTLHE: T LFEIREE 30 °C~45°C TR TE5H 0,
©@ B7L: NEE2mm~3 mm, £ 50 mm~150 mm, FifE 1.6 um~2.2 um D AT L AFHDO BT NE
\ZA I BTN IEEACERE RS LTS VAT N AT TALIES D, BRESHTRHEREDL D,
2) BESHE:
O AAAHE: =L IhaRAT L —AF AL (ES) &
Q@ AF UG SIS L
b) BEEGEIELSH: 7IRYNTH T E—E AN TEET T2 250mL % 300 1£15 4y (HRiE 40 mm) T
BEEFEREOSELNLHD,
¢) ¥=i—JLF
d) SEDSBEM: 1700X g T Lo T e D,
e) EEEIDSEEW: 8000X g~10000 X g T Loyl ATREZ 2 E D,
f) B 40°C£2°CIHifi C&H= R —4—
g) ARYR—H—FIYSHhSL: PE=L U BU-N-E= e a3t EARI=77 2 (200 mg)

% 3. HTAIZACQUITY UPLC HSS CI18 S04 M THilkEn T 5,
& 4. 2RV~—F—h)» I OasisHLB 6¢c (200 mg) . Oasis PRIME HLB Plus Short Cartridge (225 mg)
FEDOALFRTHIRSIL TV D,

(4) ERERIRME

(4.1) #l HhHIEX ROEEBVIT,

a) HTREL5.00 g 210D, e =M~ 522 200 mL~300 mL [ AND,

b) KEE{LT R LB (A0 g/L) 1mbL, A% /—/L 99mL Z/NZ @ 300 1518 4> (HEIE 40 mm) THJ 30 4>
IRVIEE D,

o FREL., LB E e LRSS0 mL 128D,

d) =078 1700X g TR 5 o3 DL @ B Ak E ik e 95,
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Q) KERET N AFRIE (A0 glL) — A¥ 7 —/L [1+99) 100 ML Z N2 TH &V,
(4) [AIER4E 16,5 cm & ONElHR£L 3000 rpm Tl /) 1700 X g FRE L7025,

f&#E 5. BBE 500 um 0550\ Z i35 F oL Cobr Lk 2 842,

42) Y)—2PyvF1)O 2= Ty 7 (DL KOEBVIT,
a) IRV~——N oI hTLETHAZ ) —K 5mL UK 5mL CTHeis35,
b) 7297722100 mLO% N —K) P AT LD FIZE S K 5 mL X% 10 mL P& —R)y P h T AT
AN EEATE TAFID ESIET A E TS E5,
¢) KERLT NI LR (0.4 g/L) — A% /=)L [1+1)K) 5 mL % 2 [Bl 7 — Ry AT LI A, ARSI HS
5.,
d) A¥%/—)5mL &Nz5,

FEGB) (4.2) KUN4.3) OEARIL, MEITISU TREZEE A2 VW2,

(6) RO MBI ZRTLEET DA, & 20 ML OIEEE ANDHIEDTES AN O RS
WThEW, 20T, d) ODEAEICHZ T kA2 37722 100mL I A, Besa AZ ) —
Jb25mL T 2 [BIEE L, BEIRZ SOl BRI Z 5.,

(7) Oasis HLB 6¢c(200 mg) 2 v =854, ik 5 mL % 2 [al & 95,

4.3) Y)—2FvF2)O 2= T o7 (DL, KDOEBVIT,

a) F7eaRU~—h—RNy T LETHTBR=N/LE 5mL K O EE (1+120) %9 5 mL TR 5,

b) (4.2)d) D% 40 °C LLFOKE ET5mL LT ECRIERANET 2.

o) MEEE(1+11)3mL 2%, —N) BT AN, WE BT TARIO FIEISETHEThR S E 5,

d) 72977 AR (1+120) %9 5 mL T 2 [EIPeEL PR ZNER 1 — )P 7 DTN R 5,

e) KIZ, HilE (1+120) — 7 BR=RUL (9+1)4) 5 mL X OVKK) 5 mL ZNER A —R) w2 17 2INZ TS
5,

f) REVIAa 5mL 2 —MNyPATLO FIZES, 7oE=T #ik (0.0028 % (B &7 3R)) —7'h=F
N+ AmL ZH—RN) AT MM Tr/re TR TI/EZUR L 7T L& 00 CiE ST 2,

g) FEMRECEEE (1+1000) 20Nz © | e int DILECE 1.5 mL@zE 5,

h) 3%.0>7) 8000X g~10000X g THJ 5 /rfElim L/ BEL 10 | R A A BRI E 375,

EQ®) EHA T O/ae IR, TIETUR KO 70T AR ENRERO FIRZHE 25820055
Al PR O — & &2 Xk (1+1000) THRT D,
(9) AV EEL RSO IR OIS CHIE IR E LW O,
(10) [AIHR>2£% 7.2 cm~8.9 cm Jz ONE[#x%% 10000 rpm iz L /) 8100 X g~10000X g FEE L7025,

(4.4) B HEIL, ISK 0136 K ORDEFVIT, BARRIZRMIERAET, MBI T2 EE R 2~
7T78 T NEESHTEOBEHIEICLD,

a) BIRBEIOTN STV TLEESWHOBEEYE miEikikra~ s o750 7 NER&SHTFO
WESFHEO—HFIZLL FITRT, ZNESHICLGRET D,
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1) BEREIATINF7:
O BT FAIEFTUNERCEREA LTV A7 AT 5 (RN 2 mm~3 mm, & 50 mm~150 mm,
RiFE 1.6 um~2.2 um)
@ ¥i: 0.2mL/min~0.5mL/min
® AHE: A: X1 (1+41000) B: A%/ —/L
@ r7vxrh: 0min (5%B)—5min (60 %B) —6min (95%B) —7 min (5%B)
® HTLIEIEME: 40°C
® EAE: 5pL
2) BESHE:
O AFAbiE: L2 7L— A4 AL (ES) i

@ ET—F: K¥T747
@ F¥EIUV—FEME: LOkV
@ AAPRSE: 120°C
® FYN—a R 400°C
® a2— EE: RLOERBY
@ aVvar=xLX—: £10OLEY
FoH— A FL1DERY
F1 KEIEDF=F—AF 5%
S PASS 74 A =0 SN - add G
b S . A AF a—VEE TRLF— TRIF—
o DS cEs) GeERE) ) GERN R
(m/z) (m/z) (eV) (eV)
Va=1=IN 192 146 110 20 20 30
TIJEIIN 207 161 189 22 22 16
S4=5FN 241 195 223 28 22 16

b) RERDOER
1) SREHRAREAIELER S UL 2 LC-MSIMSIZIEAL, Z7uETUR, 7U/E TR L e 70T ADE &
A (mlz) e ORERB AT (mlz) D7~ 7T L%F8k L, ZNENOE—mfEE R 5,
2) /ueJUR, TIETIR K707 LD E &M AA L (mlz) LR A (mlz) DV — 2 ifE b X%
mEItEE T 5,
3) K Ef R IEEROA RIRRE L E B ALY (nlz) O — Vi E O &R ERR T 5,

¢ HABORAE
1) #ERAIRA 5 UL % b)2) ~3) EFFRICERET D,
2) WRERDSHER G E B2 RO | ST ORI E I R E R E 2R H D,

FE) EEEOE — 7w AT E S TR L T30 WIREDOHIPAN ThHZ LR T 5, 7o, B —7
HATHE SUTm SRR EIC L > TRRD LD D D,
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B85 6. ‘FHHENC (2 FEEE), S AIGIRFEENCEL (2 FiEH) K OIS A5 TR EIE (LR 2 v
7eruZUR | TIETUR LK 707 AOEINENTERER O 1%, 1000 pg/kg . 400 pgkg M OF 40
Ha/kg DAL L TIEB AL A 78.1 %~90.0 %, 81.0 %~117.6 %} (X 71.2 %~101.3 % T 7=,

F7- RBRIED Y PEfERE O 726D O S [RIFBR O Bl & TS RA K 2 1T,
B, ZORBRIEOI/OETIR TI/ETUR KO 707 A0 E & FIRIZSA 10 ugkg B2E THD,

#2 7uZV) R KO ORLEYERER LD 2% 4 PEHERR O 72 O D 3[R FUBR B O REHT #t R

i e e d FHED 5P RSDP 52 RSDRY
o PR R kg (uoka) (8)  (ugkg) (%)
V== AN Hema 10 128 6 45 21 16.4
Hefm2 10 835 41 4.9 100 11.9
THVER AL ELL 9 16.2 1.7 10.6 5.2 318
15 IEFEBEAE L2 10 89.6 11.3 12.6 11.3 12.6
THIER AR 10 339 28 8.3 28 8.3
TIEFUR HENEL 8 324 15 4.5 39 12.0
Hefm2 8 21.2 5.2 24.7 6.4 30.3
TG TR ERL 7 5.39 141  26.2 222 412
15 IEREEALEF2 10 701 146 20.8 263 37.6
THIER AR 9 59.5 8.9 15.0 16.6 28.0
[=74=57 8N Hefma 10 840 50 5.9 175 20.8
Hefm2 9 37.7 35 9.4 10.3 27.3
15 IEREEAEEFL 9 90.2 11.1 12.3 30.3 335
15T IR ER2 8 341 19 5.6 67 19.8
15 IEFEBENEAELS 8 182 16 8.6 56 310
1) fRHFICHZRBR =K 4) PR THE HE e R
2) MOTHME (n=3BR = E <0 K LER(2)) 5) =M e 2=
3) PHMTIEMER = 6) =M BEERE
SEXH

1) JUKFHIR, BIRET, AHWIE: ik a~hr o752 7 ZRVE BT (LCIMSIMS) (2 X572 E &
WHRIERF O7ae Y RHIE, B, 3, 51~59 (2010)

2) BB, JURFHIR, BARE, Amie: RiKIa~ s I720 7 288 855 HrEt (LC-MSIMS) (2
FHHEAE L OVBIRIEEF R D7 ae TR, 78 IIN KO 7aZ AHIE, IEEHFEH#E, 7, 1~9 (2014)

3) NEEEE, REES, lBARRE, HALEF, AHRIE: ke~ o757 DRVE 55 (LC-
MSIMS) JEIC K DHERE K OB IR FEBEAEEL F D7 a e TR K O OB E ORE  — IR R —,
AEEHFZEH A, 10, 61~71 (2017)
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(5) YAESYFRUZOEEMEOREEZI7O—— HEE LK OVERBERILEF O/ TR KO0
BHEME ORBRIED T — — NIRRT,

| sobratE 5009 | 36 =477 %= 200 mL~300 mL

— KER(LF R LR (4 /L) 1 mL
— A% J—)L 99 mL

| RO | AR OHE (007K 4y, FEIRA0 mm) | 30431

| é?@lﬁz\%& | 50 mL E LR, 1700 ¢ , 553 fH]

| ;cﬂa!m& |

L HENE R VG TR R BRSO O BB DR BRI T 11— —
(R 1F)

| mm%& |

BEEE mLX iZ10 mL)]

ARy~ —H—r BT 5(1)

1] —> - °© 1
7V Ty 7 ) (T A% ) —)V ¥95mL, /K %5 mLOJEIZHEE)

4 7247522100 mL]

— KB T N7 AR (0.4 g/L) - A% 7 —/L [1+1) 95 mL x2[e]
LU4E | [RIZE4R]

— AZ )— LIS mL

| W E I | 40°Cc smLEEET
—Jams (1+411) 3mL

ARy ~—H =y h7 5(1)
(F®T7 =RV KI5 mL, g (1+120) K5 mLo NEIZHEH)

IV —2T 97 (2)

— 3 (1+120) #95 mL T2 2e2E BEr

—IE (14120) - 7= h=R) L [9+1) %95 mLCHEE

—7K #95 mLCYEE

— TUE=T VAR (0.0028 WiV %) -7ER=R) /L (9+1) 4 mL
(YA, &E 7T A=35mL]

— X[ (1+1000) (FE#EC)
| 0 | stkeiELpERE | 8000xg ~10000xg | 543 7]

»}

| =

| 7 | msik s a~ b 5T s T N RS TR

X2 HEAE N ONBIRREEAEEN R D27 ZU R & OV OB #EY) E O BRE 7 o — —h
D) —=o 77 ), 2V —2T w7 (2) e OVHIE #E)
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BEF MEMESEER L ORUEHATE CREEHEIE) OBIBOSHRIE 7 n~ b7 L1 2 RIS,

Peak No.

Intensity / arb.units

Retention Time/ min

Peak No.1: /2o
No.2: 7/t 7UR
No.3: 7 JUR

BHEM K EID SRM 70~ 7T 4
RO AR AER (45 3K 1L C 200 pg H2Y &)

N

LC-MS/MS DI E 54t
72 ACQUITY UPLC HSS C18(PN£E 2.1 mm, £ 100 mm, H#7£E 1.8 um)
F DD LT (4.4) a) LC-MSIMS O RIE SO RO EEY

636



kR % (2020)

8.2.b BEKAFIOATNT T2V T LEEMTEMEI/OESYRSHIE))
1) =

ZOFRBRIEITHEIL S L OVE TR R EEAICEHZE H 3%, ZOREBRIED S EIT Type B THY, ZDFE =13 8.2.b-
2018 X% CLPb-1 %5,

HEAE RS L OVE IR B EEARE R O/ e TYRET A AVME T CTAX ) — Vi U, Btk &7 v UM CER 268
NEDAHZEERALT, 2V—o T o7 —RN oY O rnarg 2 VO mRigiksa~hr 57
B &EOHTEH(LC-MSIMS) & FIWTHIEL , sl Bt o7 IR E kD 5, 728, ZORBIEOMEREIXHE
8 IR,

EE 1. 7oV ERIIK 1 oLBYTHD,

_r..-"\.';;:; _,.-Cl
|
C |..e-J"‘- M‘IHWD R
0

1 7TV R ORE

(2) BEF FUEKLUKIT, KITED,

a) JK: JSK 0557 ([ZHET D A3 DK, 122U, miiRIK /v~ 7 T7 507 NE BN HIEANT D%
BERIC OV TR Ad DK ZfE 5,

b) FHb=RJJL: JSK 8039 |ZHLE T D5 3 - PCB 3R FH (JR#fE 300 LA ) SUX[FIE D SE O,

¢) AR/—)u: FEEERRSE-PCB B A (RHE 300 LA L) LR D SE O,

d) A/—Iv: @EEEI O~ 57 80T NE ST OB+ 2 A% ) —/Wid LC-MS I X
[A S i B DFRIE,

e) JKERIEFPUDL: JSK 8576 (ZHE T DHE IL R D S E DFREE,

f) IEER: JISK 8180 |ZHIE T 24tk ILIF D S E DI,

g) FUEZTIK: JSK 8085 ZHIET S 28 % (E &E/rH) DRI X FZED MEDOLD,

h) FE: JSK 8264 |ZHUE T 24k IIF D fE DR,

i) FB: mdikkra~vh T80T NERGHTEOEBERIZHE AT XL LC-MS i SUTRISEO 4L
DRI,

j) PoRniray: JSK 8117 I[ZHIE T 5% R 3K - PCB 3B H (4 300 LA _E) UK RSO S DK,

k) BREE: JSK 8951 ITHUE T Dk SRS D S DRI,

1) ZHbhr: JSK 8040 (THLE T HF L LI - PCB 35 Al (B 300 LA b)) UFIAED S DK,

m) 7UEZTERK0.0028 % (BELE))Y: 7E=7/K01mL Z/K 1000 mL 2z 2,

n) JAESUREEERK (0.1 mg/mL) V: 7ot ZUR[CeHC1NO2] @#) 0.01 g 2O rHEMICED, ZDOHE &
% 0.1 mg OHTETHET D, L EOTER=R/LTENL, 2E77 A2 100 mL IZBL AL, R ETIH
WA N & 5,

0) YOESYFIEERK (100 ng/mL) V: 7o’ ZUREAER (0.1 mg/mL) O— & &% X g (1+1000) THARL
a7V REEAERR (100 ng/mL) ZFH 45,

;\

T
i

\
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p) BREHAIOESYFEZEER (5 ng/mL~50 ng/mL) V: ff 70T RE YR (100 ng/mL) D 2.5
mL~25 mL A48~ 7 A= 50 mL (ZBEREAIIZ D | AR £ TE 2 (1+1000) 212 2,

q BREHRAIOESYFEZE#ERZ (0.5 ng/mL~5 ng/mL) V: FHRICHRERH o7 ME#ERR (10
ng/mL) D 25 mL~25 mL 24877 A= 50 mL (ZEEPEAYIC LD FERRETE R (1+41000) 225,

FEQ) RRBITHY, BENTIS U B AR D,
(2) FHEREN RS TV,

&% 2. 7o IVROREERIITE L7 ALV AFDECHEE, B RET R OMHEE T2 L0 ike s TnD,

(3) B|ERUEE HBEKOEEIX, ROLEBHVETD,
a) ENEEARIOTNTSTEESHE: JS K 0136 [T ETHEmEkIAr a~ ' T7 45 WNE BN EF
TIROEAN 2T H D,
1) BE&EHIOTNTST:
O HTLHE: T LFEIREE 30 °C~45°C TR TE5H 0,
©@ B7L: NEE2mm~3 mm, £ 50 mm~150 mm, FifE 1.6 um~2.2 um D AT L AFHD BT NE
\ZA I BTN IEEACERE RS LTS VAT N AT TALIES D, BRESHTRHEREDL D,
2) BESHE:
O AFALE: =L rhaA T L — A4 AL (ES]) 14
Q@ AF UG SIS L
b) BEEGEIELSH: 7IRYNTH T E—E AN TEET T2 250mL % 300 1£15 4y (HRiE 40 mm) T
BEEFEREOSELNLHD,
¢) ¥=i—JLF
d) FDOBES: 700X g~2000X g T Ly BE T EZR L D,
e) EEEIDSEEW: 8000X g~10000 X g T Loyl ATREZ 2 E D,
f) B 40°C£2°CIHifi C&H= R —4—
g) ARYT—H—R)yCHhSL: D=L Pr-N-E= L n) R R AEI=1F 4 (200 mg X% 335
mg)
h) AR LA AR GG AR 60 mm) .
i) WSREMHDH: 1T AlHERL (A 60 mm) ThH£2 0.8um 2R FFTEHH D,
i) BBREIXY— AT orA3IFV—

& 3. U7LXACQUITY UPLC HSS Cl18 %4 MCHilksh T,

#E 4. 2R)~—D—KvIT OasisHLB 6¢c (200 mg) . Oasis PRIME HLB Plus Short Cartridge (225 mg)
FEDOAFRTHIRSIL TS,

&% 5. WUEAS1EHRFIAR L= —k SB-60, ffi|lim—h SU-60 %04 CHiIRES LTV,

BE 6. HIAMHEARUII TAT 7 A/ N—5 % GFP-60 D4 FR TSIV TS,

(4) BABRIR{E
(4.1) #H HHIZ. kOLEEVIT,
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a) KL 5.00 g 210 ED, AL HEOIEEE 100mL® @iz Ans,

b) JKEER{LF NI AR (40 glL) — A% /— L [1+99)50 mL Z /%, 300 1£18, %) (JEhE 40 mm) TTHI 30
rHEHRVIEE S,

¢) I 1700 X g THI 5 oy Rl Ly BfEL © | BB AE = A7 722 100mL 1285,

d) KER{LT R ARG (40 gIL) — A% ) — 1 (1+99) 40 mL &7z, 300 1318, 4y (FRIE 40 mm) T
THI 30 73 [HIRVIEE D,

e) 1=K 1700X g TR 5 4y s DB 59,

f) KE2E77A2 100 mL 22280 L1, ¢) KN &) D RIBIKE 117 AHEAIRE e 72 Al ER CIUES
WD,

g) AL ORI E D EOKEBLT R D LR (40 g/L) — A% /—/V [1+99) TR L, Teika e 5
WA AL TREAIET 5,

h) AZRRECKERLT NY AV (40 glL) — A%/ —)L [1+99) Z N2 Tt iR E 35,

SE Q) BB WA E BRI T AR SUIAR) T ae L TR LR M O%E OB COBMEZRITA5
HOD,
(4) e TR0 =A 7742 100 mL~200 mL #HWNHZEHTEXE0, ZOHE o) KN e) DEAED
ATNCRRE IR A 4642 3 U 1 DL EEE 50 mL IS L ANDIIEETT,
(5) [RlEE}-2E 16.5 cm & OVaEl#E%EL 3000 rpm G0 /) 1700 X g FRFE 70D,
(6) =AT7TAAEEHNDHIELTEDN, ZOWH h) OBEDORNCAIRE B 77 A2 100 mL (2L
ANDEAEEAT),

E%5 5. HPAZ 500 pm D55 el 5 E THFEL Toft etz il i35,

(42) HUY=oPyFN) D 2)—=2To7 (D) IiE, ROEBVIT,
a) D—RNIwTHTRETHAR ) —NK 5mL K UOUKE 5mL Creif+ %,
b) 7237722100 mL®%&H—K) BT LD FICE S K 10 mLO% A —R vy BT LA, KT
NFETARID Ll E T2 ETHRHSES,
¢) JKERLTFID LK (0.4 glL) — A%/ —/V[1+1K) 5 mL % 2 [ —Ry P A7 MIINA, FERICHE S
5,
d) A% /—/5mL &z,

ET) (4.2) KON 4.3) OFAEIT, HEIDSCORIELEEZ A,

(8) ZMADIHTRUEI A BTLEETDI5-A1E, & 20 mL O¥EREZ ANDZEDTEDL AN O R ZRE
WThEW, ZOHAETE, d) OEAFICHLZ T iHiRA 7237722 100mL I A, BasaAX ) —
Jb25mL T 2 [BIYEF L, BEEHIRZ Se OBt RIS A 2,

(9) OasisHLB 6cc(200 mg) & FHV =354 g 5mL % 2 [FIA R 5,

43) YY=2FvF Q)P 2V—rT o7 (I ROEBVIT,
a) T —N YT LETOTER=RILE 5mL & OGRS (1+120) 5 5 mL THeid5 %,
b) (4.2)d) DA 40 °C LU T OOk LT 5 mL LA & CHULIRART 5,
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o) MR (1+11)3mL ZMx., —hN) BT AN, WE BT TARD FIEISETHE TR ST 5,

d) 7297 T A% (1+120) 8 5 mL T 2 [FIE L, YeilRZNER 71— o2 AT A2 TR SE S,

e) KIZ, HiFE (1+120) — 7 ER=RUL (9+1)4) 5 mL X OVKK 5 mL ZNER A —R) P 7 2N TRt S
w5,

f) 22U 0 MH#ERE OB 10 MLY% —K P BT L0 FIZES, 7= 7 A1 (0.0028 % (L &%
) =7 Br=RNL(9+1)4mL & — NP DT LM Tr/RETIREE ST S,

E10) JEDS 2mL LUFOE ASHEEDTEAR DB D

(4.4) DU=2P9TF Q) 7V—2T 7 QX IROEEBVITI,
a) (4.3)0) OIEHIKIZKER LT R A (40 g/L) 0.1 mL 2%, SRBRE IV — CTIRVIEE 2,
b) YrunAZr 2mL ZIz., REREIF—T 30 BRIEVIEED,
o) EO I 740X g THY 3 4y i DA BEL W | TR A SR — ey M2 33 ) U TRRE,
d) b)~c) DEAEATEIZ 1 [EIFET,
e) Mif#(1+2)0.15 mL Z i, sEREIF—TIRVIEE D,
f) vrmnAz 2ml Zx ., HEBREIF Y —C 0 HIEVIEES ),
g) I 740X g TR 5 S RE O ATBEL W | FEE SR — LSy MW I TR T T AT
50 mL (2 AND,
h) f)~g) OEIEEZFIZ 2 [Al6K T, 72720, FTRIXFACT 772312z 5,
i) 7Eh5mLEZ5,
j) 40°CLLFOKIE ETIREALHLE T HF CRUEIRMEL . 2580 A% k> Tzl S5,
k) X (1+1000) % 1 mL Z00x , Hpem ObEE 1.5 mL @I L AN,
1) 30> 7] 8000X g~10000X g THJ 5 43 fifliz Doy BEL 19 | BB AiRa sl hairs35197,

1) [AlEREER 165 cm K OMEEREL 2000 rpm Cizly /) 740X g FRE L7 D, 7o, 954l 1

JE3E VRS 10 mL D U T DFF AR R AR T 52 L,

(12) 7SR =Ry N T 58613, ©) ~d) O— 8 EE R LAY — Ly Ml 35,

(13) vrunRZ XM EL, V7 rZ G EESTORE TORVIEEEAETIZ/ee 7R o
HHHH R PME T LCL JE IR 2T 5,

(14) 7SRV — Xy Nl T 58513, g) ~h) O—#HEfEE R U Ay — Ve Ml 45, 72
B.EA2) THERALZ SR — L~y MIEH LA,

(15) RU7ar' L %o e DIk E CRIE ICEBLRVD O,

(16) [AI#EY-4E 7.2 cm~8.9 cm & UN[AlfiA%L 10000 rpm T L /) 8100 X g~10000 X g FRJE L7225,

(17) REHRRF O/ TR RENRERO LIRZBEX2BETNOH551%, ERERO—E &
Xk (1+1000) THAIR T2,

BE 6. (4.4)k ~1) DEIEITAZ T, BUKYE PTFE BID AT 7402 — (FLEE 0.5 um LA F) TAil, £
720x, w7 v Z —2 =k (Ultrafree-MC PVDF membrane (0.22 um) %5) z AW Ci AR L . A%
AREHAREL THEN,

%5 7. TETRAMETD-DICEICIRMEDNLERIGEIL, §) OBREOIRNEY A T TIZ THED)
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L. [FEECEREREE B LA, EFREEo THESHE, EFE (1+1000) 2 0.2mL Zh1x, #0274
A —2=k (Ultrafree-MC PVDF membrane(0.22 um) %) & W Cim D Al L CAIRZ R EHATRE 35,
ZOWE ) OBIEIATORR,

(4.5) RFE NIEL. ISK 0136 Y RDEFVITH, BARRIZRHERIEIL, MEHE N I Dmsis s n< b
7T 7B BT RIOBEFIEIZL D,

a) BMBRAIOTNISTBESMHOAREN mHikikra~tr 7 G &5 HratOME SO — 5

U TIORT, ZNEBZIZLTRET D

1) BEREIATINF7:
O HTh: FAIETFUNIEEACERE A LIV AV TT 5 (REE 2 mm~3 mm, & 50 mm~150 mm,
RBifE 1.6 um~2.2 um)
i 0.2mL/min~0.5 mL/min
B . A X (1+1000) B: AKX/ —)v
7R 0min (5%B)—5min (60 %B) —6min (95 %B)—7 min (5%B)
A7 LEIEAE: 40 °C
HEAE: 5uL
Bo#TeEt:
AF A =L bR T L — A AL (ES) &
T—K: ’NOT47
FyeoU—8EHE: L0kV
A PRIREE . 120°C
TYNR—Ta R 400 °C
a—2EE: 20V
avarax¥—: EEH 20eV, A 30eV
F=H— AT TVI—Y—AF mlz 192
TagINAF L ERER mlz 146, fER A miz 110

@@@@@@@@m@@@)@@

b) RERDOER
1) SREHRAZOCIVNERER 5 uL Z2@EdiEikra~ o740 7 NERSHFHIIEAL, 708 TUR
DEBHATY (mlz) L OFERBHATY (mlz) D7a~ NS85l FNENOE—VHEfEEZRD D,
2) /atIUROEREMAAY (nlz) EMeEGBHAAY (mlz) OB —Z7 B TS E R T2,
3) KR EAR RO IR ORI L E &R A (mlz) DY — 7 DR ERREVER T 5.,

o) AEDAE
1) #EHAWZ 5uL % b)2) ~3) LRERICHEETH1
2) BREROLIZAETIREEZRD ST O/eeIURREZEH 325,

E(18) HEHEE O — 7 EFE H T E S ERIT 6 L T30 WL DOFIPIN ThHAHZ LA TR T 5, It . B —2
TR I SR E L L TRARAZEN DD,
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{#%E 8. FSAMEIE (L B . 2\ /a7 URORMNIEIGERO#E 1T, 50 pg/kg, 10 ugkg &Y 2
Hg/kg DRI~V TEEJEULEED 78.9 %, 78.3 %MK N 715 % Th-olz, Fio, IKSAHEIE (L) | %
SAHERE (1 FiE) K OB IR (1 FiR) 2 Va7 a2 RO s R ERER OfE Fi3, 200ug/kg.
2 pg/kg K OF 80pglkg DEINL~/L T BT 88.6 %, 81.2 %M U 94.2 % Th -7z,

F7o RERIE D Z Y MR O 7260 O L [FIFRBR O B e OFRNTRE AR LITRT,
725, ZORBIED /7 aeSUROE & FIRIT 2 ugkg B2 ETH S,

#1 7abt" SR O Y MR- 5 O H (R FRER Bk O fEAT i 5

" 1) EHIED 50 RSD" SR RSDR”
PR REREEC (kg uokg) 8 ok (%)
25 5 A HEEL 10 128 10 7.9 15 114
25 A HERE2 10 2.28 0.35 15.3 0.40 17.6
W 5 A HERE 9 25 23 10.3 3.4 15.3
T8 5 A HE R 9 1.20 0.06 5.0 0.14 12.0
15T LR 9 48.1 1.2 25 5.6 11.6
1) AT Wi B =4 4) (FH TR R A 7=
2) I (n =3B = Fx 0 IR LE(2) 5) =R A=
3) DM TIEESNR A= 6) =X P IR Ve A=

BE
1) ENZHFFERHSE IR N R - i EE R AN B TER s R BRI SE B 7 — A S AHEE 7 mes
URD @RI (B35 E)
< http://www.naro.affrc.go.jp/publicity_report/pub2016 or_later/pamphlet/tech-pamph/078229.html>
2) PHERIS, RS, FILEST, AHE: Wik~ 7807 NEESHT (LC-MSIMS) IEICLD
HENESE D7 ae ZUROMIE  —EmRERIE O 5 A #PAIL R —, IEEHITSE# T, 11, 63~74 (2018)
3) FHERE, NREE, BOTTy, WY, KEES, PHELC, ARG likras o720
7T LE RSN (LC-MSIMS) IEIZ LD HEEE R o7 TR OHlE  — &L O L FERBR R —, B
BHIFZE R, 11, 75~85 (2018)
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(5) YRESYFORBRZEIO——F HIEHO/atZVRORBRIED 7 — L —MRITR T,

| Hhratk5.009 | Al pEo kg 100 mL
— JKEEALT N7 AV (40 glL) — A% ) — /L (1+99) 50 mL
| D | 3051
]
| a0y B | 1700x g 543F
[
| bmpigkxmy | (25, =A7523 100 mL]
(BB 2R
(7 E)
— JKEEALTF N7 AV (40 glL) — A% ) —/L(1+99) 40 mL
| ) | s05m
|
| 304y | 1700x g . 553 f
o T A HEAAR
WIS (%8, FA AR5 A100 mL]

— At M OVLRA VRN KR LT R 7 LR (40 g/L) — A% ) — )L (1+99]
— KERALT N D LB (A0 g/L) — A% ) — /L [1+499) (FE#EET)

| Hh |
1 HENR R N5 VSRR 0 /e ) R BRI 7 oS — b (R




kR % (2020)

| FlIHR |
|
[ »maomy) ]
|
e (1 SR~ — =R P AT A (1)
Fid (1) (F AR ) —L FI95 mL, 7K K95 mLONEIZHEE)

[U4E, 729~7FA2=2100 mL]

— KER LT N7 AR (0.4 g/L) - A%/ —)L [1+1) 95 mL x2[a]
LI RIS #5]

— A% J—L#I5 mL

| W A | 40°C 5mMLEREET

ARY v —H— NP HT L (2)
(FHT7EM=RIL 5 mL, HEE (14 120) 5 mLONEIZHES)

i (2)

% (1+120) 95 mL C& & 2lEl i

g (14120) — 7 BR=FJ /L (9+1) %95 mL Ty

—7K #95 mLCHE

— TUE=T R (0.0028 % (B &535%)) —7Eh=RN/L[9+1) 4 mL

=

[ =D PEBE 10 mL]

| VR R |

X2 HENE K VG IRRBRILE th O/ m e T FRERIE 7 m— —b
V=T o7 (D) R OTI—2 707 (2) #:F)




kR % (2020)

Va i |
|
L E) |
— KA N L e (40 g/L) 0.1 mL
IRV | BTz

— raaAF 2 mL

IR | A7 s 308
]
1 Oy | 740x g (2000 rpm, 165 mm) | 353
|
g2 | A=Ay E A )Y

— Fiifz (1+2) 0.15 mL

IR0 | wrForz

— raaAF2mL

IR0 | BT 2308
|
ERINYAL, | 740x g (2000 rpm, 165 mm) . 3/3fi

SRR — LAy MR T A 7a Y
RIS |t e A=s0 mL)
—7 -tk 5mL
W A | 40°c
AR | =%
— XF£(1+1000) 1 mL
Ly B | stk 0 TL A% . 8000xg~10000xg, 543 K]
]
VB |
]
W | mdtiik s~ 57 s F N RSN

3 HEAE M OVEIRSEREIER h O/ T R BRIE T m— —h
(DY) =277 (3) B O M)



kSRR A (2020)
SEF MEMMI e Y NERER) ORISR v~ b7 T M2 RIS,

Intensity /

Retention

ZEX 7arZURO SRM 7a~ T2
s SYREERERR (7Y RE LT 100 pg FH Y &)

LC-MS/MS DI E 54t

HZ2: ACQUITY UPLC HSS CI18(NfE 2.1 mm, & 100 mm, k7% 1.8 um)
F DD ZA413 (4.4) a) LC-MSIMS ORNE SAEDOFIRDEFY
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8.2.c BEBKIOATNTFI72 T LEEMTE(WEI/RESIRFHIEQ2))
1) =

HERE K OB Ve TR NEBH i 35, Z0BRIED /35813 Type D THY, £ DFL7513 8.2.c-2019 X% CLP.c-
1E9%,

HERE Je OB VR ENEE H D/ e U R T VAV FCAZ ) — VI L, BRPEE T L B UM CYA HIZE B3
BoHZEEFIHLT, 2 BEHOI)—2 T 7 H—N Pz TR g, mlikikra~hr o740 7 58
B0 (LC-MSIMS) & W THIE L, Bl o7 ZURZRD 5, 7ok, ZORBRIEOVEREILEE 9
WRT

EE 1. 7oV ERIIK 1 oLBYTHD,

_r..-"\.';;:; _,.-Cl
|
C |..e-J"‘- M‘IHWD R
0

1 7TV R ORE

(2) BEF FUEKLUKIT, KITED,

a) JK: JSK 0557 ([ZHET D A3 DK, 122U, miiRIK /v~ 7 T7 507 NE BN HIEANT D%
BERIC OV TR Ad DK ZfE 5,

b) FHb=RJJL: JSK 8039 |ZHLE T D5 3 - PCB 3R FH (JR#fE 300 LA ) SUX[FIE D SE O,

¢ A/—)L: FREEEIR-PCB ABh A (BE 300 LIE) IIFESEOME ORI, 72720, Mk a~hs
T 8T WNE BT ORBERICIE LC-MS A XURRZED SE 0L O 45,

d) JKEE{EFRUDL: JASK 8576 (THLE T DHF L ULRIZED S DRk 3k,

e) 18EE: JSK 8180 ITHLE T DRk SR D S DRI,

f) PUE=FK: JSK 8085 IZHIETH 28 % (EH Elr ) DRI UIFEDME DL D,

g) FEE: JSK 8264 \THUETDRSUTFED B ORI, 72720, @Rk~ Ny I7 407 NE &
SIHTRFOEBERITIEL LC-MS HI SXULFRIED SWE Db DZALE 75,

h) ZUEZTE#KR(0.0028 % (EES®R))V: 7oE£=7/K 0.1mL %7k 1000 mL (225,

i) YOESUFEERK (0.1mg/mL) VY: 70t TUR[CeHiCLNO,] @4 0.01g 2O rH RIMICED, Z DR &
0.1 mg OHTETHIET D, D EDOTER=RN/LTENL, BET T A2 100 mL ([T LA, R E TRIE
BEAINZ 5,

j) VRESYREZEERK (100 ng/mL) V: 7o’ ZUREAER (0.1 mg/mL) O— & BZ Xk (1+1000) THARL .
7 ZY REEHERR (100 ng/mL) 275845,

k) BREHAIOESUFEER (5 ng/mL~50 ng/mL) V: i 707U R %R (100 ng/mL) D 2.5
mL~25 mL A4~ 7 A= 50 mL (ZBERERIIZ D | AR £ TE 2 (1+1000) 212 2,

1) REHAIOESYFERETRK (0.5 ng/mL~5 ng/mL) Vi I ICH &R 70T P %R (10
ng/mL) D 25 mL~25 mL 22877 A= 50 mL (ZEEPEAYIC LD FERRETE R (1+41000) 225,
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FEQ) FARGITHY, LEISCIBERE D,
(2) BEHERIENTHIRS N TVD,

& 2. /oY ROEERS IR T3, BRSO T2 LD IS TnD,

(3) BEARUEE ALK OEEIL ROEEVETD,
a) EEEEIOTNSSTEESHE: IS K 0136 [THETHmElAra~ s 5745 NG B3 Hat
TIROEMZRGT-THD,
1) BERHIOTINTST:
O AT BT LEIRES 30 °C~45 °C THEITEDH 0,
@ HZ72: NEE2 mm~3 mm, £& 50 mm~150 mm, ki 1.6 um~2.2 um O AT L AFHD 77 W5
AV ETF N FERACERE S LIS U I PV AR TALELD, B ESHTEHEEOL D,
2) BESHE:
O AFAbiE: L2 7L— A4 Ak (ES)) i
Q@ AF UG SIS L
b) BEEERESHE: TIAaHTY TV TEETT A2 250mL % 300 11184y (HRiE 40 mm) T
FEEFEREOSELNDIHD,
¢) ¥=HR—ILF
d) SEDSEEE: 700X g~2000X g Tt LB AT HER L D,
e) mEdLGEIDSEES: 8000 X g~10000X g T Ly BEATREZRL D,
f) JEfES: 40°C+2°C i C&HT KL —&—
g) aRYT—h—R)yPCHhIL: V=AU B-N-E oA RY R IEEA R 500 mg &SR 12 mL 12

FETALIELD
h) Da=7a—roUhFLh—NIvOhT L DNa=T REEgE L2V /7L 500 mg S 6 mL
IZFETALTZHD

&% 3. 7LZACQUITY UPLC HSS CI8%n4HTHiliSn TV,

{##E 4. aR)~—H—KN w7 AE OasisHLB 12 cc (500 mg) D4 TS LT,

& 5. Va=7a— UbF L h—RyYhT AL HybrideSPE®-Phospholipid (500 mg) D4 #C i
RSN TND,

(4) ERBRIRME

(4.1) #il  FhiX, RoOLBVIT,

a) OHTREL 2.00 g 2130 ED AL H i OLEE 50 ML IZ AND,

b) KEE{LF N AERHK (40 g/L) — A%/ —/L [1+99) 25 mL %z, 300 1E15 4y (JRHE 40 mm) T 30 4
MIRVIEE D,

¢) 1EOJIK 1700X g TR 5 4y DAy BEL @ . BB A% 200 mL 7247 T Aaic BT,

d) KEEET R LERR (40 g/L) — A% /—/L [1+99] 10 mL 25Nz, IRVIEES,

e) =07 1700X g TR 5 4y i DB 5@,

f) LEEAEE o) O EBARITINZD,



kR % (2020)

g) d)~f) OEEZ 2 BIFESL | FEbN TRz iR E 3%,

FE Q) HHBEICHOWDRZRIH TR IR) 7 re’ L CRITHRED B K O Doy BiERE CO#EEZAT X
b0,
(4) [BIEAEE 16.5 cm M ONEIEAEL 3000 rpm T Lr /) 1700 X g FREEL72D,

{iE& 6. HPHE 500 pm D520 el 2 E THFEL Totr a2 i 32,

(42) DY=27vF1)O 20— Ty 7 (DL, ROEBVIT,

a) IRU~—D—N U HTLETHT =R 5mL & OWEEE (1+120) £ 5 mL CTHEE5,

b) % 40 °C L FOKIE G 3mL LA T £ CRUE AT 5,

¢ HafE (1+11)3mL ANz, A—Ry BT ACAR OL KEHD T TAHID EIFICETHETHRESED,

d) 7297 T A% (1+120) K 5mL T 2 [FIE L, YeilRZNER 71— o2 A7 A2 TR SE S,

e) WRIT, ik (1+120) — 7 Eh=R/L [9+1)9 10 mL K& OVK#K) 5 mL ZNEXR 7 —R) P 7 K0 Tt S
w2,

f) HAeRBRE 10 mL 24 —Fy P AT L0 FIZES, 7E=T#i% (0.0028 % (B &7 R)) — 7 b=}
N9+1)8mL #H—R) T AT MM TR TYREE IS E D,

g) X% (1+1000) 2 mL ZR I % IR E T 5.

BE 7. (4.2) OBIEICBWTHEEVICE > QRS —N v P 7 bE @il C&elied BN H 55
BV ROBAEE TN 5,
(4.2) o) DEAFET IR (1+11) 3 mL AN R 7= DEHR ) & ek DU 10 mL ICB LA, &
DI 740X g THY 5 SRl L BEL T BB A T — Ny T AL, LT AR R E T
%o BT, (4.2)d) DEAED THEIE ) % e D Iz im DR AR 12N 2, SRR IF Y — (RLT v 7 A%
—) CIRVIRA, 30 /K0 740X g THI 5 43 flim Oy BEL 7 . BB E 1 —RN) P T M2z, LA
TRBRICEAET 2,

HG) (4.2) LT 43) IZHEITSC TRIELEEZ VD,

H6) AL ARAY— Ay ML, —HEOBECTRULOZM T2,

HE(7) [Bl#REEE 16.5 cm M ONElHiEEL 2000 rpm Ci s /) 740X g FREEL72 5, 7o (- H ke Ok
H 10 mL O LA OFF AR T 528,

4.3) D)=2T7vF2)O® V=T F (1L, ROERBVITH,

a) VNa=ra—k IS NI — Ny AT L TH T ER=RNLK) 5mL K ONEEE (1+1000) 59 5mL THE
T2,

b) (4.2)0) DFIKE T — NP BT MAR O L KD TECTAAID B ET 2 ETRINSE,

o) HRREEZTER=N/L 5 mL THEFL, BERARICAT MZAR LI TARIO EiGICET 2 ETh
S5,

d) 2 TET7I72a 50 mLO&EH—Kw P hT LD FIZES, EiE— 7 2r=F)/L[2+98] 910 mL 24—
AT AR TEHSED,
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e) BHIR%E 40 °C LL T Ok ETIZEA L HLE T A E THITIREM L, 2R T A% k> CHZE S5,
f) XMW (1+1000)5 mL ZhNx., —E &% 1.5 mL e m O 1L 519,
g) Jx/[>7] 8000X g~10000X g THJ 5 /yfiflim Loy BfEL W | EyE gz EHATRE 3512,

F (8) RO TR BTLEE T 55618, #BRE 10 mL ZHWTh i, ZO%EIE, KA e) O

BAEORNIIR k2729 7 A= 50 mL (A, JedilBiE 27 Eh=r)/L 25 mL T 2 [E3EH
L. Pz Je DR IR I 2 5,

(9) HHEFHRS AL, 1 BROBLIZbO 26 42 LM E R BB 8% KT,

(10) HRV7me'L RSO Hfem DIk E CHIEICEZ LW 0,

(11) [E#E}4 7.2 cm~8.9 cm & OVaE]fiA% 10000 rpm “Chizt L /) 8100 X g~10000 X g FRE L7225,

(12) REHRRFP O/ TR RENRERO EIRZBEX2BEZNOH551E, RERERO—E &
Xk (1+1000) THAIR T2,

BE8. (4.3)0) ~g) OEAEIZ T, BANE PTFE DA 7L 7 b2 — (FLE2 0.5 um BLF) TAIBL .
AR AEREHAIREL THEV,

(4.4) BIE WEIL. JISK0136 K TRD LB VAT H, BEMZRRERIEL, WECHEH T2 ER A7
n~ N7 E BT OBEITIEIC LD,
a) BMBRBRAVOTNISTBESMHOAREN mHikikra~ s 7 G &5 HratOBE S0 — 6
ZLL TSR T, ZESBIZL GRIET D,
1) BEREIATINF7:
O HT7h: VBT INIEEREG L2 VA7 VBT 5 (R 2 mm~3 mm, £& 50 mm~150 mm,
Bt 1.6 um~2.2 um)
@ P 0.2mL/min~0.5 mL/min
@ WHER: A X2 (1+1000) B: A¥/—)L
@ 7Z7v=rh: 0min (5%B)—5min (60 %B) —6 min (95%B) —7 min (5 %B)
® HT7AMEFEAE: 40°C
® JEAHE: 5uL
2) BESHE:
AA AL =L IhaAT L — A4 AE (ES) i
T—R: ’NOT4T
FyeoU—EHE: L0kV
AFUPRIREE: 120°C
FYINR_R—T g R 400°C
a—FEE: 20V
avarzxpL¥—: EEHH 20eV, #ERH 30eV
F=H—AF L TVI——AF miz 192
Tag A EEH miz 146, #EEH miz 110

CESNCECRCNENCONGC)

b) RERDER
1) FREHRA7OCTUNMERER 5 uL @@k~ 77207 NEESHTEHIEAL, 708 7UR

650



kR % (2020)

DEBERATY (mlz) L OWERBAAT Y (mlz) D7~ NI LEFLEL, ENENOE —VHEZ RO D
13

2) /atIUROEREHAAY (mlz) EMeEGB ALY (mlz) OB — 7 B TS E R T2,

3) BREMRHAI/ETYREHEROE /o TIRRELE R A4 (mlz) DY — 7 HRE O B A VER T
Do

c) RAEDAIE
1) ABHARE 5L % b) 1) ~2) L[FRIERICEIET 519,
2) REMDGIE S GE B2 KD | TR OB E S R E R E 2 R TS,

FE13) EEOKEICI->TUL, EEHAAA L ZMRMAT LU MERAAF L HEBMAA L LLTHEL
KRR,

E(14) EHEROE — 7 S T S I L T30 BiRE DN THHZ LR T 5, 7ak, B —7
AR USRS IR IC K> TR LD 5,

{#E 9. BEEHBOD, FSAHENE (5 ) BSAHER (2 ) KSAHEIE (4 52 5 AHEE (4 45)
S OB IEFEBEA AL (5 1) &2 W TIR &7 a e ZU R8s (2) OREE (vi: 1.5 pglkg~88.5 pg/kg) & Y
7 v U R HTE (D) ORNEME () 2 i U2 fE R [FFRET y=-0.43+1.005x T, ZDFHEEM%R
% (r) 12 0.996 TH 72,

FEEEREAM O 7= | HEAE J OB IR R BEAE R 2 F O CH 22 2 COERBRORBRAFIC VW T—
JCBLE S WO HT 2 R TREAT L, IR B R MM TR 2 R L7 R a2 R LIS T,
7B, ZORBRIEO/ e IR O E & FIRIL 2 pglkg FEEETH D,

#1  ruvTVROH 222 T O EAT DT R

Sy F A AR ﬁt@fﬁz’ s RSD.” SI(T)S) RSDI(T)G)

A% (mgkg)  (mglkg) (%) (mg/kg) (%)

5 AHERR 5 87.2 3.6 4.1 3.6 4.1

R S A HERE 5 2.79 0.29 10.3 0.29 10.3

%55 AHENR 5 20.5 0.8 3.8 3.2 15.8

G IEFEFEALE} 5 6.27 0.36 5.8 0.46 7.3

1) 25 0MTRERE F L 73k B %% 4) D TR Y (R 2=

2) FfE GRER 0 E0(T) X TR0 (2)) 5) I (A=

3) O TIE R = 6) HR HIFE AR e A 7=

BE
1) ARG, MNEREE, ARG RIEKIa~ N T74 07 NE RS HT (LC-MSIMS) IEIZ KD HE RS
DraeZYRORIEITVEDS R, EEHFZEER S, 12, 69~83 (2019)
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(5) YAESYFDREZIO—I—F HEIE K OYVERERBE T O/7a TR ORBRIED 70— — R IR

7

| Wtk 2009 | 7l mim kg 50 mL
— JKEE(LT N D LB (40 g/L) — A%/ — )L [1+99] 25 mL

| IRV | i R LS (3007:4E /45 1§40 mm) | 3045
[

| sy B | 1700% g . 5531
|

| EBamkEmRY | 28 22987723 200 mL

(@A)

(FRRE) <N BRI 20m R T >
— JKEE{LTF NI AV (40 gIL) — A% ) — L (1+99) 10 mL

| IR0 IE |
|

| LY BE | AU msE LR, 1700 g |, 543

(FER) (B A9R)
| il i |

2-1  HENE R ONGIRIEEh o 7me TV RBRIE T m——b (il #EE)

| b |

]
| VU T | 40°c A5/ —nzE%
— e (1+11) 3mL

Ry~ —H—R) P HT L
(FOTER=R/L K5 mL, HEe (1+120) 5 mLONEIZBEE)

7Y —2 77 (1)

— M (1+120) #95 mL TS0 e

— HEA (1+120) — 7B h=hJ /L (9+1) 910 mL G4

— 7K 95 mLCHE

— TUE=T71RHR (0.0028 % (E &5 H)) — 7 Eh=r/1(9+1) 8 mL
(v, A3 ERE 10 mL]

| VA HG |
22 IR OVETRIEE T O /uE S RRERE 70— —k (ZU—2 T o7 (1) 1)
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kR % (2020)

| VR |
«— XJ% (1+1000) 2 mL

Ua=Ta—kUNr VT A
(PHT7ER=FI/L #5mL, X[EE(141000) #95 mLOJEIZHEE)

IV—2Tv7(2)

— 7Er=RI/L 5 mLTEE
— Efig—T7Eh=KJ/1 (2+98) 10 mL
R, 72977 A= 50 mL]

| M%ﬁ% | 40°c
| i [ | =%
« Xz (1+1000) 5 mL
| Loy | stfess kR . 8000xg ~10000xg, 543 fH]
| ﬁ%@ﬁ | EEsig
| e | wik o n~ 57 80T N RS

X2-3  HERE R ONEIRIEE O rme ZY RRBRE T m——F
(DY =277 (2) HlE S OV TE R AE)

SE HMERHI/o I NEEROBEROGH 7~ T MMl E RITR T,

Intensity

0 e AR e el e Lot Eana neans Saana e u Time
160 180 200 220 240 260 280 300 320

Retention time

£%ZK 7ae IR0 SRM Zu~<h 7T 4
7t ZYRE R (7o 7Y RELT 50 pg A &)

LC-MS/MS DOl E 54tk

HZ2: ACQUITY UPLC HSS C18(PN£E 2.1 mm, £ 100 mm, #7FE 1.8 um)
F DD LT (4.4) a) LC-MSIMS D RIESAEDFIRODEEY
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