ek RERTE (2019)

82 YAESJFRUZDEENE
8.2.a BMERAKIOTN S50 T LEESHTE(VOESURSE 3 RO RBFDHTE)
1) BE

ZORBREIFHENE B 5 Te R BEIREHC M 5. ZORBIEO ST Type B THY, O T
8.2.2-2017 3% CLPa1 &%,

ERHRDZRETUR T ETUR RO IR 55T AT TAR /— VA L, BeAEL T L IR
HZEBNEDDZLERIAL T, 2Y—> 7y n— oV E fC O e, Mk o~ by 77 BTt
EOCTHEL, TR Orae IR, 7 TR R OE 70T MR 5, 7235, ZORBIEOVERE K
&6,

{#E 1. /o IUR 7RIV RO 7r7 A0 ERIIX 1 0LB ThD,

1 7 YR, 7I/ETUR KO 7u7 LRGN

(2) BEF HIELOKIZL, KITED,

a) JK: JS K 0557 (ZHIETDH A3 DK, 7272L, LC-MSIMSITE AT DHIEBERIZ OV Tt Ad DK%
SRR

b) ZHr=FJJL: JSK 8039 [ZHLE T D5 3L - PCB 7k FH (A 300 LA |) XUL[FI %D G E O,

¢) ABR/—JL: JSK 8891 (THLE T Dhek SUKIF D S B DR,

d) A2/—)L: LC-MSIMS OBEHERIZEEH 35 A% 7 — /L1 LC-MS FH XIZ[FI D S E O EE,

e) JKERIEFRUDL: JSK 8576 (ZHLE T DR SULIAIZED B DR EE,

f) EER: JISK 8180 |ZHIE T 2 Hrk IKIF D fE DRI,

g) FUEZ=TK: JSK 8085 IZHIET D 28 % (E &) DFFASE ILFFED MEDH D,

h) FEE: JISK 8264 |ZHIE T 24tk XILIF D S E DRI,

i) PUEZTIRM0.0028 % (BEHE))Y: 7oE=7/K01 mL Z/K 1000 mL {2z %,

j) BEREEEK0.1 mgmL)Y: 7 FYR[CeHCILNO,] @ 73 /B FUR[CeHAClNL0,]1 @ K e 75
A [CeHaClN,0,] @9 0.01 g # O L) EILICEY | ZOE E% 0.1 mg O ETRIET 2, D EOTER=h
JVTERIL, 87T A7 100 mL (T L AL, B E CIRIEEA N Z 5,

k) ESEAER (100 ng/mL) Y £ AR (0.1 mg/mL) O —E BA&EHE (1+1000) TARL, RO
% (100 ng/mL) Z 7535,

) BREHAESERER (S ng/mL~50 ng/mL) Y : R AU (100 ng/mL) @ 2.5 mL~25mL %
A7 7 A3 50 mL (ZEFEICED | BERRECXE (1+1000) A 1% 5,
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m) BREHESEERK (0.5 ng/mL~5 ng/mL) Y FFE R BRI A 4EHE (10 ng/mL) @ 2.5 mL
~25mL &4 E 77 A2 50 mL ([ZEEFERIICEY | FERR ECTEER (1+1000) & 2.5,

EQ) FARGITHY, LEISCIBERE D,
(2) FHEREENTIRS T,

&% 2. 7uvJUR, 7/ TUR KO /a7 AOREMERIKITE 7 AV 2FEMEE . BE b5 K Ol
HTHEIVIRGEIN TV,

(3) BEARUEE & HAKOEEIL ROEEVETD,
a) EEREEIOTNTSTEESHE(LC-MS/MS) : JIS K 0136 (ZHE 5 LC-MSMS TR D ZE %
=3Ho,
1) mE&KHEIOTNTST:
O HT7LHE: T LFEIREE 30 °C~45 °C TREITE5H 0,
@ HZ72: NEE2 mm~3 mm, £& 50 mm~150 mm, KifE 1.6 um~2.2 um O AT L AFHD 77 L5E
WA I BZ TNV RS LT U T VTR TALIZL D, B ESIEH IO D,
2) BESWE:
O AFAbiE: L2 7L— A4 AL (ES)) i
@ AF BT BROS HE
b) EEEEIRESHE: TIRIATE TN TERET T2 250 mL % 300 115,45 (HEIE 40 mm) T
FEEFEREOSELNDIHD,
¢) ¥=ik—ILF
d) SEDSEEH: 1700} g T LoyBE R eeb 0,
e) mEEGEIDSEES: 8000 X g~10000X g T Ly BEATREZRL D,
f) BHWERS: 40°C+2°CITilffi T&A— R —x—
g) aARYT—h—R)yTChSL: V=B -N-E = rl RSB AR =17 4 (200 mg)

& 3. U7LFXACQUITY UPLC HSS Cl18 %4 MTHilksni T,
&% 4. aRV~—F—hK»X Oasis HLB 6¢c(200 mg) . Oasis PRIME HLB Plus Short Cartridge (225
mg) FEDAFR T RS TND,

(4) ERERIRME

(4.1) M X KOLBVITI,

a) HTElER 5.00 g &30 ED, ke =477 A= 200 mL~300 mL (2 AiLd,

b) KEE(LT R LERHE (A0 g/L) 1mL, A% /—/L 99 mL @ 300 1£1E 4y (HE1E 40 mm) THJ 30 4y
HIRVIEE D,

¢ HHEL. LE AR A e DI 50 mL I2E5D,

d) 3E.0 ) 1700X g THI 5 4y B B L @ . BE e it e 35,

Q) KERAET R AR (40 glL) — A% /—/L [1+99]100 mL Z A Th &V,
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(4) [Al#ER12£% 16.5 cm & ONEl#ingg 3000 rpm T lr /] 1700 X g FRE L7275,
#% 5. HBAE 500 pm D52 \a @i 35 E Tl CToth R TR 2,

(4.2) H)—o7yF1)® 2V—rT o7 (Did ROEBIT,
a) ARV~ ——RNo VAT LETHAZ ) —/HK 5mL L OVKK 5mL THET 5,
b) 727722100 mLO%A—R P HTAO FICES, #iHE 5 mL X% 10 mL & h—N P hT A
A RN FE TAFID Bl ET5E TS5,
¢) KELTFT NI LG (04 g/L) — A% /—/V [1+1)K) 5 mL & 2 B —R P T M4, FERIZHR HE
5.,
d) A% /—/L5mLZz5,

EGB) (4.2) KUN4.3) OEAEIL, MBS TREZEEZ VWD,

(6) RO MBI ZRTLEET DA, & 20 ML OIFEE ANDHZEDTES AN O RS
WThEW, ZOHAETE, d) OEAEICHLZ T iHiRA 7237722 100 mL IZ AR, BasaAX ) —
Jb25mL T 2 [BIYEF L, BEEHRZ Se Ot BRI A 2,

(7) OasisHLB 6¢c(200 mg) z V=354, filltHig 5 mL % 2 [BIA T 5,

(4.3) D)= FvF2)® 2V—rT o7 (2)1F RDOEBVIT,

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

b) (4.2)d) D% 40°C LLFOKE ET5mL LU ECRIEENET .,

¢) M2 (1+11)3mL 2Nz, A—R) AT NN, DT TAHKID sl E T 5 E TS E S,

d) 72977 A% (1+120) £ 5 mL T 2 [EIeidL ., YelkZNER 1 — ) P 7 DTN Z %,

e) RIT, ik (1+120) — 7 ER=RI/L [9+1)59 5 mL K ORI 5 mL ZNER B — R 07 ANz Cht S+
N

f) SET7IAASmMLEN—N YU ATLAO TFITEES, 7 E=T K (0.0028 % (B #4573 3)) — 7 Eh=R/L
(+1)4mL 20 —RN) P T RIMATr/ae YR TI/ETUR L O 7a 7 2 enc s a5,

g) EHETEWE (1+1000) 2002 ® | deeia vk A 1.5 mL @ Izk B,

h) 3077 8000X g~10000X g THI 5 4y LAy BEL Y| Bz BaR S5,

@) WEHARFO7ae TR, 7B TR KO 70T ARENHRERO FIREZBZ 58T 0OH55
Al TR O — & & X2 (1+1000) THRT 5,
(9) RV aeL RSO AR D IR CRIE IS L WD 0,
(10) [El#54% 7.2 cm~8.9 cm & (N[alfiz%% 10000 rpm Ciz L /] 8100 X g~10000 X g FEEE L7225,

(4.4) BIFE WIEIL, ISK 0136 K RDEFVITH, BARAIZRRERIEIL, RIEIEE T 2@ sk a~k
757 G BN R ORERE ST IR E D,
a) BMBRBRAIVOTNISTBESMHOAREN mHikikra~ s 7 G &5t OBE S0 — 6
U TR, ZNEBZIZLTRET D,
1) EEREIATINF7:
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D BT FVEFINEAACERES LIS VBV HT A (N 2 mm~3 mm, £ 50 mm~150 mm,
KiFE 1.6 um~2.2 um)

@ ¥ikE: 0.2mL/min~0.5 mL/min

@ B A £ (1+1000) B: A¥/—/b

@ rZvxrh: 0min (5%B)—5min (60 %B) —6min (95%B) —7 min (5%B)

® H7LfEEFE: 40°C

® AR 5puL

2) BESHE:
O AAAbME: =L rbrAT L — A4 Ak (ES) 14

@ T—K: R"VT47
@ FyEIU—EME: LOkV
@ AAPFIRE: 120°C
® FYNR—vaAREE: 400 °C
® a2— EE: RLOEBY
@ ayvar=x ¥ —: £1DOLEY
FH— (AL FL1DEEY
F1 RIS — A RS
S PASS 74 A =0 SN - add G
i spiz . AF AA a— EE TRAF— TRAF—
o S GERA GERA) V) GERA) GRS
(m/z) (m/z) (eV) (eV)
ISR 192 146 110 20 20 30
TIETIR 207 161 189 22 22 16
RN 241 195 223 28 22 16

b) BREBROIEM
1) FHRERHEAERER S5 L 2 LC-MSIMS IZEAL, Z7aEJUR, 7U/ETUR K7 a7 A0 E £ H
AT (mlz) e OFER AT (mlz) D7a~ 7705508k L, TN EN O — 7 mtaa K b,
2) /bt ZUR TIETIN KR IaT L0 EEH A (mlz) EHERRAA (mlz) DY — 7 FE b X
mS A HE N5,
3) FHRERTRAGIEAER ORISR ELE B A4 (nlz) DY — 7 HfEE DR EREIER T 5,

c) HAHEOAE
1) RBHATZ 5uL % b)2) ~3) LIAEEICEET M,
2) REROOLHEX S E &2 KD, AralEH R O E G EREZF 35,

FEAD FEYEROE — 7 R UL E S T L T30 WREOHPHN THHZ LA TR T 5, 2B, E—7
BRI LR SRR IS > TRARD LN DD,
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®E 6. AL (2 FE), RS HVEIRREEILE (2 k) & OWKEE S A5 Ve EAIEE (TRE) 2 v
F2rue SR, TIETUR RO 705 AOTNEILERER O 513, 1000 pg/kg . 400 uglkg & O 40
ug/kg DOFANL L -CEHI AL A 78.1 %~90.0 %, 81.0 %~117.6 %K% O} 71.2 %~101.3 % Th 7=,

F7o, RBRED 2 G VERERR O T2 60 D I [FFABR O pleis o OFRITRE R A 2 1R T,
7o, ZORBIEO/OETUR | TR TR RO /0T A0 E i FIRIZ4A 10 pglkg FLE Cho,

#2 7ne VR A OZOREYE ﬁ%ﬁdﬁ@;«érﬁ%a ODf_&)@itﬂnit%Ekfa@ﬁ%ﬁ"r*%

- . e d FHED 5P RSDSY sk”  RSDR”
o PR R gkg) (uoke) (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 A2 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 IEREEAEEF2 10 701 146 20.8 263 37.6
THIER AR 9 59.5 8.9 15.0 16.6 28.0
[=Z4=578N 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 EER2 8 341 19 5.6 67 19.8
15 IEFEBEEELS 8 182 16 8.6 56 310
1) FRHTIZHA - B =2 4) PR THE e e R
2) MOTHE (n=3BR B E <R K LER(2)) 5) =M e 2=
3) MR ME(R 2= 6) =M FHBEER =

BE

1) JURFHR, BIRE T, AHRIR: R Ia~vhr o7 207 MRVE ES5HTEH (LCIMSIMS) 1IZ X572 IR K&
WHIRIER O ZU RAE, IEEHFZEER S, 3, 51~59 (2010)

2) BRAH, JURFEE, BARE, AIMR: Kikra< o720 7 2RVE ESHTEHLC-MSMS) (2
LOHEAE K ONVBIRAER R D7 a e ZUR, 7B IIR RO a7 AE, IREHFZLH#E, 7, 1~9 (2014)

3) NERE, REES, BARZE, HIETF, AH®RE: KIKIa<x N I7520 7 WRVE &5 Hret
(LC-MSIMS) LI LA HENE J VBRI IR D7 e T U R e OV O BT OME  — RSk
—, EEHFZE A, 10, 61~71 (2017)
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(5) 2AESYFRUVZFOBEEYMEOREZ7O0——F HEAE KL OVEREEIEE D O/ ae’ TR kD
BEME ORBRIED 77— — NIRRT,

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

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

| DR | WREAEIREOHE 3007k, 4y, iZIE40 mm) | 3045

| ﬁ@lﬁz\%ﬁ | 50 mL E LR, 1700 g , 553 fH]

| ;cﬂa!m& |

M1 HERR K OV TR REEIEAL O/ a e Y R B O 0O B E OB 7 m—— |
SR

| it |

| SH (5 mLX 1310 mL)|

ARy~ —H— BT 5 (1)

J—r 77 (1
7V —>7 97 (1) (FHAZ ) —L F95 mL, /K KI5 mLONEIZHEE)

[k, 7247522100 mL]

— KB T N7 AR (0.4 g/L) - A% 7 —/L [1+1) 95 mL x2[e]
[U4E | [RIZE4R]

— AZ )— L5 mL

| T | 40°C 5mLEEET

Y~ —H—N) P BT A (D)
(Fo7Eh= L 95 mL, ik (1+120) #95 mLo> HECHE)

IV —2T w7 (2)

— P (1+120) #95 mL T2 2e2E BEvr

—EER (1+120) -7 h=kJ /L [9+1) 5 mL Ty

—7K #95 mLCYEE

— TUE=TEHZ (0.0028 WiV %) -7 ER=RJ /L [9+1] 4 mL
[VAH, 277235 mL]

| [
— ¥ (1+1000) (£ T)

| mLAEE | RO LS mL | 8000xg ~10000xg , 55311
[

| B | Lcmsvs

2 HEAE M OVEIRFEREIEE T 0 7m e T U R O OB B Ok 1L 7 m——h
V=T (D) 2V =27 w7 (2) K ONIE#AF)
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BF HESHRASEER K OFCEHAIE (CFEHEIE) OIRBOSH m < N 7 L2 RIS,

Peak No.

Intensity / arb.units

Retention Time/ min

Peak No.1: 77 A
No.2: 7/ JUR
No.3: /rt’ZUR

HEN K EID SRM 7~ 54
IR AFEAENT (45 23 1T 200 pg #H Y &)

LC-MS/MS DOl E Stk

H72: ACQUITY UPLC HSS C18(PN£E 2.1 mm, £ 100 mm, #7£E 1.8 um)
F DD ZAEIT (4.4) a) LC-MSIMS ORIESAEDFI RO EEY
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8.2.b EEBAEIOTNIST74 T LEEMTIE(WEIOES)RSHE))
(1) H=E

ZORBIEITHEIE B L OVE TR R BN E H T 5, ZORBIEDO 3 HIE Type B THY, T DT
8.2.b-2018 /% CLPb-1 &5,

HEAE I OB IR FEBEAEEL O/ o T URE T VA UME T CAZ ) — A L, BRI E T L UM T 2 E)
WEDLLZEEFIALTC, ZV—T o7 H =NV R raars 2 OOk, mEikikra~hs o7
BB R O THEL, et or7ae IR ERD 5, 7ok, ZORBRIEOMEREI X EE 8 1R,

% 1. 7o IIROREERIZN 1 OLBYTHS,

1 7ee TR OIS

(2) HEFE HEROKIL, KiIZED,

a) JK: JS K 0557 [ZHETD A3 DK, 7272L, LC-MSMSITE AT HIEBERIZ OV TIE Ad DKZEEH
5,

b) FHr=FJJL: JSK 8039 |ZHLE T D5 3 - PCB a5k A (JR#E 300 LA ) XIZ[FIZED M E ORI,

¢) AR/—Ib: FREEHK-PCB BB (I 300 LA F) ULRIED SVE DFREE,

d) A2/—JL: LC-MSMS OIFBERIZE R T2 A% 7 — /1% LC-MS F XULRIZED SE ORI,

e) JKEBRIEFRUDL: JSK 8576 |ZHIE T Dk LRI D S B D,

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

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

h) F: JSK 8264 |ZHUE T 24k IIF D fE DI,

i) EW: LC-MSMS OHEBERIZEEH 32X Wl LC-MS H XUTRI%E D M E DRI,

J) PoBRRARY: JSK 8117 IZHIE 355k H 23K - PCB 3R H (JE#E 300 LA E) SRS S E DL,

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

1) 7Hbhr: JSK 8040 (THLE T D7 LI - PCB 35 Al (BHE 300 LA b)) SUFIAED SE DK,

m) 7UEZTHERK0.0028 % (BESE))D: 7oE=77k 0.1 mL %7k 1000 mL (2% 5,

n) 0OESYREZEK (0.1 mg/mL) V: 7t 5UR[CHCNO,]1 @50.01 g2 D rH & ILICEY, FDE &4
0.1 mg OHTETHET S, D EDOTEI=RILTHENL, 2ETZTA2 100 mL (ZB LA, R ECRIE
ANz 5,

o) YAESYFRIZEEK (100 ng/mL) V: 7o SV RERER (0.1 mg/mL) O — & 4 E ik (1+1000) TARL
a7V REEAER (100 ng/mL) ZFH 55,

p) BREHAIOESYRIEZERK (S ng/mL~50 ng/mL) Y {fHFHC 705 FEEHERS (100 ng/mL) @ 2.5
mL~25 mL A4~ 7 A= 50 mL (ZBERERIIZ D | AR £ TE 2 (1+1000) 212 2,

r) BEHAYOESYREERK (0.5 ng/mL~5 ng/mL) Y : R ICHRERT 705 M $E K (10
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ng/mL) ® 2.5 mL~25 mL #4877 A2 50 mL (ZEREAIIC LD | R TE R (1+1000) 22 %,

FEM) FARPITHY, LEISCIBERE T D,
(2) FHEREENTIRS TV,

&% 2. 7o IVROREERIITE L7 AV ARDECHEEE, B RbT R OMHEE T2 L0 ike s TnD,

(3) B|ERUEE HBEKOEEIX, ROLEBHVETD,
a) EREEIOTNTSTEESHEH(LC-MS/MS) : JIS K 0136 (ZHLE 5 LC-MSMS TR D FE %
=4Ho,
1) mE&KHEIOTNTST:
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 ym D AT L AFHD BT NE
\ZA BTN IEEACERE RS LTSV AT N AT TALIES D, BRESHTEHEREDL D,
2) BESWE:
O AAAE: =L I haRAT L —AF AL (ES) &
@ AF BT R OSH HE
b) EEEEIRESHE: TIRIATE TN TR T T2 250 mL % 300 115,45 (HRIE 40 mm) T
BEEFEREOSELNLHD,
¢) ¥=i—JLF
d) SEDSEEE: 700X g~2000X g Tt /LB e/ L D,
e) mEdGEIDSEEH: 8000 X g~10000X g T Ly BE AT REZRL D,
f) BHWERE: 40°C+2°CITilfi T&AT R —x—
g) ARYT—H—r)yChSL: D=1 Pr-N-E= L n) R R AAI=1F 4 (200 mg Xix 335
mg)
h) AiEgR: LA AR GE G AR 60 mm) .
i) HSREHDH: 1T AHER (AR 60 mm) ThL 725 0.8um 2R FFTEDL D,
i) BRBREIXY— RLTorAIFH—

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

§%& 4. =R V~—D—hK v T Oasis HLB 6¢c(200 mg) . Oasis PRIME HLB Plus Short Cartridge (225
mg) DAL T RSV TS,

{#% 5. WIEAEMARHIMIL=—hk SB-60, ffi|lim—h SU-60 D4 TS Tia,

HE 6. HIAWHEAMIZITAT 7A/3—5f% GFP-60 D4 FRCHiIRESAL TV A,

(4) BERIR(E

(4.1) M X KOLBVITI,

a) HratEF5.00g &30 ED, Al AiE IR 100 mL® D2 Ah5,

b) JKEE{LTF N LEEHE (40 g/L) — A% /—/L [1+99)50 mL ZHN%., 300 1112 43 (FRibE 40 mm) TTHI 30
S HEIRVIRE S,
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¢) /LK) 1700X g THI 5 4y i Dy BiEL © . BB iR =47 522 100mL 1I2BT,

d) KERILT R ARG (40 gIL) — A% ) — 1 (1+99) 40 mL &7z, 300 1318, 4y (FRIE 40 mm) T
THI 30 ZrHIRVIEE S,

e) /L) 1700X g THI 5 43 Wi Doy i 5 ),

f) KEEE7IA2 100 mL 2ZaO L1, ¢) KON e) D iM% 715 AfliE Ak A et 7= Hiles THIE S
WD,

g) an K OB Z D BOKEELT N T LR (40 glL) — A% 7 —/L [1+99) THUEIVES L | Tz DA
WA AL TREAIET 5,

h) FERRETAKER LT N AVEIR (40 g/lL) — A% /) — /L (1499) Z i % CHhHHiRE 35,

EQG) HHEEICAOVAERIAT ARSTR) Fae L L BUTHR L9 M O Oy RS COBMEETT 2D
HO,
(4) A2 FIRL N ZMA 7T 22 100 mL~200 mL 2 HWHZEHTEDD, ZOHE o) KU e) DFR{ED
AT RREI 2 4548 U3l OiE DL EEE 50 mL IS 3 #2179,
(5) [Alfi5 1% 16.5 cm M ONal#E%L 3000 rpm Gy /) 1700X g FREL725,
(6) =A7TAAFELHNLIELTEDN, ZOHE h) DEEDRNI AR Z 27T A= 100 mL (T4
BEEATO,

{E% 5. HPAZ 500 pm D55 el 5 F THFEL Toft etk il i35,

(4.2) HY—27yFN) D 2V—rT o7 (DIE, ROEBVIT,
a) D—RNIo TP HTLETHAZ ) — LK 5mL K OKE 5mL THEET 5,
b) 72§ 75A2100 mLOZH—N v BT LD TFICE S, i 10 mLO %7 —R P BT A AN, Wi
NFETARID Ll E T2 ETHRHSES,
¢) KEbTFT NI LA (0.4 g/lL) — A%/ —/V[1+1)F) 5 mL % 2 [ —R )y BT AN | [FRRCHRHS
5,
d) A¥%/—)5mL &Nz5,

FET) (4.2) KON (4.3) DEAFIZ, BEIIS U TRIERE 2 VD,

(8) ZMADIHTRVEI A BTLEETDI5-A1E, W& 20 mL OERE ANDZEDTEDL AN ORZRE
WThEW, ZOHAETE, d) OEAEICHLZ T kA7 37722 100 mL IZ AL, BasaAX ) —
Jb25mL T 2 [BIYEF L, BEEHRZ Se Ot RIS 2.2,

(9) OasisHLB 6¢c(200 mg) & AV =354, i 5 mL % 2 [l & i 5,

4.3) HUY—2F7vF Q)" 2V—rT o7 (Q1F, ROEBVIT,

a) Hh—N oo hTbEFOTER=RILVEK 5 mL K OWEEE (1+120) £ 5 mL CYEE3 2,

b) (4.2)d) D% 40°C LLFOKE ET5mL LU ECRIEENET 2,

o) HEEE(1+11)3mL ZhNx ., B —R T BT AN KB T TAKID EEZET 2 ETHRHSE S,

d) 7297 T A% (1+120) 8 5mL T 2 [FIE L, YeilRZNER 71— o2 A7 A2 TS E S,
e) KIZ, ik (1+120) — 7 Eh=RUV (9+ 1)K 5 mL K& OVKHI 5 mL ZNEK 77— K> B 7 2N TRt &S
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Do
f) U0 SRR LIRS 10 MLY% —RN TP BT AD FIZE X, 7= 7 Wi (0.0028 % (Z &4y
RK)) =7 =N (9+1)4AmL ZH—F) T HTRIINZ T/ue TR EEHSE 5,

FE0) ED 2mL LA FOES MO OE D

(4.4) DU=2P9TF Q) 7V—2T o7 (X, IROEEBVIT,

a) (4.3)f) OIEHIRICKER{ET R YA (40 g/L) 0.1 mL 2%, sBRE 5 — CIRVIEE2,

b) YrmuRAZr 2ml 0%, BERE I —T 30 HIIRVIEE S,

¢) LK 740X g THI 34y M DAY EEL V| FEE/ SAY — ey P I U O TR,
d) b)~c) DEAEAFIZ 1 [EIFEKT,

e) Mif#(1+2)0.15 mL Z i, sEREIF—TIRVIEE D,

) YrunAgy 2ml I, ABRE I —C 30 BRHRVIEES D,

g) DK 740X g TR 5 RE OB Y TREE A — e Sy Y I U U TR R T T A

50 mL 12 A%,

h) ) ~g) OEEEZE|Z 2 BT, 72720, FEIXRICARI 772212z s,

i) 7Eh5mLEMZD,

i) 40°C LA N DK ETIZEALHET HFE TRIERM L . R A% k> THESE 5,

K) X% (1+1000) % 1 mL Z0Z ., Jekeis vk g 1.5 mL™IicB .

1) 13077 8000X g~10000X g THI 5 43 [l Doy gL 19| LB il a3 BHs i L9517,

1) [EEEEE 16.5 em M ONEEEEL 2000 rpm Tzl /) 740X g FREEL 725, 7283, 542l 1 F #EJE

EOVLEE 10 mL O U S OFF R EH A R T 528,

(12) RV — NSy MNAERT 585613, ©) ~d) O— B8R EZ[F L/ SRy — L~y Ml 375,

(13) UrmurZ & IL5BEED, VrrrAZ @R EESTORETCORVIEERIETIZI/ e IR
HHH B RPME T L CL JEEIC 2T 5,

(14) 7SRV — LB~ bl 358545 1E, g) ~h) O—#E(EEZ R LAY — L ey Ml 35, 72
B.EA2) THEHALE AR — L~y NI L,

(15) AV e L RSSO IR OILEE CHIEITRE LW O,

(16) [AlH5}-£E 7.2 cm~8.9 cm K& UN[A]fiA%% 10000 rpm Tz Lx /] 8100 X g~10000 X g FRFE L7225,

(17) REHRERF O/ae T RBENMRERO LIREZBZ 52BN 0H 5 41E, EHRIRO — & &%
XMk (1+1000) THAIR T2,

#E6. (4.4)k ~1D)DOEAEIRL T, BIKMEPTFE RO A T L7 02— (FLA2 0.5 um LLF) TAilh, £
721%, w7 42— =y (Ultrafree-MC PVDF membrane(0.22 um) 45) 2 W CiE DAL, Ak
AREHRIRELTH I,

%5 7. TETRAMETD-DICEITIRMEDSLERIGEIL, §) OBREOIRNEY A 7 e TIZ T
L. A CEBRMEE 1B L R LB CizE S, Wk (1+41000) 7 0.2 mL Z 1%, w7 114
—2=vh(UltrafreeeMC PVDF membrane(0.22 pum) %) %z I\ CiE LAl L CAIREZEHARET 5, &
DY 1) ODEIEIFATDRY,
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(4.5) BIE MIEIZ, ASK 0136 L UKD EFRVITH, BARRIZRME BAEZ, TIE D m s ik a<k
77 G BONTRIOBIEIT IR LD,

a) BERAIOTNTS7EESHEORREY iRk~ 778 85 HrE ORI E G0 —145)

ZLUTIORT, ZNEBZIZLTRET D,

1) BEREIATINF7:
O TTL: FIEFTINIEEACEREE LISV B BT A (REE 2 mm~3 mm, £& 50 mm~150 mm,
RBifE 1.6 um~2.2 um)
i 0.2mL/min~0.5 mL/min
ABER: A XEE(1+1000) B: A% /—)L
7Zvxrh: 0min (5%B)—5min (60 %B) —6 min (95%B)—7 min (5%B)
717 LEIRAE: 40 °C
HEAE: 5uL
BoHTEt:
AF Ak =L 7haRT L — A4 AL (ES) ik
TR RUTHT
Xy ZU—EFE: 1.0kV
AFUPRIREE: 120°C
FYNR—T a0 400°C
a— R 20V
aYvaraxX—: E&M 20eV, B 30eV
TS — (A TV —Y— A2 mlz 192
Ta I AA L EEH mlz 146, WS mlz 110

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

b) BRERDOIER
1) BHREHRA/oETYRERER 5 uL 2 LC-MSIMS IZIEAL, 7TV RO E R AAA > (mlz) o OFHeRE
HAZ Y (mlz) DIa~ 7T LEFLERL . £ ENOE — g RO D,
2) JubtTUROERHAAY (mlz) CHERRAAAY (mlz) O — 7 HfE TR S AR T2,
3) FHRERTRGIEMEROR IR ELE B A4 (nlz) DY — 7 HEO R EREER T2,

) BHORIE
1) REHEE 5 UL % b)2) ~3) LRI ET 219,
2) BEROOI7RETINEERD | AT O/ ae TR RIEZ R T 5,

FEO8) EEROE —7EfE AT E ST R L T30 WIREDOHIPAIN TH LI LA MR T 5, od, B —2
HAT ST SRR E IS LS TRRD LD D D,

& 8. FSAMEIE (1 FEE) . Z W =7ae ZURORINEIGGRBRORE i, 50 pg/kg, 10 pgkg &8 2
Hg/kg DU~V TR 78.9 %, 78.3 %k N 71.5 % Th o7z, Fio, IKSAMENE (LFEE) | %
S AGHENR (1 FEHH) Je OVGTRFEBEACAL (1 FE) 2 Vo7 a e ZY R O RINEIGRER O #E 5L1%, 200pg/kg.
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2 pg/kg K UF 80pg/kg DIRANL /L TIEE[EIN RS 88.6 %, 81.2 %M T 94.2 % Th -7z,
F7o, RBRIED 2 S MEMERE O 728D O S [RIFABR OO plie K O RS Ra sk 1ITRT,
7B, ZORBRIEO/aeZUROE £ FIRIX 2 ugkg B E THH,

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

" 1) EHIED 50 RSD" SR RSDR”
PR RS (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 LE(2) 5) =R A=
3) PHTIEYESR = 6) =X P IR Ve A=

SE
1) [ESCAFFEBHTEIE N R - B PEE BT ST TS R BRI AT JE ko 7 — AR S A HEE P 7 m e
URD @RI (B35 E)
< http://www.naro.affrc.go.jp/publicity_report/pub2016 or_later/pamphlet/tech-pamph/078229.html>
2) PHERISE, MRS, FILEST, AHE: Wik~ 7807 NEESHT (LC-MSIMS) IEICLD
RS o 7neZURORIE  — R EBREO EHEPEIL R —, JEEHFZEERE, 11, 63~74 (2018)
3) GRS, NEEE, Kooy, SO BT, RE#HS, PHELC, ARG koo~ o720
T LGB (LC-MSIMS) JEIZ LD HEAR S 07 a e ZURORIE  — B akBRiE o I FERBRAE —, B
BHIFZE R, 11, 75~85 (2018)
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(5) 4OESYFDOREZIO——F HEEF O/ oIV RORBRIED 70— — M RITR T,

(EEAIR)

| 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]
(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 i |

1 HEAR K OVGIRRBEIEE h 07 n e U RERER L7 v—— (A #ERAE)
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R
[

4y H (10 mL)

it (1)

IEER S

i (2)

e iR

kR % (2019)

Ry ~—H—K o HT (1)
(FbA% 77—V KI5 mL, 7K KI5 mLONEIZHES)

[UX4E, 72975 A=2100 mL]

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

— A% J—L#I5 mL

40 °C, 5mLIEEE T

—HE (1+11) 3 mL

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

% (1+120) 95 mL C& & 2lEl i
&4 (1+120) — 7B h=RU L [9+1] #J5 mLCYEHS
—/K 15 mLTHE4
— TUE=T YRR (0.0028 % (& B4y R

(VA H | O vE R 10 mL]

Is

3ER)) —T7ER=RI/L [9+1) 4 mL

X2 HENE K VG IR RBRILE th O/ m e T FRERIE T m— —h
V=T o7 (D) RO —2 707 (2) #:F)
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| Vis ik |

|
| KL (3) |

— KPR R AR (40 g/L) 0.1 mL
| R A | wrForz

— raaAF 2 mL

| DI | AT 22 0B
|
| Lo B | 740x g (2000 rpm, 165 mm) . 353
|
| TERRE | SRS EeAras Y
a5
— Fm (142) 0.15 mL
| IE0IRE | ArForz
— raa A2 mL
| HRDIRE | AT 230
|
| o L Gy e | 740x g (2000 rpm, 165 mm) . 353
|
A A AN (=S DD
PRI (%35, 72477250 mL]
2[R
—7ER5mL
| VT A | 40°C
|
| Wl | =%
— X (1+1000) 1 mL
BLiAL | AV~ — LR 1.5 mL

8100%g (10000 rpm, 72.5 mm) . 545 [

|
B |
| LcMSIMS

3 HEAR K OB TR FEREIEARLh D /e SY R BR L 7 r— s —

(V=77 (3) L O E#AE)
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&% HMEHMHI T REERER) ORISR/ n~ T L2 RITR T,

Intensity /

Retention

HEX 7ar’ZIRO SRM 7a~< 55
IaeZY REEAERL (/a7 R E LT 100 pg FH24 &)

LC-MS/MS DIl E Stk
JZ2: ACQUITY UPLC HSS CI18(N£E 2.1 mm, £ 100 mm, KifE 1.8 pm)
F DD 513 (4.4) a) LC-MSIMS ORIE SO HIRD LD
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8.2.c BmERAKEIOTNI S8 T LEEMTE(MES/OESIRSHEQ))
(1) W=

HENE K OB IR B AR EHI 8 %, ZORBRIEDS7HHIE Type D THY, £ DFLF 1L 8.2.c-2019 XiZ
CLPc1L9%,

HERE e OB VR BENEE F D7 a e ZURE T VAV T CAZ ) — Vi L, BRPEE T L I UME CYA H 28 )3
EbHZEEFMLT, 2 FHOI)— T o7 H—R o P W TR R% , mliRiks o~ 778 &oirat
ERWTRIEL, rslEH R 0/ ae TR 2R 5, 7ok, ZORBIEOMEREIIEE 9 1R,

% 1. 7o IIROREERIZN 1 OLBYTHS,

.{____r_::;:; _.--'[:l
|
Cl Jx“ M:‘;:[“T..DH
0

1 7ee TR OIS

(2) HEFE HEROKIL, KiIZED,

a) JK: JS K 0557 [ZHETD A3 DK, 7272L, LC-MSMSITE AT HIEBERIZ OV TIE Ad DKZEEH
5,

b) FHr=FJJL: JSK 8039 |ZHLE T D5 3 - PCB a5k A (JR#E 300 LA ) XIZ[FIZED M E ORI,

¢) AR/—): FEEESK-PCB B H (4 300 UL L) XITRIZED E ORI, 72721, LC-MSIMS O
HRIZIE LC-MS I XU RIED SE Ob D& 32,

d) JKEB{EFRUYL: JASK 8576 (THLE T DU LRI D S DRk 3k,

e) IEER: JISK 8180 (ZHIE T 2 Hpk ILIF %D S E DI,

f) PUEZFK: JSK 8085 IZHLET S 28 % (HE &) DRI UIFED SHWEDOLD,

g) FME: JSK 8264 |THLE T HRE XILRIFEDMEDORIE, 7272L, LC-MSIMS OIEHERIZIL LC-MS H
KIFFRED SEOL D% T2,

h) ZYUEZ7EK0.0028 % (EEHR))D: 7oE=77/Kk01mL %Z/k 1000 mL {2z 5,

i) /OFSYRE#ERK (0.1 mg/mL) ¥ : 75U R[CHCLNO,] @47 0.01 g2 D LI RILICEY , FDE B4
0.1 mg DHIETHIET D, P EDOT =N/ THENL, BT 742 100 mL (2B LA, R E TR
BEAINZ 5,

j) ZOESYREERK (100 ng/mL) V: 7oESYREEHER (0.1 mg/mL) O — & B4 & (1+1000) THBL
7t 7Y R EERERL (100 ng/mlL) Z 542,

k) BREHRAYIOESYRIEERK (5 ng/mL~50 ng/mL) Y : i fAFIC /0 SY R EEHER (100 ng/mL) D 2.5
mL~25 mL & 42577 A= 50 mL (ZEEREAIIZ LD | AR E X (1+1000) 212 %,

1) BREHBAYOESYFIZ#£& (0.5 ng/mL~5 ng/mL) M : {2k BT 2705 REEHER (10
ng/mL) D 25 mL~25 mL 22877 A= 50 mL (ZEEPEAYIC LD ERRE TE R (1+1000) 225,

FEQ) FARGITHY, LEIISCIBERE D,

619



kR % (2019)

(2) FHEREN RS TV,

#% 2. 7o TYROFEERS IR T3 B e OMH R T3 IViRe s TD,

(3) BERUEE BERKOEEIX, ROEEBVETD,
a) BEREIOTNTSTOEELSHEH(LC-MS/MS): JS K 0136 [ZHE TS LC-MSIMS TR DB %
729 HD,
1) BE&EHIOTNTST:
O HT7LHE: T LFEIREE 30 °C~45°C TR TE5H 0,
©@ 7L NEE2mm~3 mm, £ 50 mm~150 mm, FifE 1.6 um~2.2 um D AT L AFHD BT NE
\ZA I 2T N IEACERE R LTS VIS N 2R TALIEL D, BROHTEHEEDL D,
2) BESHE:
O AAAE: =L IhaRAT L — A4 AL (ES) &
@ A4 BRPRSIS RS
b) EEEEIRESHE: TIRNTE TN TERET T2 250 mL % 300 112,45 (HEIE 40 mm) T
BEEFEREOSELNLHD,
¢) ¥=i—JLF
d) FDOBER: 700X g~2000X g T Ly BE T EZR L D,
e) EEFEIDSEEW: 8000X g~10000 X g T Loyl ATREZ RS D,
f) BB 40°C£2°C I C&H= R —H—
g) ARYR—H—FIYShSL: L= _UBU-N-E = nyREE AR 500 mg 274 12 mL 12

FETALIELD
h) IaA=Fa—r BT INA—M)vShSL: DN a=T7 A L= UH4 L 500 mg HETE 6 mL
IZFETCALTEDHD

£ 3. I ACQUITY UPLC HSS C18 %4 MR THilRESAIL TS,

{#E 4. 2RV~ —D—F) v HT A% OasisHLB 12 cc(500 mg) D4 H T il S TV,

& 5. DNa=Ta— IR I—RN v T 4% HybrideSPE®-Phospholipid (500 mg) D4 #C i
RSN TS,

(4) ERERIRME

(4.1) #HE  HhHIE KOLBVITI,

a) HTEEF 2.00 g #1320 ED, AL O E LIRS 50 LI AN S,

b) KERILT NI L (40 g/L) — A% 7 — 1 (1499 25 mL Z /%, 30074 4y (HEME 40 mm) T 3045 [
RVIEED,

¢) ELFIKI 1700X g THI 5 4y iE OB L @ . B AikiA 200 mL 27922,

d) KEE(bT R LG (40 g/L) — A% ) — 1 [1499) 10 mL 27N %, #EVIRE S,

e) 01K 1700X g THI 5 4y s DAy EET 5@,

f) AL o) O LEARRITINZ S,

g) d)~f) OFEE 2 [EIFEML , HONTIRIRA RS 35,

620



kR % (2019)

) HHEBEIC WA ERIIN T A TR 7 at’ L TR LB KON Oy BERE COMER 1T 2
5%)@0
(4) [AIHRP£E 16.5 cm & OVEN#EEL 3000 rpm Chixtls /) 1700 X g FREL725,

{E% 6. HPAZ 500 pm D55 el 25 E THFEL Toft etz i i35,

(4.2) H)—o7yF1)® 2V—2T o7 (Did ROEBIT,

a) IRV~—H—NoIhTLEFTHT =R 5mL & OGRS (1+120) 9 5 mL THEE35,

b) % 40 °C LLFO7KIE EC 3 mL LU T £ ClUEIRAET 5,

o) HlE(1+11)3mLZ %, B —RN)y AT AANM O L, AT TAAD FcET L ETHRHEES,

d) 72T T7 I A% (1+120) K 5mL T 2 FIGEH L Yeilk & NER — R ) o2 T LIINZ Tt EE 5,

e) WRIZ, HE (1+120) — 7 Eh=R/L [9+1)9 10 mL K OVK#KI 5 mL ZNER B —R) P A7 20 THit S
w5,

e) JLFEERERE 10 mL 20 —Fy P AT LD FIZEE, 7E=7 ik (0.0028 % (H &) — 7 Eh=k
W8 ML ZH—hR T T AIINZ T/REZIRER S5,

f) X2 (1+1000) 2 mL A HHRIZINZ  IRG T2,

HE 7. 4.2) OBREICBWTHEECE > QR — N o P 0T 2l TE b B b5
BV ROBAEE TN 5,
(4.2) ¢) DEAFET RS (1+11) 3 mL AN 2 72142 DEHR | & oAz DI EAE 10 mL IR L | 2.0 /169
740X g THI 5 A RIE LA BEL D BB IAE I — Ny P T A A, UL T AR ET 5, EIC,
(4.2) d) DENED THEIHE | A e O HARTE IR (TN Z . R IV — (RLT v 7 A% —) TRV
TR, B IK) TA0X g THI 5 R O BEL O, BBk E I — o BT TN Z, LT RERIC
BET D,

EG) (4.2) L ON43) 1 TS ENIEC TR E Z AW,

E6) HEHLI Ay — By NMET, —EORIE TR DA AT 5,

H(7) [8l#EREE8 16.5 om & OVMEldR%L 2000 rpm Cisls /] 740X g FEEEL70D, 7o i A3 dbdem Ol
B 10 mL D L) OFF AR T 528,

43) DUY—2TFvF Q) 2V—rT o7 (Q1E, RO EBVITH,

a) VNa=7a—NIBTN =N T LT T ER=RLK) 5 mL & OWEEE (1+1000) 9 5 mL THE
W12,

b) (4.2)1) DIEIKE I —R) P HnT WA O L, KIS T TAFID EcET A TS5,

o) JHRMBRE AT ER=RL 5 mL THIFL ., BEREFR DT MCARTLIE TAAIO LIRS DT
S5,

d) 3752350 mLO% A —RN P HTL0 FIcES, Eg—7vh=r/1[2+98] 910 mL 2H—F v
DHTINTINZ TSRS,

e) IRMHIEE 40 °C LU F DK ETIEEACTEE T2 CTRULIMEL . RN A% %> CHESED,
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f) =W (1+1000)5mL #/N%. — & &% 1.5 mL 85 Lk yE o419,
g) Ja.0>7] 8000X g~10000% g THJ 5 4y [liat ooy V| 3B i sl b AR 45 12,

X (8) MO HTEEIERTLEE T 2551, BRBRE 10 mL ZHWThI, ZOBEEIE, IR e) O

BAEORNTEE IR A2 T 7722 50 mL IZ AL, SeDiBRE %27 Eh=k/L 25 mL T 2 [E5E5
L. BESHE A e ORI 2 5,

(9) MFEHKT LI, 1 BRBELIZLOEM 2L HER IR K IET,

(10) ARV el BRSO ke E OILEE CRIEICR ALV E 0,

(11) [E#R 28 7.2 cm~8.9 cm M ONa#5% 10000 rpm Tz L /] 8100X g~10000X g FLEL 72D,

(12) REHRET O7aeZURRENRERO EREZEX 28T 0OHL5E1E. BEHRIRO —E &%
EWE (1+1000) THTRT 5,

EE 8. (4.3)) ~g) OFEIEITAZ T, HANE PTFE oA 7L 07 L F— (FLFZ 0.5 pm L) THilL .
AR REHAEREL TH IV,

(4.4) A WEE, ISKO0136 LORD L0175, BARMZRRRERIEIL, WEIEH T 5mER A7
n~ TG BRI OBETIEIZL D,
a) BERAIOTNTS7EESHEORIREY iRk~ 778 850 E ORI E G0 —145)
U TR, ZNESBZICLTRET D,
1) BEREIATINF7:
O HTL: FIVEFINFEACERE S LI B VBT (REE 2 mm~3 mm, £E 50 mm~150 mm,
kifE 1.6 pm~2.2 ym)
©® P& 0.2mL/min~0.5mL/min
@ WWHERE: A EHR(1+1000) B: A¥/—)L
@ 77v=xrk: Omin (5%B)—5min (60%B)—6min (95%B)—7 min (5%B)
® HT7LMEEEAE: 40°C
® FEAE: 5uL
2) BESWE:
AF Ak =L 7haRT L — A4 AL (ES) ik
TR AUTHT
Xy ZU—EFE: 1.0kV
AFUPRIREE: 120°C
FUN_—a R 400 °C
a— M 20V
aJvarapX—: EaEH 20eV, #ERH 30eV
E=H—AF L TVI—Y—AF m/z192
TaF A EEH miz 146, #EFEH miz 110

CESNCECRCRONCONGC)

b) BREHOEM
1) FHERAZOETURERER 5 pL 2 LC-MSIMS IZIEAL, Z7ut'ZURDE B A A (mlz) K OV
FAAY (mlz) D7~ 7S 0ETEL, FNENOY — k50,
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2) /atIUROEREHAAY (mlz) EWEGBRAAY (mlz) OB —Z7 B TS a5,

3) KR EAR RO IR OK RS L E &R A (mlz) DY — 7 O ERREVERT 5.
¢ HABOAIE

1) #UBHATZ 5 UL & b)2) ~3) LAERICEETH M,

2) MRESORE R G E EA RO | SAralEh ORI E R E IR E AR T 5,

FE13) EEOKEICI>TUL, EEAAA L EZMRMAT LU ERAAF L HEEMNAA L LLTHEL
KRIRUN,

3 (14) EAEE O — 7 HAEH UL SHASH L T30 %R EOHIPAN ThDZ L2 B 15, ok, B —7
TR TR SR E I K> TR D ZEDRH D,

&% 9. EEFHOTD FSAHEL (5 7)) BSAHEIE (2 5 IRSAHEE (4 45) | BSAHENE (4 57)
K OB URFERENL L (5 550 2 W T B e TV RS54k (2) OFRIEN (v;: 1.5 pg/kg~88.5 pglkg) M OF
Wy neZU R o3k (D) ORIEM () Z e L7z A, [BIURUT y=-0.434+1.005x THY, Z DR
#(r) 1% 0.996 Tdho7=,

K EEREAM D70 . HERE J OB IR FEBEIE KL AV C A 228 2 CORIERBRORBR IOV T—
TERLIE Sy BT 2 FTOTREAT L, Hh RS B R OV L 2 B I L 72 R A R LI T,
7B, ZOMBIED /v 7RO E & T IRIE 2 pglkg F2EETHH,

#1 7ubt VRO HEZE 2 TORIE BRSO AT RS 5

— RERBR pwE? 5O RSD”  sim?  RSDi”

Ax(r)”  (mgkg)  (mglkg) (%) (mg/kg) (%)

45 AHERE 5 87.2 36 4.1 3.6 4.1

R S A HERE 5 2.79 0.29 10.3 0.29 10.3

5.5 AHERE 5 20.5 0.8 3.8 3.2 15.8

15 IR FE AT} 5 6.27 0.36 5.8 0.46 7.3

1) 25 0MTERE S hEL 73Uk B 4K 4) DT (R 2=

2) EEIfE GRER B (T X O TR (2)) 5 HHEERE

3) PHTIEYE(R = 6)  HHEIAE oA HE ff 2
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(5) YBESVFOFEERETIO——F HIE K OERER T O/ 7 RORERED 71— — MRITR

7

| Wtk 2009 | 7l mim kg 50 mL
— IKERIbT NI D LR (40 g/L) — A% /— /L [1+99] 25 mL

| IRV A | WA IREO 1 (3007EH, 4., #RIEA40 mm) | 30451
[

| sy B | 1700% g . 5531
[

| EBamkEmRY | 28 22987723 200 mL

(L)

G317 < MR 2 R >
— KAl T N T VI (40 /L) — A% /—L [1499) 10 mL

| IR0 IE |
[

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

(B8 %) (¥ 7)
| i |

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

| it i |

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

AR~ == T AT L
(FHT =RV KI5 mL, Hifg (1+120) %95 mLONEIZHEH)

7Y —2 77 (1)

— M (1+120) #95 mL TS0 e

— WA (1+120) — 7B h=hJ /L (9+1) 910 mL T4

— 7K 95 mLCHE

— TUE=T K (0.0028 % (E&E5#)) — 7 BR=F/L[9+1) 8 mL
(v, A3 ERE 10 mL]

| VA HG |
22 IR ONETRIEE T O /uE S RRERE T o— —k (ZU—2 T o7 (1) 1)
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| Vis itk |

IV—2Tv7(2)

| Mg%ﬁ |
| [ |

| A e |
|
| ﬁﬁ%ﬁ |

| I |

ek RERTE (2019)

— X (1+1000) 2 mL

Uha=r7a— TN TT A
(FHT7TER=R/L 5 mL, XEe (14+1000) #5 mLOJEIZHEE)

— 7Eh=FIL £I5 mLTHE4
— XFe—T7Eh=FJ/L (2+98) 10 mL
RH . 224 B~ 2= 50 mL]

40 °C

EE 3

— X (1+1000) 5 mL

St LULIRE | 8100xg ~10000xg, 57 [
EEAIE

LC-MS/MS

[(2-3  HEJE Kk ONHIEIEEH O 7ne ) R E T m— —b
PV =277 (2) BAE R O EH#AE)

BE HEHMN/ T REERORIROGHE v~ T 2RISR,

%K /neIURO SRM 7~ b7 J A5
a7 REERERR (/a7 R LT 50 pg #H % &)

LC-MS/MS DOl E Stk

JZ2: ACQUITY UPLC HSS CI18(N£E 2.1 mm, £ 100 mm, KifE 1.8 pm)
F DD 513 (4.4) a) LC-MSIMS ORIE SO HIRD LD
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