kR TE (2025)

82 VAESYFRUZDOEEME
8.2.a EERAIOTNT 72T LEESHE(VOESURE 3 A R HE)
1) H;=E

ZORRBR I IHERE K OB TR R EEAEEHCIE 3%, ZORBRIEDSHEIT Type B THY, ZDi 5% 8.2.a-
2017 X% CLP.a-1 £ 9%,

JEEtR O /ae IR TIETUR KON 7T 8T )V VT TAZ /— Al L, BEVEE T VUM TR
HZEBPEDLZEZFHALT, 2V =0Ty 7 I — Ny W TR MR a~v s o720 7 NE
MR (LC-MS/MS) Z W CTHIEL , Zoralft o7 ZU R 7/ TUR K RE /a7 &3R5, 723,
ZORBRIEDOMEREILEE 6 (2T,

@5 1. 7oeIUR 7IUETIRK O /r7 A0MERITX 1 LB THD,

1 e ZYR, 7/ TVR RO 707 AOREEN

(2) HEFE HEROKIL, KIZED,

a) JK: JIS K 0557 IZHLETD A3 DK, 12720, miRIK/a~ T 75807 NEEGHTFHOE AT 5%
BEHRIC OV T Ad DK Z 5,

b) FHr=RFJJL: JIS K 8039 [ZHLE T D54 3 - PCB 3B FH (JR#E 300 LA ) SUX[FED HE ORI,

¢) A/—)v: EHIRIEI O~ T TT 8T NERESHTRHIHUE T AR LRI O S E ORI,

d) A2/—Iv: @RI o~ 578207 NE TR OEBERIAE 2 A% 7 —/W I LC-MS HI X
[ S D B DRRIE,

e) JKEBIEFRUDL: JIS K 8576 (ZHLE T DR LRI %D S DRk,

f) IEER: JIS K 8180 |ZHIE T 2 HFpfk XILIF D S E DL,

g) FUEZTIK: JISK 8085 IZHLET D 28 % (H &) DFFAIE UL FED ME DL,

h) FW: JIS K 8264 |ZHUE T 25k IZIF %D fE ORI,

i) PUEZT7EK(0.0028 % (BEHH))V: 7E=7/K0.1 mL%/K 1000 mL (Zx5,

j) BEFEEHEK(100 pg/mL) V: 7 TUR[CH;CLNO,] @ 7 /ETVUR[CHaCLN,O,] @ K e 71
A[CeH:CLN2O] @9 0.01 g D) EILICED, ZDOE % 0.1 mg DHiETHRIET 5, D EDOTHER=1
JVTERHL, 100 mL 57 7 AL AN, MR E CRIEEA N 5,

k) BEHEERK (100 ng/mL) VA ESKEAERE (100 pg/mL) O —ER&E2 X (141000) THRL | (RO TE
% (100 ng/mL) ZFHHl-42,

) RERAESZELER (S ng/mL~50 ng/mL) V: i HFRFIZIR A HERK (100 ng/mL) ¢ 2.5 mL~25 mL %
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50 mL 2 HE 7T AITEMEIICED R ECTEEE (141000) 2125,
m) BREHFAEAEER (0.5 ng/mL~5 ng/mL) "V i KBRS (10 ng/mL) @ 2.5 mL
~25mL % 50 mL 2877 A ERFEICEY | ERETEEE (1+1000) 2125,

FEQ) RRBITHY BENS TR,
(2) FEHEREEN RS TV,

EE 2. 7o IUR 7UETIRKR T nT AOFEREAETE L7 AV LFEREE, BRI S K& Ol
ETHRIVIRFTESN TS,

(3) BERUEE HBEKOEEIX ROLEBHVETD,
a) ENEEARIOTNTSTEESHE: JIS K 0136 ICHET @ BRIAr a~ 57405 WE RSN R
TIROEAN 2T H D,
1) BE&EHIOTINTST:
O HTLH: BT LREREE 30 °C~45 °C THEITTEHL O,
@ HT7A: P2 mm~3 mm, £ 50 mm~150 mm, K 1.6 pm~2.2 pm O AT L AEH{D BT WE
AT BTN ERACFRE S LTSI AN E TR TALIEL D, B RS EHIEDL D,
2) BESHE:
O AF 1k =L IR 7L — A7 AL (BSI) i
@ A4 RGBSR
b) EESEEVEETHE: 7oA77 472 —%2HT 200 mL~300 mL 4 =75 2a%445 300 1
2 (=M% 40 mm) CEEMFIRVIEESELNLH0D,
¢) ¥=iR—JLF
d) SEDSBEE: 1700 X g T L oHErTHERB D,
e) EEEDSEEW: 8000Xg~10000Xg T LBt BEL D,
f) RHEER: 40 °CE2 °C |[ZHHi CELT/ KL —4—
g) ARYR—H—PIYSHhSL: PE=L U BUN-E= e a) Rt EARI=17 2 (200 mg)

% 3. W7.1XACQUITY UPLC HSS CI8 D4 THiRSIL TS,
{##& 4. KV~—H—FJ>»1E Oasis HLB 6¢c (200 mg) | Oasis PRIME HLB Plus Short Cartridge (225 mg)
HEOLHTHIRSILTND,

(4) BERERME

(4.1) #l HHIEX ROEEBVIT,

a) OMTERELS g & 1 mg OHTETIIAVED, 200 mL~300 mL A2 =7 T 2a3lZ Ahd,

b) KEEEF R AR (40 g/L) 1 mL, A%/ —/L 99mL Z M1 ¥ | 44y 300 7118 (HEE 40 mm) THI 30 4>
IRVIEE D,

¢ HE%, FEARE 50 mL Mk OISR |2 50 mL FRE LD,

d) =078 1700 X g TR S e DLW . B Az ik e 95,
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E(3) KERLT N D AEHE (40 g/L) — A% /—/L[1499]100 mL Z /N z Thdu,
(4) [AM452 16.5 cm M OVEl#55% 3000 rpm Tizmils /) 1700 X g FREEL 725,

% 5. HBIX 500 pm D550\ &l 35 E THFEL Todr e TR 95,

42) Y)—2PvF W)Y 2= T o7 (D)L KROEBVIT,
a) IRV~ —D =N DTLETHAZ ) —/K) 5 mL L OVKK 5 mL THEET 5,
b) 100 mL 72§77 A2 O% A —KN) P HZ A0 FIZE S, K 5 mL X% 10 mL P& —K)w P h T A2
AN A TECAHID ESIcE T2 E TS5,
¢) KEALT FIDLEERR (0.4 g/L) — A%/ —/V[1+1]#) 5 mL % 2 [a 7 — Ry P T LA, RERICH S
5.,
d) A%/—/L5mLZMNz5,

FEGB) (4.2) KUN4.3) DEARIE, MEITISU TREZEE 2 V2,
(6) ZRIRD MBI ZRTLEET DA, IR 20 mL OEEE ANDHZEDTES AN O RS
WThEW, ZOHATE, d) OEEICHZ T, A 100 mL 723 7 7 AU AL, Hasa AR ) —
JL 2.5 mL T 2 [BIEF L, BEIRZ Se OBt HRIZIN 2 5.,
(7) Oasis HLB 6cc (200 mg) Z AV =856 fiH#R 5 mL % 2 [A1Ef795,

4.3) Y)—2FvF @)Y 2= T o7 Q)L KDOEBVIT,
a) HicraRY)~—H—N T BT LETHOTEN=RILE 5 mL & OWERE (1+120) 59 5 mL THEEFT 5,
b) (4.2)d) D Z 40 °C LLF DK EC 5 mL LU £ CIUERFET 5.
¢) Mg (1+11)3 mL ZhNZ ., —R) o AT LA RE DB TR CAKID il ET D2 ETh S5,
d) 72T T7T7A2&HERE (1+120) %) S mL T 2 [BIFEEHL ., WA NAR A1 — R > 7 NN R D,
e) WIZ, Mg (1+120) — 7 BR=RIL (9+1)49 5 mL & OVKK) 5 mL ZNEXR A —R) > 7 N2 T S
5,
f) SmLRETITAAEH—NyINTLDO TIZEE, 7UE=T R (0.0028 % (EH &%) —7Eh=FN/L
(9+1)4 mL Z A —R)y VBT NIMAT/re TR TI/ETVR K707 A dlienItE i ST 5,
g) EHRETEEE (141000) 202 ® | 1.5 mL M Lk BeE 912 1.5 mL FEELD,
h) 300 7] 8000 X g~10 000 X g THJ 5 /i Loy BEL 10 | i Ak a sl bR IRE T 5,

F8) AT O /e IR, TIETUR KO /nT ARE R &R O EREB I BZN0H55
Al VRO —E B4 EWE (1+1000) TART 5,
(9) RUFmbEL  RED IR OIS TRIEIZEEL RO O,
(10) [AIHR1% 7.2 cm~8.9 cm Jz ONEI#HE%L 10 000 rpm CizE:Lx /) 8100 X g~10 000 X g FRE L7725,

(4.4) BIE HIEZIISK 0136 L OWKRDEFVITH, BARRIZRERRLEZ, E T 2@ sl k7 a~k
TT7 8T WE BT R OBE AL D,
a) BMERRAEIOATNI ST TLEESWMHOBRES wiHikkra~ T I7 50T DE RN O
WESREO—HIELL IR, ZESZILTRIET D,
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1) BEREIATINF7:
O Hoh: FIETINFEA LS LIV HT 5 (N 2 mm~3 mm, £X 50 mm~150 mm,
BifE 1.6 um~2.2 um)
® ¥WiE: 0.2 mL/min~0.5 mL/min
® AHER: A W2 (1+1000) B: A% /—/L
@ Z7Zv=xrk: 0min (5%B)—5min (60 %B)—6min (95 %B)—7 min (5 %B)
® HT7LMEEME: 40 °C
® FEAE: SpL
2) HBESWE:
O A4 Ak =L rhaAT L — 14 AL (ESD) ik
@ E®—FK: K747
@ EF=H—AFr: F1DERY

F1 KBEDE=H—AF

BEAT L (m/z)
i3 & T —H— A=Z A Vg A=Y /4 b
(A (& £H) (e )
Va=i=- NN 192 146 110
TIETIR 207 161 189
SR=37A 241 195 223

b) BREBROIEM
1) HHERAIREAIERERR 5 uL %2 LC-MS/MS [ZIEAL, Z7ub TR, 7 ETUR R O 707 LD E &
AT (mlz) e OFERB AT (mlz) DI~ 7 Z L% Rek L, TNENOY— gL KD D,
2) 7t IUR, TIETIRK R0 LD E&H A4 (m/z) LGB A (m/z) DY — 7 mfE e X%
mSEEHE N5,
3) KR EARTRASIEEROR RIRELEBHAAY (n/z) O — 7 HIEE DR EMREER T 5,

c) HABOAE
1) FREHENZ 5 uL % b) 2) ~3) LRERICEIET 217,
2) BEMOSHER G E EZ RO | sl P ORE R R E IR 2R 5,

F (1) RABHAKROERERHAAY (m/z) CHERBFAAY (mlz) DY — VTG XiXm S, RO —7
AL T E SELIT KT T30 %fREDOHIPHN THHZ LA MR T D, 72k, B — Vil TEm S
B IC > TRARDZEN D5,

&5 6. FSAMEIE Q2 FEE) | FSAGATGIRRENE 2 Fi) KOS A S A TGIRFE IR (1 FEE)
AW 7ae IR TIE TR KO 70T AOTMNEIGRERO#E F X, 1000 ug/kg . 400 pgkg &Y
40 pg/kg DU~V CEH RN 78.1 %~90.0 %, 81.0 %~117.6 % & N 71.2 %~101.3 % ThH-
77
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F7o, ABRIED 2 B PERERR D725 O L [RIFABR O Rl b OWEHTRE R 23 2 (TR T,

2B, ZORBRIEO/aE TR TI/ETIR LU 7uT AOE & FIRIZS 10 pgkg FRELHEESL
77

#2 7ubZVR KO OBEYERER LD 2% 4 PEHERR O 7O D I R FUBR B O BEHT s R

. e e FHEY Y RSDS s RSDR”
. R BEEC ke eke) () (k) ()
Va=i=N HEAEL 10(0) 128 6 4.5 21 16.4
HEE2 10(0) 835 41 4.9 100 11.9
15 URFE BN B 9(1) 16.2 1.7 10.6 5.2 31.8
15 IEFE B2 10(0) 89.6 11.3 12.6 11.3 12.6
15 UEFERENEEL3 10(0) 339 28 8.3 28 8.3
TIETUR HENEL 8(2) 324 15 4.5 39 12.0
HEfE2 8(2) 21.2 5.2 24.7 6.4 30.3
1GIEFEBEAE A 7(2) 5.4 1.4 26.2 2.2 41.2
TG IR BERE L2 10(0) 701 146 20.8 263 37.6
15 EFEREAEEL3 9(1) 59.5 8.9 15.0 16.6 28.0
=740 N HEAEL 10(0) 840 50 5.9 175 20.8
HENE2 9(1) 37.7 3.5 9.4 10.3 27.3
15 URFE RN 9(1) 90.2 11.1 12.3 30.3 33.5
15 IEFEBEALELR2 8(2) 341 19 5.6 67 19.8
15 UEFERENEEL3 8(2) 182 16 8.6 56 31.0
1) A2halBRES Uiz s Lo a0 4) OHTHE S R 22
2) WTEHIME (n=H2hakBR BHOHE K LER(2)) 5) = AEER 2
3) PHTIEMER = 6) =5 [HF B VER =

BE

1) JURFR, BIRE T, AHRIR: WK Ia~vhr o7 207 DAV &SR (LC/MS/MS) IZE DT O IR K
WETEREEF o 7aeZYNHIE, IREHFZE#E, 3, 51~59 (2010)

2) BB, JUKRFHIR, BARE, ARG Rk a~ s I740 7 288 855 Hrit (LC-MS/MS) 12
LOHEAE K OVBIRIEEF D7 e TR, 7 /ETIR L O a7 AJIE, IEHIFSEHE, 7, 1~9 (2014)

3) /NERER, REES, BARRE, HAET, BFRE: KiEre~v 775207 DRVE ESrHTEE (LC-
MS/MS) IEIZ LD HERE K OB IR BRI E R 07 a e TV R K OO BESHE ORlE  — HFRBR AR —,
JEEMIFZE#R A, 10, 61~71 (2017)
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(5) YAESYRRUZOEEMEOREREZIO——F  HEIE R OYE5RBEEBIEE T 07 o TUR kO D
B#EME ORERIED 7 a— — NIRRT,

| obtEse | 1 mgoHET200 mL~300 mLiES =447 5 ATIEA0 LD

— KEE{bT RN APEHE (40 g/L) 1 mL
— A% J)— L 99 mL

| HRD iR | AR AR (f553007572, R840 mm) | 30451

| ﬁ»‘uléy\%ﬁ | 50 mL QIR 1700% g, 55314

| ?Elﬂ.'jljiﬁi |

P41 HEAE K ONBURFE ALK 07 a e Z Y R K OV O BIEY) E ORlRiE7 n— —h
(Rl #4F)

| St |
|

[/9H(5 mL3E10 mL))
|

AR~ —H—FT 7 5(1)

s (1 :
) =27 w7 (1) (F DA% 7—/ 35 mL, 7K $95 mLOJEIZLEE)

[100 mL72 47 F7 A= TN EE ]

— KER(ETF RN T LRI (0.4 g/L) - A% /—)L [1+1] %95 mL x2[a]
[RIZR &R TUNLE ]

— A% )—)L#)5 mL

| BUEEE | 40°C.SmLEEFT
g (1+11) 3 mL

AR~ —T1—N T (1)
(FOTEF=NV K5 mL, ik (1+120) 95 mLo> JNEIZHE)

) —2T w7 (2)

—HEHR (1+120) #95 mL TH&2EI0ES

—HERE (1+120) - 72 R=R /L [9+1) 95 mL-CHEH

—7K $5 mL T

— TUR=TUENR(0.0028 w/v %) -7 Eh=FJ/L [9+1] 4 mL
[5 mLe &7 7 A=y ]

| s |
— X (1+1000) (FEHRET)

| 3304 i | JEERELIERYE | 8000xg ~10 000xg , 553K
[

| W | s a5 s T R RN

B2 HEE K QNG IRFEEIEEF 7T VR K O OB E oOfBRiE 7 n— —§
V=277 (1), 2V—=r 77 (2) e OVIEEAE)
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BF W EHNE SRR M OB (S AHENR) OBEREOSH H Z m~ b7 T BBl 2RISR,

Peak No.

(9]

v

'!

R R R E il s R e B o e R o e e R e DA ST Sl o]
0 5
Retention Time / min

Intensity / arb.units

Peak No.1: 77
No.2: 7/ 7UR
No.3: 7ut’Z7UR

BEM KD SRM 7a~ T4
TRAREYER (- fR3EE LT 200 pg 16 &)

LC-MS/MS DIliE 44
#1725 ACQUITY UPLC HSS CI8(N£E 2.1 mm, E& 100 mm, H7£E 1.8 um)
WiE: 0.4 mL/min
FyeIU—FEE: 1.0kV
AFPRIREE 120 °C
FTYN_R—Ta Rl 400 °C
a—VEE BBEROEBY
AV T RLFX— BEROLEY
Z DD ZAH1E (4.4) a) LC-MS/MS OTE SO FIRDEFY



kR TE (2025)

ZER  HEIWERIONNTA—Z—
EEEM (m/z) ayar
A T =Y — PAY /48 a— TR —
AF AF %) (eV)

Za=0-0 N & A 192 146 20 20

fifeRd 192 110 20 30
TI/EIIFR I E 207 161 22 22

T 1 207 189 22 16
[S=S2UN HE 241 195 28 22

fifeRd 241 223 28 16




