fEk R ER YL (2023)

8. TDith
8.1 ASIVRUZTOEEME
8.1.a HRUOTN/SOEEDHE
(1) #HE

ZORBIEITIEEHZE 35, ZORBRIED S FEIL Type D THY, DFL51E 8.1.a-2017 X% Mel.a-1 &
T2,

AR S OB % B T IEEHF R O AT K OVE OB E (LT, [ ATV L), )V F LTI
— K —=T%br=F/L (1+4+5) THIH L. BSTFA—TMCS (99+1) CiHE A L LTzt WA~ 7778 B3
FHERCTRIEL., oHralEt 02T Ea KD D, 70k, ZORBIEOMERIIES 8 I~ T,

BE 1. AT KOFOEEYEORERIIN 1 OLBVTHDH, ATI DORMERFRICHBVT Ri~R; D-
NH, 23-OH |Z@E &b T-RIEY N ETHZ L0 H 5,

R, RR. R R MW

AT NH, NH, NH, 126.12

N” >N 7oA OH NH, NH, 127.10
)|\ _ FUAYR OH OH NH, 128.09
R, N R3 UTXVEE  OH  OH  OH  129.07

X1 AT K NFORIEY)E DOREER

(2) RAERFE FEKOUKIF, kIZLD,

a) ZK: JISKO0557 [ZHETD A3 DK,

b) ZHF=FYJL: JIS K 8039 |ZHLE T 25T 3K - PCB 3B A (A 300 LL 1) LRI D B DOFREE,

¢) UIFITIV: FrfboUIRED B ORI,

d) EUDY @KV M 99.5% (& E5y3R) LLE K OVKSY 50 pg/mL LA T OF S B SUXRS O e
DIREE,

e) BEELEHEY: X (NAF L) NTZAAaT BT IR - N AF L7 T (99+1)

f) ASSUHFREERK (500 pg/mL) : AT [CsHeNe] @, 72 AV [CaHsNsOJ P | 72 AR [CsHaN4O2] @
O 7 L2 [ CaHaN303] @3 0.05 g O EH EELICED, ZDE E% 0.1 mg DHTETRIET S, D EDY
TFNT I =K (144) TEML, 221 100 mL 2ET7 7 AUIB LA, ERECRIEBEZINZ 5,

9 EAIBER (50 ug/mL) P K AT HFEUERK (500 pg/mL) 5 mL % 50 mL AT T ALY FERRET
P FNTI—K—TER=RIL (1+4+5) ZH1 2 5,

ﬂ

FE() BHEMAIL. BREE TR A (K B Iz TER L TRE 35,
(2) IBAESINT-FHEAR(LEIEIL BSTFA —TMCS (99+1) D4 FR TR <AL TV VA,
(3) AT TLr AU TUAIRE RS T XV L CHF N F IS SN T I SN,

% 2. BSTFA—TMCS (99+1) % SUPELCO 765 1 mL O 7 > 7 )L TCIRGFESIL TS, BE#%IZ. ZOH D
IBIZEEA T 5,
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BE 3. AT T A TURAR RO T RV OREAERIK T E L7 A v 2 Fn ek | B b2 KON
MBI T IVIGESN TS,

(3) EE MEEIX, kOLBVETD,
a) HRHYOTMTSTEESHE(GC/MS): JISK 0123 I[ZHET S GC/MS TIROEMET-3 60,
1) ARHYOTNS57:
O HWEHEAG: ATV 2GRN ARERL O,
@ F¥ETV—HTL: N 0.25 mm~0.32 mm, X 30 m OEFIHROXFET)—HT A, 5 %7
=L 95 % AFLRY T u U E 0.25 pm JES TR YT — D7 2NK I ~MEFREA L, E'&EoWE!

{LEROLO,
@ FHUY—HA: HE 99.999 % (KFES ) LLED @M~ L
2) BEESHE:

O AAAE: EAFEEAA AN (ED 5
@ AAURHGA: BIRAA R (SIM) 15
b) BERRELER: HEEEEHREANLIENTED,
c) BEERDSEEW: 8000Xg~10000Xg T Myt HE/RH D,
d) EHERR: 70 °C+2 °C ITHHHI C&DiE LT/ R —HF —
e) JKiB: 70°C+2 °C IZRRfiT&EAHD,

fEE 4. 7V —bT A% DB-5ms. Rtx-5ms. HP-5ms. SLB-5ms. BPX-5. CP-Sil 8CB low Bleed/MS.
TC-5HT for GC/MS D4 THIRSN T,

(4) BERERE

(4.1) #H T kOEBVIT,

a) HTEER 0.5 ¢ &2 1 mg OHrETITANVED, 200 mL~300 mL 42 =7 72212 Aihvd,

b) Y=F LTI —K—TEh=RL (144+5) 160 mL~200 mL %Nz, @& R AEERZ TR 30 20

A WAFET 5,

¢ 1.5mL AeiE OB @I 1.5 mL FREE LD 150 7] 8000 X g~10 000X g THI 5 43l D4y BT 59,

d) EEZEImL % 5mL~50mL BT 7AIE) AFERETT T LTI —K—TEr=R/L (1+4+5)
Mz, fitikE 35,

@) RV Foe L RS TRERICEE LN L AT D,
(5) [EHE¥EE 7.2 cm~8.9 cm K& ONEIHEEL 10 000 rpm Tiz.Lr /7 8100 X g~10 000 X g FEEEL725,

{#% 5. 500 um DO 5DHWEEIE T2 E THFL TOdTHEUEZ R 5,

& 6. HHEE 05 g Zlden, P F LTI —K—TBh=F/L (144+5) 200 mL THH L, d) D
YET S0 fHICAIRUTZS AT, o TalB O AT 250 E B HTHIE 0.2 % (B &5 3) ~10 % (E &5 %)
L%, ZDEBEBFPARGOATIVFLRE T 25513 d) DBMEORRERE T D, o, AFIE
DERBEDZNEI 10 % (B &E0H) 22 55 51T il B OB IUEA LT L E RS D,
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(4.2) FHEMHE FEMIL ROLBVITI,

a) FhH% 0.2 mL %z 5 mL~10 mL A7V = —e A &aBRE 1285,

b) FREREZIRMEARICV AL, 70 °C+2 °C TIRUEIMEL ., 58 2SR A S50,

c) BV (k) V0.3 mL M OFEEM LRI 202 mL 27N TRAL, ea L TEET 5,
d) 70 °C+2 °C D/KIE TR 45 S RIINELT= D% il L, sEHRTRE 35 @),

FE(6) MREOURIRMEHEL AL IENTED,
(1) b) DEAETKIDERELI86 X o) OBETHER T 2RIKK OGN EEN QAT d) I
B OGO SO ITEFRNZEDH D,
(8) MEIZJRU T, sBHANRA 1.5 mL Hefeim DL @12 1.5 mL F2EE LD 8000 X g~10 000 X g THYJ
5 ol OO EET S,

(43) RIE WEIE JIS K 0123 LORDEFVITH, BARRIZRBIEREREL, WEIER T o0 2ra~ 7T
7 ESHTE OB IEIZLD,
a) HRIARKNSTEESMEORREY: VAra~ N I77E BNt ORESREO—F1% L FIoR
T, INESEBICLCRET D,
1) HRHYOTN/S57:
O REHEATVE: AUy A7EAVE (1 min)
© FEREALBIRAL: 280 °C
@ FXETV—HTL: 5 %T7x=)L 95 %AF VLRI axh a2y I —n7 ANEHR MEFRBAL
TIRRE ) AR OF YTV — 7 5 (N 0.25 mm~0.32 mm, £ 30 m, /& 0.25 um)
@ A7 2R 100 °C (1 min) — (15 °C /min) —320 °C (3 min)
® GC/MS Bt R . 250 °C
® FxVYr—HA: ~UUA JiEE: 1.5 mL/min
2) HESHEH:
O AAAkE: EFEEAA AL (ED 5
@ AFACELE: 10V
@ AAPIRE: 230°C
@ A4 BIRAA R (SIM) 15
® BIEAFL: F1DEBY

#£1 WERBIWEDTFT A AT
HETF7 A AF (mlz)

Ny, i
WERshH —g MR e e iR
AT 342 344 327 285 213
TR 328 345 343 285 214
TUAYR 344 346 329 214 198
T XIVER 345 347 330 215 188
""""" DACP(1S.) 288 289 290 2713 275
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b) BREBRDIERK
1) BAREAER (50 pg/mL)5 mL % 50 mL 287 I7A2IE)  AERETYF LTIV —Kk—TEh=FL
(1+4+5) Z NN A, IR BIEAERK (5 pg/mL) &35,
2) IRAIEUERR (5 ng/mL) 1 mL~20 mL % 50 mL &7 7 A ZEFEMICED  ERETY=F LTI — K
=T Er=RV (1+4+5) N % IREEEERR (0.1 pg/mL~2 pg/mL) &5 5,
3) IRATEUENR (0.1 pg/mL~2 pg/mL) % (4.2) b) ~d) DEAEEZTT>T 0.04 pg/mL~0.8 pg/mL FH4 EDRR
=R AR ER LT 5,
4) KR EH AR GEEMER | uL & GC/MS (AL, JIEX R E D ERERAA L (mlz) OB A
v (mlz) DA< T LEFERL, TN ENOE —HEE TS E R D,
5) FMEXGEDEBAAA Y (m/z) ERER AT (m/z) DY —V ERE L I E S A T2,
6) &R GIEEIRONE X G EIRELE &AL (n/z) DY — 7 EE XL m S & O mfi %
TERLT 2,
o HAHOAIE
1) #EHAIEZ 1 uL & b)4) ~5) LRIERICHERET DO,
2) FRERRDOARE G E B KD | AT aEHh O &R E R E A R T D,

) RBUAKOTEERATY (mlz) LHERRAAT Y (mlz) O — 27 WfEH T E S EHER O —7
R ST S ERIT T L T30 % ED&IFAN THAHZ LA MR T 5, 7ok, B — gl imE
B EIZ Lo TELRDRZEN DD,

B%E 7. AT FOREOEBPHERESNI- S AT, IRD a) i b) O EICIVIIEZT),

a) (4.3)¢)1) DEAETHEHR I Z GCMS IZ—EEEIEA L%, (4.3)b)4) ~6) (THE-> THAELIR E#
ZEIET D,

b) PIRHEMELL T 2,6-073/-4-700 VIV (0.5 ng A0 Y &) 2R HER K ORUEHAIRIZIN A, (4.2)
c)~d), (4.3)b)4) ~6) LT o) 1) LRERDEANEZT D, 772U FHHIE RN R E LR EM E OE B A
o (mlz) D& —7 HER ST & SEED SRR O VR K OV 508 1 00 25 I 7 ek G e P 2 T
ERAN

@& 8. K3, k). MY TAEE, IRA AHEIEE BlA R R OMEAIERHZ 1T AT
D [EGERER ORE BRIE, 10 % (E &%) L0 0.2 % (- &8553) ORI~V TEEEIEEN 92.1 %~
102.9 %K% 18 90.3 %~102.2 % TH -7z,

72k, ZORBRIEDATIHOE & FRRIZEILEI 0.01 % (B &5 5) BRELHEE ST,

SEXH

1) BH#IG, KK . TA7a~ 7778 8005 (GCMS) IEIZEDIEEF D AT F OV 0 BEE )
BEORIRFHIE, IEEMFITHRE, 1, 114~121 (2008)
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(5) ASVEORERZEIOA——F EEFDOATIVEORBRIED 70— — M RITRT,

| OWEE 059 | 1 mgoHFET 200 mL~300 mLikk: = £ 7 T ATIE NN LS
— VZF LTI —K—=TEr=F (1+445) 160 mL~200 mL

| BB | S, 305
|

| 0y | stk PR | 8000xg ~10 000xg . 5437
|

| Hh i |

M1 JERROATIL R OZ OBEYE OfERET m——b (B F)

| ?H%W |
A 1 mLZS5 mL~50 mLAHEY A= L) AFRRETY 2T LTI —
K—=TEr=FI/L (1+4+5) Z N2 %
| 0.2 mlL I | 5 mL~10 MLAZY = — ke ht X BB E 125 L
| ﬁ&%%«%ﬁ | R SHL — 41— (70 °C£2 °C)

— BV (iAK) 0.3mL
— FHEARLRIL(BSTFA—TMCS (99+1)) 0.2 mL

BELTHE TS
| Fukl | 70°Cx2°C, 4540
| %@ |
| KRR |
| ﬁi‘ | HARrn~ T BRI

(K2  EEIROATIL K O OBEWE OREBRET v— —b GEEMRAL K& OV E #AE)
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BE AT EOMRERIEASTERER D GC/MS DA Dra~< 75 A (TIC) filERICHET,

la b le ld

(%100, 000)

[ {1 TIC TiC TIC

5.0

2.5

3 ATV R OZEORIEYE D GCMS DEAF > Dra<h7Z A (TIC)
GC/MS ORITE A+
X7V —A7 A Rtx-5ms (£ 0.25 mm, X 30 m, BE 0.25 um)
ZDOMOSMIE (4.3) a) H A7~ T 7 E BN ORESREOFIROLERY

BRAL A~ NS T LD — T4,
a) VT XILER b) TUAUR
c) TUAYv d) A7

GC/MS 1T A LT-3B OV A &
EALZRE: AT M OV O REYE O R AR IR A S YER (4 2 ng/mL A1 &)
AR 1 pL(ATI KOO EYE A 2 ng FHY &)
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8.1.b (X&)
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8.1.c BEBKAEIOTIN F7iE(ARMESELLER)
(1) #M=

ZORBIEI I AW &G E O EEHCE 95, ZORBRIED/HEIE Type B THY, £ DFE 1% 8.1.c-2017
XX Melc-1 &35,

s (1415) 20 AralBHIM A TATIV R O OBTEWE (LU T, TATIVE LW, ) fhiH L, s ik
ra~ 777 (HPLOIZE AL, WNVASEANIELACFREE LI VAT VT Tl R 214 nm Tl
EL TR EI R DOATIL L RD D, 7ok ZORBRIEOMERIIIEE 4 1277,

(2) BFE HERUUKIL, kiZED,

a) K: JISKO0557 [ZHETD A3 DK,

b) ZHk=FJJL: JIS K 8032 |[ZHLET DR LRGSO SMEORIR, 7o, Eidikikr o~ 77 O
BRI iR iR v~ b 57 SR A

o HEE: FCSUTRISOME ORI,

d) YABIERER" : JIS K 9020 [ZHETHVAMKSE TN L 0237 g KOS K 9009 (ZHET DY
Pl ZKFEF I L ZKFI 0.520 g A /KICEAH LT 1000 mL &35 2, @ik n< 2757 DRk
(A 58 E 1%, BKPE PTFE B A 7L 7 40 Z— (L 0.5 pm BLT) THilE4 5,

e) ATSUEIREMR (500 pg/mL) . ATIL[C3HeNe] @, 72 AU [CaHsNsO] | 7 AUR[CaHaN4O2]1 ) J2
O 7 V[ CaH3N3O3] @5 0.05 g 2 ZNLENOLHEIMLICED, ZO'E &% 0.1 mg OHrETHIET D,
D EOEE (1+15) THEL, 2210 100 mL 287 7A2IB L AN, ERETREREZ M5,

f) BEIEHER (50 pg/mL) V: AT EREAER (500 pg/mL) 5 mL & 50 mL 2877 AIEY | FERET
7B h=RV = AR REET IR (4+1) 2N Z 5,

9 BREHABESEER pg/mL~5pg/mL): i FFFRAEEHERR (50 pg/mL) @ 1 mL~5 mL % 50 mL
T TAINCE AR ED | BERRE T T B b=V — D AR AR ETR (4+1) 2N 2.5,

h) BREHAESIEAERK(0.05 ng/mL~0.5 pg/mL) : il FAFHIEAEEHER (1 pg/mL) @ 2.5 mL~25 mL %
50 mL &7 TAZBEREIZED | FERETT B =NV — 0 AR IR ENR (4+1) 2125,

X Q) ARFITHY, MBS BEATRIT S,
(2) VABBHEFEENRIX pH 6.74pH 0.2 L7205,
(3) AT T A TUAVR KOS T R L CTE N IUERES SN T RS TV,

8E 1. AT 7oA TURAIR KON T SOVEEDOFEHERSKI T B 7 A /L AT REE, BB b, AR
FHSE T3 R O ERR TEXVIRGEES TS,

(3) HE MEIX. kOEBHETD,
a) EIEBEIOTINFT: NISK 0124 ITHE T DEisik K v~ T 7 TIROBEMHEHT-TH O,
1) H5L: N4 mm~6 mm, £ 150 mm~250 mm D AT L AFHD 7T LE VST A NN FEAL
WAL DT N AT TALTZHD,
2) ASLFE: HILMEREE 40°CE1 °C THRFITEDHLD,
3) BRHER: POLLERLER TR 214 nm L CHIE TESH0,
b) BERRESR: HEEEMHELHWLZENTED,
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c) FDSEER: 1700 X g Ty B Rl RE/R L D,
d) BEEBDLSEER: 8000Xg~10000Xg T LBt REARL D,

&% 2. 77240% TSKgel Amide-80 DT CTHIRSIL TS, ATV TV AU TV AR KOV T XL
it % e BRI BECE DL HERS NI AT LB AT 5L,

(4) ERBRIRME
(4.1) #H X KOEBVITI,

a) MTEREF0.5 g & 1 mg OHTETIINVED, 200 mL A% = A7 T 23lZ AD,

b) Mk (1+15) 100 mL 2%, HE I ERE VORI 30 2 B E AT 5,

C) FRER., FESIEE S0 mL AR OULEAE IZ 50 mL AR LD,

d) =LK 1700 X g THI 5 sy flim OBl W | BB kA mhitiRe 35,

e) R 5 mL®% 50 mL &7 7 ALY KR ETT B h=hV — 0 AU (4+1) Z N2 TR

5,
f) A% 1.5 mL A2 OUnEAE 12 1.5 mL B2 LD,
9) =077 8000 X g~10 000 X g THJ 5 syl LBl 7| ¥ ARiRE T ENAIRET D,

E @) [AHRER 16.5 em M ONEIHEEL 3000 rpm Tl /7 1700 X g FRFE L7225,
(5) FEHEIE T OATIFEOIREDREMRD LIREEZ 582 N0HL561%, BB D Iy IR 1
mL~2.5mL &35,
(6) RVTubt'L R HARE OIS CRIEICEEL2NL O,
(7) [Al#REEE 7.2 em~8.9 cm K ONEl#EEL 10 000 rpm Tz Lr /) 8100 X g~10 000 X g FREEL725,

BE 3. (4.1)0) ~g) OEAEITAZ T, BIKYE PTFE fD A T Lo 7 408 — (FLEL 0.5 um BLF) TAIEL .
AIRAERBHAIRE L THEU,

(4.2) BIFE MIEZISK 0124 KL OKDEFVITH, BARRIZRREBRAEZ, BIEIHE AT 2m sk k7 e~k
777 DEAEITIEIZL D,
a) BEBEIAINSOORMEEE: FHEEI o~ 77 ORESREO—FZLL FIoRT, 2hias
BILLTRET D,
1) h3L: INANEANVEEALTFREG LTSV AT VA7 5 (N 4 mm~6 mm, £ 150 mm~250 mm,
KifE 5 um)
2) AILIERE: 40°CE1°C
3) BEE: T =NV ABRYE R (4+1)
4) FE: 1 mL/min
5) BRHER: YOORERHE, WIER K 214 nm
b) BRERDIERL
1) BHRERAIESEER 10 uL Z@dEikra~ b 772 AL, HE 214 nm D7a~h7T LEiek
L. E—JHfE IR SERD D,
2) Bk EAR R AR OWE LI R 214 nm OB — 7S T E S LD ERATER T 5,
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o) HAEDAE
1) #EHAWZ 10 uL % b) 1) L[RIERICHEAET D,
2) BREMNDEATIVEOEEIRD , GATREH T OR AT EEE T 5,

& 4. [IKZESFE 3 8, TIKEFRAVLERIEE | 8810, GIREHREE E2MEARIEEL 2 $41H, BiZe 1
AN M OVRTE 1 80 FHOTIEIGERER 2 i L 72 /85 R . AT LT 4 % (E &5 LT 0.1 % (E
By ER) DIRFEL~ILTORIILERIL 90.5 %~106.3 % T 92.2 %~107.0 % ThH -7,

F7o, REBRIED Z Y MR O T30 O 3L [FIFRER O Bk o AT RE R 1 ITRT,

7B, ZORBRIEOE R FIIZATIV | T XVEET 0.02 % (B &0F) FRE, 7oA TV AURT
0.01 % (E B3R BELHEESNIZA, TU AR K OT T ZIVERIZOW T, 7 AURT 0.188 % (E &
I3HR) ~1.10 % (E 'Sy 3H) OFPA T, > 7 VEET 0.105 % (B &) ~1.15 % (E'5r3H) OFH T
TR BB EAAL T,

#l ATV KO OB E R ER TE D % S e RE D7 6D O I [R] 5Bk B iE O M il SR

E= T/ 2 4 5 6 7
P, k4 ;ﬁ IS s RSDE s RSDAT
a;ﬁz (%) (%) (%) (%) (%)
AT FIKZE L 9(2) 2.83 0.04 1.4 0.12 4.3
FIRZE 2 10(1)  0.391 0.003 0.8 0.023 5.8
AIKRZEFRANVILRAEE  9(2) 0.845 0.019 2.2 0.036 4.2
{ERAEA: 11(0) 0.198 0.005 2.6 0.012 6.2
W7 E=7 10(1) 0.0343 0.0015 4.5 0.0040 11.6
T A IR EEFL 9(2) 1.60 0.02 1.3 0.06 3.8
FIRZE 72 10(1)  0.105 0.001 1.3 0.002 2.3
IR ZEFRAVIERIEE  9(2) 0.629 0.027 4.3 0.023 3.7
LR AT 11(0) 0.195 0.004 2.1 0.009 4.5
=t 10(1)  0.0346  0.0013 3.7 0.0024 6.9
TUAR FIKZEFHL 9(2) 1.10 0.02 2.1 0.08 7.6
FIRZEF2 11(0)  0.361 0.008 2.2 0.023 6.5
IR ZEFZANVERIEE  9(2) 0.188 0.004 2.2 0.014 7.5
bR AR 11(0) 0.718 0.028 3.9 0.052 7.2
REAT BT 11(0)  0.0345  0.0031 8.9 0.0056  16.1
T RIVEE V& E ! 9(2) 1.15 0.06 4.8 0.09 7.7
FIREEFR2 10(1)  0.390 0.018 4.5 0.029 7.4
AIKZEFRAVIERAEEE  9(2) 0.105 0.003 2.9 0.014 13.2
b RSAE L 9(2) 0.788 0.026 3.2 0.054 6.8
Wils 7 T=7 10(1)  0.0365  0.0015 4.2 0.0067  18.3
1) AzhalRE b ViEa s Lol 50 5) PHTHE M MR 2=
2) SEEIfE (n=A 2k s EoaieEk (2) 6) =[] B V(R 2
3) HEEmE 7)  ZE [ B R R

4) PHTEEYE R ZE
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BE XM

1) WHN, AHHRIE: ®EEEZa~c7 77 (HPLC) JEIZEAEE R D AT K OV O B E W) E
DOIRIRFHIE, fEEHFZEH#R S, 6, 27~35 (2013)

2) BHUPL, AR @SR~ 77 (HPLO) IEIZ LD IEEF O AT e OV O B #E ) 'E
DOFRIFFHIE  — AR —, ImEHFFEHE, 7, 10~21 (2014)

(5) AFEFOREBRZEIA——bF JERFOATIV R OO B EYE ORBRIED T m— 3 — M RITR
‘a—o

| OHEE 059 | 1 mgoATET 200 mLIERR =TT ATV ED
— i (1+15) 100 mL

| mEswm | @R 3000
[

| 330y e | ki IR, 1700 X g 549
[

A 5 mLZ 2877 Aa50 mLIZEY, FERRET
TRb=RV =0 ARG R R (4+1) 2125

[

| a0y | StHesm vk | 8000xg ~10 000xg . 543 ]
|

| Ak |
[

| I | mgtk o~

JEBHh DAZ I R O OB EYE OFlRIE7 v ——h
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BE AT O ERIEAEERK D HPLC Z7a~ kT MMl 2RISR,

mV

7.54

_ ) Det.A Oh1
1 (2)
5.0

1 (1)

(4)

2.5
u_u_ " . L ¢ b i , \l

00 25  s0 15 100 125 150

5 (nun)

BEX AT K OO BEY)E D HPLC 7~ 2

B —IOWMEA
(1) 72 2) 7VAUR (3) A9 (4) TUA»
HPLC OJIESM:
F17 2 TSKgel Amide-80 (A% 4.6 mm, & 250 mm, Kif%E 5 um)
AT J OV DO BEWY) E O ff St IR A AR HEHR (45 10 ng #1245 & (1 pg/mL, 10 uL))
Z DA 113 (4.2) @) HPLC ORE SO BIRDERY
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8.1.d BEBAE/IOTNS7E(ERYPESTIER)
(1) #M=

ZORBIEIIE P E IR X O H # & & RN 95, ZOREBRIEDO S FEIL Type D THY, DL
1% 8.1.d-2017 i Mel.d-1 £§°5,

KEDHTRREHIINZ TAZIV AL, MRk 7 a~h777 (HPLC) IZE AL, HANEA N A4
FREA LTV UR TNV I T ETHBEL, R 214 nm THIEL, oWl OATIL ZR DD, ATIL B
WE ChHHY T XV, T AR R OT  AATRE X R K 02 DFR ZOFIEOMEREIXIEE 4 1277

(2) HE HERUIKIT, KIZED,

a) JK: JISKO0557 IZHLET D A3 DK,

b) ZEbF=FJJL: JIS K 8032 (ZHLE T 28 UL RSO E ORI, 78, @ik a~hr 770
WHER X m s iR o~ 777 a3 26 .,

o) YARBHSE®E": JISK 020 IZHETIHVAMAKFE R TA 0237 g OIS K 9009 (2 E T
20 AR —IKFEFT NI A ZIKFIY) 0.520 g Z2KIZEED LT 1000 mL &322, @dikikra~hr o770
TRBER\ZAE 9286813, #KME PTFE 8O A 7L o7 04— (FLA2 0.5 um BL ) TAIET%,

d) ASIUEERK (500 pg/mL) : A7 [C3HeNe] P#9 0.05 g ZV D EMLIZED, ZOE &% 0.1 mg D
HiETHET 5, D EOKTHEIL, 100 mL &8 7 7A2IB LA, EHRECTRIEEREMZ S,

e) ASSUAEHER (50 pg/mL) UV ATIHEUERL (500 pg/mL) 5 mL 2 &7 T A2 50 mL &0, AR E
TTEr=RIV— D A REERR IR (82+18) MR D,

f) REBRAASSIVIEER (1 pg/mL~5 ng/mL) : i ARFIZATIFERERE (50 pg/mL) @ 1 mL~5 mL
% 50 mL 287 7 AITEFEMICEY | B ETT Eh=RNV — D AR REER (82+18) 2Nz %,

9) BEHBAASIVEAER.05 pg/mL~0.5 pg/mL) : i FFEHZATIFEHENL (1 pg/mL) O 2.5 mL~
25 mL % 50 mL 2& 77 AZEFEMIZED | MR ETT BR=RNV — D A BRERRETIR (82+18) &z
D

) FARpITHY, MEIE U EEHRT D,
(2) WAREHIFEEIK D pH 1L 6.7£0.2 £725,
(3) ATIVELTEHERIEN T RSN TND,

FE 1. AT OFEREREITE L7 OV ARG BISRAE S K O TR IV RGEES L Tnd,

(3) EHE LEEIL. KkoLBvEds,

a) BMEBREIOTRTF7: JISK 0124 IZHETHEERIRIEI 2~ T7 TROBEF AT T3 HD,

1) A5L: N4 mm~6 mm, EZ 150 mm~250 mm DAT LV AFNDO BT DBV NETANEE

LEFEA LTSV P VBT TALTZB D,

2) hSLVE: T LMEIRE% 40 °Cx1 °C THEITEHL O,

3) BRHE: WA THKE 214 nm L THIE TESH O,

b) BERFBLER: HERESEEEAWLIIENTED,

c) BIDOEEM: 1700X g TELDBETEERLD,

d) EEEDSEEB: 8000Xg~10000Xg T LBt REARL D,
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#% 2. 77 20% TSKgel Amide-80 DA PR CTH ARSIV TND, ATV T AV TV AR KT X
NEESERIC B CE DI ENHERINI AT LT 528,

(4) HEREZRM®E

(4.1) Wl X KOEBVITI,

a) oHTECE0.5 g & 1 mg OHTETIEAVED, 200 mL ke A7 T 2312 Ad,

b) 7K 100 mL Z/0Nx . MH B A w2 AW TR 10 oM E AT 5,

c) FRE®%. EEAME 50 mL HAeiE DRI S0 mL FRELD,

d) LA 1700 X g THI 10 2y M Doy BEL @ BB g E iR e 95,

e) MK 5 mLY% 50 mL &7 T7A3IED AR ETT Eh=hL — 0 A FRHEE B R (82+18) 2N %
THRT D,

f) FRiEZ 1.5 mL e DIk ©1C 1.5 mL FREE LD,

g) 077 8000 X g~10 000X g THJ 5 srflizm Ly BEL 7, LBz EHATRET 5,

FE (@) m—Z—H£16.5 cm K OEEREL 3000 rpm TizE /) 1700 X g FREL L7225,
(5) REHRIE T DOATIVEDRENRERO EREFBZ 28T OHLGE 13, EBAED 5T
& 1mL~2.5mL &35,
(6) ARUFurL o ftem Lk CHIE ISR ELR2NE D
(7) v—%—F4% 7.2 cm~8.9 cm & OMEIHEEEL 10 000 rpm Tz > 7] 8100 X g~10 000 X g FEE L7
e

BE 3. (4.0 ~g) DEIEITIR AT, KV PTFE AL 7L 7 b #— (LR 0.5 um LA F) THif
L. AR ZABHRIREL TH R,

(4.2) BIFE WIEIZL, IS K 0124 K OROEFVITH, BARAYZRHAEBAEIL, BE AT T mlikik s a~
NIF7 DEAEFIEICLD,
a) BERGIARMNSOOAREE: REKEIa~r 77 ORESEO—FIZLL FIORT, Zi
EHEIZLTRET D,
1) hSL: IAREANEECERE S LIS UB VAT 5 (RN 4 mm~6 mm, £ 150 mm~250
mm, K& 5 um)
2) hSLIERE: 40°CE1°C
3) BEE®: T RN=RILV— D AUBRHEER (82+18)
4) #E: 1 mL/min
5) #HF: TOCER S WEKEK 214 nm
b) BREHRDIERRK
1) BRERAATIIELER 10 uL ZEEiRIK7a~ 77103 AL, & 214 nm O/~ hT 5%
RERL . B — 7 U EmSE R DD,
2) HHREMRHATI SRR O LI E 214 nm O — 7 E R X E S & BB A ER T 5,
o BEHEORAIE
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1) RBHAZ 10 uL & b) 1) ERIEEICEAES S,
2) MERNPOLATIVOEERD ., gHEtHOATIUE2EH T 5,

& 4. BEOFMOID, Rf-ilhd, Kot AKEZGAVLRIEE, AL AEE
B OVEBEAVBL G RERE (5 1 86) 2 I CHOINENNGRER 2 S i L7 A5 5L 2 % (B &0 3R) L 0.4 % (H &
533) K01 % (E 855 2R) ORI~/ TOSEREIERITZNZE I 94.6 %~99.8 %, 92.4 %~98.5 %
F TR 93.1 %~98.4 % Tir~7-,

FEE DR D73 . KT K O A LR AEEZ Iz B 228 2 TOHTfERIZ DN T, —It
B8 5 B AT & O CTRRATL . IR S e O TR E A F LTS R 1 2RI T,
7B, ZORBRIEDE R THRIE 0.02 % (B &5 R) R ELHEE S,

F1 AT O A BE z - REBREGE DR RS R

DT RS EE R
" A EyE? s RSD,” sim”  RSDym”

T (%)? (%)¥ (%) (%)¥ (%)
KEMT 5 1.91 0.03 1.7 0.04 2.2
AHEAVILAAEE 5 0.100 0.001 1.4 0.002 2.5
1) 2mPHMToTEEELZ B 5) DA THH R HE (R 7
2) FHME (BE(T) X 01745(2)) 6) TR R =
3) HENFE 7) TR R AR M (R

4) DGHTIEER =
SEXH

1) MK mEEIA 7 e~k 27 (HPLC) {EIC LA AR IR K OV na & T IRk R O AZ O JIE,
JEEHIFFEH A, 9, 33~42 (2016)
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(5) AFEVFEOHBREIA—I—F JERPOATIVEORBRIED 70— — N RITR T,
| OB 059 | 1 mgooHiET 200 mLIER =47 T AT LS
«— 7K 100 mL

| AEPLEE | RS, 3050
| iﬁ“\léa\%ﬁ | ki LI, 1700 g, 1053

%%R 5 mL&z 4577 A250 mI:KJ:E PR ET .

TR =RV — Y AR REET TR (82+18) 2 A%

| fafléa%ﬁ | AR PR | 8000%g ~10 000xg | 54 fH]
[ e ]
| ?E'Jlﬁ S =R Y

FHHW % & e IEEH R D AT ORBRET7 o —3 —h

BE AT OB EHRAERER O HPLC 7a~ I L5 2 IRITR T,

mV

10.0+

7.5+

5.0+

2.5 : i "
: I |

0 0_ e AN A R

L : . :
0.0 25 5.0 15

Time(min)

'10.0
£EK A70 HPLC 7~ k7T 4

HPLC OMIE S

H72: TSKgel Amide-80 (N£E 4.6 mm, =& 250 mm, FifE 5 um)
AT OB S YE G (45 10 ng #6124 & (1 pg/mL. 10 pL))
Z DD ZA1E (4.2) a) HPLC ORI E S0 FlRD EFY
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8.2 VAESYFRUZOREEME
8.2.a MERAHI/OTNI T4 T LEARS TR (VDESYRE 3 A RBFSHTE)
(1) #M=E

ZOFRBRIEITHER K ONGIE R EEALEHC I 35, ZORBRIED S FEIL Type B THY, ZDFLF1E 8.2.a-
2017 X% CLP.a-1 £ 9%,

IERHROZaEFYR T/ ETYRRE T 0T 8T AHIVE T TAZ /— AL, BRI CHS
HZEENEDLZEZFAL T, 70— Ty 7 H—Ny U W TR R ks o~ o720 7 NE
B EH (LC-MS/MS) Z W CHRIEL , ekt oo IV R 7/ TVR e /T b %KD, 723,
ZORBRIEDOVEREILEE 6 (T,

EE 1. 7orIUR, TIEISUR KO 7a7 AOREERITK 1 OLBYTHA,

o NH
-l :
i 31 . ~ OH Ch L
,“ A OH j' 1 ol
O A O

1 7aeJUR, 7 /ETUR K77 A0SR

(2) HESE FUEROKIL, KIZLD,

a) K: JISK 0557 I[ZHET D A3 DK, 72720, mifiRiK v~ 7T 7507 NE R EHIE AT HH%
B IC OV T A4 DKE 45,

b) ZHF=FJJL: JIS K 8039 |ZHLE T 25 H 3K - PCB 3B A (A 300 LL 1) ULRIZED B OFREE,

C) ARV EHIRIKIa~ N T T 8T WEESHTRNTHUE DRk LR D S DO,

d) A/—)v: EHEIREKI O~ T T7 8T NERSHTRIOEBERIAE A T2 A% 7 — X LC-MS X
A D B DK,

e) JKERIEFRUD L JIS K 8576 (ZHLE T D4 UL RIS D S E O K,

f) EEE: JIS K 8180 (ZHIE T Dk SRS D St DR,

g) FYUEZTK: JISK 8085 IZHIE TS 28 % (EH ErH) ORI ILFRIHFED MEDLD,

h) FE: JIS K 8264 ([ZHLUE T 2% A ZED SE DI,

i) PUEZF7AEH0.0028 % (HBEHHE))V: 7oE=77K0.1 mL %7K 1000 mL (ZMz5,

) BEEEER (100 pg/mL) V: ZatTUR[CeHCLNO,] P 7 /B TUR[CeHaClN.02] @ K U725
L[ CeH3ClaN,02]1 @%7 0.01 g ZVEHRIMICED, ZDE % 0.1 mg OHTETRIE TS, D EOT =R
JVTEDL, 100 mL R8T 7 AL AN, RS E CRIEEAZ 25,

k) E&SIE%K (100 ng/mL) V: £ AR (100 pg/mL) O —E &4 X (1+1000) THARL . RO HE Y
% (100 ng/mL) Z i #32%,

) REHAESIZEER(S ng/mL~50 ng/mL) V: {HFHIIESEEUETR (100 ng/mL) D 2.5 mL~25 mL %
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50 mL 2877 AZEPEICED | A ETE RS (1+1000) 2125,
m) REHFAEAEER (0.5 ng/mL~5 ng/mL) V{5 FHR R A TE YK (10 ng/mL) @ 2.5 mL
~25mL % 50 mL 2877 AZEPFERCEY | ERETEER (1+1000) 2125,

FEQ) RRBITHY, BHBEIS U Ba iR D,
(2) FHERAEN RS TV,

&% 2. /e IUR TIETUR RO 7eT AOEHERIEITE L7 AL LR, BI A b K O
ETRIVIRTESN TS,

(3) WMERUEE HBEKLKUOEEREIT, KOEBVETD,
a) EERBAEIOINSSTOBESWE: JIS K 0136 ([CHET Dmdikikra~ o7 205 NE B TR
TROBA G T- T H D,
1) BEEREIOTNIST:
O BTl HTLFERE % 30 °C~45 °C THEITTEDHL O,
@ HT72: P2 mm~3 mm, £ 50 mm~150 mm, KifE 1.6 pm~2.2 pm DAT L AFD T T L5E
AT HT N A FERE R LT VAT Ve FETALIZL D, B ESHTFHEEROL D,
2) EESHE:
O AFAbiE: =L 7baA T L — A4 Ak (ESD i
@ AT SR OSRR HE
b) EEAMEIEYVEETHE: 72074 7 —% M T 250 mL 87T 23 %44y 300 1118 (HEIE 40 mm)
THREMSERVBEEIEONGHD,
c) ¥=FR—ILF
d) SEDSEEE: 1700 X g T O OHETRERSB D,
e) EEEIDSEER: 8000 X g~10 000X g T Ly rTHE/RS D,
f) BWERS: 40 °C+2 °C ISl T& AT SR — & —
g) ARYT—h—R)yThSL: D=L _UBUNE=AERIRAAEEASRI=1F A (200 mg)

{§& 3. 741X ACQUITY UPLC HSS CI8 DL THIRSN TV,
@& 4. 2RV~ —F—hkJ> X Oasis HLB 6¢c (200 mg) . Oasis PRIME HLB Plus Short Cartridge (225 mg)
EDLHTHIRSIL TN D,

(4) FRBRIRME

(4.1) #H T KOEBVIT,

a) oHTEEES g % 1 mg OHIETIENDED 200 mL~300 mL A2 =4 77222 Ahd,

b) AKER{LT R AR (40 g/L) 1 mL, A% /—/L 99 mL 2Nz @ 34y 300 1114 (EHE 40 mm) THJ 30 4y
MRV,

C) FHEH. REAIERE 50 mL AR OULEAE 1Z 50 mL AR LD,

d) =LK 1700 X g THI 5 sy OBl W | BB iz shitire 35,
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E () KER(LTNIDLEEHE (40 g/L) — A% 7 —/L [1+99) 100 mL &M x THh v,
(4) [AMHEF4E 16.5 cm & OVEHEEEL 3000 rppm Tizfr /] 1700 X g FEEEE725,

iE%E 5. HPBHZ 500 pm 05250 & @i 35 £ TH#EL THth R iid-d2,

(4.2) 9)—=2PyvF 1) 2V—2 77 (D)L, KOEBVIT,
a) IRV~ —D—No T NTLETHAZ ) —/F) 5 mL L UUKE 5 mL CHeig35,
b) 100 mL 72§ 77A2 @& A — o H T AO FIZEE, K 5 mL XiE 10 mL7 &7 —R > A7 A1
AX AT CAFND B E T2 E TS 85,
c) KEALT D LGN (0.4 g/L) — A% /=)L [1+1]#) 5 mL % 2 BIA—R vy P BT MIMNA, FERIZHR S
5.,
d) A% /—/5mL%Zz5,

FEG) (4.2) KUN4.3) OEAEIX, MEISU TRELEE L VD,
(6) ZIKDHRE AL 5551, & 20 mL OIERE ANDZEDOTEL AN ORZE A
WTHEW, ZOYATE, d) OEEICHZ T, itk % 100 mL 7237 7 A2 N, Bask AR ) —
Jb 2.5 mL T 2 [AIBEH L, YRR A SE O HHRIZIN X 2,
(7) Oasis HLB 6cc (200 mg) #2354, fliHiK 5 mL % 2 A& w35,

(4.3) D)=2PvF2)Y V= Ty (QIE KOEBVIT,

a) FicleaR)~——N o BT L% THTER=NILK 5 mL & OWEEE (1+120) £ 5 mL THET 5,

b) (4.2)d) DA 40 °C LA FOKE EC 5 mL LA ECRIERNET 2,

c) e (1+11)3 mL 2Nz, A—RN v T ML, KT TAAID Ll #E T HE TS T2,

d) 72977 A2z (1+120) K9 5 mL T 2 BEIed L, YelZNER I — R P A7 LTNA 5,

e) WIT, e (1+120) — 7 BR=RI/L(9+1)/) 5 mL & OKK 5 mL ZNER AT —R) P BT N2 TR S
5,

f) SmLAeET7IAAEN— NP HTLO FITEE, TUE=T K (0.0028 % (B &7 %)) — 7 Eh=KL
(9+1)4 mL 2 —hK) o BT AR TI/RETIR | TI/ETIR RO 707 D00l E S5,

0) FEHETEIEE (141000) 2012 ® | 1.5 mL HAeim OrbEAE O 1.5 mL FRELS,

h) 3=.027) 8000 X g~10 000 X g THJ 5 /rffiz L/ BEL 10 | B Az sl BHATRE T 5,

FE®) REHAK T O/ TZIR, TIETUR KO 70T AR ENRERO EIRZBEZ 5B ThOH 555
AL VRO — & &4 (1+1000) THIRT 2,
(9) RU7ar' L RSO e LIS CHIEICEELR VDO,
(10) [AIERFE 7.2 cm~8.9 cm M ONEIEEEL 10 000 rpm Tz L /) 8100 X g~10 000 X g FEEL72 D,

(4.4) BFE MIEIZ IISK 0136 LOKDEFRVITI, BARRIZRME BAEZ, MIE A D m sk k7 a<
J578 T NEBHTRIOBEFIEIZLD,
a) BERBREIOTIN Z730TLHABINHOBEEE SEkkI a~ by I7720 7 NEESHEIO
BE SO — B LL FITR T, ZhEaSBICLTRE T 5.
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1) EEREIOTINFT:
O ATL: FIETINIEECFREE LIS VBT A BT 5 (N2 mm~3 mm, £ 50 mm~150 mm,
RIEE 1.6 pm~2.2 um)
@ 7#WiE: 0.2 mL/min~0.5 mL/min
© HHER: A: TEE(1+1000) B: A¥/—)L
@ 7ZY=xrbh: 0min (5%B)—5min (60 %B)—6 min (95 %B)—7 min (5 %B)
® HTLIEEAE: 40°C
® FEAE: SuL
2) BHEIMHE:
O AAAbE: L I7haAT L — A4 AL (ESD
@ E—F: ROT47
@ FT=H—AFr: F1DEEY

F1 KBEEDOE=H—AF

BEAL U (miz)
A TV —— PA=Z 4 Ve A=Y /4 i
AF (E &) (FfesB D)
Za=1=a70)0N 192 146 110
TIETIIR 207 161 189
SR =AW 241 195 223

b) BREBIRDIERK
1) SREHRAIRAIELER S uL 2 LC-MS/MS I[ZHEAL, Z7uETUR, 7B TUR L7077 ADE &
AF (m/z) e OREGR R AA Y (mlz) DI~ 7T L5 E8k L, ZNENOE—7HfEE KD 5,
2) /ueJUR, TIETIR KR TaT LD E &M AF 2 (m/z) LR A (m/z) DB — 2 fg X%
B AR,
3) BHRERHESEEROSBERELERHAAY (n/z) O —7HiEEOREREER TS,

c) EHDAIE
1) #REHAWZ 5 uL % b)2) ~3) LRSI /B2
2) MREROLRESSRWE &2 KD, SArEH R ORIE S EIREZFE 35,

) RBURKROTEERATY (mlz) EHERAAY (mlz) DE— 7 E R TS S, AR O —
T T E ST L TH30 %R E OFPAN THAZ LA MR T 5, k. E—ZmfEl IEmE
TR EIC > TR ZENH D,

&% 6. FSAHEE (2 B . A SAEETGIRRENEE Q FE8D) KO SA G AIGIRREEE (1 FE)
EHW=7aeZUR | TIE TR RO a T AOPINEIGERORE FIE, 1000 pg/kg | 400 ngkg KO
40 pg/kg ORI~V TIEREIEN 78.1 %~90.0 %, 81.0 %~117.6 %M ' 71.2 %~101.3 % TdhH-
77
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F7o, RBRIED 2 VEMERR O 723D D I [FIFBR D pii e OFFIT G SR A K 2 1R T,
2B, ZORBRIEO/aE TR TI/ETIR LU 7uT7 A0 E & FIRIZE 10 pgkg RELHEESR
7=

#£2 /avEIUR KO OB M) E AR 150D 2 4 M fERR 0D 7= 5D D I [F] 5 R OO fRAT b S

- " cemrey PHEY 5P RSDSY sg®  RSDRY
o PR RREEC kg oke) (6 Quokg) (%)
a=i=a0 HEAEL 10(0) 128 6 4.5 21 16.4
Hepm2 10(0) 835 41 4.9 100 11.9
15T AL RFL 9(1) 16.2 1.7 10.6 5.2 31.8
15 IR FEBEAE L2 10(0) 89.6 11.3 12.6 11.3 12.6
15 IR BERER3 10(0) 339 28 8.3 28 8.3
TI/ETUR Hepma 8(2) 324 15 4.5 39 12.0
HEfm2 8(2) 21.2 5.2 24.7 6.4 30.3
15 IR FEBEAEERL 7(2) 5.4 1.4 26.2 2.2 41.2
15 VEFE A2 10(0) 701 146 20.8 263 37.6
15 IR T BEAER3 9(1) 59.5 8.9 15.0 16.6 28.0
v a7 A HEAEL 10(0) 840 50 5.9 175 20.8
Hepm2 9(1) 37.7 3.5 9.4 10.3 27.3
15U T IR RFL 9(1) 90.2 11.1 12.3 30.3 335
15 IR T BEAE L2 8(2) 341 19 5.6 67 19.8
15 UE T IENERF3 8(2) 182 16 8.6 56 31.0
1) Azl Oz s Lol =40 4) PHTHXHE R 2=
2) MEEIE (n =B B 5 < K L%k (2)) 5) = [AIIEHE(R 7
3) PHTIEYEIR 2 6) =[BT (R A2
SEH

1) JURFHR, BIRE T, AR iR ra~ o7 205 IRVE B EF (LC/MS/MS) IZ X572 B K
WHIEIE R o7 e ZUNHE, IEEHFZEER S, 3, 51~59 (2010)

2) BB, UKRFFIR, BARE, AR RIkIn~< N I7 207 208 855 H1 i (LC-MS/MS) (2
FOHERE K OVBIRAEE R D7 a e ZUR, 7/ TIR RO 7aZ LAfE, ERHITEHE, 7, 1~9 (2014)

3) NGRS, REHS, BARZE, HRE, AHBIE: ke~ 75207 DRVE E5HTEF (LC-
MS/MS) {EIZ L ADHERE K OVGIRE AR 07 e TV R R OO BIEYE ORIE  — L FEBREE —,
JEEHFZEH A, 10, 61~71 (2017)
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(5) YRESYRRUVZOEENHORBETIO——F HEIL R OVGRERBICE O/ re TV R KR D
BEY)E DFRERIED 70— — M RITR T,

OSHTRUEES g | 1 mgooKiET200 mL~300 mLIEHE =447 T AT H N LS

— JKERAL TN AP (40 g/L) 1 mL
— A%/ —/ 99 mL

[ moRE | mEEAIRVIRAHE (553004 . HRIE40 mm) . 3055
| 'ul yHE | 50 mL BLILRE ., 1700% g 5431
| ;caamzz |
HERE Je OB UEFEBERLE R O/ a e Z U R K OV OB E OlRiE 7 v — —h
(bR
| e |

| (5 ml X210 mL)|

) —2 77 (1)

aR)=—H—R o T A1)
(P AS /—/L #95 mL, 7K %95 mLONEIZ:7)

[100 mL72 37 A= U4 ]

— KEEAL T N AR (0.4 g/L) - A% 7 — /L [1+1] 595 mL x2[7]
(R AL EE]

— A%/ —/LH)5 mL

L A | 40°C, S mLFLEET

—MEfE (1+11) 3 mL

) —2 T w7 (2)

aRJw—H—N w7 (1)
(PO7TER=RI/V K5 mL, HEE (1+120) $95 mLo JEIZPES)

—HEEE (1+120) 95 mL CHE2[=1PE

3R (1+120) -7 BEh=FRU L [9+1]) £I5 mLCHE

—7K KIS mL T

— TUE=TIRNE(0.0028 w/v %) -7 2=k - [9+1] 4 mL
[S mLa®&7 7 A2 ]

TEAY

— W& (1+1000) (FERRET)

Ly B | ERELILEYE | 8000xg ~10 000xg ., 543 H]

i
|

B | R~ 5T ST B BT

HEAE K OV5 IR BEENEEI R D /aeZ U R ROV OB E O BRE 72— —h
() —2 T (1) 20— T w7 (2) RO ERAE)
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BE HEH R OIRMER M OB UBHATR (5 AHENE) ORGSR 7 < b7 Z DAl IRITR T,

Peak No.

Intensity / arb.units

Retention Time / min

Peak No.1: 27
No.2: 7/ JUR
No.3: 7rte'ZUR

HEN] KD SRM 70~ T A
TR FEYENR (£ 3R 1T 200 pg #H4 &)

LC-MS/MS Dl E 51
#Z2: ACQUITY UPLC HSS CI8(NfE 2.1 mm, X 100 mm, F7f% 1.8 pm)
Wi 0.4 mL/min
Xy Z7U—EE: 1.0kV
AFPRIREE : 120 °C
TYNR— g R 400 °C
a—VFEE BEROLEY
) Vg RILEX— BERDERY
Z DD 113 (4.4) @) LC-MS/MS DHlESAEOHIRDEFY
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2ELR  HESPEFONRTA—S—
B EEM I (m/z) ayPar
A T h—H— PA=C /AN a— B TRILF—
AF AF (V) (ev)

77U R T E 192 146 20 20
fifesd A 192 110 20 30
TI/ETIFR e 207 161 22 22
#H 207 189 22 16
[ = A HEH 241 195 28 22
fifesd A 241 223 28 16
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8.2.b ENEBAKIOVCNI S8 T LEEBAE(MEIDESYRSHTE())
(1) B=E

ZOFRBRIEIIHEIE B L OVE IR R EEIREH T 35, ZORBRIED /3 FEIL Type B THY, TOFEH1L 8.2.b-
2018 X% CLP.b-1 £7°5,

HERE s L OB VR R EEALEL h D/ e TURET VAVME T CTAZ ) — VAR L, B LT L B U CER H 2 8
NEDAHZEERALT, 2V—o T o7 —RN oY O rnarg s 2 DO ssikiksn~hr 57
B TR (LC-MS/MS) Z FIWCHITEL | /sl o/ ae 7R AR D, 7285, ZORBRIEOVERI I EE
10 [ 2”9,

#E 1. 7oIVRoREERIIN 1 0LV THS,

Cl

,f-""FJI;:;II,.-
|

C |..e"l“~ N‘:.‘-: .\WT"DI {
O

1 7ae 7R ORE R

(2) HEF EXOKIL, KIZLD,

a) JK: JIS K 0557 ITHIET D A3 DK, 12720, msliRikra~ 57 807 NEEGHTEHTEANT O
BRI O\ TR A4 DK EF 5,

b) ZHF=KYJL: JIS K 8039 |ZHLE T 2781 38 - PCB 55k A (A 300 LL_L) XIL[AIZED iV E DRk EE,

c) AB/—IL: FEREEEHK-PCB BB (e 300 LA E) ULRIFED B OFREE,

d) AR/—Iv: @HIRIK v~ N7 8T WE RN R OWBERIAE 2 A% 7 — 1 LC-MS X
A S5 D i DRRIE,

e) JKBRIEF R L JIS K 8576 |ZHLE T Dk UXFZED S E O,

f) EEE: JIS K 8180 (ZHIE T Dk SRS D St DRI,

g) FYUEZTK: JISK 8085 IZHIE TS 28 % (EH ErH) DRI ILFRIHED MEDLD,

h) FE&: JIS K 8264 (ZHUE T 2Kk XA %D fE DRI,

) FE: SHIREI 0~ N TT7H T WERHTRIOEBER I A T 2E L LC-MS H LR ZE D E
DRI,

i) SoBaAay: JISK 8117 IHUET 2% 23 - PCB BRI A (R 300 UL E) SULIRIZED SV ORI,

k) BRER: JIS K 8951 (ZHUE T DHFHISUIIAI D S DR,

) ZHb>: JIS K 8040 (ZHE I 5% 81 23K - PCB B H (45 300 LA_E) UE[RIZED SE OF 3K,

m) PUEZTFHERK0.0028 % (BEHR))V: 7E=77K 0.1 mL Z/K 1000 mL |2 z5,

n) 2OESYFBRER (100 pg/mL) "V: 7ubETYR[CeHzCNOL] @H) 0.01 g Z# UML) EIMIZEY, ZDE &
% 0.1 mg OHTETHET D, D EDOTER=RI/LTHEIL, 100 mL RETZFATIBEL AL, MR ETIH
WAz %,

0) YRAESFIERE® (100 ng/mL) V: 7o’ TURIEAER (100 pg/mL) O — & & X (1+1000) TARL .,
e ZU RFEAERR (100 ng/mL) &3 HL 9%,
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p) REFRAIOESYREER (S ng/mL~50 ng/mL) V: FHRIC/EETYREEAER (100 ng/mL) D 2.5
mL~25 mL % 50 mL &7 7 A EFERYIZED | AR E TE R (1+1000) ZHN2 2,

q) BRESRAIOESYFEZE#ERE (0.5 ng/mL~5 ng/mL) (V: AR ERHA /0T RERERE (10
ng/mL) ® 2.5 mL~25 mL % 50 mL 2877 A ZERFEICED | SR E TEER (1+1000) 2125,

FEQ) RRPITHY, BHEISCT- Ba iR D,
(2) FEHERFEN RS TV,

%5 2. ot IUNORERSITE L7 OV LRGSR, BRIl OMAHIEE T2 LD IR TES Td,

(3) WMERUEE HBEKLKUOEEREIT, KOEBVETD,
a) EEEEIOTNTSTOERSHE: JIS K 0136 ICHETHE B <57 405 WG BN Et
TROBA G T- T H D,
1) BE&KEHIOTNTF7:
O BTl HTLFERE % 30 °C~45 °C THEITTEDHL O,
@ HZ72: N2 mm~3 mm, £& 50 mm~150 mm, KifE 1.6 pm~2.2 um O AT L AFHD 7T LE
(A VT U NIEALERE R LIV U B S NV E R TCALIEL D, BESHFHIREOL O,
2) EESHE:
O AA A L 7raAT L — A4 AL (ESD i
@ AT SR OSRR HE
b) EEAMEIEYVEETHE: 72074 7 —% M T 250 mL 87T 23 %44y 300 1118 (HEIE 40 mm)
THREMSERVBEEIEONGHD,
c) ¥=7R—ILF
d) FDOBEM: 700X g~2000X g T Loy BERTRE/R LD,
e) EEEIDSEER: 8000 X g~10 000X g T Ly rTHE/RS D,
f) JBHEEE: 40 °C2 °C ICHHHi XA R —x—
9) ARYT—h—R)yPHhSL: V=B N-E= A RIRHEEARI=1T 4 (200 mg XX 335
mg)
h) AR LA GE G AR 60 mm) .
i) ASRMHEAHE: 77 AMHERL (AHEES 60 mm) TR 0.8um Z{R-F TEHHLD,
j) BHEREIXY— AT/ AIFV—

{#§#£ 3. 7L ACQUITY UPLC HSS CI8 DA M THiIlEN TS,

& 4. 2RV~—D—hK» 1% Oasis HLB 6¢c (200 mg) . Oasis PRIME HLB Plus Short Cartridge (225 mg)
HEOLHRTHRSN TS,

{#%& 5. WIEAEMARHIMLEz—hk SB-60, filllim—h SU-60 D4 TS TA,

& 6. HITAMWHEAMIIITAT 7A/3—=5H% GFP-60 5D A4 FRCTHIIRESIL TN D,

(4) HEREE
(4.1) i X koOEBVITY,
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a) TS g % 1 mg OHFETIEAWED, 100 mL FaL i LILEE © @12 A,

b) JKER{LT NI LVANRR (40 g/L) — A% /—/L (1499150 mL &%, 45 300 1E1E (JEME 40 mm) THI 30 4y
HHRVIRE S,

c) =LK 1700 X g THI 5 4y O BEL S | BB A% 100 mL =7 7222k 5,

d) KELT R LIEHE (40 g/L) — A% 7 —)L (1499)40 mL ZFEEWITINZ, 1845 300 1118 (RIS 40 mm) T
T 30 ZEIRVIEE S,

e) =0 J1K 1700 X g THI 5 Syl Ly BEd59,

f) 100 ML KER2ETTATEZamOLL, ) KO ) D B AikE 117 AiE A et 7= Al gs CIRIEA
WD,

0) Fanlk OFEW%E D EOKEELT N Y LA (40 g/L) — A% /—/V [1499) THBIGEE L, ek e DA
WEHZAFLTREAIE T 5,

h) FERRETKERLT R AR (40 g/L) — AX ) —/V [1499) 2N 2 CTHItHiRE 35,

FEG) HHEEICHWAEZRIA T AR IR 7 a e L BCIROIRAE M O%E D4y B CORRERTT
2560,
(4) 100 mL~200 mL 4 i3l 0 =M 7522 FWAIEE TEXAR, ZOHE o) KO e) DEAED
AT IR A 50 mL 42 i34l it DILECE 1T 50 mL 2 L ANDERIEZ1T),
(5) [Al#R14% 16.5 cm J ONAlEEEL 3000 rpm T a7 1700 X g FRE L7,
(6) =AT7TAAELEHNLZLETELN, ZOWE h) OEEDORTNCAHi%Z 100 mL 2&E7I 23|28
ANDEAEEATD,

§%& 7. HPAZ 500 pm D525 a i 5 E THFEL Tofr Halkra i i+ 2,

(4.2) 9)=2PvF D)7 2= Ty 7 (D)L, KOEBVIT,
a) H—RNo B TLETFTHOAR ) =LK 5 mL K OUKK) 5 mL THeiF9 5,
b) 100 mL 7297722 ® & —R BT A0 FIZES, K 10 mLO %25 —K T BT A A L, ki
NI TAKND LI ETHE TR ST,
c) KEALT RN 2EHE (0.4 g/L) — A%/ —/V[(1+1)5) 5 mL % 2 [BH—R o P B T AIMA, RIS
5,
d) A%/—5mL%MZ5,

FET) (4.2) KON (4.3) OEAFEIT SENTRC TRIELEEZ VD,
(8) SO IHTRUE BB DA%, W 20 mL OIERE ANDHZEDTEDLHENIBORIE A
WTHhEW, ZOHATE, d) OFAEICHLZ T, JEHEZ 100 mL 72 J 7 7 AT AL, Bz A% ) —
Jb 2.5 mL T 2 [BIEF L, BEEIRZ Se Ol RIS A 2.,
(9) Oasis HLB 6¢c (200 mg) 2 W\ =854 K 5 mL % 2 [RIEfT3 5,

(4.3) 9)=2T7vF )7 V= ToT () IE ROEEBVITI,
Q) B/ —N P hT LETFHOTER=RK 5 mL & OHEE (14120) %9 5 mL TUEET 5,
b) (42)d) DA 40 °C LLFOAM 1T 5 mL L FE CRIERT 2.
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¢) M (1+11)3 mL 2Nz, B—Ry P IT NI, EEDFETAHID Ll E T HE TS T2,

d) 7297 T A=z MlE (1+120) 89 5 mL T 2 FIEH L, YelRENER 73— R o2 AT A Tt EE 5,

e) WIZ, R (1+120) — 7 ER=RIL [9+1)#) 5 mL L OVKHK 5 mL ZNER A —R) w2 BT 2N Tt S
5,

f) 10 mL 22U 0 MRS DILEE 10D —R )y P hT LD FIZES, 7T E=T AR (0.0028 % (& &5y
) =7 ER=N(9+1)4 mL #—R o BT AMINMZ TI/RETYREE S5,

E(10) K5 2 mL LT OE 2 FH#EOTEAR DL O

(4.4) H)=2PwF(3) 2V—2Tv7 (3) i, RDEBVIT,

a) (4.3)F) OEHIRIZKEE (LT R 2 (40 g/L) 0.1 mL &A1 % , 3BRE I —CTIRVIEES,

b) YZupAr 2mL &2z, HEBEIT—T 30 HEHREVIEE S,

o) ELIIK 740X g TR 3 Sy DA BEL 1V FIE A SR — L E Sy N2 I Y U TRRS
d) b)~c) DEAEA I 1 EIFET,

e) il (1+2)0.15 mL # /N %, sREIF Y —CTIRVIEE D,

f) vrmrAZe 2 mL ZNZ ., RBRE I —T 30 PREIRVIEES 1Y,

9) LS 740X g TR 5 Sy E O EEL Y FREESAY — Ay NI 3 YU C 50 mL 72T

T TR ANIND,

h) f)~g) OEIEEZFIZ 2 [Fiuk 3, 72720, FBIZRICART 7 7232z 5,

i) 7Ebh5smLEMZD,

j) 40 °C LAT oK ECIZEAERE T 2F CRIERMEL . R T AL K-> THESE D,

k) X (1+1000) Z 1 mL Z00%., 1.5 mL 3k OB 19 1B L ANS,

) 3%:027] 8000 X g~10 000 X g T 5 srfim O BEL 19| Bz albhiamine 3207,

) [FHREEE 16.5 cm K ONEIHREL 2000 rpm Tl /) 740X g RREEERD, 7235 3% 10 mL 72l

1 P e B DL D1 O ) DFF R R 2 8 9528,

(12) 7SRV — Ry N T 585613, ¢) ~d) O— @/ EE[F L/ Ay — LB~y MMl 575,

(13) VrmuRrZ o LMD, P r @i E o TOIRB TORVIEEHAETIZI/ne IR0
D RME T LT, MIEEICRET D,

(14) AV — L ERy N AT 2541%, g) ~h) O—BE(EEZ R SAY — LBy M5, 72
B TE2) THERA LI SAY — By NI A L2,

(15) RU7ae’ LM% e LI CHIE ICEEBLRVDL O,

(16) [AI#ZY-2E 7.2 em~8.9 cm K ONAIHEEEL 10 000 rpm TizL> /7 8100 X g~10 000 X g FREEL72 D,

(17) HEHRET O/aeZVRRENRERO ERZBEX2BTNOHL551%, BEHRIRO—E &%
EWE (1+1000) THART 2,

BE8. (4.4)K ~1) DEAEITAZ T, BIAKYE PTFE DA T L7402 — (FLAE 0.5 um LA T) TAIE, £
7213, w07 4 v Z—2 = (Ultrafree-MC PVDF membrane (0.22 um) %) 2 W\ CiE O AR L, Ailia
ABHAIR L TH &,

@5 9. E&E NIREMERT DT-OICHIZRMEDSLERIG L, j) OBIEORMEMZ T B TINZ THE)
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L. A CEZREMEE B LA, EEE2 Lo TS, &2 (1+1000) 2 0.2 mL 0%, =07 ¢
VA —=v} (Ultrafree-MC PVDF membrane (0.22 pm) %5) & WGz DA L CAIRZRERR IR E T 5,
ZOE D) ORI TR,

(4.5) BRI WEIL JSKO0136 X TRDOEFRVITH, BARAIZRRERRIEIL, WIE I T 2@ sk m~k
77 GBI R OEE TR LD,
a) BmEBRAIVOTN STEEAMHOAREN mikikra~ s 7 B &5 it ORE Stk o —H5
UL FIORT, &S BICLTRET D,
1) EEREIOTINTFT:
O BFL: FAVETIUNEEACFREG LI VATV HT 5 (RN 2 mm~3 mm, £ 50 mm~150 mm,
Kif% 1.6 um~2.2 um)
® ¥iE: 0.2 mL/min~0.5 mL/min
® AEE: A T (1+41000) B: A¥/—)L
@ 7Zv=rh: 0min (5%B)—5min (60 %B)—6 min (95 %B)—7 min (5%B)
® HTLEERE: 40 °C
©® VEAR: 5uL
2) HESHE:
O AFMkIE: LI R T L —AF AL (ESD) I
@ T—F: K747
@ T=H—AFr: TVH—V—AF> m/z192
Ta I ERH miz 146, FERH m/z 110

b) REBIRDIERK

1) BRMEMRA7aETYNERER 5 L ZEEiRIEI e~ 77807 NEEGHTFHIEAL, 7R 7R
DEREHAAT Y (mlz) L OMERAAA (m/z) DUa~h7 I 55508kl ENENOY —JiHfEZ RO D,

2) 7ubtZVROEBHAL Y (mlz) LGB RAAA Y (m/z) DY — 7 kg UTEmS e E R 95,

3) K EAR R GIEER O & RIKRE L E R A AT (mlz) DY — 7 O MR ERR A VERR T 5.,

o HEDARE
1) BEHARZ 5 L % b) 2) ~3) LRERICEAET 218,
2) MERNSIrETUNEZRD | SHrElEth o/ee T NREAR 5,

SE(18) MEMEEOL —/ R UL S FAT KL T30 %RREDFIHN ChH LA MR T D, /285, E—V
MR TR S TR I K> TR L ZED DD,

& 10. FSAHENE (1 FEE) . 2 V22T R OFINEILERER D#5 F1%. 50 png/kg. 10 pgkg KO 2
ng/kg DESHL LTI AL R 78.9 %, 78.3 %K N 71.5 % Th-7=, Fi=, IKSAHEIE (1 FiEH) | %
S AUHERE (1 T & OB TR TR (1 FliE) & F\V 722 e U RO FRINENLGRER O 513, 200 ng/kg.
2 ng/kg K O* 80 nglkg DIRMNL~/LTHEEMEIRD 88.6 %, 81.2 %X T 94.2 % Tdh -7z,

F7o, RBRIED 2 Y PEMERR D723 D 3L [FIFRER O s o OFRATRE AR 1 IR T,
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BB ZORBIEO /B TYRDE & T RIE 2 ng/kg BRELHEES I,

K1 7o 7U RRBRIE D2 4 PR 728D O He Rl FABR BRAE O BTl R

e gy TEIED s RSD " Sg”) RSDg”
WERR O RREEC ) ok 8) (uokg) (%)
5 AHERL 10(0) 128 10 7.9 15 11.4
2R 5 AHEAE2 10(0) 2.28 0.35 15.3 0.40 17.6
R 5 A HE R 9(1) 22.5 2.3 10.3 3.4 15.3
5.5 AVHERE 9(1) 1.20 0.06 5.0 0.14 12.0
15 IR T AR} 9(1) 48.1 1.2 2.5 5.6 11.6
1) AhEBREE G U Z S LR 4) PFFTHE e e 2
2) K TEHME (n =4 2k BR = Hox 0 I L 3(2)) 5) =M =
3) PHTIE (R = 6) == [H B YE (R 2=

&3k
1) [ESZATTERRFEIE N R - B Sl PE S BN ST JEMAS R BR R B S o 2 — . RS AMEIE T 7 mE
FURDERBESHTE (B E1E)
< http://www.naro.affrc.go.jp/publicity report/pub2016 or later/pamphlet/tech-pamph/078229.html>
2) PHEETET, NEREE, FILES, ARG ik~ T2 207 NEESHT (LC-MS/MS) IE124%
HERRAE R D7 a e ZYRORGE  — BRI OB HEPHIER —, JEBHFSEEE, 11, 63~74 (2018)
3) PG, NEEE, ooy, SOFR BT, RE#HS, TRELC, ARG ka7
T L BT (LC-MS/MS) JEIC LD HERE S o /e e ZURORIE  — i akBRiE o 3L R BR G —, I
BHIFFEHAS, 11, 75~85 (2018)
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(5) 2AESYROREEIA——F HIEFO/aIVRORBIEO 70— — NIRRT,

| ObratE5g | 1 mgoiiET 100 mLAL M LB ICIEA0 ED
— KA T R BRI (40 glL) — A% /—/1 [1+499) 50 mL
| IEDIRE | A R IR (553007114 . HEIHA40 mm) . 3043
|
| LSy | 1700x g 54y
I
| Emsigkamy | (100 mLEA752210%135]
(1B 2910)
GA7)
— KR T R D BRI (40 glL) — A% /— 1 [1499] 40 mL
| ) | 3043f
I
| sy e | 1700 g. 55311
e W5 A A
BIESil (100 ML# A4 BT 5 20|11 5]

— Fia K OVLB A e KERIL T R AR (40 g/L) — A%/ — /L [1+99)
— KERLT RN D LEEHR (40 g/L) — A% /— v [(1+99) (FE#R & C)

| e |
Bl HEAE K OB IR SEELIEE R O /ne T U RiRBRIE 7 o— —b (R #ERE)
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| ;caaTwmﬁ |

| »EGomD) |
I

) —2 77 (1)

Ry~ —H—K o HT (1)
(P A% 7—)v KI5 mL, /K #I5 mLODJAIZHEE)

[100 mL72 77 A |ZINEE ]

— JKERILT R LG (0.4 g/L) - A% 7 — /L [1+1) 95 mL x2[H]
(R BHTINEE ]

— AX )—)L#)5 mL

| Vo A | 40°c. smLEEET
—HERE (1+411) 3 mL

aRV<w——RN BT A(2)
(FOT7ER=RL 5 mL, 2 (1+120) £I5 mLONEIZHES)

) —2 T w7 (2)

iR (1+120) #J5 mL CRER2[EIVEHE

% (1+120) — 72 =KL [9+1]) KI5 mLCYES

—7K #I5 mLTHES

— TUE=T AR (0.0028 % (EH&555)) —7BF=F/L[9+1]) 4 mL
[10 mLiz OB 1A H ]

| VR H IR |
X2 HEAE K OYGTRREEIEE /o 7 RRBRET —2 —h
D)= 77 (1) OV —2 77 (2) B E)
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| Vi |
| ﬁ%ﬁ 3) |

— JKEEAL TR & LT (40 /L) 0.1 mL
| IRDIRAE R

— vrnnAZ2ml

| IRV | BT s 3R
[
| LAY | 740% g (2000 rpm, 165 mm) . 343
[
| TEkE | ARV SR AR Y
1] K3
— Fif# (1+2) 0.15 mL
| RO B
— U/mnAg2mL
| RV | BT 230 ]
[
| LAY | 740% g (2000 rpm. 165 mm) . 353
[
SN — L E Sy N T A ra )oY
~ 1
THRERY (50 mL72J 7 7 AalZzlt 5]
2]m R 4
—7 k5 mL
| UL A | 40°C
|
| e =S
— X (1+1000) 1 mL
| a5y B | L TL I | 8000xg~10 000xg, 543 ]
[
| |- 78 7 5 |
[
| i | SRR 5T ST WA R

X3 HEAE K VG RBENEE T O7ue YRR EY n——F
(V=707 (3) R ORI E #1E)
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BF (BEmM7 e T REEER) OB USRI 7~ b7 T A2 RIS,

Intensity / arb.units

Retention Time / min

HEK 7arZURO SRM 7a~ T2
e ZYREEAERR (/a7 REL T 100 pg Y &)

LC-MS/MS Dl & 414
#72: ACQUITY UPLC HSS CI18(NE 2.1 mm, X 100 mm, $7£% 1.8 pm)
JiiE: 0.4 mL/min
FreTU—EE: 1.0kV
AZPRIREE: 120 °C
FIN_—Ta /1 D 400 °C
a— M 20V
aYVarz X —: E&MH 20eV, #EFEH 30eV
Z DD LA (4.4) @) LC-MS/MS OFESAEOFIRD EFY
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8.2.c BERKAEIOATNIF72 T LEEMMTE(WMEIRESYRFHTIE(2))
(1) #M=

HEAE K ONGIER IR H 5, ZORBRIED 5 FEIL Type B THY, ZDFL7513 8.2.¢-2021 XX CLP.c-
2E7%,

HEE e OBV EIEEL F D/ e U RE T VAV T TAY /— LAl L, BRPEE T L UM CEE HIZR B3
EbbHZEEFRALT, 2 FEOI)— Ty 7 H— Ny AW COERE, mliRikra~hr o740 7 58
B HTEF(LC-MS/MS) # FHWTRIEL , #TslEHh o/ ZURERD 5, 7eds, ZORBRIEOVERITIES 9
WRT,

#E 1. 7oIVRoREERIIN 1 0LV THS,

.,.--";:;:; ...-Cl
»
C |..e-’l“~ N-:.‘.:wa__ml |
o

1 7ae 7R ORE R

(2) HEF EXOKIL, KIZLD,

a) JK: JIS K 0557 ITHIET D A3 DK, 72720, msliRik v~ 57 807 NEEGHTEHTEANT O
BRI O\ TR A4 DK EF 5,

b) ZHEFr=FJJL: JIS K 8039 |ZHE T 55k 23 - PCB #BR A (JRAfE 300 LA E) TR SE ORI,

C) AR/—)L: FEEEEEIE-PCB RBRH (BHE 300 LU L) ULRSOME ORI, 72720, @ik~
TIH T NG BINTRFOVEEERIZIE LC-MS i XIXIFS D SWEOL D& 95,

d) JKEEIEFFUDL: JIS K 8576 (ZHLE T DR LRI %D S DR SR,

e) IEER: JIS K 8180 |ZHE T 2Hmtk XILF D S E DRI,

f) FUEZTFK: JISK 8085 IZHLET D 28 % (E &7 =) DRI X FED HEDOH D,

g) FTEE: JIS K 8264 |ZHUETHRHEUIFED MEORIE, 72720, miiRiE s a~ Ny T7 207 NE &
SIHTEFOERERICIL LC-MS HXUEFRIED S E 0L DL T 5,

h) PUEZT&%(0.0028 % (HEHR))V: 7oE=7/K 0.1 mL Z/K 1000 mL (2%,

i) 2OESYREEER (100 pg/mL) V: 70" IR [CeHaC1NO,] P49 0.01 g Z O k) ®IMICEY , Z0E &4
0.1 mg OHTETHIET S, L EDOTER=FI/LTHEDL, 100 mL £&7TAUIKE LA, FERE CRE
ANz 5,

i) YRESYFE#ERK (100 ng/mL) V' ZaETUREEHERR (100 pg/mL) O—E &4 X (1+1000) TAHARL
a7 REEHERR (100 ng/mL) 2 FH 355,

k) REHRAIOESYFZER(S ng/mL~50 ng/mL) V: FHRHZZ 2TV REEHERR (100 ng/mL) D 2.5
mL~25 mL % 50 mL 4= &7 7 A ZEEHEIIZED | R ECEEE (1+1000) Z N2 5,

) REBLAIOESYFZEERK (0.5 ng/mL~5 ng/mL) (V' i HARHCHRERHAZ 2T RE AR (10
ng/mL) ® 2.5 mL~25 mL % 50 mL £ &7 7 A ZB PRI LD B ETEER (1+1000) 20125,
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F Q) FARAITHY, MEINU - EE RIS,
(2) AEUEERI N IRESILTUND,

% 2. ot IUNORMERSNIE L7 OV LRDGHESE, BRI OB TR LD IES T,

(3) BARUEE HHAKOEREIL ROEEBVET D,

a) BEEEIOTNISTEESHE: JIS K 0136 [ICHETomdigikru~ s o7 405 NE B3 at
TIROEMZGT-THD,

1) BE&RGHEIOTNIFT:
O AT BT LIRS 30 °C~45 °C THEITE5H 0,
@ 7L N2 mm~3 mm, £ 50 mm~150 mm, FifE 1.6 pum~2.2 um D ATV AFHD 77 LE
(A OB T I NIEEACFRES LIS VAT VAT TALIZLD, B'ESHTRHIREOL O,
2) HEESHEH
O A3 AL =L IhaAT L — A4 AL (ES]) 15
@ AT SR OSRR HE

b) BEAEIRVEETE: “I7AafT7¥ 7 F—%2HAVT250 mL 287 T A2 %454y 300 1E1E (JRHE 40 mm)
TEREAERVREESELNGHO,

c) I=Hh—ILF

d) mDOBER: 700 X g~2000 X g Tzl oyBfElfeZeb D,

e) BEEDSEEME: 8000Xg~10000Xg T LryHE A HE/RH D,

f) MEHEER: 40 °C+2 °C |[THHHIiTXHT/ RL — & —

g) ARYT—h—R)yThSL: D=L _UBUNE= AR R E AR 500 mg 273§ 12 mL (2
FTCALIELDIN ERE =V R) v —E [ AFL U P = LR B A AR~ —500 mg Z1E 5§15 20
mL (ZFETALTZHD

h) SNA=FA—rIVAFIA—NIYCHT L DN a=T e @ -2 U h4 L 500 mg S 6 mL
IR TALIELD

{#% 3. H7.40% ACQUITY UPLC HSS C18, ACQUITY UPLC HSS C18, ACQUITY UPLC HSS T3,
InertSustain AQ-C18. Shim-pack Scepter C18-120, C18U 2B, ZORBAX Eclipse Plus C18 D4 # Tl
SNTND,

{§® 4. 2FRV~—H—K) v BT AL Oasis HLB 12 cc (500 mg) . InertSep HLB FF 500 mg/20 mL D4,
ekt T,

#E 5. Vna=r7a—rUhF N —R v 740 HybrideSPE®-Phospholipid (500 mg) 5 D4 #Cifi
RS TS,

(4) BERERE

(4.1 #H X KOEBVIT,

a) MEtEl 2 g &2 1 mg OHTETIIAVED, 50 mL AU A= OB Ol Ans,

b) KER{LT RUD LERIF (40 g/L) — AKX ) —/L [1499)25 mL & NZ ., 845 300 FE18 (JEIE 40 mm) THJ 30 4y
MIRVIEE D,
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c) =K 1700 X g TR 5 o3 fm Dy BEL W . BV A E 200 mL 7237 7 A0,

d) KE(LT R LG (40 g/L) — A% ) —/1 (1499 10 mL 2N %, EVIRE S,

e) =01 1700 X g THI 5 3Rl Dy BEL @) | B AEE o) O EEARIZINZ 5,

f) d)~e) DEMEZEIZ 2 [MIFEMEL ., 72T 7 T ATDEEG G ST 5 LT IR AR ) — IV THEO A L, fhH
e %,

X)) HHEEICVA R SRITIAT AR IR e L TRV IR K O5E 040 Bl COMMEAE1T
Z5b0D,
(4) [AlH4E 16.5 em S ONRI#EEEL 3000 rpm Cizla /) 1700 X g FREEL72%,
(5) THhVT—rarTBT,

&% 6. HPAZ 500 pm D52\ Va8 § 2 ETHML TONT BTS2,

% 7. (4.2) OBAIEICBN TR =D — Ny BT LNGEELERZBI T D720, ¢) KDY e) Di L5y
HEEEORTC, 2al O OIS 2 BRI TREIZAT W B 2% &L, B IRZ B3 U2 S
ECREE % TELIZIT ANLNIINTT D,

(4.2) YUY=oF7yF1)© 7)—rTo7 (D)IE, ROEBVITH,
a) ARV —H—R Ny AT7 L% THT = N/IK 5 mL & OHERE (1+120) % 5 mL THHFT 5,
b) fhHEZ 40 °C LLF DK EC 3 mL LT ECRILEENET 2,
c) M (1+11)3 mL ZA0% ., 10 mL 32 Ok iE 2 (LR, 10 mL 3 D70 ITBLAND ®),
d) D7 740 X g THY 5 rfiE Oy BET D9,
e) LEBRMEAET— NPT AR C L, KD T TAAID LI E T 2 EThRbSE S,
f) 7T I A& (14120) 9 5 mL THEL ., PEIRA 55D 10 mL = OIEBE I L ANLSL® 10,
9) =S 740X g THI 5 Sy MmO BT 5@,
h) B A & OSWEIR A B — R 15 NN TR S5,
i) ) ~h) OEEEZTIZ 1 EIFERT S,
J) I, MR (1+120) — 72 h=RL (9+1149 10 mL K& OVKHI 5 mL ZNER A —R) > HT7 DINZ TR S
5,
k) 10 mL A& AN — Ny P AT L0 FIZEE, 7F =7 ik (0.0028 % (&5 3F)) —7 b=k
NV 9+1)8 mL &I —R U AT AIMZTr/aETIRERHSE S,
) =Mz (1+1000)2 mL ¥ HRIZINZ  IRA T 5.

FE6) (4.2) LONA3) T EISU TRIEREEZ WD) XATET 5,
(7) AL AELEEEZHOTHEN,
(8) AL/ SRV — B~y T, —EHOBETRICL O TS,
(9) [Fl#RY-4E 16.5 cm M ONEI#EEEL 2000 rpm CTizlr /] 740 X g FREL72 5, 725, T2 10 mL 3&.0»
LS D1t D ) DFF R G A 228,
(10) =RV ~—H—N P HT LG BN ZRET DT LBl CACTZ B 2 TEHTET B
S22V T D,
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(4.3) D)=27vF2)Y 2V— T v (L, ROEBVIT,

a) YNa=ra—h U NI— Ny AT L% THT =N SmL K ONEEE (1+1000) £ 5 mL T
#35,

b) (4.2)0) DA — NP BT MZAM O L, KT T TAHID EIET 2 ETRBISE S,

c) HERHBAEZT7ER=N/L 5 mL THEFL, YR ZFRICA T ACAR LI CTAAID BT 5EThi
65,

d) 50 mL 723 77 AaWaE—R Ny BT L0 FIZEE, EfE— 7 h=R/1[2+98) 1210 mL %7 —KY
Y UHT NINZ TIEHEED,

e) MR E 40 °C LU FOKIR ECIZEAEHE T FE CRUERMEL | R A% %> TizEI 5,

f) EWe(1+1000)4 mL Z A%, 1.5 mL HARTE L ILEYE 12 1.5 mL LS 19

g) 0277 8000 X g~10 000X g THJ 5 /yfilizm Doy BEL 19| E¥BAdRA R ERARETH 1Y,

FE A1) 2RO EREE BT 285513, 10 mL BB E 2 AV Th IV, ZOHAIE, IwHiEE ) D

BAEORNEE HiRA 50 mL 223 B 7 7 AT AL, FeDiBREZ T Zh=F/L 2.5 mL T 2 [EIFEH
L. Pz S DR RN 2 5,

(12) HHRERT22E, 1 BROEBLI-bOZ 2L E RS BB L T,

(13) AV7 el S ks DI CHIEICE AL 0,

(14) [AI#EREE 7.2 cm~8.9 cm J ONE[#EEL 10 000 rpm Gz /L /] 8100 X g~10 000 X g FLEL72D,

(15) REHRRP O/ ZURRENRERDO LIRZB2 2B ENOHL5E51E, ENERO—E &
Wz (1+1000) THART 2,

@& 8. (4.3)f) ~g) DEAEIAR AT, BIAME PTFE ®O ATV 7 & — (FLEZ 0.5 um LLF) TAIEL
AR EFRBHAEREL TH IV,

(4.4) RE WEIE JISK0136 XKD LB VTS, BARMZRANERMEIL, WIEITEHE T2 mdni ks
n~ TG R HTRI OB IEIZLD,
a) BEBGRIOINSTRENMHOBEREY FHIREI 2~ 77 B RN ORIE SO 5]
UL FIORT, INESBICLTRET S,
1) EERGEIATNFT:
O Hoh: FIETINFEA RS LIV AF AV HT A (N 2 mm~3 mm, £ 50 mm~150 mm.
KifE 1.6 pum~3.0 um)
® ¥WE: 0.2 mL/min~0.5 mL/min
@ WHEEHE: A EER(1+1000) B: A¥/—/L
@ /7y b 0min (5%B)—5min (60 %B)—6 min (95 %B)—7 min (5 %B)
® W7 LIEREME: 40 °C
® FEALE: SpL
2) HESHE:
O AFAbIE: =L Zhax 7L —AF Ak (ESD) 15
@ EF—F: ROT47
@ E=H—AFy: TVI—P—AF" m/z192
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TaR A EEA miz 146, WA m/z 110

b) BREROIERK

1) FHRERMAZoCIUNERER 5 uL Z@mdiEira~ s 574057 NEESHEHIIEAL, 7aE IR
DEBRATY (m/z) e OFRERBAAY (mlz) DZa< TS 538l FNENOY —JmEs kD5
16)

2) 7ubtZVROEBAALY (mlz) EMEBRAAA Y (m/z) DY — 7 g SIS E R 95,

3) FREFA7 T RERER DK 7o YRR ELE & A4 (m/z) DY — 7 O ERrE ERK
Do

o HEHOAE

1) AEHAHE 5 uL % b) 1) ~2) LEERICHEET 507,

2) FREMDOORIE X SE EA KD | TR ORE X R E R E A R TS,

FE16) HEEOKEIZL->TL, EEMAA L ZMERTAT L B NAF v ERMAT L LLTHZEL
Tz,

E 17 RBHRIEDE B AT (mlz) LR AT (mlz) DY — 7 HEREH TS SHS AR O — 2
TR B ST R S AT R L T30 % e FEEO#IPAN THAHZ LS T 5, 728, B — 7 Hfg @S
TR EIC L TRADZ DR H S,

% 9. FEEFHMO0, FSAHENE (5 ) BSAHEIR (2 ) IKSAHEIE (4 7)) 555 AHEE (4 45)
Fe ONGIRFE BB (5 50 Z W TIE 7 v e TV R 5 4riE (2) ORIEM (v 1.5 pg/kg~88.5 ng/kg) KT
7 a e ZU R (1) ORIEE () Z B L7z #E5L [ERRUT y=-0.4341.005x THY, Z DR
() 1 0.996 TH-o7z,

K BE SRR OO 7= | HEAE Je OB Y T BE AR B2 U2 B 228 2 TO A HTE B2\ T — ol & 45 B
IR CTHRATL . IR EE R O TR EZ R M Lo R a2 R 1ITRT,

F7o RERE D 2 Y VEMERR O 7260 O L [FIFRER D B e OFRAT RS A2 2 1R T,

2B ZORBRIEO /e ZUROE & FRIT 2 pg/ke FRELHEES I,

#1  atZURO A 2282 T BR A DR F

O THE Hh A
—_ R EE? s RSD,” sim”  RSDim”

T (Mg/kg)  (Hg/ka) (%) (Mg/kg) (%)
A4 5 AHERE 5 87.2 3.6 4.1 3.6 4.1
R S AHERE 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 UR SRR} 5 6.27 0.36 5.8 0.46 7.3
1) 2807 EFEMLT- B 4) DM TR ISR 2
2) EHfE (RE(T) X PH74(2)) 5) IR E
3) PHMTIEUE R 2= 6) I FETFH o AR A =
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#*2  7ve ) RRBRIE D %2 8 PEHEE 728D O e [R] FAUBR BRAE DR il R

i —_y Hep Y s/ RSD,” sg) RSDR"
J71EY =% (ng/kg)  (nglkg) (%) (ng/kg) (%)
m/z 146  H5AHENE 11(1) 5.30 0.73 13.8 1.50 28.4
g JR 5 AU HERE 12(0) 50.3 2.8 5.6 9.1 18.0
5 AHEREL 12(0) 115 14 12.6 22 19.1
45 AHENE2 11(1) 6.67 0.44 6.5 1.48 22.1
5 5 AUHENR 12(0) 22.6 3.2 14.1 3.4 15.0
1GUEFEBE L L 12(0) 15.3 1.0 6.4 4.2 27.5
m/z 146  H5AHENE 11(1) 5.30 0.70 13.1 1.62 30.6
S R 5= AUHE AR 12(0) 50.6 2.6 5.1 9.9 19.6
5 AHERmL 12(0) 115 15 12.8 23 20.2
5 AHENE2 11(1) 6.53 0.49 7.5 1.45 22.2
5 5 AUHENR 10(2) 21.7 3.3 15.3 3.3 15.3
1GUEFEBEEE 11(1) 14.4 0.9 6.1 3.0 20.5
m/z 110  HSAHEE 11(1) 5.25 0.61 11.5 1.48 28.1
g JR 5= AUHE AR 12(0) 50.4 2.5 4.9 9.3 18.5
5 AHEREL 12(0) 115 14 12.2 22 19.4
45 AHERE2 11(1) 6.49 0.41 6.3 1.57 24.2
5 5 AHERE 10(2) 21.5 3.1 14.3 3.1 14.3
1GUEFE BN E 11(1) 14.4 0.8 5.6 2.8 19.2
m/z 110  HSAHEE 11(1) 5.19 0.63 12.2 1.26 24.3
S R 53 AUHE AR 12(0) 51.2 2.5 4.9 9.9 19.3
45 AHEREL 12(0) 116 15 12.6 22 19.4
45 AHERE2 11(1) 6.36 0.53 8.4 1.20 18.8
R 5 AHERR 10(2) 21.7 3.2 14.9 3.2 14.9
1GUEFE BN EL 11(1) 14.5 0.8 5.8 3.0 20.4
1) BB HIEL-TaX I3, 4) BHTHE R =
TE: 7me R EER LI — OB EILES 5) DHTHE T HE R 7=
2) AR Gt Ea s Lol E50) 6) == [H B e R 22
3) K FLAIfE (n=F 2 akER 3= Lol (2)) 7) SR AR LA G AR M 7
S

1) HREL, NEEGE, ARG RIKIa~ N7 20T NE AT (LC-MS/MS) VEIZ KD HEAR S i o>
7utZURORETFEOS R, IEEHMFEHR S, 12, 69~83 (2019)

2) INEEEED, AIMIE: WikIa~v T TT LT BRVE B TR T HEIRSE R O/ a e TR ORE
— B EOL R —, IEBHMIFFEHRE, 14, 99~108 (2021)

3) MEEEED, AFMBIE: Wikra~ 57207 WGBSR AW THEE S th o7 a e SR04
— =5 R LA RIS LD 2 Y MR RR —, IEEHFZE RS, 14, 109~122 (2021)

(5) 2AESYFOREEZTIO——b HEIE KR OYEIREREIEEI R O 70U R ORERIED 70— — ik
IR T
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| SHEE 29 | 1 mgooHFET 50 mLAL M LIRS (A) 1T es
— KER{bTF N7 BRI (40 g/L) — A% /—/ 1 (1+99] 25 mL

| IRVIRE | R IR (5453007E 7 | $EIE40 mm) . 3045
[

| Ly | 1700x g, 5%

[
[ LA (LB | 200 Mg 7522 (B) ICBLANS

(3B A2%)

(FERE) < FrEREIL2E R 5 >
— KER{bF N7 AR (40 g/L) — A% )—)1 [1+99] 10 mL

| IEDIRE | FCiRVRE
|

| LA | AU pE LB (A, 1700 g, 553

:3217) (-752)
| | (LRI & EbED
| S |

B12-1  HERR K ONBIRAER R O /me 7Y RiERiE 7 m— —b (FhH 1)
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i
[

T I

| 40°C.7eFB7T== (B).3mMLEATF

< Hif%(1+11) 3mL

| BLAN | 10 mLAL LIS (O ITBLANS
[
| EL ) B | 740x g. 5531
(LB 72i)
(FEE8) < Mep T 2R S >
— i (1+120) #95 mL T d B 77 A2 (B) # 9%
—> BLAN | AU ELTEE (C)
[
| sy e | AU mE LR (C), 1700x g, 5437
(788 %) (LB 7)

(R 2R Z N B AT

7)— 77 (1)

ARy <—H—RN) o T A
(FHTER=NIV KI5 mL, HFE (1+120) #I5 mLOJEIZHEE)

— ¥4 (1+120) — 7&b=RJ/L [9+1] #910 mLTHE

— K FI5 mLCHEE

— TUE=TER(0.0028 % (H &) —7Eh=R/L[9+1]) 8 mL
[10 mLALA2 KBRS (D) I ]

s H K

— &M% (1+1000) 2 mL

BE
I

IV —2 Ty (2)

Una=Ta—c RV T A
(FHTER=NIL KI5 mL, ZE(1+1000) #J5 mLOJEIZHEE)

— TER=RIL 95 LT R (D) % Ve
— X
[50 mLAs 3677 A= (E) (]

TEr=F/L(2+98) 10 mL

| 40°C

T A
[

W [

lra=d
| ==

X' (1+1000) 4 mL

| 1.5 mLdteiE L bR (F) . 8000%g ~10 000xg, 557t

EECEA

| ik~ 57 5 F NE RN

[42-2 HENE K OB IR P o/ me T RBRiE 7 n—2 —h
V=T o7 (DBLE, 70— 797 (2) B K O E#RAE)
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BE MEHRHI/ T NEER ORI 70~ 8T A5l &2 RIS,

Intensity

Retention time

£HEX 7arZYRO SRM 7a~< 7T 5

7 ZYREEHERR (7 ZUREL T 50 pg 1H 2 &)

LC-MS/MS D E 51t

fEk R ER YL (2023)

7172 ACQUITY UPLC HSS C18(N£E 2.1 mm, EX 100 mm, F7E 1.8 um)
P 0.4 mL/min

Ty TU—dEE: 1.0kV

A PRI -

120 °C

FINR— a3 R 400 °C

a—EE: 20V

gL FX—: TEH 20eV. R 30eV
F DD EAEIE (4.4) 2) LC-MS/MS DRNESAEDOFIRD LY
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83 RBEXE(ZHS)

83.1 RBBEZHS I (ZD 1)

8.3.1.a BEREIOTNI ST T LEES L

(1) SIRRIEEH T\ AF L TARRAIF U Bla, AUV ATF 122, 23-Ve ka7~ L2752 Bla (Bl
HAXNAYF L Bla), Y IATF v =V IAYF > Bla, u7 /v a7 /)y BEXo= )L T R
R/ L7 U R EUR Y ELVRIC TR O LR TT

(2) W=

ZOFRBRIEN TR D FRE [ 35 FHAE A IR B OMRIRE B IEEHTIE 972, ZOBRIED 534613 Type B Th
D, TOF 1T 8.3.1.a-2017 it AG-C-1.a-1 £45,

AEEFR DK 3L T B R =RV R ORI T - L, ZFEO 7 — 2Ty 7 — Ry % TR
%, mRIR o~ T 78T NE TR (LC-MS/MS) Z W THIEL . ATakkb o 58t 84t &9
wRDD, 7285, ZORBIEOVEREILEE 3 1R T,

(3) HEF HEXOKIL, KIZLD,

a)  ZK: JISKO0557 [ZHET D A3 DK,

b) ZHEr=FJIL: JISK 8039 (ZHUE T D7 EHE - PCB a5k T (i 300 LL_E) SUTRIED S E OFREE,

c) AR/—IL: JIS K 8891 |ZHLE T DHE IR T D i E DR,

d)  AR/—=Ib: EHERI e~ 57820 T NEESHTE OB A A% ) —1iE LC/MS I X
RO E DRI,

e) BEERTFIU: JIS K 8361 IZHUE T DR LA ED B DI,

) RLI: JIS K 8680 (ZHLE T DR IL IR S O dh Bl DR,

9 FEBTUE=VL: FRk B 95 % (B &%) L E) TR SE ORI,

h) FB7UE=DLBHROImo/L)V: X7 E=UL6306¢g %7K 1000 mL (2125,

i) FBTZUEZDLBRKO.Dmmol/L) V: XEETE=UAERHE (0.1 mol/L) 1 mL 7K 1000 mL {ZA1Z
e

i) FEE: JIS K 8264 [THLE T DR LRI D MM E DRI,

k) EEBEO.1vv%)V: EWE 1 mL %K 1000 mL 121X 5,

) FB7E=FIILERE0.1vv%) V: ZfEE 1 mL 27 Eh=k/L 1000 mL (2125,

m) HERFEEERE (100 pg/mL) V: T NAZF L [CagH72014] @, AUV AT T2 [CagH74014] @, =TV AT
F 2 [CsoH7sNO14] @, 17 /2 [CosH206] @, B2 = /L7 b2 R [CioH300s] @ L OB L R [EL R
[:C1H2503 L 'L R UILCooH2s05] @49 0.01 g ZOEH EMLICED, ZOE EZ 0.1 mg OHTETHIES
%o WEDAY )— )V TEEDL, 100 mL 287 TAUNIE LA, ERE CTRIREA 2% (72721, ELVRY
AL TIEE LR T- IS EEL T 100 pg/mL 28495, ),

n) ESRER (10 pg/mL) : £ EIREAER 10 mL % 100 mL &8 77 A LA, B ETAY /—L
ZINZ5,

0) ES#E#7% (1000 ng/mL) : EAHEHER (10 pg/mL) 10 mL % 100 mL £&7 7 AL AL, FEiEE
TAY ) —NEINZD,

p) BREHRAESEER (50 ng/mL~500 ng/mL) : {FHFHTIRGIEAENRK (1000 ng/mL) ¢ 2.5 mL~25 mL
50 mL RETIAZEREICED | BERRETAY ) —VENZ D,
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q) BREKAESIEER(S ng/mL~50 ng/mL) : fHRFITEASEAER (100 ng/mL) @ 2.5 mL~25 mL %
50 mL 287 7 A EMERIZED | BERRE TAY ) — VBN 25,

FEQ) RRPITHY, BHEISCT- Ba iR D,
(2) FHERAFEN RS TV,

5 1. FREEORERIKITE L7 AV AFDEMESE, BRI LS R OMHMIEE T3 LV HRES L TD,

(4) [RERUVEE HBELOEEIT KOEBVETD,
a) BEEHIOTNTSTERSHE: JIS K 0136 [T ETDEmEIRIK 0~ 57 805 WE B4R
TIROBEA A= T H D,
1) BE&RGHEIOTNIFT:
O BTl BT IFERFE% 30 °C~45 °C CHEITEHL O,
@ H7L5: PNE2mm~3 mm, £ 50 mm~150 mm, KifE 1.6 um~3.0 pum O AT UL AHDH T I
BNH BTN IEEACFERE B LIS U A N2 T T A LD D, BB EHIRR DL D@,
2) HEHHE:
O AA A L 7raA 7L — A4 AL (ESD i
@ AT SR OSHR HE
b) BERRBER: HEEEEHREANLIENTED,
c) BHERR: 40°C ETHMi T AR —H—
d) BABFVESILHh—FIYDHSL: ZAETVEI LEFRTALIELO (RFFA S S mL) @
e) 5774 h— R —NH. B’BH—NIVPHhSL: 7T777A4—HR 500mg K N7/ 7 v LU
b VA% v 500 mg % 6 mL {ESH ISR L=H 0

7£(3) ACQUITY UPLC HSS CI8 ZDAFFCHiliEi T,
(4) Chem Elut (5 mL)ZEDO£4FRTHIIRSIL TS,
(5) Envi-carb/LC-NH, (500 mg/500 mg, 6 mL) & D4 HCTH S TUVD,

(5) EABRIRME

(5.1) #H HhHIE KDOEBVITH,

a) oMrEtE5.00 mL©@% | 10 mL 2877 A2 Ab,

b) 7ER=RIL 3 mL Z[REETTAUNMZ, B ETKEIMZ TEIRVIRES,
¢ HBHEWEIE A ANWTS MBS A EZLT | ke T 5,

E6) HEIOLEEZEVRER T%., oWl Oxt R E IR EZH HT 5,
(7) BEWAFROFE R AR OREDIE T A2 N AD THEE T, EDEICIZUITHHIRIZT
HET 5Lk,

& 2. [LLEGEE) OWEL 10 mL 2877 A2 E 1 KEICEYE, PoibEair0, 00%r 5.00 mL
BT T A NI, R EMEE G ARV E T HIENTED,
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(5.2) DY=2TPvFTA) 27V—rTo7 (D), ROEEBVTT,

a) R 5 mL Z, AT WEI LRI o BT LA, K 5 SRS E D,

b) 100 mL 7277 RAaZRA—MNyPHT7LO TIZES, FifgTF /LK) 5 mL Z 4 [8], NER[E— > H
FINTINZ, R FETAFND FHHETHE TR S ESH®,

¢) EHKE 40°C L FOKIBCTIEEA L AT 5 E CRITRM L2 . @RI AZESTHELY | 7h=
RV —RLrxEy (3+1)2 mL 22 CHEEWEEDT,

F Q) HBEARNICIIHHERE T,
(9) HESETIDLEEPHHTDIBENDR DD,

(5.3) YY=2TPYF Q) 2V—ToF ()1 ROEFVIT,

a) JI77AM =R —NH #EJEH— NP h T 5% T o7 Eh=r/L—kLx (3+1) %) 10 mL TH47
e

b) 100mL 723 7 I A% R A —R NI T L0 FIZEE, (5.2) ) DEEIRIRE [T —R) w2 7 KA, i’
2SS CAHID FIICET HE TS,

¢) w7 ER=RN/L—MLxr 3+1) ) 5mL T 5 BIFEHL ., PelRANEKE A — Ry ATz iS85,

d) FEHEZ 40 °C LA FOKIB TIEREA L HLE T2 E CRITLIRME L% BREH AE LS THELWO 2%
—/L 5 mLWEIMNZ CEREWEEIT, IR O —EB% EfEIZED, A ) — /L CIEMEIZ 5 f5IZARL,
YLV a2 R EHA IR &5,

FE00) FESETELEEENEBT I BENNHD,
(11) BRG4GB )RR O FIRZE 2 2B FNDHLEA L. iEHAKR O —E A AX
J— IV AT 5,

(5.4) BIFE WEIX IISKO0136 L UKRDEFVITH, BARMIZRRERRIEZ, WIE AT 2@k o~k
757 EEINT R OERIE I LD,
a) BEBRAIOTN SOEENMHOARES mHkksn~ s 7 B &R ORE S0 — 5
ZLLTIORT, ZNVESBIZLCGRET D,
1) EERGEIATNFT:
O HIh: FIETINFEEAVEREE LTI VT 5 (N 2 mm~3 mm, £ 50 mm~150 mm,
ki 1.6 um~3.0 pm)
@ ¥if: 0.2 mL/min~0.5 mL/min
@ WHER: A EWET U E=U LK (0.1 mmol/L) — X FAYAIE (0.1 viv¥e) [1+1)
B: EETEh=RULIER (0.1 vivY%)
@ Z7Zv=xrh: 0min (50 %B)—15min (95 %B)—20 min (98%B)—30 min (50 %B)
® A7 LfEEAE: 40 °C
® HEA&E: SpL
2) HESHE:
O AA A L 7haAT L — A4 A (ESD i
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@ ®—F: KT
@ FT=H—AFr: F£1DEEY

F1 HEEOE=H— 4

BEAA L (m/2)

ety o PAST 4 g AT 4 = v

R SIS A (R ) (e )
TN A7F L Bla 891 305 567
AL AT Bla 893 307 551
T ) AUF Bla 915 186 298
|yl AS 395 213 192
T ) A E SR 356 177 147
LRI 329 161 133
LRI 373 161 133

b) BREMHRDIERK
1) FHEHAREAERER 5 uL 2@k a~v 78207 NEESHEHTEAL, BIEX G E D
ERmHAATY (mlz) K OB AAT Y (mlz) D7a~ 7T LEFLEkT D,
2) WEXSGEDFE RN AL (m/z) LR AT (m/z) D& — gl I TmE a2 R 32,
3) BREHRIRESEEROIENRWERELEERAA L (n/z) O — 7 R UTEmS E O &%
VERL T %, R EAROIERUE, BRI E R T,

c) HABDAE
1) #UBHAHA 5 uL % b)2) ~3) LRERICEES 212,
2) E—EREIIESNOMRERIOVIE S G E B2 RO | AR O ERN R EZ R H T 5,

FE12) REHAKOERAAT L (mlz) EWMERBAZ 2 (m/z) OB —ZEREE TS S RO —27
AT EE ST R SHATH L TH30 % EOHAN THLZLEMERE T 2, i, B — 7L TS S
HATIREIZ L > TRARDH LN DD,

(55) ¥E
WDORNZ LS THOMFREH T D4 L E R 2 92,

SINTElER O£ B IEIRE (ug/kg) = (4xBx10)/C

A BRSO RD TR ASSUBHAE - D 25 I E R S E i L (ng/mL)
D B L IRE A T2 I i AU R 2 SOICATIR LT & O A BUAE R

C: mHralEHC BT A E (B ) (g/mL)

=
E=EN
=
E=EN

=

iE%E 3. RO FRER = HEAICE (G FE) | RS A IEEH2 R ORIGUROKE R, 4000 pg/kg
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B TR 400 pe/kg (72721, ELRIACBIL TIEL MU T-IIOA L L T 4000 pg/kg M T8 400 pg/kg) DR
L oL TIERRITER DY 77.0 %~104.5 % & T 85.6 %~107.9 % TH -7z,

F7o RBRVED 2 Y PEERE O 726D D HL [RIFRBR O Bl & O RS RA K 2 1R T,

72k, ZORBRIEDOS RIEO E & FIRIT 10 pg/kg FEEEHEES L,

2 TR SR BT S AT RRE O 4 P HERR D 72 3D O S R] SR AR D AT A SR

4)

B P RIE BUGEE RSDS RSDr

R s s (k) (ueke) (%) (%) (%)
FISALF L FREE 2 A A e 8(0) 286.8  333.3  86.1 13.3 14.4
Bla F TR 25 A S e 8(0) 3589 4167  86.1 13.4 14.8
FRER 25 HE & IR 8(0) 4258 500.0  85.2 8.6 11.6
ARG TR 8(0) 288.6 3333  86.6 7.1 8.5
HORAE A EER2 8(0) 405.5 500.0  8I.1 7.1 7.2
A~V ATF L FREREE G IEEN 8(0) 2989 3333 897 14.9 15.0
Bla FE = A8 O IER2 8(0) 3825 4167 918 14.1 19.3
FRER == 5 IR 8(0) 431.1 500.0  86.2 9.8 10.9
HORAE G NEERL 8(0) 2088 3333 896 10.1 12.8
HORAE A k2 8(0) 405.2 500.0  81.0 3.8 5.8
TTVIAYF Y FEERE S IR EN 8(0) 293.5 3333 88.1 7.0 10.4
Bla FRE 25 A & Rk 8(0) 361.9 4167 869 9.2 14.3
FRER = HE G R 8(0) 4253 500.0  85.1 7.0 10.0
WHORAE S NEEFL 8(0) 2773 3333 832 9.0 12.0
R A EER2 8(0) 398.2 500.0  79.6 7.5 11.6
a7y F e 2 A IR 8(0) 276.8 3333  83.1 5.7 7.8
FREE = A A e 8(0) 353.5 4167  84.8 9.8 12.5
FRERE = H G kR 8(0) 426.6  500.0 853 6.6 8.5
ARG NEER 8(0) 263.5 3333 79.1 11.0 12.3
WCRAE & IER2 8(0) 385.2 500.0  77.0 5.7 12.1
1) BEhREBREH (O d HE LR BR=E ) 3) DFTH X R HE R 2=
2) “ERIE (n =4 2l B EEaURE (2)) 4) 2= ] P B R Sl R T {7
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2 (i)
REBR pryE? WNE [EEE RsD®  RSDRY

P P w0 (ugkg)  (uglkg) (%) (%) (%)
AN ==Y FRER = A A IEE 8(0) 318.2 3333 955 8.1 13.2
ThEFUR FEE = G kR 8(0) 395.6  416.7  94.9 8.4 13.6
FE [ 2% A A kR 8(0) 450.3  500.0  90.1 4.6 9.3
R IEER 8(0) 299.7 3333 899 7.4 11.0
TR E A IEEE2 8(0) 4358  500.0 87.2 5.8 7.4
ELR T FE = A kR 8(0) 160.7 186.0 86.4 9.3 11.9
FE R 2% A A kR 8(0) 202.2 2325 870 12.6 12.8
FREE = A A kR 8(0) 228.6  279.0 81.9 5.4 8.8
TR A EER 8(0) 158.2  186.0  85.1 6.8 10.4
HARAE A k2 8(0) 223.1 279.0  80.0 8.5 9.1
=N FE [ 2= A kR 8(0) 131.1  147.3  89.0 6.5 9.7
FIEFE = A A kR 8(0) 163.2  184.2  88.6 10.8 13.6
FIE = A A e 8(0) 182.0  221.0 824 5.4 8.9
WOIRE S LR 8(0) 126.2 147.3  85.7 7.8 11.4
ARG A2 8(0) 180.2  221.0 815 6.3 8.3
1) AzhaBrE GhnEsmE Lo E ) 3) DM TARXHE R 2
2) SEEIE (n=A 2B = Eoa e (2)) 4) ] E B R E R 2=
BEXM

1) JURFR, IWFEIEE:, AR k< T7 205 DARVE B (LC/MS/MS) IZ LD IR ARE
O REIED[FIRHANE, IEEHFZEEE, 4, 36~48 (2011)

2) J\KRFEG, IWHEER, BFHE, SREBAN . Rik7a~ s 74207 DE &5 (LC-MS/MS) 12X
DUCRNEE D 6 FEHEDOFRIRFHIE  — L FERBRAGE —, IDEHFFEERE, 5, 48~59 (2012)

(6) 6 MBE—FHEBRZEIO——F JEET O 6 HEEDO—FRBIEDTm— — MRITRT,

| OWESHL | 1 medHiETI0 mLART T ASTE0ED

— 7Eh=R K3 mL
— K HERET)

| wmmmmm | 50w
I
| it |
1 IR O S B AT (7 D1 GRS D — F st BRiE) 70— —
(it 1)
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A2

fiHiE
[

731 (5 mL)

2)—27 w7 (1)

oy IR
=R BT (1)

— FEEETF /L #J5 mL x4[A]
[100 mL7¢d 7 T A= 2P H ]

T AR

| 40°C

T r=R LMLy (3+1) 592 mLCIERR

) —2 T (2)

H—N T HT5(2)
(FOTER=FIL-ILx (3+1) £95 mLx2[a] THeE)

[100 mL7ad 77 2=2|2Z T 5]
—TEr=RF L (3+1) #95 mL TH A 5alciF
[[RIFEFTZT D]

Dl - Y g

| 40°C

— A% J—) 5mL

| v SRR

[

lEHA
|

e

‘ BERIR IO~ NS T T AT N TR

%42

MBI IR B4 57T (21 RIS D — FBRA) 71— — |

(IV—o T 7 (1), ZV—2 T w7 (2) R OIERRE)
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BE MR AR K OFENA R (IR O F I FE 2= HE G IEED ORISR 7 v~ 7T 24

ZIRITRT,

Peak No.

! ﬂ |

N
Intensity / arb.units

I DU |

Retention Time / min 200 Retention Time / min 20

(=]

Peak No.1: 7/3AZF > Bla
No.2: AL AZF > Bla
No.3: =7V /A7F > Bla
No.4: v7 />
No.5: B Xe=/L 7 hF IR
No.6: LR
No.7: LRI

1) REIEER 2) PUBHRH
ZEN SRAEOBRICHR 7 < 7T L

1) RO (45 RFEE L T 2500 pg FHY &)
(ELRAZEL TIEEL RV T-TOAEEL T 2500 pg FH24 &)
2) FRBHAIR GROR O SBERIZE I B TR, BB 400 pg/ke 474 BRI
(ELRIAZBEL T LRIV OB EEL T 400 pe/kg A2 &)

LC-MS/MS DfliE et
7172: ACQUITY UPLC HSS CI18(Nf% 2.1 mm, £ 100 mm, $7f% 1.8 pm)
Wi 0.2 mL/min
FrTU—®EE: 3.0kV
AZPRIREE : 120 °C
FTYNR— a8 0 400 °C
a— R R1OLED
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aUVar T RLF—: BEROLEY
Z DD ST (5.4) a) LC-MS/MS OHIE MO FIR K N5 #EFKDERY

ZHER HEINF O TA—S—

BEAA L (miz) alygr
=2 & TV H—Y— TuFINA TuX It a— EE TRLF—
AA (EE=M) (fesE ) V) (eV)
TNAZFBla 891 305 567 20 25
A~ILAZTBla 893 307 551 25 25
=7V /) AF Bla 915 186 298 20 20
=ia% 395 213 192 35 25
E_a=/L 7 R 356 177 147 20 15
LRI 329 161 133 20 10
=N 373 161 133 20 10
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832 RBBEZHS I (ZD 2)

8.3.2.a HARIUATNIF7%

(1) 9HRFIEAEH S-HCH(B-BHC) . y-HCH (y-BHC) . 0,p-DDD, p,p'-DDD, 0,p'-DDE, p,p-DDE. 0,p'™-
DDT, p,p-DDT., 7/VRU> | =RV T 4/LRUY | trans-Z 1)LV 2 cis-Z /L7 o trans-/ 7 a )b
cis-/Fom ~NTEIa) T EIa) TR VR L OIANF Y aa B

2) BE

ZOFRBRIEITHENE e T DU 72 5 B8 ZTE 3%, ZORBRIED 2 HHIE Type D THY, £DRLFIE
8.3.2.2-2017 ¥ AG-C-2.a-1 L F5,

MBS P D& R IEA T B R=F L R OUKTHIHL . 2T WS LT N S NRE I v~ N F7
R OB BT OB~ 7 XD DA — Ny DT b O OE R | iR L & T 27 m <~ 57 % v
THIEL, ATk DT B b S %KD D, 7rds . ZORBRIEOVERRIX RS 8 1R,

(3) REF FHELOUKIF, &izLD,

a) K: JISKO0557 IZHIETD A3 DK,

b) ZEr=FJJIL: JIS K 8039 (ZHIE T 7% 3 - PCB R ] (JRAfE 300 LL_E) SUTIR D S E DR,

c) ANFHL: JIS K 8825 ([ZHIE TS (I 300 LL 1) LR i DR,

d) BEFRID L FEREIR-PCB Bk SURZE O S O,

e) YouantH: FREEIE-PCB B (RHE 300 LA L) SUIF %O ME ORI,

f) FHbr: JISK 8040 (ZHIE T 255 23K -PCB B H (B4 300 LLE) SUXFSE D SHE DK,

g9) PIFILI—TIL: JIS K 8357 [THIE T HFEH I -PCB 3B (RAE 300 LU L) SUX[AED B DO
-

h) 224-FJ)AFILARUEY . @ERIK7 o~ 7T 7 | SUXIRSE O S E O,

i) BEREEAER Q00 pg/mL) V: B-HCH (8-BHC) [CsHeCls] @, y-HCH (y-BHC) [C¢HsCls] ¥, 0,p'-DDD
[C1sH1oCls] 2| p,p-DDD [ C14H10Cls] @’ | 0,p'-DDE [ C14sHsCly] ¥ | p,p'-DDE [ C14HsCls] 2| 0,p-DDT
[C1sHoCls] @ | p,p-DDT[CisHoCls] @ | 7L RV [C1oHsCle] @, = RV [C1pHsClO] 2, 7 4V RU
[C12HsClsO] @ trans-7 v /L7 > [C1oH3sCle] @, cis-Zm/L7 [ C1oHsCle] 2 trans-/ 7271 /L [ C1oHsClo]
@ cis-/F 27 [CioHsClo] P, <7471V [CioHsCly] Y| <7 X 70 R% R [CoHsCLOT® K U~
FHPraa B [CsCle] P59 0.02 g ZZ NNV EIICED, TOE E% 0.1 mg O ETHIET S,
TR 20 mL T L, ZALERN 100 mL E8 7T A3 LA, FERRET 2,2,4- R AF L~ 2 %2
25

i) REEER (1 pg/mL) VAR | mL % 200 mL 287 I AU LA, EHET 2,2,4-F A
FINAR L =T (4+1) BN 2D,

k) REHAESIEAEK (0.02 pg/mL~0.2 pg/mL) V: i HFHIEAENERR (1 pg/mL) ® 1 mL~10 mL %
50 mL 877 ATTEREAICED R E T 2,2,4- NI AT LA Z o —T b (441) B INZ D,

) REHRAESTER0.005 pg/mL~0.02 pg/mL) Vi IR AEHERZ (0.1 pg/mL) @ 2.5 mL~10
mL % 50 mL £ 87 7 AUZERERNZED  AERRET 2,2,4-RIAF LA Z 0 — TR (441) Nz 5,

g:u

FEQ) RRBITHY, BHBEIS U a5,
(2) FRHERFEN T RS TS,
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iBEE 1. SREEOBEERIKITE L7 OV AL, BRI L R OMHIEE T2 IV IRTES L TD,

(4) BARUEE HFEKOEEIL, kOEBVETD,
a) HARHYOTMIST(GC): NS K 0114 I[ZHET S GC TIRD B AT~ TH D,
1) HHEEBEAR: 27V 2GR RERH D,
2) F¥ES)—HTL: NE025mm, BX30m OWEFI IO TV —IT A, 14 %> T /7 BE )L
T 2= —86 % AT LRI BF Y% 0.25 pm RS TH ATV — BT AWK I MEFHRE A LD O,
3) BRHBF: R (ECD)
b) #IViRFE/OINTST(GPC): JIS K 0135 I[ZHE T D0 BUkRiAI n~ 757 CIRO B A7
D, 7235, BHZR T L L2,
1) HAHEBEAS: A Z 5 mL Z1EATELH0,
2) HAS5L: HEL 20 mm, BEX 300 mm DAT UL AD T LEIZAF LD =R P U B A R R
N=RTNVEFETALTEHD,
3) HA—FHSL: N 20 mm, BE 100 mm DAT L AFADNT LEITAF LD = _U BB S
X RN—RT NN E T TALTEL D,

o RYEEH

d) B#ERE: 40°C ETHMEi T R —H—

e) BidR: LA} GEA A 60 mm),

f) BAMFVNESILH—RIYThTL: ZANMETOEI LEFTALIELO (REFAE 20 mL),

9 BETVWBIIT RO LA—MIYTHhTL: ARITWE~Z X7 A910 mg ZFTALIZHD,
h) A TL2I4IL8—: PTFE DA T VL7 402 — (LB 0.5 um LA F),

% 2. GCHHTLI1LDB-1701, Rtx-1701, SPB-1701 D4 CHilRENL TS, STt 8 b &z e 4
I BECEDT LN RSN AT LEE T 528,

&% 3. GPC X, WHED/ T DORESIZEY GPC FIH T LDFE TAAIT ST BV BEL 72 E x5
WE DM 5327 T arab 7 A —TTIEET L0 BiRIE 7 a~ 757 Tdhd, GPC M7 1% Shodex
CLNpak EV-2000 AC D4 M TifilRS4LT0%, £72, GPC H A —R %7 A% Shodex CLNpak EV-G AC
EOLHFRCHIIREIL TN D,

&% 4. BULEA0IRFIAT L SB-60., fil (LU=} SU-60 504 Fr TS TV D,

@& 5. ZHMETWEI L —R) Pl Chem Elut (20 mL) O & FR TSI TUNVA,

£ 6. ARk EE~Z 17 AL Sep-Pak Florisil Plus Long Cartridge (910 mg) 25 D4, FRCHi R SAL T
e

&% 7. A7V 7414 —Z HLC-DISK 25 &% (FLAE 0.45 pm) . DISMIC 25JP050., Millex FH ([EL£%
25 mm, L 0.45 pm) FEDOAFRTHi IS TUVNVD,

(5) BERERE
(5.1) i HHIEX, ROLEEBVITI,
a) HTEELS g & 1 mg OHTETIIANVED, 200 mL 42 =MA 77222 A,
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b) 7E&h=RJIL—/K (3+1)20 mL &Nz CiE9,

c) 10 ffkiE %, FIZ7Eh=R/L 100 mL 2% 30 5 EIRVIEED,

d) 300 mL 729 TE7 7 Az A0 FIZEE filiHika A1 (5 B) THIEAIE T2,

e) DT IAAR OEREWAEIER T Eh=F/L 50 mL TEE4 L., FERICHEIESBL, d) OAEEEDE
THIHRE T D,

(5.2) HY—=2PvFA) 2V—T o7 (1) iE, ROEBVIT,

a) FHHEE 40 °C LA FOKIR TIlEE AL E 35 £ CRUE 15,

b) AL TN AT 20 mL 2% LT WS £ —R o P T B AR, K S o inE S5,

¢) 300 mL 727 TAAZFA— Ny YT LD FIESE, Basa~FH ) 20 mL T 3 [FIBEAFL . NEK RS
—N T IT RIINZ, WS TE CAH D gl T 5 F TR ST 5,

d) HIZAFH UK 60 mL Z R —R w7 ATNA K EmA R TAHRD LimllET HE TS TS,

e) WA 40 °C LLFOKIB TIEEA L LE T 5 E CRIEIRMGL 72t . @RI AE LB THELY, v on
AFH =T R (4+1) 10 mL 22 CTEE AR,

f) ATV T a—(FLEE 0.5 um LA F) TAHIET 5,

I (3) HESETILLEEN T BTN DD,

(53) Y)=2FvF(2) 7V—2Tv7 () 1k, RO EBVIT,
a) (5.2)e) DAIKR 5.0 mL &5 /VREI 0~ T 7IZHEAL, b) DEAERIFIC IV E & T 2% BB E T
DWHi53% 100 mL 724 IE7 7 A3 T T2,
b) FINBBEIOATNTFIDREEMS.: TV RE/ O~ N TT7OBRESREO—FIZLL FIRT, Zhaes
BIZLUTRIET D,
1) ATL: AFLUVEARCBUREAERS T A (N 20 mm, £ 300 mm, FIEE 15 pm)
2) H—Fh3L: AFLLVE=ARCBUOHESEIT A (N 20 mm, £S 100 mm, KiFE 15 pm)
3) BE®K: L ro~TH TR (441)
4) R’E: 5mL/min
5) 9ERE4%: 70 mL~120 mL
¢) EHKE 40 °C L FOKIB CIREA L HE T HECRILIRMEL /2%, BRI AZES> THFELS |~
> 2 mL ZINZ TR ERT,

(5.4) H)=2FPvF(3) 2V—2Tv7 (3) i, RO EBVIT,

a) BTV~ XY L —R) P HT (910 mg) Z~F K S mL TR 5,

b) 50 mL 72T 7T AA%[@— AT LD FITEE, (5.3)¢) DIz R — Ny 7 NN, #Kik
DITAHND ESgllETH2E TR NS5,

C) AEEASFY K 2 mL T2 [BES L, PR ZNERE A — Ry Iz i S5,

d) HZ, ~"FHr =Tz —7 1 (9+1) 15 mL Z[F A7 —R A TERER B E 2R S ' 5,

e) VK% 40 °C LLFOKIB CIEEACHE T HE TRIEIRM L%, BRI AZESTEELY, 2,2,4-1
YAF A B —T /R (441) 1 mLWE N Z TR ZEDL ., RENARET 5,
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F @) BRI T O RERENSRERD EREBI2B8TNOHLL5H1E, REHRKO —E &%
2.2,4-RUAF LB — TR (4+1) THIRT D,

(55) BIE MIEIL JIS K 0114 K ORDEIBVITH, BARBIZRBIERRIEZ, WIE IR T o027~
7 DEEFIEIZE D,
a) HRIORNISTDAREH HAr/u~br 57 OMESRMEO—FlEU TR, ThaB &Il TE
ET Do
1) BEMEBARE: 27Uy REAVE (1 min)
2) AMEASRRE: 250°C
3) FvESV—HSL: 14 %27 /70N T2=)L—86 % AF LRI uX YL AF T —HT AN
i ~MEFREE LR U - OX v 7Y — U7 A (N 0.25 mm, £ 30 m, JE/E 0.25 pm)
4) HSLERE: 60 °C(1 min)— (20 °C/min) —180 °C— (2 °C/min) —260 °C— (5 °C/min) —275 °C (1
min)
5) F¥)Y—HR: ~Uvs FE: 1.5mL/min
6) fTMAR: =%, FE: 60mL/min
7) FRHHER: R LR (ECD)
8) HRHZREMEE: 280°C

b) HREHRDIERK
1) HREHRMIESFEER 1 uL 2 GCIZIEAL, /e~ IAa5ikl B — 7 UTEmS a2 R 5,
2) FMEHRREIRERORELY — 7 EEUTES OB BEREER T 2, BEROIERIT, 3Bk
HIERFIZAT,

c) HABDAE
1) PUBHAWZ 1 uL & b) 1) LRRRICHERIET D,
2) E—EREIIESNOMRERIOVIE NG E B2 RO | A O ERN R EZ R H T 5,

&& 8. HENCT ORI G DO EIGRERORE RIT, 20 pg/kg KT 50 pug/kg DIRANL~/LTHEEE]
ILER2S 82.1 %~118.1 %M T 62.5 %~120.2 % T -7,

FEEE DRI DT | HEALZ VN B A ZE 2 TO ST AT DT, —JeBLE 5 T 2 IV TR L
R EE R M TR EE AR LR R AR 1 1T, 2236, RIRFICHRETL7Z a-HCH (a-BHC) | 6-HCH
(6-BHC) . A&7 /L7 AL 2 3 IR NG LI > 7o D TNt S LG nHI LT,

72k, ZORBRIED S IO E & FIRIT 20 pg/kg LT Tho,
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F1  FEREIRL RS O B A28 2 12 iR BR AR O T s R
DHTHSEE Hh RS S

g A%Y  rEE? s RSD,? sim? RSDym”

T (ng’kg)  (nglkg) (%) (ng/kg) (%)
p-BHC 5 15.7 1.3 8.3 2.0 12.8
y-BHC 5 14.7 1.3 8.6 1.6 10.9
RS o a/=1= N 5 15.3 1.4 9.3 2.5 16.0
O A=Y 5 16.9 1.1 6.7 2.4 14.3
TIVRY 5 12.8 1.0 7.8 3.4 26.4
AT B ERF R (1) 5 17.8 2.0 11.1 1.6 9.0
AT BTV TRF TR (2) 5 17.9 1.8 10.1 1.8 10.0
trans-7m /L7 5 17.6 1.7 9.9 1.9 10.8
cis-Z/ L7 5 17.8 1.3 7.2 2.0 11.3
trans- /77w )v 5 15.9 1.3 8.3 1.5 9.6
cis-/FrmL 5 16.7 1.5 8.8 2.1 12.4
FANLRY 5 16.6 1.4 8.5 2.0 11.9
TR 5 17.8 1.4 7.9 1.7 9.5
o,p'-DDE 5 18.7 2.7 14.4 2.7 14.6
p,p'-DDE 5 16.8 1.6 9.8 1.8 10.9
0,p'-DDD 5 16.9 1.2 7.3 1.3 7.8
p,p'-DDD 5 16.3 1.7 10.7 1.8 10.9
o,p'-DDT 5 17.9 1.4 7.8 2.2 12.0
p,p'-DDT 5 16.6 1.4 8.1 2.2 13.0
1) 2RPHT O Z I L7 B 4) T IR =
2) FHE (BE(T) X 0H740(2)) 5) R R
3) DHTIEYER = 6) H A R YR A=

SEXM

1) HIGAE: HAIa~hTT77 (&SR (GC (-MS) ) IEIZ LD HEIRSE R O 35 R 3O W E, Ak
WFFEERAs, 10, 41~60 (2017)
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(6) BRRRE—FRAREIO—I—F BB OBERREEO —FRBIEDOT7m— — M RITRT,

| o se | 1 medH ET200 mLIss =TT ATEA LS
— 7EF=RMA—K(GE+]) #20 mL
| HulE |10 4f
— 7HEh=F/V #1100 mL
| e IRAE |30 430
|
| WU Silh | 2#ESHEB, 300 mLAcd 577 22 ()12 5
— TEF=NL50 mLCE o B QLA DR
| i |
1 JEER OB AL R BT (202 SRR RO —F k) Ve —2—h
(il 1)
| it |
|
| BUERM | 40°C

— FAFIIEAL R AV 20 mL

LM L= AT A
5 oy Rl i

2)—2 77 (1)

[300 mL72 37 F A2 (2) 125 5]
—~FH #9920 mL G300 mL7e 27 7 A3 (1) % 3[alPEiTr, BV A fr
e 60 mL

T TR AR 40 °C
L7 BRI A

i~ =Tk (441) 10 mL
| £iff | ATV — (FL0.45 pmbh F)

|
| At | A O AT

42 ERR O BRI (£ O2: i FER RO —FRiE) 7o ——Fh
(ZV—=7 7 (1) #d)
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R =57 VA= A
)= T w7 (2) z'{‘/&{?ffﬁj\]\777
L 4370 mL~120 mLA100 mL7g 37 A2 247He ]
T T A 40 °C
37 [ HHHTA
—~F o #)2 mL

BT VR~ 7R LI — ) AT

) — 77 (3)

(50 mL7p 7522|2517 5]
—~F K92 mL T100 mL7e 37 7 A0 23 [n| Pk, ER A TT
—~FY = F L= —F )L (9+1) K15 mL

Tk Tt 40 °C
Hz i) R A
<224-NAF N~ BZ—T R (4+1) 1 mL
|
i | a5 (ECD)

B3 B ROFRERE BEE L R A T (D2 M FE R D —F By 7 n— —Fb
(V) =277 Q) 2V—2T o7 (3) HONHIERNE)
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8.4 FRUDIL
8.4.a JL—LRFENE
(1) M=

ZORBRIEII A Y &5 o lEEHCIE 5, ZORBRIED 3 SEIT Type D THY, EDFL 51T 8.4.2-2017 X
¥ Na.a-1 £33,

SYNTRREE IRAL L ONERR CRILEE L%, 72T L — 2R 7L —AHICEZ L, TN Y ACE DT
PR 589.0 nm XX 589.6 nm THIEL ., o#ralklh o) M4 (Na) &3kd 2, 7pds, ZOREBRIEDMERE
& 3 1ORT,

(2) BFE i3 ®kicks,

a) 1BER: JIS K 8180 IZHIE T HFrkat I )UTFI & D S E DR,

b) Fh)ro LEEERK (Na 1000 pg/mL) V' JIS K 8150 [ZHLE T2 LT N7 L% 600 °C+10 °C THJ 1 B
FINEAL , 73— — TR LT, 2.542 ¢ # O D RILSIFN0ED, D EOKTEHL, 1000 mL 4
BT I7ANTE LA, B ETREMZ S,

¢) FRUDLIFERK (Na 100 pg/mL) V: SR AEHERE (Na 1000 pg/mL) D 20 mL % 200 mL &7 F A
22D | FERRE TR (1423) 22 %,

d) BEHAFNIILIELER(Na 1 pg/mL~10 pg/mL) ¥ : F R A=A (Na 100 pg/mL) O 2.5 mL~
25 mL % 250 mL 287 T A BRI | MR ECHEEE (1+23) 2Nz 5@,

e) REKAZEEERE: o OBRIECHEMALER(1+23)Y,

FE Q) FAEEICHY MBS U BT 5,
(2) N—=F =~y REMITEEZ BT EAEDN TERWEERLICH > T, ZOEREIZH T A RE1T,
(51T 0.1 pg/mL~4 pg/mL)
(3) BRAFTHEA L. TR AREHLIZQWARYI 7 BE L PTFE HOME CHEATEXOESREH W
2o

&% 1. Qb)) DFNULERERIZHLZ C, EFFH BRI — YT V7 S O T R MMEAERR
(Na 100 pg/mL. 1000 pg/mL X% 10 000 pg/mL) % FV 5243, T2,

(3) HE EEIT. RDEBVETD,
a) IU—LBRFHESWEE: JISKO0I121 [THET DR AW IE/ s,
1) XRE: FHIvLHEREET
2) HR: ZL—2IEJHH =
O BELHTA: TEFLV
@ BRI A BCAKR UK EHIIcRELEZER
b) B&RIF: 550 °Cx5 °C IZFHAHITZHH 0D,
¢) RYMTIL—ERIEBIB: Fy 7L —NIRERE 250 °C FTHETXLHO, WRIT, TAE LT
WOBEZFFEL  ARIREZ 250 °C |2 TEXHIOIZLIZH D,

(4) HEREE
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(4.1) M FHHIE KROLBVITI,
a) IHTEEl S g &2 1 mg OHTETITANVED, 200 mL~300 mL M—/LE— I —IZ A5,
b) h—E—H—ZBERIFICAI, FONITIEAL TRIES L@,
) 550 °C+5 °C T 4 WFHILL_EBREAL TIRILS D W,
d) st L EOKTEREWAEEL ., R 10 mL 24 % 12N, FIZKEMZ TR 20 mL &35,
e) b=t —H—ZWFEHILTE, Ay L — U ETHEL 59 5 RE 5,
f) st KT 250 mL~500 mL 2877 A3 LAND,
0) fEHRETKEMZD,
h) A3 fETAHIBL, EHAIKET D,

E @) RALK ORGSR SH 250 °C £T 30 4 fil~1 B CHIRLZ % | RERRREE N .
12 550 °C £ T 1 BFff~2 B cHIR 35,

% 2. (4.1) OBAETHTRUEHAIRIE, HEE B IRLIZR IO TE D,

(4.2) BIE WEX IS K 0121 KORDEFBVIT, BARIZMIEREAEL, B 3551
B OBAEFEIZL D,
a) RFBAESTEEDRMESRY HFIOUOITEEORIESRMIL, DL TES B TRET D,
YW . 589.0 nm X i 589.6 nm
b) BREMHRDIERK
1) RN D SEAER K OV it 1 22 R 2 7 L — S i gE L, IR 589.0 nm X3 589.6 nm
L= PN (RS TR
2) FREHEH T RIY SEAERR K OV ol 22 3B D 7~ RN D W B SR R B L O R @R A VER T 2.
¢ RAHOAIE
1) RBHAK DO —E R Na LLT0.1 mg~1 mg F4 &) ©% 100 mL &7 TAIILD,
2) FEERRECHERE (1+23) 2Nz 5,
3) b)1) ERERICEEL TR REA i A HLD,
4) BREHNOTNT LEEZRD | pHrEE O TN T A (Na) 27 T2,

FEG) F Q)OI HOWTIT, Z ORISR CT—E B HRIT 5,

B& 3. TR, AEMINTAEEL, 727 72h3 K OF 0 R, 15IEREAEE K OHEE A2 VT 3
SO T CHRMEBIGRERZ S0 L7 A5 . R AOTRINEED 1% (& 2573%) ~10 % (E =55 3%) Ofi
PH G A ERIT 97 %~103 % T 7=,

FEDOFHMOT= . a3 ¥R FEAL TR AU FED & OHERR A V72 H 28 2 CTO 0T ik
RATOWT, —JeBLE ST KON L S0 R R E K O TR EZR 1 ITRT,
2B ZOMBRIED TR FIRIE 0.02 % (& &y =) fLE L HEE Shiz,
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#£1  FRIDLDHEE Z 72 ERRE O fEAT S

DA THREEE o RS
oy F % %’91;@2) s RSD,” sim®  RSDyn”

T (%)? (%)¥ (%) (%)¥ (%)
TR 5 9.08 0.06 0.6 0.09 1.0
HEfE 5 0.0973  0.0019 2.0 0.0037 3.8
1) 280MT o &5 L7z H 4K 5) DM THHEAE(R 2=
2) EEIME (BE(T) X PHT740(2)) 6) FRAE (R A
3) HEmE 7) AR (R A

4) PHTEEYE R ZE
SE W
1) RS, THIER, BEECC: R UOEamAIC IR P o7 Y AOME, IEEHFTEEHRE, 8,

61~69 (2015)

(5) FRIDLREBEIO——k BB OTNYLRBRIED 70— — MRITR T,

| otk Se | 1 mgdHFET 200 mL~300 mLb— A — T E 0 LS
|
Ak FER0DTINEA
JXAE 550 °C+5 °C, 4F LA E
|
| Hchy | =i

K i, R AT
< HAFEKI10 mL
—/K (#5720 mLET)

| f | ek mcm o, SRR
|
| Hay | =R
|
| BLAR | k250 mL~500 mLA BT FAUCEL ARS
—K(EEMHRET)
| Sith | A
|
| AUBHEIE |

Bl fEBbR O R A5 ERE T — 2 —h (i ERE)
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| AR |
|
[ omcER | 100mLAETTA2ZS R
— R (1+23) (B £ 0)
| il | I8 T E(589.0 nm X 1:589.6 nm)

42 EER ORI ARER LT B = — (EERAE)
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85 J7-ILRFMER
8.5.a MERHEIOTINI ST
(1) #M=E

ZORBRIEIIIEENE 35, ZORBRIEDSFEIL Type B THY, Z DL 751X 8.5.2-2017 XX GU-N.a-1 &
ERAN

SHTRREHIKEINZ TT 7 = VIRF AL | @R A 72~ hZ7 (HPLC) AL, §9eMEA A 2 #h
A7 L THBEL, IR 190 nm TRIEL ., 583k H 07 7 = VIR FEMHEZE TR (GUN) ZRb D, I ikOMEE
£ 6 lTRT,

ZOFIEIZEST, EVLyMEZEHE (B-N), DV 7P 7IRNMEZRE S (DAN) | JREMZESHE (UN) RO 7=
VMR (GA-N) BEIRFCHE CES (fE 5 2 ).

(2) BFE HERUUKIL, kiZED,

a) K: JISK 0557 I[THET5 A3 DK,

b) YABBZIKFHUDL: JIS K007 ([ZHET HRHFESULFRED ME DL D,

¢) YABE: JIS K 9005 IZHIET 2Ktk UL FED M EDHD,

d) Y7 ZIREFEEZRIZER(GU-N 2000 pg/mL)D: 77 =)V R E R [ C4H1:Ns02- H2S04] 20,540
g ZOLOEIMICEY, ZDOE &% 0.1 mg OHTETRIET 5, D EOKEIMZ TEL, 100 mL &7 T2
UL, R ETKREMZ D,

e) J7ZIRRMZBFRIFEER(GUN 200 pg/mL) : 77 = /LR FEMEZEFEHER (GU-N 2000 pg/mL) 10
mL % 100 mL 27 7RI & V) | ERETKEMNZ D,

f) REERIT 7 I REIUEFRBEEK (GU-N 50 pg/mL~100 pug/mL) : 77 =/L R M 48 48 Ui
(GU-N 200 pg/mL)25 mL~50 mL % 100 mL &7 7 A2|2 & V) | R ETREMNZ D,

0 BREGRIT 7 ZILRFMZRIFAER(GUN 1 ug/mL~50 ug/mL) : i FHEEC 77 =)L R %8
YEZ (GU-N 100 pg/mL) Z 1 mL~50 mL % 100 mL &7 7 A = [ZEEPERIC & 0 | R E TR EZ 2
el

FEQ) RRBITHY, BBEIS U R a5,
(2) 77 =/VIRFERIBRE L LT 98 % (B 45 5R) ML EOMEDOREN RS T,

& 1. 77 =/VIRFEBRMEIIRE AL M OO XD RS TS,

() MARUVEE HEKOHEEIL kOEEBVETD,
a) BERBEEIOTRNT ST NSK 0124 |THE T DEEKIKT 2~ 777 CIROBE AT T=TH D,
1) A5L: NEET75 mm, £X 100 mm OAT LV AAO BT LETRIEE S pm~10 pm OFFEEMEA A48
BtiEE T TALIZH O,
2) WSLWE: HT7LMEREE 30 °C~45 °C THETTEDH D,
3) BRHER: WO ERTE TR 190 nm I CHRIE TELH D,
b) RTRFYIRE—F—
c) EIEEDSEER: 8000Xg~10 000X g TiE LA EEFTREZRL D,
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&% 2. 77.20% Asahipak ES-502C 7C D4 B CHiRSAL TS,

(4) ERBRIRME

(4.1) #H X KOLBVITI,

(4.1.1) RS ITAEM

a) HTEE 1 g % 1 mg OHTETIIADED, 200 mL 42 =477 2212 Avd,

b) 7K 100 mL Zx, 7 R3F v I A —F—% H TR 10 3 EnXIRES,

c) H%%%}é F¥EAGE D % 1.5 mL dekeim LIRS 12 1.5 mL B LD,

d) 077 8000X g~10 000X g THI 5 /rffim L BEL S | BBk A s AR &5,

F Q) BRI T O 7 = VIRFEMEZEFE (GU-N) IRED R ERO EIRZBE2 2B EN1BH5561%.
BIIRD— & B /K THINT D,
(4) RV av'L RSO IR OIS CRIEICEEL2WE 0,
(5) [Al#R4E 7.2 ecm~8.9 cm M ONEl#54K 10 000 rpm T[> /] 8100 X g~10 000 X g FEJE L7025,

(4.12) BwRHHTRAKH

a) HTEUEF1 g & 1 mg OHTETITNDED, 100 mL &7 T7AUIAND,

b) 7K 50 mL Nz T, IRVIEED,

c) FERRETAKZMZ O, 1.5 mL $keim kg @I 1.5 mL f2E LD,

d) %0571 8000 X g~10 000X g THI 5 srMim LBl Y | R Ak NI E T 5,

F (6) FEHRK T O T =)V IRFEMEETR (GU-N) IRED RO LIRZEZ 5B T RH5 B3, E
AU D—E B2 /K THAIRT 5,

f&& 3. (4.1.1)c)~d) Xix(4.1.2)c) ~d) DEIEITR AT, BIAKME PTFE #oA 7L o7 00— (FLEE
0.5 um L) TAIL , ARZRERRIREL THEVY,

(4.2) BE MEIL,JISK 0124 HORDEFVITH, BARBYRMEBRIEL, RIE A58k s 7 a~ b
777 DEAEITIEICLD,

a) BEBREIOTNFTOREEE: WERGO—FIZL NIRRT, INESBICLTGRET S,
1) HSL: FHERIVEA A AHAIE 7 A (NAE 4.0 mm~7.5 mm, £ 100 mm~ 150 mm, *ﬁ% 5 um~10
pum)

2) WILIERE: 40°C

3) BEERD . VABETIKFEAITL 392 ¢ KOVAEE 0.12 g ZKIZEENLT 1000 mL 975, Bl
PTFE DA TV 7405 — (FL£2 0.5 um LLT) TAHIET 5,

4) |E: 0.6 mL/min

5) EAE: 10uL

6) RHER: YOCRERHE, WIER K 190 nm

% 4. HRERIE, D ABEIKFED Y 75196 g KV ABE 0584 g Z/KIZHEALTS500mL & L, &
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JEARAE L EHIRFIZ 2 D—E &% 10 512/ L, BAKME PTFE oA 7L 7402 — (FL4% 0.5 pm
LLF) CAIELCRRIL ThE,

b) HREMRDIER
1) HEHARELER 10 L Z2@aigik 7 v~ b7 7712 EAL, R 190 nm O7n~ 7T L%FEikL ., v
— @S ERDD,
2) HiREMAIEEROZ T =V RFVEZETR (GU-N) IR LR 190 nm OB —7 mSEO Mz ERK T
2o

o HEHOAE
1) ABHAE 10 uL % b) 1) L[RIERICHRAET D,
2) E—mEbREREN ST =V RFENEESR (GUN) BE RO Skl o7 7 = VR k%5
(GU-N) & H 7%,

{#%& 5. ZoORBRIETIIE YL MEEHE (B-N) | REMEH (UN), V70 V7 INEZEFRE (DAN) , 77
=VUMEF (GA-N) KO T =V R FE S B R (GU-N) O RIRFHE R ATRE CTh D, £ DH A 1%,
5.10.a @& S 2SO,

&% 6. FHLEZOFHNDT=D, 77 =/VIRFNEERFRHEEURE 1 80402 IV CHSINRI R 2 FEh L 72 6 5L
36.7 % (&) 352 % (H &) KU 33.4 % (E&E53H) ORI~V TOFEEIRITZNZER
103.8 %. 104.6 %% O} 105.6 % T o7z,

FEEDOFAM DT80, 7T =V IRFENENE -2 B 222 TO BTG RIZOW T, — el & 5 BT
Z TR T RIREEE R O TR E 2 B UM R AR 1 WORT, £, ilBRIED Y PR D72
3D O I [FIFRER O AUhE K OFRITAE A2 2 1R T,
¥, ZORBRIED E B T IRIE 0.006 % (B 845 3R) P LHEE Sz,

K1 TT=VIRFEMERO H 222 TR AR O IRHT A R

BFF TS EE RS
" Y EmE? s RSD,” sim”  RSDym”
T (%)* (%)* (%) (%)* (%)
TT = )VRFEIEE 5 37.0 0.3 0.7 0.3 0.8
1) 25T AL B %K 5) P THE S (R 2
2) SEHIE (A% (T) X HF7%5(2)) 6) RS
3) ERyHE 7) R R R

4) PHTIE R 2=
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K2 7T =)V RGN FEPIRIE D Z S PERERR D72 O H R R AR O TR R

s e y@%w “Z R%ﬁ) “2 R%h”
0. (%) (%) (%) (%) (%)

LAk AmEH 12(0) 2.20 0.09 4.2 0.17 7.7
{bRRAEER2 11(1) 4.38 0.07 1.5 0.19 43
LR AEAEL3 11(1) 5.83 0.08 1.4 0.52 8.9
Ap9isE! 12(0) 7.43 0.43 5.7 0.78 10.5
7T =L SR 3 Ak 12(0) 30.3 0.4 1.5 1.1 3.6
1) BahalrEs b iEad s Lo BE ) 5) DHTAH G e 2=
2) EEE (n=F 2h kB = B (2)) 6) [ PR BT UE(R 2=
3) BEyE 7)  EE B R

4) PHTHR AR 2=

BEXM

1) HEIEZ, KA, ARG @Rk r7a~h777 (HPLC) IEIC LD IEEHh DR #E1E%E %, B oL
yMEERFOWUE — B —REBREOZ YR —, IREMFZE RS, 10, 72~85 (2017)

2) fARRETS, ARFEERE: EliiAr7n~h7 57 (HPLC) IRICKDIEEI P O JRFBMEEFR, e oLy MEEFH
HORE —LFEBEREGE —, R, 10, 86~100 (2017)

(5) HEBEOO—2—F BT =V IRFEMEFRRBRIEO 70— — M RITR T,

[ b i 1 g | 1 mgmHFET 200 mLAHe = 175 ATl 340 LS
— 7k 100 mL

bty | EiRAE, 1053
[

| Kt
|
| LAY B

o iat O PREEE . 8000xg ~10 000xg , 547

|
| |
ARBHE R
I
|

e EE IR~ ST

X1 AEEh 7TV R FEEERRBEEO e — v —b (HRE (4.1.1) K OSHIE)
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| BB G Lg | 1 med#iET 100 mLA B 7 A2ZE 20 1S
— 7K #J 50 mL

| Hhit | iR
— K EHET

| 0 | R PR | 8000xg ~10 000xg , S43TH]
|

| B | Emai
[

| p | ms R

42 R o7 = R ESERBRIEO T m— 2 —k (AR (4.1.2) X OVIE)

BE U7V IRFNERORBERIERIE O <t 7T L2 ISR,

«
2

15.381

—_
K=

_—#-13.385

200 400 600 800 1000 1200 1400 1600 1800 2000

ZEK RERHRASEEER (4 10 ug/mL) ® HPLC Z7a~ k7 Z A

v—74
(DJRFMEEFE  QEULyMEER  Q)Uv T 7INMESR
@) T7Tr=vtkER  (5) 77 =VIRFEMESR
HPLC Ol & 544
7172 Asahipak ES-502C 7C (N£¢ 7.5 mm, £ 100 mm, $7£% 9 um)
Z DD ZE1E (4.2) a) HPLC HIE SO BIR DY
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8.6 MRER
8.6.a MERAEIOTINI ST
(1) #M=E

ZORBRIEII RN 3%, ZOBRIED/7FEIT Type D THY, ZOFEEIZ 8.6.a-2018 X U-acid.a-1
&5,

SIFTRREHIY A BRIV (pH 8) 2N A CIREAZ T L, @ik u~rrZ7 (HPLC) IZE AL, ~/LFE
—R ODS GFAH+IRT =L A+ R A T 7 2 ZZHHIEAE) 717 5 CTorBEL L IR 290 nm THIEL . 3 Hraleh
D JREE (U-acid) 23K D, ZO I EOVEREILiEE 5 1”1,

(2) BFE HERUUKIL, kiZED,

a) JK: JISK 0557 [ZHIET D A3 DK, 12720, miliRIR s v~ "7 T 718N DEBERIZ OV TR A4
DREER T,

b) YABZKFHU DL JIS K007 [ZHETHRIE IR ZED FHEDOLD,

¢) YABKFRZFR)L: JIS K020 (ZHET HE LRGSO MEDLOD,

d) YVABIERRE: VAR /KFEHITAL9.073 g Z/KIZHENLT 1000 mL EL7H0, M OWAREKSE T
U2 9.464 g Z/KIZEEANL T 1000 mL EL7=H0 % pH 8.0+0.1 (2725 K0IRALIZHD,

e) MEBUFILBERE: WE 99 % (EESR) L EDOKRER)F 74 (LiCOs) 0.739 g Z/KIZEEALT 1000 mL
LU= D,

f) FREBIEHET (U-acid 1000 ug/mL)V: JRER 0.1g ZOXHEILICED, ZOE &% 0.1 mg OHrETHIET
%o D EDRIE)T 7 LI L, 100 mL 2E7 T2 LA, R ETREEY TV NERZ A
e

9) BRERARBRIEER (U-acid 100 pg/mL) : JREZEEUERR (U-acid 1000 pg/mL) 10 mL % 100 mL 42 &~
FAIZED | PR E T AR AR E N2 5,

h) BEHFARBEER (U-acid 10 pg/mL~50 pg/mL) : JR¥EMEZEFIEUER (U-acid 100 pg/mL) 10 mL~
50 mL % 100 mL A&7 7 A0 | KRR E T VBB IRZ N Z %,

i) BREFARBELER (U-acid 0.1 pg/mL~5 pg/mL) : {5 JRER S #EK (U-acid 10 pg/mL) 1 mL~
50 mL % 100 mL A&7 7 2 2 ZBEREIC & 0 | AR E TOABREIRIRZ N Z 5,

i) EEEB7E=YL: JISK 8359 ITHET AR IR EDHEDELD,

K) AR/—)L: EEiEIR7a~h 77 FSUTRIS O SE OREE,

FEQ) FRRBITHY, BHBEIS U R a5,

(3) BMARUERE HFHKOEEE L, kOEEBVETD,
a) EIEBEIOTNIFT: NISK 0124 ITHE T HEiEiR Ik v~ T 7 TIROBEMHE =T H O,
1) BS5L: W 4.6 mm, & 250 mm DAT L AFD T LB TR 3 um DA Z7ZTF VL higdE
FAA A A HAIE R O SV A A L AR ML AL EE B LIS U B SV TR CTALTIZD D,
2) WSLWE: HT7LMEREE 30 °C~45 °C THETTEDH O,
3) BRHER: WO ER I TR 290 nm U CHRIE TELH D,
b) KiB: 60°CL2 °C IZFRHITEALD,
c) RTRFVIRA—F5—
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d) SEDSBEM: 1700 X g T OABERTREZRS D,
e) BEEDSEER: 3000Xg~10 000X g TiE LA BETREZRL D,

{E#% 1. 77203 Scherzo SS-C18 ZED A4 FCHilREAL TS,

(4) HERERM%E

(4.1) #H X KOLBVITH,

a) NTEREF 1 g &2 1 mg OHTETIEDDED, 200 mL $:42 =477 222 Anb,

b) VABEHEVARE 100 mL 2122 60 °C£2 °C D/KIFHIT 10 43 ZEITHRVIRE 235 P30 2 FINET 2,

¢) HEBICYT XTI AZ—T7—% TR 10 A EIRES,

d) ¥E#%., BB E 50 mL e m O TREE @12 50 mL FREEY . 3077 1700 X g TR 10 43 [E5E D5y
B2,

e) LEAIK % 1.5 mL A O ILEAE W12 1.5 mL FLEELY | 35077 8000 X g~10 000 X g THJ 5 43Kz
DBELY | ¥R E R EREIRE T D,

Q) WREMET D720 HITARITE 2 T Iaviez s,
(3) AR TIPS WO TR TRV a ke % EDHSZ 205, 77 AaNBED kil %
TELRTHLT IOITRD, 7ok INBHERAERTZ 12O ZOBIEZ1TI,
(4) RUF oL & eim LI EE CHIE ISR LW O,
(5) [FIHRYEE 7.2 em~8.9 cm K ONEI#5EL 3000 rpm Tzl /7 1700 X g F2E L7 D,
(6) FUEHAW O JREE (U-acid) i EE SR B O LIREZBZ 2B TNRH LS E1E, LEREO—E
A /BRI TR T 2,
(7) [EHE¥EE 7.2 cm~8.9 cm K& ONEIHEEL 10 000 rpm Tiz.Lr /7 8100 X g~10 000 X g FEFEL725,

& 2. (4.0)e) DHAEITRAZ T, BUANE PTFE ®oA 717 L4 — (FLE 0.5 ym BLT) THlL, A
A RBHRIRE L Th &,

(4.2) B WEIL IS K 0124 Z RO EFVITH, BARRIZRRERRIEIL, WE I T2 m iRk s~k
777 DEAEITIEIZL D,
a) BEBREIOTNSTOREEHE: WESRKHO—FEL FIRT, TNESBIZLTRET D,
1) ASL: FIET VI SREEVEF A A L N ORI S fa A A A A AL s A LTe v U
V7 5 (NEE 4.6 mm, K& 250 mm, KifE 3 um)
2) WILIERE: 40°C
3) BEERDY: FETET=UA 154 g ZKICEAENLT 1000 mL EL7ZH0% 900 mL &V, A% —/L 100
mL LR AT 5, BKME PTFE 8D A 7L 07 V2 — (FLAE 0.5 um LA F) TAIET 5,
4) H®E: 0.4 mL/min
5) EAE: 10uL
6) R/ YOLERLER, WIE KR 290 nm

&% 3. AL, BERT o E =7 A 154 g Z/KIZHEHN LT 1000 mL & U CHERG L, BERRICE
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D—TEEZ 10 fFIZHR L., EKFELLT U9 DA H ) —)L EiREH. H/KM PTFE flo A 7L 741
Z—(FLAE 0.5 um LA F) TAHIBL CRRIL Th I,

b) BREMHRDIERK
1) SREMRAEAER 10 pL 2@ Rk a< 7571 2EAL, R 290 nm D7~ b7 I A& ek, v
— W E TS AR D,
2) FRREBRTIEYERL O REE (U-acid) 2 LR 290 nm O — 7 g £/ 13m SO M EMRE/ER 15,

o) RAEDAE
1) BUBHAW 10 pL % b) 1) ERIERICHAET S,
2) B—JHEEEITE SO DR ER L REE (U-A) B4 KD | SFratEl R o fREE (U-A) 28 H T 5,

{#E 4. ZOHIE S5 (Scherzo SS-C18 BT LEAWZHEE) Tl JRBBICINA T TV by R ONT T b
Fe RIRHCRIE T 52N TED, B, T IV MU K OT T MU BOR R 210 nm Th o,
&% 5. BEOFMDTD | ALAALEL, HTEREEAEE}, RS HEALHE G IEEL R OHERRA 1 $0IRA VLTI
DNIEIIS G BR - S0 L 7= 5, 0.1 % (B4 3R) L 0.01 % (B &55%) KO 0.005 % (& B4 3%R) O <
JLCOFE RN HRIIZNZE I 92.4 %~101.8 %, 85.3 %~105.0 %% 1} 92.5 %~114.1 % TH-7,
FEEE DR DT  ALAAEE, {GIEFEEEACEL IR A HENDAE G AR X OHERE A 1 86 & Vo A 228
ZCOIHTREFITHONT, —ToEE S T2 D CTREFTL . H TS B R OV TRE FE 2 R L7 i %
# 11RT,
728, ZORBRIED TR FIRIE 0.0008 % (E 845 R) fL i LHEE Sz,

F1 RIED H 228 2 T R AR ORI #E S

OHTHE A
" A EE? s RSD,” sim”  RSDym”
T (%)? (%)¥ (%) (%)? (%)
{dpd ¥ 5 0.0989  0.0006 0.6 0.0015 1.6
5 0.0102  0.0001 0.7 0.000 42 4.2
TGRS N} 5 0.0932 0.0004 0.5 0.0016 1.7
5 0.009 38 0.000 09 0.9 0.000 31 3.3
IRAHEALAE A AR 5 0.0924 0.0004 0.4 0.0015 1.7
5 0.009 21  0.000 05 0.6 0.000 32 3.5
HERE 5 0.101 0.001 1.3 0.0029 2.8
5 0.009 66  0.000 18 1.8 0.000 49 5.0
1) 280MT oM EFERL T B 5) M TR R 2=
2) FEIE (BE(T) X PHT740(2)) 6) HFIEERE
3) EHESH 7)  HEAE AR R A

4) PHTEEYE R ZE
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BE XM

1) fivAkfed: EHikARsa~r757 (HPLC) IEICLAIER o R EEOWIE, IEBHFZEH %, 11, 86~105
(2018)

(5) HEEIO——F EEPOREERRIEDO 70— — M RITR T,

| stk i) 1g | 1 mgoHFET 200 mMLEF: = 7T ATi3A0 e
— DAFRYEERHE 100 mL
JINEN 60 °C+2 °C. 1053 [ Z LITHRDIE A2 435305 H]

ISR, 1047 1H

AR DR | 1700% g, 1053 [H]

\

| i3 L5y il |

10y Bl e LIL RS . 8000xg ~10 000xg | 547
[
EHA IR AR
[
HE R~ 57

AR DR AR D7 v — —h

BE RO MIERER O 0~ T LM RITRT,

0.50
0.40 |
0.30
o |
L=n
0.20
0.104
0.00 J L
200 400 600 800 1q.'go 12.00 14.00 16.00 18.00 20.00
pal

ZEM RN IRBREEMER (50 pg/mL) © HPLC Zm~ b7 T4

v—2r4 () Rg

HPLC O E 1
#1725 Scherzo SS-C18 (W% 4.6 mm, KX 250 mm, Kifk 3 um)
Z DD Z1% (4.2) a) HPLC HIE SR OBl R DY
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8.7 ABS-FRILEY
8.7.a BERAKI/ATNI ST T LER L
(1) #M=E
THIRAEENE i H 9 5, ZOREBRIEDFEIL TypeB THY, ZDFE 1 8.7.a-2022 X% PFC.a-2 L35,
THIRIEE S T O S >FL AW (VT At s 2 Z)VRE (LT, TPFOS &) e L7 L
a4 720 (LR, TPFOA 1 EV))) Rl T CAZ 7 — Ul L, 2V —> Ty 1 — RNy V% VWO
BRI~ 7T 78T NERESHTR(LC-MS/MS) & FWCTHITEL . 04T #lkE o> PFOS & Tf PFOA %
KD, ek, ZORBRIEOVERRIXEE 19 17T,

% 1. PFOS KT PFOA O#EERIEX 1-1 LK 12 LBV THD,

\/ \/ \/ \/ SogH
/

/\/\/\/\
AN AN ANAN
F F F F F F F F
1-1  PFOS D=

R F R F R F 0
N/ NSNS
N as NP0 Yo e NN

SN SN SN SN

1-2  PFOA D&

(2) BEE UHEROKIL, KIZED
a) K: JISKO0557 IZHETD A4 DK,
b) ZF=RJJL: LC-MS A ULFRZED SE DRI,
C) AR/—IV: FREAEFE-PCB BT (e 300 LA 1) IR FSEO G E DR,
d) ZUEZFK: JISK 8085 IZHHET D 28 % (/=) @#%%&%fc‘;%-éﬂ IERIFEDORE DL D,
e) FEE: JISK 8264 [THIET D 98 % (HE5=R) UL ORIk LR g@ﬁiﬁeo
f) BEBE7UE=VLBE(1 mol/L): EiEkEr7 o~ Z77 i XULRISED SE ORI,
0) EFB7 U= LEK10 mmol/L) V: FEEET =17 AVAW (1 moI/L) 10 mL (Z7K% 1% C 1000 mL
L%,
h) BBER: BEESRIHICRIL AL ORI E 2, 2E LU CfEE D2 27”07z,
i) PFOS #R#R&: PFOS[CgHF17S0s] DL I VRSB S i @),
j) PFOA %K : PFOA[CeHF150,] DI K OVRRED S A BB R AT IR @)
k) PFOS #R#Ei# (1 pg/mL) V: PFOS IEHEFK O —E BA& A¥ /— /L CHIRL, PFOS ¥R (1 ng/mL) %
T2,
I) PFOA $Z3##% (1 pg/mL) V: PFOA IEYEJFKD—E Tk A¥ ) — /L THIRL . PFOA FEHERE (1 ng/mL) %
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A2,

m) EAE#ER(100ng/mL) V: PFOS HEHEH (1 ug/mL) K& U8 PFOA FEYER (1 pg/mL) O —EBERAL .,
A% )= =K (1+1) THARL , IRAAEHERR (100 ng/mL) Z i3 2,

n) SESIEAEK (10 ng/mL) V: JEEAFEWER (100 ng/mL) D—EBEZ A% /) —/N—K (141) THIRL, IBRAEE
Y% (10 ng/mL) Z 552,

0) BEEEX( ng/mL) V: JRAFEHENG (10 ng/mL) D—EBEAZ ) —/L— K (1+1) THIRL . IR AU
% (1 ng/mL) ZFH 55,

p) BC #REE PFOS MIRZERA&: °C4-PFOS[CsHF17S03] X3 ¥Cg -PFOS[CeHF17S03] D £ K& Ui
INSHSALIRRERERE @),

q) BC #HiEE PFOA NEZERAE: °C4-PFOA[CsHF1502] XIE °*Cs-PFOA [CeHF1502] DR K OVl
SMHAL LR R @),

r) BCHEHE PFOS PEHER (1 pg/mL) V: BCHEF%{L PFOS PIEHEFK O — E B A ) — )V TR L,
PFOS PAZHE(Z (1 ng/mL) Z 555,

s) °C #E3{E PFOA PIRER (1 pg/mL) V: °C {55k b PFOA WAEHEFIK D —E B4 AH ) — /L THIR
L. PFOA WAEHERZ (1 pg/mL) 2745,

t) °C {RHLEEMNIRER (200 ng/mL) V: 13C #Ek{b PFOS PAE YK (1 pg/mL) K& OF BC #E##dl PFOA
WAZHENR (1 pg/mL) D—E BZIRE L, A /— VTR, BC R LIR A AR (200 ng/mL) % 7%
5,

u) BCIEFILEAMIEER (20ng/mL) "V BC TR LIRE A NAEHERK (200 ng/mL) O—E EA& AX ) — )b —
A (14+1) THAIRL | 13C ARk IR & AR HERR (20 ng/mL) Z 7R T2,

v) REBRAESEER0.1 ng/mL~50 ng/mL) "V : JEAHEYER (100 ng/mL) D 1 mL~5 mL #2877
A2 20 mL (ZEEHERIIZED | BC ZRRALIR A PNIEHERK (20 ng/mL) | mL ZZ N ZHUN%  FERRETAY ) —
=K (1+1) 2Nz 5,

JRAEENERY (10 ng/mL) ® 1 mL~5 mL 22 & 7722 20 mL [ZB PRI LD BC R LIR A S HER
(20 ng/mL) 1 mL &M% BERRETAZ /—/L— K (1+1) ZZIENINZ D,

IRAEENER (1 ng/mL) @ 1 mL~5 mL 2287722 20 mL (2B MR LD, BC A LIR A WS HER
(20 ng/mL) 1 mL 24V E AV, BERRETAZ /—L— K (1+1) N2 5,

w) SHERREMA °C EEELEA NELER (20 ng/mL) V' 1BC B LIRA PR HETE (200 ng/mL) D —
TE A AY ) — )V CHIRL, ST s A 18C FEaikA LR A& A HEIK (20 ng/mL) &7 HL325,

FEQ) FRRBITHY, BHBEIS U R a5,
(2) FRHERFEN T RS TS,

&% 2. PFOS fF¥EJFK, PFOA fRHEJRIR ., 1°C £R%{t PFOS WAEYERIK K OY 13C 1k L PFOA WAEYE
JFR LB Tl sy DB D% VD,

&% 3. PFOS fF¥EJRK, PFOA fRHEJRIR ., 1°C fF%k{t PFOS WAEYERIK K OY 13C 1k L PFOA WAEYE
JEU# 1 Wellington Laboratories %5 LW AR 7S CuND, 7272 L. Wellington Laboratories SIS o> #L b, % ]
WAHGAIL, ENEELZ G LT X COMRE T A e BT O ENHD,

% 4. PFOS MR K& O 1PC 155k PFOS PUARHEIRIRIE Na i I3 K M THRZES4L TV VD, PFOS D
el L COEHRIL, RIEEICFEH I QWD EEE L TR T HA R AR S (Na #2:0.958, K #2:0.929) %
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WTHRET S,
&% 5. WEEET =7 LEHE (1 mol/L) Dk n~ 777 FILE L7 A/ LRGSR & OB AL
FIOBGEESNL TS,

(3) BARUEE AKX OEEIL ROEEVET D,
a) BEREEIOTNSTEESHE: JIS K 0136 [ICHETDmBRIAI 0~ T 40T NE B HTRE
TIROEMZT-THD,
1) =mE&REIOTNTS7:
O BT BT IFEIRFE% 30 °C~45 °C THEITEHHL O,
©@ HZ72: N2 mm~3 mm, £& 50 mm~150 mm, K 1.6 pm~3.0 um O AT L AFHD T L5
(A I B T I NIEEACFRES LIS VAT NV E T TCALIZLD, B'ESHTRHIREOL O,
2) HEESHE
O A3 AL =L IhaAT L — A4 AL (ES]) 14
@ A UG BIROGHR HE
b) BERRBLER: BHEREHEEHVDLIENTED,
c) I=Hh—ILF
d) mDOBER: 700X g~2000 X g Tz Loy B pIEEZRD D,
e) BEEDSEE: 7500 X g~10 000 X g Tim LB GERE D,
f) RBREIXH—: ATy 7A3%)—
0) BEAAUTBARII—D—NIYThTL: G4 RIS LToARY~—500 mg 2115 {7 6 mL
IZFTTALTEL D,
h) TS5274H—Roh—NIVSHhSL: 7T57 7 —R 400 mg DT TASNIZLD,
i) RLAOZFRDERE 50 mL: RV 7 oL e 50 mL Dl MR E Tl B COREE1TZ 5
D,
i) RLARBRE S0mL: RV oL Mo 50 mL o3l HERE T 50 mL (2 HEOHHH D,
k) RCOFEBRE 15mL: RU7meL 8o 15 mL oral bR,
) BREMAZHERE: 7mL~10mL OFRBRET05mL XTI mL IZHEDOHLHD,
m) BERRUREBERANCTIL: K7L 8o 0.3mL~1mL AL AL T L,

{§#& 6. 77720 InertSustain C18, InertSustain C18 HP, InertSustainSwift C18 HP. InertSustain AQ-C18,
ACQUITY UPLC C18, ACQUITY UPLC BEH C18, Shim-pack Velox SP-C18, ZORBAX Eclipse Plus
C18, Atlantis T3 HDOA P TR TND,

#E 7. PR~ —D—R VBT AF InertSep MA-2 500 mg/6 mL, Oasis WAX 6 cc (500
mg) . Oasis WAX for PFAS Analysis 6 cc (500 mg) D4 M CHiflrSiL T 5,

#ES8. V7774 —RH—K P hT AT InertSep Slim GC 400 mg ZEDZ TR CTHIIRESIL TN,

£ 9. 50 mL D= (ASTM Standard E1272 752 A (+ 0.25 mL) ) 24§ %55 % 1L, DigiTUBEs %50
AFRTHIRSILTND, 7eds, WIEEHEIRZINZ TWAT20, (4.1)F) OFRETITAIR A ERMEIC 50 mL &5
DA A AN

& 10. i)~ OFL, BEELh NAY—LEAY M O R A AR b DT I, JIS K 8891 12
FRIETDAX ) — )V THE L, AX ) — VRS D,
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#E 11, )~k LK m)OEFIFIHRI =T L B3R e’ L U EE HV, B RER<T=90
oAb F LU RBIIEE D S AT LR,

(4) HERERME%E

(4.1) #H  HiHIX KOLBVITI,

a) ONTEREL2 g &2 1 mg OHTETIEINVED, 50 mL AU K3 LB (2 AL,

b) ZHTRUERASINA 3C RERRA IR A AR HERK (20 ng/mL) 1 mL &% %,

c) AZ/—/L 15mL K OERE 0.1 mL ZANZ ., A E I Az T 20 43R E LR,

d) ELFH 1700 X g THI 5 4y MiE Lo EEL S | BB k% 50 mL 2l 0B E ICB4@,

e) ¢ ~d) DEAEE 2 [FIEEL T LR E A DED,

f) 50mL & HEEETAY /— V&M, fiiRET %,

9) ZERBRELTHID AL M DL & VT b) ~F) O#EAE AL | 223080 Hh i & i35,

Q) [BHEREEE 16.5 cm K OVEEREL 3000 rppm Tl 7] 1700 X g FREE725,
@) THhrT—rarTBT,

iE% 12. HBAZ 500 pm D 550 VE i T2 ETHFL Tt AR R 32,

(4.2) H)=2FP9FS JU—2T o7 iE ROEBVIT,
a) FEAF LRI~ — D= NP h T LA TH T ET=T KO — 22 )—L (1+100) %) 5 mL, A% /—)L
5 mL K OAY /— L —7K (1+1) ) 5 mL CHEKR T35,
b) 7777 A=K A= VBT LETHAY ) —/VK) 5 mL THE$ 57,
¢) (410 O S mL % 15 mL 22U DEBREICED, /K 5 mL 2Nz TIRVIEE S,
d) c©) OEVETREI ST D ERIE TR L TODIE T, 30180 1700 X g THY 5 im0 BEST 5,
e) ¢ DEER OV L d) DEAE TR BB AR ETREA A R ~— I — NP BT BMZARTL,
WE DT CAAND EiglliE T H5E TS TS,
f) 15 mL AU ORBREZ A% ) —/L—K (1+1) ) 5 mL THEL., TRiREFRUCA7 AR L, IE 28 FETA
A bl E TS ED,
9) AX /=LK 5 mL % 2 [IB3EA AL A HRY ~—h— P h T AN A BRI A FEC A D b
\ZEETAE TS D,
h) b) CHEFLIZT T 77 AN — R T1—RN T hT DE a4 AR ) ~— T — R 7 LD T |
O 5,
i) TrE=T KO =2 —)L (14100) 2 mL 0% KT TAAID EIZET HETHHE 2,
J) BHEMERBREE DN oV ATLD FIZEE, ToE'=T KO — 2% )—L (1+100)4 mL ZH—hkJ)v
H17 KIZHIZCPFOS, PFOA K N ENOLDONIEHEY E 2R HHSE S,
K) 2 HFI A HRITRL0NIRESF T, 0.5 mL O HEEE TR 5,
) 7K 0.4 mL 20N, BREREIFV—TIRVIEED Y,
m) T2 1 mL O HEETKEIMNZ, BREBREIFT—CIRVIEE, 1.5 mL fem OB E I AL 10,
n) iz0x7] 7500 X g~10 000 X g THI 5 Srfifiz D orBfEL 1V | By AiRa s HAIR ST 5,
0) ¢ OEAED (4.1)F) Dffi kA (4.1) g) DZEBRHIFHHIKICZE 2. T a) ~1) OEAEZFERL | 22 Bk %
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S5,

EGB) o) KON d) OBMETLEISC TRITEEE VD0, UTMET 5,

(6) TUoE=TIRIE 28% (HESR) DT E=T KEANDZE,

(7) VY= R—=% NI )=V ETTT 7 A =R =R BT AND,

(8) VFT77ANI—RL I—R) P BT LDOYHF — =% VI, BBIEAF L AR ~— T — )P
T M EERERE T D,

(9) HritnaEEs 7,

(10) m) KO n) OEAEIZMEIIGT CET 5, 72721, LC-MS/MS OO =% | A REZ#EFH D& >
T Cim B SRR AT ENEELY,

(11) [F#E42E 7.2 em~8.9 cm K& ONAIEEEL 10 000 rpm Tiz 0>/ 8100 X g~10 000 X g FREEL72 D,

fB& 13. (A.DF) O, (4.1)g) D2 MK, (4.2)n) OFREHRR K& O (4.2) 0) D ZEFRBRIA TS
LETHLIOTHEE LU THIETRIFL, % B ZOBOBIMEEZER/L THE,

€% 14. o) OEAETREMADLEULTIE DS B 53 D357 SATTEREL TRV AT, ) LI DO #H
EEMLTHAEL AR,

W 53 D3R AL L T D581, d) DEEOE L BEZ FERL . e) XY f) OEEIZB N T
FIREZR L CREIE 2 & 992 A A AR~ — I — )y P BT MIINR IR, ETo, AZ ) — /T, BBy
RIS 2D T, g) OBRIETIIA SR 2L TICEESRAA L AR~ —I— Ny U T MTINA
Do

(4.3) BIE WEIX, JISK0136 KORD LB VATH, BARMZRRERMEX, BEICEEH T2 m ik
n~v by T7 5T NERGHTEOBAEITIEIZLD,
a) EEBRFIOTNTFTEESTEHORIESEY
HIE S O— Gz EE D2 DR 1 1R T, FEERORE SIS 7 L 25T TR
ED2 2B EBIZLL TOHEBEHRET D,

1) BmEREIOAINTST:
O Hoh: FIET NS LI VAT A (L 2 mm~3 mm, £ 50 mm~150 mm.
g 1.6 um~3.0 um)
®@ ¥WiE: 0.2 mL/min~0.5 mL/min
@ AEER: A BEET =T LA (10 mmol/L) 4 B: 7R®h=RL X IAZ /—)L
@ rovxoh WEED2 1SR
® HTLEIEE: 40 °C~45°C
® FEALE: SpL
2) EESHE:
O AFAbIE: =L Zhax 7L —AF Ak (ESD) 15
©® ®F—F: XHT47
® E=H—AFr: F1DEEY
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K1 WERGWE KR OCNEEME OE=F— A4
HEEM L (m/z)

TVR—Y—AF TaFIMF PA=D 4 v

L&t (EmH) (e H)
PFOS 499 80 99
13¢,-PFOS 503 80 99
3C,-PFOS 507 80 99
PFOA 413 169 369
B3C,-PFOA 417 169 372
13Cs-PFOA 421 172 376

@5 15. sk~ 778207 NERESHTFORNE ST —FITHD, PFOS K U PFOA |ZIXfK5E
BN EHRITHE A LIZb 0 (BUT, TEEHIIR L35, ) O R FE D I LT A S AR (LR, [0
FMEIR | 22, ) MFEAET D, 9557 5C PFOS J () PFOA D ESHAL Syl SR O — 27 %45 B
LCTHIETEDINNC, 1) DO~OD @ik a~ 77 DG ai% BT 5, £io, 132 mEiik
a7 E&OGHTENCEDE T 2) DO~Q@LSDBE EGHTEID/NTA—RERET D, 128, 7L
=Y —AF L R OT 0F I A NTE B oHTEt O Fi A T CTREREL Th &,

{#% 16. PFOS }¢ ) PFOA D PrRFFIRFICAR 2 3 DAL ISR EME K D@ ik~ N 77 B & it i
DA DY — 7 D35 AT DA 1 EEER O RIRAR 7 LB IS DR OEA D ORICT (L
AHT 5 (NEE 2 mm~4.6 mm, £E 10 mm~50 mm D AT LV A{D BT LB T 2T 2L FzAb Fhs
B LTV AT EAETE IR A T TALTEH O) 25 L TARMMH O — 2 %3 BRIk D PFOS &Y
PFOA DY —ZnbA3 BT 251250 JIE I B LR WIS LT DI ENEEL, TALADT LI,
Delay Column for PFAS, ACQUITY UPLC BEH C18. ACQUITY UPLC C18, Shim-pack XR-ODSII,
ZORBAX Eclipse Plus C18, ZORBAX Eclipse XDB-C18, InertSustain AQ-C18 ZEDAFRCTHiliE4u T
Do

b) REBRDIERK
1) BREMTRAEEENR S uL Z2@diRik s a~ o7 207 NEESHTEHIE AL, PFOS, PFOA, 3C
HEERAL PFOS KO8 13C #2354 PFOA D ERAA A (m/z) K ORER A A (mlz) DY~ 7T Dk stk
L. FNFNOE —JHEfEEZ kDD,
2) PFOS K UNPFOA DJERHAA L (mlz) DE°—Z1HifRE 13C 15kl PFOS & O 13C 1%k PFOA D E &
A4 (mlz) DE—7 HED e EF 15,
3) PFOS. PFOA, "3C #Fi#%1k PFOS K Uf BC 5%t PFOA DE R AA 2 (m/z) LRER A (mlz) DY
— MO ERE T,
4) FREHHRGIELER D PFOS &K U PFOA JREEL 2) TRO - —VHEFE O & A ER T 5,
o HEORE
1) (4.2)) OREREIRE 5 uL % b) 1) ~3) LRIERICERIET 212,
2) FREEOOFEHAIK D PFOS & UF PFOA JRFEEZ R | 4l PFOS K UF PFOA JR A H
T2,
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d) ZEHBRBFBERORAE
1) (4.2)m) DZERBRIAN 5 uL & b) 1) ~3) L[RIAEICHERIET 2,
2) FREMDDLEERIAE T D PFOS KUY PFOA JREEZ K | I AR EE&iFH O TR (0.1 ng/mL) & K=
HZ LR T Do

F(2) REHAR O EBEM A (mlz) EHER ALY (mlz) DY — 7 G FEYERR O — 7 mFE LIS
XL TH30 %t EDFIPHN THHZ LA MR T Do 728, B —ZHEITIREICL > TRRLIEDNH
B,

#E 17. DIARMEROEREZITIH AL, PFOS &Y PFOA O/ AR D E & A4 (mlz) DY —2
mfEL BC k(L PFOS K& ON 13C #5#k{t PFOA OERA A4 (m/z) DY —7 WD IEFH L CER
SRR

#2518, d)2) TRDOZZEHBRIANL D PFOS X OV PFOA JEFEM, MBI E#IE O FIRUL EOSA I,
JR IR A P E N ENIRN L SV ETT T VAR LT % 28 BRI O R 2 T E1T> T/
RERETTI,

{##& 19. EEFO-D, 15IR%: 3 FtHA W CHRNEIGER 2 F25E L= F5 5. 200 pg/kg., 20 ugkg &
O 2 pglkg DIRML~LTD PFOS OFEJENTRIZZNZIL 96.5 %~101.1 %, 93.8 %~96.5 % O}
83.3%~102.1 % THY, PFOA O F-HJENLERITZAEIL 100.4 %~107.3 %, 92.3 %~96.0 %% O} 99.7 %
~102.7 % TH -7z,

FEE IO 7=, 54 2 T A 2 H A ZE 2 TOSMTHRERICHOWT, — ol E S B a VT
fERTL , R BE R MM TR EE A R I L7/ R AR 2 1T,

Fro., BB EZHEE T 57O EERIICE L SN DI AR 2 F2 i L TEL o i iE A H]
WCHREHRIT U752 3-1~3-2 1R T, LRRRBRCIE, B & OO BSOS A Bl /i
MIROGH &G LIcE (RPTIEIG R &%) &, PFOS IZOW T BCy-PFOS K T 13Cs-PFOS %,
PFOA |22V Tl BC4-PFOA J Y BCs-PFOA ZNEEYEME L L CTHWTERZE LT LT,

2. ZOBRIED PFOS & T PFOA OEH FIRIT 0.5 pg/kg FLE LHEE ST,

2  AWESHOFRLEWO H 2L Z T RABR AR DT R

D TREFE Hh R
~ e Ay w2 s RSD, sim”?  RSDym”
feam . T (Mg/kg)  (Mg/kg) (%) (Hg/kg) (%)
PFOS 15 1 5 66.8 2.0 3.0 2.2 3.3
THIE 2 5 4.46 0.16 3.6 0.21 4.6
PFOA 158 1 5 140 2 1.4 4 2.6
1512 2 5 2.08 0.13 6.2 0.19 9.2
1) 28 0T &ML 7= H 2K 4) OHTHE X YRR 2=
2) FEHE (BE(T) XOHMT740(2)) 5 HEAEERZE
3) PHTIEYER 2 6) AR E(R A
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#3-1  PFOS/H ks o 22 1 MERERE O 72 ¥ 0 S i) e [l AR B D AR AT il A

Her EEY s RSD,” sp? RSDR"

TR Y A4 o
%4 (ng/kg)  (ngkg) (%) (ng/kg) (%)

PFOS E#HK  {5lE A 13(0) 12.8 0.6 4.9 1.2 9.5
¥c,-PFOS {572 B 12(1) 49.2 0.8 1.6 2.9 6.0
/5IE C 13(0) 5.17 0.26 5.0 0.73 14.2
1518 D 12(1) 16.6 0.9 5.5 1.7 10.2
158 E 13(0) 3.81 0.39 10.1 0.78 20.6
WA F 13(0) 1.56 0.17 10.7 0.28 17.7
PFOS & & HiE A 13(0) 15.9 0.7 4.5 1.3 8.1
13¢,-PFOS 152 B 12(1) 59.8 1.1 1.8 4.0 6.7
{5IE C 13(0) 7.14 0.35 5.0 0.74 10.3
{5JE D 12(1) 23.4 1.2 5.1 1.9 8.2
158 E 13(0) 4.81 0.28 5.9 0.90 18.6
HEEIR F 13(0) 2.22 0.20 9.0 0.49 22.1
PFOS E&{i&k  15IE A 13(0) 12.8 0.6 5.0 1.0 7.8
3Cq-PFOS 5IE B 13(0) 49.4 1.1 2.2 3.8 7.7
15IE C 13(0) 5.26 0.40 7.7 0.71 13.5
{5JE D 13(0) 17.3 0.8 4.5 1.9 11.2
15E E 12(1) 3.82 0.23 6.1 0.53 13.9
WK F 13(0) 1.61 0.18 10.9 0.27 16.7
PFOS & & 5UE A 13(0) 15.8 0.7 4.4 1.4 8.6
BCq-PFOS 57E B 13(0) 60.2 1.7 2.9 45 75
15 C 13(0) 7.30 0.46 6.3 0.95 13.0
1512 D 12(1) 23.8 1.1 4.7 2.1 8.8
{5E E 13(0) 4.93 0.19 3.8 0.77 15.6
WK F O 13(0) 2.28 0.26 11.3 0.47 20.6
1) EE:: BIE(EAY, TEB . NWIEUEY'E 5) DFHTHE e (R 2=
2) AR G MUVEZ#E LR =) 6) =[] B V(R =
3) M (n=A2hitBRE B < B (2)) 7) =) PR B S e (R 2=

4) PHTRE HE(R 72
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#3-2 PFOAS AT ER L D 24 MR D 7= 80 00 =5 [ S [ 5 BR BlokE O fEMTAG S
Her o EEY s RSD, sp? RSDR"

i R B

B (ugke) (ugke) (%) (ugkg) (%)
PFOA [EH{{A 15 A 13(0) 238 10 4.3 24 9.9
C,-PFOA IR B 13(0) 139 5 3.7 11 7.6
{5l C 13(0) 53.3 2.1 3.9 3.6 6.8
1518 D 13(0) 18.9 0.5 2.8 2.0 10.4
15e E 13(0) 5.97 0.31 5.2 0.74 12.3
HLIREEIR F 11(2) 1.14 0.11 9.3 0.22 18.9
PFOA & 158 A 13(0) 248 10 4.2 25 9.9
13¢,-PFOA 157 B 13(0) 151 6 38 10 6.7
75 C 13(0) 53.6 2.1 3.9 3.7 6.8
{5JE D 13(0) 19.6 0.6 2.9 2.1 10.8
1518 E 13(0) 6.11 0.36 5.8 0.75 12.3
R IR F 11(2) 1.28 0.13 10.0 0.36 28.5
PFOA [H & 5 A 13(0) 236 10 4.3 19 7.8
13C4-PFOA /5 B 13(0) 137 5 38 10 71
15E C 13(0) 53.2 2.9 5.4 4.8 9.0
{5Je D 13(0) 19.0 0.9 4.5 2.1 11.1
15E E 13(0) 5.87 0.28 4.8 0.77 13.1
HLIREIR F 11(2) 1.13 0.09 8.0 0.21 18.7
PFOA & & 1H5E A 13(0) 247 11 4.3 19 7.8
*Cy-PFOA 5UE B 13(0) 149 5 3.7 10 6.4
15E C 13(0) 53.5 2.8 5.3 4.8 8.9
15Je D 13(0) 19.6 0.9 4.6 2.2 11.3
75 E 13(0) 6.03 0.31 5.1 0.78 13.0
HEJREIR F 11(2) 1.29 0.15 11.4 0.34 26.6

1) EB:: RIS, TEB . WIEEHEY'E 5) DFHTHE A e (R 2=

2) ARRBREH O EE S LB == ) 6) == [H A HUE R 2=

3) FHME(n = 2hikBR = M X BB (2)) 7) B A R 2=

4) PHTRE (R 2

S

) BIFE, WEEST: LC-MS/MS ZHWiHIRIEE D PFOS J O PFOA D43, IEEHFZEHE,
14, 123~140 (2021)

2) LC-MS/MS %\ =HEELF D PFOS & O PFOA O HHEOVEREREA  — S 3LRIRBRIC X D% Y M
W=, IEEHFgEH, 15, 66~86 (2022)

3) BHRIR, WEERT, ot )): AESoREAEMO T, IEEMFFEH#RE, 15, 87~107 (2022)
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(5) ABS-FRLELEVOREREZIO——F HRIEEIE RSB AEWORBRIEO7n— — ek
IR T

| OHEEF2e | 1 mg@HFET S0 mLAAL Hs OIEE (PPEL) (A) ITHEAN0 LD

— SRR DR A P #EE (P Cu-PFOS., P Cs-PFOS, Cs-PFOA
R U8 Cs-PFOA %420 ng/mL) 1 mL

— A¥/—/115mL
« &1 (0.1 mL)

| LB | R, 2055
[
| L EE | 1700xg . 5531

[
[ BLAN(EBZ®) | 50 mLAal natEe (PP (B) IcBL ANS

< FENERVEIZ2 B >

()

((EFE )

A% )= 15 mL—
% (0.1 mL) —

| e | B, 20451

|
| EL Y | AU HELEE (A), 1700xg ., 5571
(R )

(BB ) %
BhEs (382 i7)

— 50 mL3aC O3B E B) OHEVETAZ /—/L
| i |
[X2-1  J5IEAREHE R OPF OS 2 URPFOAD ST 17 vt —3 — | (hf ()
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| i |
I

| 4yt (5 mL) | 15 mLial miE e (PPRY) (O)12ks
— 7 5mL

| Ry |

B ST I :l/EI (SN
Hﬁmé%;(g 7 AL M O (C)1700xg, 553 1H]

+

g9faA AL A WR ) ~ — B — ) w2 T L
I — T (FOTLoE=ZTK(28 % (HEDR)) — A% /—/1(1+100) £5 mL,
AR )= KI5 mL, A%/ — L — K (1+1) )5 mLoNEIC #EE)

— A% J— L — K (1+1) 5 mLCHRU MmO e S (C) 2
— AR ) — L5 mL T2 | P

TS5 77 AN —R e =R o BT L (FdAZ ) —L #)5 mL

T | 277 >
MYEAT RIS | i) 29 Ao ASHA Y~ T — [ 3 5 B0 T A3

— TUE=T KR8 %(EESHR)) — A% /—/L[1+100] 2mL[#TH]
— TrE=ZTAK28 %(HE5H)) — A% /—[1+100] 4 mL[#7FEH
HR A= B i (D)]

| o | sy e 30 TkE fHT, 0.5 mLo B EE T
— 7K 0.4 mL

| B | sty —
— K 1mLOARET

| B | stwmey—

|
PEITIELT,
1 0y e
|

1.5 mLA s 0 PR (E) | 7500%g ~10 000xg, 545

| HphAT | LEain
]
| i | itk oy~ by 57 s F N RAHTRL

X2-2 GRS R OPFOS B UPFOAD /3 #TiE 7 v —2 — (7)) — 7y 7 BB R ONRIGE H#aR)

731



fEk R ER YL (2023)

BE MEMHESEERLORESROEEN 70X JMA L O LB ISE=4) 7 (MRM:
Multiple Reaction Monitoring) 7 2~ h27"Z Az IR IZR T,

VEEE VEHEE

5.0e4 3

3 6.0€3 -
4.5e4 ]
4.0&4-; 5.0e3—:
3504 ]
3064 ] 4.0e3
25043 3 Oe3-:
2043 ]

; ] DERIEEL
1504 2.0e3
1.0e4 ]

E 1.0€3 4
5.063 3 1 S RIEE]
0.0€0 0.0e0 ]

75 80 85 90 95 100 105 110 75 80 85 90 95 100 105 110
FEHERR (PFOS LT 20 ng/mL) AR (5T IEE)
£ 3-1 PFOS ® MRM /0~ h7J A
VEE VEHE

1.6€5 — 2365
1.4€5 — 2-055§

] 1.8e5 4
1.2e5 ] 3

1.5¢5
1.0€5 ]

] 1.3e5
8.0e4 ]

] 1.0e5 4
6.0e4 ] 3

1 7.5¢4
4064 5.0e4 -

] B N 4
2.0e4 ] pser ] SRR
0.0e0 O-OEOé

55 60 65 70 75 80 85 90 55 6o 65 70 75 80 &5 90

HEHER (PFOA &L T 20 ng/mL) AR IR (5T AR
%:#[% 3-2 PFOA ® MRM Za~ K75

LC-MS/MS Ol & 514
SyBEMAZ 2 InertSustain C18 (W 2.1 mm, &S 150 mm, K 3 um)
T ALV A717 2 Delay column for PFAS (% 3 mm, & 30 mm)
Wi 0.2 mL/min
WWHER . A BERT o E=T AHE(10 mmol/L)  B: 7ER=RJL
275k 0 min (40 %B)—1.5 min (40 %B)—10 min (100 %B)— 12 min (100 %B)—12.2 min (40 %B)
—20 min (40 %B)
A7 LIEIRFE: 40 °C
HEAR: SuL
7u—7FEE: -1kV
DL Jif£: 200 °C
t—h7ayZiREE: 300 °C
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Ao B —T7=—ZRE: 300 °C
AT TAYP—H AYi k& 3 L/min
NIAAL 7 FT A& 5 L/min
b—7 A7 F AL E: 15 L/min

2ER bk OEEINE O RT AL —
B EEML (m/z) ay Ve
TV —H— A=C /4N THRILF—
AF A (eVv)
PFOS HI7E 498.8 80.0 54.0
fifeRd M 498.8 98.9 44.0
Bc,~PFOS I E 502.8 80.0 52.0
HeRs 502.8 98.9 45.0
BCg-PFOS H7E 506.8 80.0 54.0
Tl 7 506.8 99.0 46.0
PFOA T E 412.8 169.0 18.0
HeRs 412.8 369.0 10.0
BC4-PFOA H7E 416.8 162.0 18.0
fifead 416.8 372.0 9.0
B3Cq-PFOA H7E 421.1 172.0 19.0
HeR8 A 421.1 376.0 9.0
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