AR ERTE (2022)

83 RBEXE(ZHS)

83.1 RBEBEZHS I (ZD 1)

8.3.1.a BEREIOTNI ST T LEES L

(1) 9PRRIEEH T\ AF L TARRAIF U Bla, AUV ATF 122, 23-Ve ka7~ L A7 5 Bla (Bl
HAXNAYF L Bla), Y IATF v =V IAYF > Bla, u7 /v a7 /)y BEXo= )L T R
EARE= LT RRUR ELRY ELRIC T ROV R T

(2) W=

ZOFRBRIEN TR D FRE [ 35 FHAE A IR B OMRIRE A 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, 7085, ZORBIEOVEREILEE 3 1”7,

(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) FBTZUEZDLBEKO.Immol/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) FEBE®O0.1vv%)V: X1 mL %7K 1000 mL 21X 5,

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

m) HEIEIEER (0.1 mg/mL) V: TNAZF L [CugH72014] @ A~ UL AT F L [CagH74014]1 Y, =7V ) AT
F 2 [CooH7sNO14] @, 17 /2 [CosH206] @, B2 = /L7 hF L R [CioH300s] @ L OB L R [EL R
I :CaH203 KO LR 11:CoH2805] @59 0.01 g Z D XHEILICED , ZDE &% 0.1 mg DT £ CHEIE T
%o DEEDAS )= THEIL, 2R 7TA3 100 mL ([ZB LA, B ECRIAEAINZS (72720, BV R
AL TIEL RS T - T OEEELT 0.1 mg/mL 258675, ),

n) ESRER (10 pg/mL) : £ EIREAER 10 mL % 100 mL £ 877 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 (S0 ng/mL~500 ng/mL) : {HFHTIBGIEAENRK (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) : fHRFITEAEAER (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 HBELOERET KOEBVETD,
a) EEEGIOTNTSTOBERSHE: JIS K 0136 IR ETDEmERIkr n~ 57 805 WEBASHTE
TIROBEA A= T H D,
1) BE&RGHEIOTNIFT:
O BTl BT IFERFE% 30 °C~45 °C CHEITEHL O,
@ W75 N 2mm~3 mm, £ 50 mm~150 mm, Hi£% 1.6 um~3.0 pm OAT L AHHD T 7 LE
(A7 BT N IEACERES LI VAT NV E T TALTIZL D, EEOHTFH RO D),
2) EESHE:
O AA A L 7raA 7L — A4 AL (ESD i
@ A4 G BIRSUS R
b) BERFBER: BITEEFREAVDLIENTED,
c) BHERR: 40°C ETHMi T/ R —H—
d) SHEFVNESEHh—RIYCHSL: ZAETNEI EE TR TALELO (PRFFA R SmL) @
e) T5774bh— R —NH. B’BH—NIVPHSL: 7T777 A4 —HR 500mg K N7/ 7 v LU
b UH 7L 500 mg % 6 mL {EHEICREEL-HD®

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) &0 4 HCTH S TUVD,

(5) EABRIRME

(5.1) #H HhHIE KDOEBVITH,

a) oMrEtE 5.00 mL@% | 10 mL 2877 A2 AND,

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 OREPIE T A2 N bAD THEE T, EOBIZIZUITHHIRIZT
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 27T RAaZRA—MNyPHT7 L0 TIZES, FifgTF /LK) 5 mL Z 4 [8], NER[E— > %
FINTINZ, R FETAFND FHHETHE TR S ESH®,

¢) EHKE 40°C LU FOKIBTIEEA LA T 5 E CRITRM L I21% . @RI A% ESTHELY | 7h=
RV —RLrxEy (3+1)2 mL ZNZ CHEEWEEDT,

F Q) HBEARNICITRHHEREZTOIL,
(9) HESETIDLEEPHHTDIBENDR DD,

(5.3) YY=2TPYF Q) 2V—ToF ()1 ROEFVIT,

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

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

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

d) VEHEZ 40 °C LA FOKIB TIEREA L HLE T2 E CRITLIRME LI-% . 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) FESETELEEIENEBT 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 SOEESWHOARES mHkksa~ s 7B &Nt ORE S0 — 5
ZLLTIORT, ZNVESBIZLCGRET D,
1) EERGEIATNFT:
O HTb: FAIETINEALEREE LUV AT (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) — AR (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

X1 HEROT=A—AF

BEALH (miz)
=3 & T I —H— VA=Y E/4 N &g VA=Y /4 Vg
A A (E &) (B H)
TIAT7FBla 891 305 567
A~YLAY T Bla 893 307 551
TV AT Bla 915 186 298
= 395 213 192
e _Ra=)L 7 R 356 177 147
LRI T 329 161 133
BRI 373 161 133

b) BREMHRDIERK
1) FHEHAREAERER 5 uL 2mdiRiEra~v 78207 NEESHEHTEAL., BIEX G E D
ERmHAATY (mlz) K OB AAT Y (mlz) D7a~ 7T LEFLEkT D,
2) WEXNGEDFE RN A (m/z) LR AT (m/z) D — &l I Tm S a2 R 32,
3) BREHRHIRESEERONERMERELEEMRAA L (n/z) DY — 7R UL EmS LD &%
VERL T %, R EAROIERUE, BRI E R T,

c) HABDAE
1) #UBHATA 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) EWMERBAT 2 (m/z) OB —ZEREE ST S S RO —27
AT UL @ SHATH LT H30 %fEEOHFAN THLZLEMERE T2, s, B — 7 HfEL 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)

=

iEE 3. RO FRER = HEAICE (G FE) | RS A IEEH2 R ORIGUROKE R, 4000 pg/kg
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F Y400 pg/kg (72720, ELRIACBEIL TIEL R T - TS ELEL T 4000 pg/kg KON 400 pg/kg) DR
I~V TR RILER DY 77.0 %~104.5 %K% T 85.6 %~107.9 % ThH -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)

WEr opmE” FE BUGEE grsp” 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 (ftX)
@B TwE? FIE ENE RspS RSDRY

R P s’ (ugke) (ngke) (%) (%) (%)
Em= L FEEE A A IEEEEL  8(0) 3182 3333 95.5 8.1 13.2
ThEVE FRERZHESIEENEE2  8(0) 395.6 4167 949 8.4 13.6
FRERZEHE A INENEES  8(0) 450.3 500.0  90.1 4.6 9.3
RS INEE 8(0) 209.7 3333 899 7.4 11.0
HORAE A IER2 8(0) 435.8 500.0  87.2 5.8 7.4
LR T F LR = N5 IRk 8(0) 160.7 186.0  86.4 9.3 11.9
FREE 2= A A e 8(0) 2022 2325 87.0 12.6 12.8
FRER = A5 IEE3 8(0) 228.6  279.0 819 5.4 8.8
ARG TR 8(0) 158.2 186.0  85.1 6.8 10.4
TCIRAE A IER2 8(0) 223.1 279.0  80.0 8.5 9.1
LN FHeERE=AESIEEEEL  8(0) 131.1 1473 89.0 6.5 9.7
FhRER = HE S IEEEE2  8(0) 163.2 1842  88.6 10.8 13.6
FHEF = HE G EEER  8(0) 182.0  221.0 824 5.4 8.9
HOARAE S NEERL 8(0) 126.2 1473 85.7 7.8 11.4
HCIRAE A IER2 8(0) 180.2 221.0 815 6.3 8.3
1) ARyERERER O ia s LR =) 3) BT R
2) SFEME (n =4 il BREHoURHL (2) 4) SR BRSO e
BEXM

1) JURFR, IWFEIEE:, AR ko a<hr o7 205 DARVE B (LC/MS/MS) \Z LD IR ARE
O REIEO[FIRHANE, IEEHFZEEE, 4, 36~48 (2011)

2) J\RFEG, IWHEIER, BIEE, SREBAN . RiKk7a~ s I740 7 ZE &0 (LC-MS/MS) 12X
DUCRNEE T 0 6 FEHEDOFRIRFHIE  — L FERBRAGE —, IDEHFFEERE, 5, 48~59 (2012)

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

| OFESmL | 1 medHiECI0 mLART T ASINDED

— 7Eh=R K3 mL
— KERET)

| g gE |54
I
| i |
1 JERHRO R B R T (2001 : GRS D — F Rk BRIE) 7 o — —F
(i 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: BL R 1
No.7: LR’ 1T

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

1) IREEEVERR (£ R3EEL T 2,500 pg FHY &)
(ELRAZBELTIEEL RV T - TOA|RELT 2,500 pg A7 &)
2) FREHAIR (RO FER 2= FAEA IR, 3UBH 400 ng/kg FHY4 &HR0N)
(ELRIAZBELTIZEL RS T - TOAREL T 400 pg/kg F2Y4 &)

LC-MS/MS DfliE et
7172 ACQUITY UPLC HSS CI18(N£% 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 ORIE MO FIR K N HEFRKDERBY

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 B 2T 3%, ZORBRIED 2HHIE Type D THY, LD FIE
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 R DTt B b SR D D, 7ds ZORBRIEOVERRIX RS 7 1077,

(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) BREEAERO.2 mgmL) 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 % 100 mL 287 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,

¢ iR&ESHE

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. ROEEBVIT,
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 ITAIA R OEREWAEIER T Eh=F/L 50 mL TEE4 L., FERICHEIESBL, d) OAEEEHE
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) AT I 7 nE— (FLEE 0.5 um LLT) THIET 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,

700



fEb R ERTE (2022)

F @) BRI T O RERENSRERD EREBI2B8TNOHLL5H1E, REHRKO —E &%
2.2,4-RUAF LB — TR (4+1) THIRT D,

(5.4) BIE WIEIL JIS K 0114 K ORDEIBVITH, BARBIZRRIEERIEZ, WE 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]
IR 82.1 %~118.1 %M TN 62.5 %~120.2 % T o7z, FEDFHIGDT= | HEfLAZ AV THAZEZ TD
AR OFBRARN DN T—TTBL B /3 BT & O TREATL . A TR B R O TR EE 2 B L 7= A
RER VITRT, 2B, FRHIMRGL a-HCH (a-BHC) | 6-HCH (5-BHC) | A3 7 vV 7 U3 e §%
[EL R PG HAVR DS T D THHT R BB B DHI LT,

72k, ZORBRIED S IO E & FIRIT 20 pg/kg LT Tho,
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K1 REBEEZ G 9T A 22 TORAERBRERE O RN R

s, KRR TP E? s RSD,” sin”  RSDp”
BT (nghkg)  (ngkg) (%) (ng/kg) (%)
S-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 4= i= AN 5 15.3 1.4 9.3 2.5 16.0
~T BT 5 16.9 1.1 6.7 2.4 14.3
TIVRY 5 12.8 1.0 7.8 3.4 26.4
NTE VTR VR (1) 5 17.8 2.0 11.1 1.6 9.0
AT H L TRF VR (2) 5 17.9 1.8 10.1 1.8 10.0
trans-7 /L5 5 17.6 1.7 9.9 1.9 10.8
cis-Z7a L7y 5 17.8 1.3 7.2 2.0 11.3
trans-/ 7} 7w/)L 5 15.9 1.3 8.3 1.5 9.6
cis-/F 7 5 16.7 1.5 8.8 2.1 12.4
F AR 5 16.6 1.4 8.5 2.0 11.9
TRy 5 17.8 1.4 7.9 1.7 9.5
0,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
o0,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
0,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) 25 0MTRERE S L 7 3R B 4L 4) GHTAE R MR 22
2) F¥IE GREBR A (T) x0F TakBr%k (2)) 5) HfEE AR 7=
3) PHTIE (R = 6) HHFATAH e A HE ff 2
BEXM

1) HIAE: HAIa~hT 77 EEGHTED (GC (-MS) ) IEIZ LD HEARSE i O3 58 R 23O HE, Ak
WFFEERAs, 10, 41~60 (2017)
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(6) BRRRE—FRAREIO—I—F BB OBERREEO —FRBIEDOT7m— — M RITRT,

| ot se | 1 medHET200 mLIssE = 7T AT LS
— TER=F/L—7K(3+1) £20 mL
| futd |10 43
— 7Eh=R/L %100 mL
| 0 IRAE |30 50
|
| WU il | 2HESHEB, 300 mLAcd 577 22 ()12 5
— TEF=FI50 mLCH R M UL A 11
| Bt |
1 JEER OB AR R BT (202 iR R RO —F k) Ve —2—h
(il A
| i |
[
| MRS | 40°C

— BIFRHEAE TR Y AR 20 mL

ZHNEFNED LI — N AT A
5 oy E

) —2 77 (1)

[300 mL72 47722 (2) 12527 5]
—~F P #9920 mL C300 mL/R I T AT (1) & 3[RV, AR AT
—~F 60 mL

YRt =31} 40 °C
LA BHRITA
L raaFg — TR (44+1) 10 mL
| Zif | AT T H— (FLR0.45 imL )
[
| i | AR OB AT

2 JEER IR L R AT (D2 Ml AR LD —F aBRE) 7a—i—h
()= 7 7 (1) B E)
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R 57 A= d VA
=T 7 (2) z'{‘/&{?ffﬁj\]\777
[FH 4570 mL~120 mL% 100 mL72 37 Z A2 45 Hi ]
VB I AR 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 FHRUDIL
8.4.a ZL—LRFENE
(1) M=

ZORBRIEII Y &5 o IEEHIIE 5, ZORBRIED 3 SEIT Type D THY, EDFL 51T 8.4.a-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) FhUHLEEER (Na 1 mg/mL) V: JIS K 8150 [ZHLETHHALT R L% 600 °C+10 °C THI 1 B
IMEAL | 73— — Tl L2tk 2.542 ¢ # OO & MU0 ES, D EOKTHEDL, 1000 mL £ 5
TIAUNTE LA, B ETKREMZ S,

¢) FRUD LR (Na0.1 mg/mL) V: R AEAERK (Na 1 mg/mL) @ 20 mL % 200 mL 2877 A2
0| B ECHIER (1423) 2N 2 5,

d) REBAFNIDLFEER(Na 1 pg/mL~10 pg/mL) ¥ : F K7 2AEHERK (Na 0.1 mg/mL) O 2.5 mL~
25 mL % 200 mL 287 7 A B RIS LD | MR E CHERE (1+23) 2Nz 52,

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. (2)b) DF N Y LEERIZHLZ T FEFEFHEEEICN — T RO A O T D AEERR
(Na 0.1 mg/mL, 1 mg/mL X% 10 mg/mL) ZH\5ZLHTED,

(3) HE EEIT. RDEBVETD,

a) IU—LBRFHESWEE: JISKO0I121 [THET DR AW IE/ s,

1) FRiRE: FNIULRZERGT T

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) b E—H—ZBERIFICAI, FENITIEAL TRIES L@,
) 550 °C+5 °C T 4 WFHILL_EBREAL TR W,
d) WEths. L EOKTEREWAEEL ., HEER 10 mL 24k % 12N, FIZKEMZ TR 20 mL &35,
e) b= —H—ZWEHILTEV, Ay L — U ETHEL 59 5 S 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) TN D SEAER N OV ot ) 22 R 2 7 L — S i R L, IR 589.0 nm X 589.6 nm D
FRR A B A B,
2) FREHEH T RIY SEAERR K OV oty 22 3B D F~ RN W B SR R L O R @R A VERL 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) ERERICEREL TR REA i A HLD,
4) BREHNPOTIT LEEZRD | pHrEE O FNT A (Na) 2 F T2,

FEG) F Q)OI HOWTIT, Z OISR CT—E 'R IT 5,

B& 3. TR, AEMINTAEEL, 727 72h3 K OF 0 R, 15IEREAEE K OHEE A2 VT 3
SO T CHRMEBIGRERZ S0 L7 A5 . R AOTRINEEDS 1% (& 25r3%) ~10 % (E =55 3%) Ofi
PH G A ERIT 97 %~103 % T 7=,

FEEDOFHMOT=8 , a3 8K GEAL TR AGINUTZ30ED) K OHEIEZ W T HAEE X TOER
BR ORI EAEZ — JCBLE BT I KON L 5607 R RIS E K O T EZ R 1 IR T,
2B ZOMBRIED TR FIRIE 0.02 % (& &y =) fLE L HEE Shiz,
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£1 T NULDHEZEZ TORATABRRFR OB F

e KERR  EayyE? s/ RSD,” sim®  RSDyp”
B MY (%)? (%)? (%) (%)? (%)
TR 5 9.08 0.06 0.6 0.09 1.0
HEAE 5 0.0973 0.0019 2.0 0.0037 3.8
1) 25 BHTRBRZ I ML 7= 3B P %K 5) BHTAH XM R 22
2) PHIME GRER A 3(T) X PHTRBRE (2)) 6) I v
3) HEHH 7)o A e A Y 2

4) PHTHEYE R ZE
SE W
1) NERASE, THIEM, BEECC: R UWOLamAIC IR PO Y LAOHE, IEEHFTEEE, 8,

61~69 (2015)

(5) FRIDLREBEIO——k JEEHTOTNYLRBRIED 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 I RFMER
8.5.a MERHEIOTINI ST
(1) #M=E

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

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

ZOFEIZEST, EVLyMEZEHE (B-N), PV 7P 7IRMEZRE S (DAN) | JREMZESHE (UN) RO 7=
VMR (GA-N) BEIRFCHE XS (BE 5 2 H).

(2) BFE HERUUKIL, kiZED,

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

b) YABZIKFHIDL: IS K007 [ZHET DR SULF LD HE DL D,

¢) YABE: JISK 9005 IZHIET KRtk ULFED M EDHD,

d) J7IRFMEFREZER(GUN 2 mg/mL)D: 77 =)V R FE R [ C4H1NsO2- HxS04] 20.540 g
ZOLOEMIZEY, ZOE E% 0.1 mg OHTETHIET D, D EOKEIMZ TEEHL, 100 mL 2ET7 T A2
[ZB LA, R ETKREMNZ 2,

e) J7oIIRFMERFTER(GUN200 ug/mL) : 77 =/VIRFEMEEFIEHER (GU-N 2 mg/mL) 10 mL
%100 ML RET TR L Y AERRETKEIMNZ D,

f) RESERIT 7 I RIUEFRIEHER (GU-N 50 pg/mL~100 ug/mL) : 77 =)L R F 48 FHHm Uik
(GU-N 200 pg/mL)25 mL~50 mL % 100 mL &7 7 A2|2 & V) | R ETREMNZ D,

0 BREGRT 7 ZILRFMZRIFAER(GUN 1 ug/mL~50 ug/mL) : i FHEEC 77 =)L R #1248
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) BRHSR: WO ERE TR 190 nm T CRIE 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) HERERM%E

(4.1) #H X KOLBVITI,

(4.1.1) RS ITAEM

a) NTEREF 1 g &2 1 mg OHTETIEDDED, 200 mL $:42 =47 T 222 Anb,

b) /K100 mL Z#/NZ ., v 7 R F v I AL —F—7% FHWTH 10 3 [EIEIRE D,

¢ FE%., FEREY % 1.5 mL HeE LIS Wicls,

d) 077 8000X g~10 000X g THI 5 4y Loy BEL | LB Az R EHAIR 95,

F Q) BRI T O 7 = VIRFEMEZEFE (GU-N) IRED R ERO EIRZBE2 2B EN1BH5561%.
BIIRD—E &K THINT D,
(4) RV av'L RSO IR OIS CRIEICEEL2WE 0,
(5) [Al#REE 7.2 ecm~8.9 cm M ONEl#54K% 10 000 rpm CizE L /J 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) EMETAKEMZ O 1.5 mL M OULERE @1cs s,

d) &0 7T 8000 X g~10 000X g THI 5 Hy[Eim Ly BEL S | LA EZ R BHRIRE T 5,

F (6) FEHARK T O T =)V IRFENEETR (GU-N) IRED RO LIRZEZ 5B TN RH5 B3, E
AU D —E B2 /K TAIRT 5,

& 3. (41.1)c)~d) Xix(4.1.2)c) ~d) DEAEICZ T #AKME PTEE 8o AT L7 02— (FLEE
0.5 um LLF) TAL . AR REHAREL THEV,

(4.2) B WEIL IS K 0124 Z RO EFVITH, BARRIZRRERRIEIL, WE I T2 m iRk s~k
777 DEEITIEICE S,
a) BEBREIOTNFTOREEE: WERGO—FIZL NIRRT, INESBICLTGRET S,
1) A5 A A 2R 7 2 (NEE 4.0 mm~7.5 mm, £& 100 mm~150 mm, F7£E 5 pm~10
pum)
2) HFLIERE: 40°C
3) BEERD: VAT IKFEAITL 392 ¢ KOVAEE 0.12 g ZKIZEENALT 1000 mL 975, Bl
PTFE DA 7L T 45— (L2 0.5 um BL ) TAHIT 2,
4) ME: 0.6 mL/min
5) EAE: 10uL
6) RHER: YORERHE, WIER K 190 nm

% 4. HRERIE, D ABEIKFED Y 75196 g KV ABE 0584 g Z/KIZHEALTS500mL & L, &
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JEARAE L IR 2 D—E &% 10 51 R L, BiAKME PTFE oA 7L 7402 — (FL4% 0.5 pm
LIF) CAIELCHRILThE,

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
2o

o HEHOAE
1) ABHAE 10 uL % b) 1) L[RIERICHRAET D,
2) E—UmEnbLREREIN ST =V RFEMNEESE (GUN) BERD Skt o7 7 = VR FE%E R
(GU-N) & H 7%,

{#%& 5. CoRBRIETIIE YLy MEEHE (B-N) | IKREMEEHE (UN), D70 V7 IRMEEHR (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. HLEZOFHNOT=D, 77 =/VIRFNEHRR RGO 1 80402 IV CHSINEI R 2 FEh L 72 6 5L
36.7 % (&) 352 % (H &) KU 33.4 % (&5 H) ORI~V TOFEEIRITZNZE R
103.8 %. 104.6 %% O} 105.6 % TdhH->7z,

FEEEDOFHMDT=8D 77 =)V IRFE R VT H 228 2 CO K EFRBRORBRSAEIZ DV C— ol &
GBI A AV TRENTL . RGO TS E A B LR R A R 1 IR d, Fo, ABRiko 2247
THeRB DT DI [FIFRBR D RRR K O R A2 2 1R T,

¥, ZORBRIED E B T IRIE 0.006 % (B 845 3R) P LHEE Sz,

£l  TT=VRBVEEFZOH B 2 TONE R BE O MRHT S

= p }i’fggﬁ:sﬁ ﬁﬁ]{[ﬁz) Sr4) RSD r5) S |(T)6) RSD I(T)7)
e
HE MY (w)? (%)° (%) (%)? (%)
TT =)V IRFEIEE 5 37.0 0.3 0.7 0.3 0.8
1) 250 TRRBR A I L7~ 3Bk H 4K 5) GH TR (R A2
2) “FHfE GRER H 2 (T) X M 7382 (2)) 6) HFEIEE(R 2=
3) HEHR 7)  HR R e A U A

4) PHTHEYE R ZE
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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 50mL

| 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,

15.381

—_
K=

13.385

—

200 400 600 800 1000 1200 1400 1600 1800 2000

2EK  HERHIRAEER (4 10 mg/L) ® HPLC Zu~<hJJ A

v—74
(D RFEMEEHE  QEULoyMEEE Q) VLTV IT7INMESH
@) T7Tr=vtkER  (5) 77 =VIRFEMESR
HPLC O 7E 514
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

713



AR ERTE (2022)

8.6 MRER
8.6.a MERAEIOTINI ST
(1) #M=E

ZOFBRIEII RN 3%, ZORBRIED/7FEIT Type D THY, ZDOFLEIL 8.6.a-2018 X U-acid.a-1
&5,

SIRTRREHIY A BRIV (pH 8) 2N A CIREAZHhH L, ik u~~rZ7 (HPLC) IZE AL, ~/LFE
—R ODS GFAH+IRT =L A+ R A T 7 2 A HHIEAE) 717 5 CorBEL L IR 290 nm THIEL . 3 Hralsh
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) YABIERRE: VAR KFEHITAL9.073 g Z/KIZHENLT 1000 mL EL7H0, M OWAREKSE T
U2 9.464 g Z/KIZEEANL T 1000 mL EL7zH00 % pH 8.0+0.1 (2725 L0IRALIZHD,

e) MEBUFILBERE: WE 99 % (EESR) L EDOKRER)F 74 (LiCOs) 0.739 g Z/KIZEEALT 1000 mL
LLZH D,
f) REBIRER (U-acid Lmg/mL)V: JREE 0.1g Z#OxH&EIIZED, ZOE &EA 0.1 mg OHFETHIET 5,
D EED RV TF T LR, 2R 7723 100 ML ([ZB LA, B ETRER)F 7 NREEZ 25,
9) BREHARBIEER (U-acid 100 pg/mL) : JREAEEHERR (U-acid 1 mg/mL) 10 mL % 100 mL 2577 A
UTED | KERRE T A BRI A N2 D,

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

i) REZARBIFER(U-acid 0.1 ug/mL~5pg/mL): R RIS UL (U-acid 10 pg/mL) 1 mL~
50mL % 100 mL &7 7 A 2 TEFEIC & 0 | KRR E COARBEIRIRZINZ 5,

i) EERRF7UE=ML: JISK 8359 |[ZHLET AR LR ED FHEDOLD

K) AR/—)L: EEiRiR7a~ s T7 FSUTRI%O SEOREE

FEQ) FRRBITHY, BHBEIS U a5,

() MARUVEE HEKOHEEIL kOEEBVETD,
a) BERBEEIOTRNT ST NSK 0124 |THE T DEEKIKT 2~ 777 CIROBE AT T=TH D,
1) BS5L: W 4.6 mm, & 250 mm DAT L AFD T LB TR 3 um DA Z7Z T VL Rk
FAA A A M R O SRR A A L AR ML AL EE S LIS U B S Ve TR CTALTZD D,
2) ASLWE: HT7LMEREE 30 °C~45 °C THETTEDH D,
3) BRHER: WO ER T TR 290 nm T CRIE TEDH O,
b) JKiB: 60°CL2 °C IS TEDH D,
c) RTRFVIRA—F5—
d) SEDSBEE 0 1700 X g TEOBEFTHEZRL D,
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e) EEEIDOEER © 8000X g~10 000X g T LyBE rIRE/ R E D,
{## 1. 77..0% Scherzo SS-C18 DA M TH ARSI TS,

(4) ERBRIRME

(4.1) #H X KOEBVITH,

a) ONTERE 1 g &2 1 mg OHTETIEDDED, 200 mL $:42 =47 T 222 Anb,

b) VARV 100 mL 2% 2| 60 °C£2 °C D/KIFHIT 10 43 Z EIZHRDIEE 235 P30 S FINEAT 5,

¢) HEBIIYT XTI AZ—T—% TR 10 A EIRES,

d) FRER, FEAEE 15 mL 30U 50 mL e DIREE WI2E, @07 1700 X g THI 10 s 05y
B2,

e) EEZEC% 1.5 mL Hem OPLEAE D12ED . 2077 8000 X g~10 000X g THI 5 /il Loy BEL 7
¥R A RENA R ST D,

X Q) WREMET D720, HITARITE 2 ToIaviezHna,
(3) AR TIPS WO TR TRV a ke % EBHSZ 205, 77 AaNBED kil %
TELRTHLT IOITRD, 2ok INBHRAERTE (0H ZO#IEZTT,
(4) RUF oL %o e LR BE CHIE ISR LWD O,
(5) [FIHRYEE 7.2 em~8.9 cm K ONE]#5EL 3000 rpm Tzl /7 1700 X g FEE 70D,
(6) REHAWH OPREE (U-acid) IR EE AR ERRO LIREZBZ 5B TNNHLE A1, EBERERO—E
A AR TR T 2,
(7) [EHE¥EE 7.2 cm~8.9 cm & ONEIHEEL 10 000 rpm Tiz 0> /7 8100 X g~10 000 X g PR L7225,

& 2. (4.0)e) DMAEITRA T, BANE PTFE ®oA 717 L4 — (FLEE 0.5 ym BLT) THlL, A
A RBHRIRE L Th &,

(4.2) BITE WEIL, IS K 0124 K OKD LT, BARNYZRMEBAEL, WIE 358k a2~ b
777 DEAEITIEIZL D,
a) BEBREIOTNSODOREEYE: WESRIEO—HIZLLFIORT, ZNESEICLTRET D,
1) h3L: FUETIVE SRERME A A 2 HA R R ORI LR RE A AL R I AL 2 RE A LTy U 7
V7 5 (NEE 4.6 mm, K& 250 mm, KifE 3 um)
2) ASLIERE: 40°C
3) BEEED: FiEETLT=UA 1.54 g ZKITEEANLT 1000 mL EL72H0% 900 mL &Y, AKX/ —/L 100
mL LR AT 5, BKME PTFE 8D A 7L 07 ¢V Z— (FLAE 0.5 um LA F) TAIET 5,
4) H®E: 0.4 mL/min
5) EAE: 10uL
6) RRHFE: YOOLERLER, WIEKR 290 nm

& 3. IAEERIT, BEE T =7 A 154 g ZKIZEEH LT 1000 mL & U CHERIE L., AR Z
D—TEEZ 10 fHIZHR L., EBRELET U9 DA H ) —)L EiRE. BN PTFE oA 7L 741
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Z—(FLA2 0.5 um LLF) THIBL CHREL TH I,

b) BREMHRDIERK
1) SREMRAEAER 10 pL 2@ R gk o< 7571 2EAL, R 290 nm O/ u<h7 I a%& ek, v
— W £ IS AR D,
2) FRREHRTEYEL O REE (U-acid) J2FE LR R 290 nm O — 7 g £/ 13m SO M EMRZ/ER 15,

¢c) HHEDAE
1) BUBHAW 10 pL % b) 1) ERIERICHAET S,
2) P—JHEEEIIE SO BB ERR L REE (U-A) B4 KD . SFratEl R o fREE (U-A) 28 H T 5,

& 4. ZOMES % (Scherzo SS-C18 HTF L& ANIEE) T, RBRITINA T T2 MY R ONT T2 bA
Fe RIRHCIIE T 52N TED, 0B, T IV MU R OT T MU BBOR R 210 nm Th o,
&% 5. EEOFHGOT=0, ALAAEEL, 1GTRFEEACLEL, 1B S HEANAE S MR R OHERR A 1 8902 -V Tl
DNEIIS G R S0 L 7= 5, 0.1 % (B4 3R) L 0.01 % (B &553R) KO 0.005 % (E B4y 3%R) DT
JLCOFE RN HRIIZNZE I 92.4 %~101.8 %, 85.3 %~105.0 %% 1} 92.5 %~114.1 % TH-7,
FEEEDFHG DT | ALAAEEL, 15 IE T AL IR A HEARAE G AR X OHERE A 1 86 E VW T H &%
A CORALRROFRER AR DUV T— IRl B BT 2 MO TRRIT L, TS EE R O TR EE A B
L7 RE2R 1ITRT,
728 ZORBRIED E & T IRIZ 0.0008 % (& £y 3:) FLfE LHEE Sz,

K1 IREED A %z T ORAE R AR O s

e IFE qzi'éﬂﬁz) Sr4) RSD rS) SI(T)G) RSD I(T)7)
AR " 1) 3) 3) 3)
HE(T) (%) (%) (%) (%) (%)
Ap4isv=s 7 0.0989 0.0006 0.6 0.0015 1.6
7 0.0102 0.0001 0.7 0.000 42 4.2
15 e FEBERL 7 0.0932 0.0004 0.5 0.0016 1.7
7 0.009 38  0.000 09 0.9 0.000 31 3.3
RS HENEE S e} 7 0.0924 0.0004 0.4 0.0015 1.7
7 0.009 21  0.000 05 0.6 0.000 32 3.5
HEAE 7 0.101 0.001 1.3 0.0029 2.8
7 0.009 66  0.000 18 1.8 0.000 49 5.0
1) 280 TRERE ERL 7238 B 4L 5) T HE S HE(R 2=
2) EEE GRER B E(T) X OHMTERE(2)) 6) AR AE (A2
3) HEm® 7) AR R R A

4) DHTIENER &

SEHER
1) AR T EERA7a~b7Z7 (HPLC) IEIC LD IEE P O JREROHIE, IEEHFZER A, 11, 86~105
(2018)
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(5) REEO——bk EEHFORERBREDO 70— — M RIZRT,

| AR B 1 e | 1 meo#7ET 200 mLiske =475 AT ITlEANES
— DABEIERHE 100 mL

| N | 60 °C£2 °C. 1053 [Z 1S 50iRAE22 2353043 ]
| il |
| T |
| ELlﬁ\%ﬁ | S Lk 8000xg ~10 000<g. 54t
| |
| |

MEIRA 1055

Mo DRI 1700% g, 1057

I
A EHA K A
I
HI7E BERG A=

HER D PR IED 7 v —3 —F

BE RO EHRNIERK DO/~ N7 L2 RITR T,

0.50
0.40

0.30+
o
<

0.204

0.104

0.00 J L.
200 400 600 800 1q.'gu 12.00 14.00 16.00 18.00 20.00
pal

SHEX R IR R A MEYR (50 pg/mL) @ HPLC 7~ k7T A

v—r%4 () REg

HPLC O E A
#1725 Scherzo SS-C18 (W% 4.6 mm, K 250 mm, Kifk 3 um)
Z DD L 1E (4.2) @) HPLC JlE SO Bl D LY
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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, ZOREBRIED 3 FEIL 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,

v) SHEREHREMA BC EEMLE S ELER (20 ng/mL) YV 3C LR A PIEEHETE (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 EEYERIK, PFOA FEYERIK, 13C kAl PFOS WARHEFK K OF BC 15581k PFOA WIEYE
JFIRIXE SR Ry Db DE NS,

&% 3. PFOS EEYEFIK, PFOA YRR, 13C kAl PFOS WARHERK K OF BC 15581k PFOA WIEYE
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
L COEH BT, FRAEEISEHSN QDS L TO B IHFIR S (Na i :0.958, K #i:0.929) & ff
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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—NIVCHhSL: 7T57 7 —R 400 mg DT TASNIZLD,
i) RLAOZFRDERE 50 mL: RV7 oL e 50 mL Dl MR E Tl B COREE1TZ 5
D,
i) RLARBRE S0mL: RV oL 8o 50 mL ol HERE T 50 mL (2 HEOHHH D,
k) RCOFEBRE 15mL: RU7meL 8o 15 mL oial HaERE,
) BREMAZHERE: 7mL~10mL OFRBRET05mL XTI mLIZHEDOHLHD,
m) BERRUREBERANCTIL: K7L 8o 0.3mL~1mL ORL AL T L,

{E#& 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) DA 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
FRIE T DA ) — )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 Z/12 %,

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 THEFL., TRiREFR U A7 AR L, IE 2T TA
A bl E TS ED,
9) AX /=K 5 mL % 2 [IB3EAA L A HRY ~—h— P H T AN A BRI A FE T AR D L
\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 HEETKEIMZ, BREBREIFT—CIRVIEE, 1.5 mL e 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) DRtk (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) OEAEIZM BTG CET 5, 72721, LC-MS/MS OO =% | Al REZ#EFH D >
T Cim B SRR AT ENEELY,

(11) [F#E}2E 7.2 em~8.9 cm K& ONAIEEEL 10 000 rpm Tiz 0>/ 8100 X g~10 000 X g FREEL72 2,

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,

153 D30 SATTEREL TS 55E 13, d) OEEOE L BEZE L, e) X T ) DEAEIZIRB 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 ks T7 5T NERGHTEOBAEITIEIZ LD,
a) EEBRFIOTNTFTEESTEHORIESEY
HIE S O— Gz EE D2 DR 1 1R T, FEERORE SIS 7 L 25T TR
ED2 2B EBIZLL TOHEBEHRET D,

1) EERGEIATNFT:
O Hoh: FIETINFEA RS LI VA HT A (NEE 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: BT E= AR (10 mmol/L) % B: 7Eh=RIL X TIAZ /—/L
@ rovxoh WEED2 1SR
® HTLEIEE: 40 °C~45°C
® FEALE: SpL
2) BELSHE:
O AFAbIE: =L Zhax 7L —AF Ak (ESD) 15
@ T—F: XHT4T
@ FT=F—AFr: £1DLEBY
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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 DAL ISR EE K O\@mdiikisr a~ N 77 B & it i
KD AR DY — 7 D35 AT DA 1 TEBER O RIRAR 7 LB I DR OEA D ORICT (L
AHT 5 (NEE 2 mm~4.6 mm, £& 10 mm~50 mm D AT LV AHD BT LB AT 2T 2L FzAb FhG
B LTV AT EAETE IR A T TALTEH O) 25 L TARMMH O — 2 %3 BRIk D PFOS &Y
PFOA OB —7nb0rHET 25280, WIEIZHBLZR WKL T HZEMBELN, T AL A DT AT,
Delay Column for PFAS, ACQUITY UPLC BEH C18, ACQUITY UPLC C18, Shim-pack XR-ODSTI ,
ZORBAX Eclipse Plus C18, ZORBAX Eclipse XDB-C18, InertSustain AQ-C18 ZEDAFR iS4t 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
— 7D 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) BREMDDLEERTAE T D PFOS KUY PFOA JREEZ K | I AR EE&iFH O TR (0.1 ng/mL) & K[|
HZ LR T Do
F(12) REHARIROE BT A (mlz) EFHERITAA Y (mfz) DY — Z RS A, BEYER O — 7 RS IS

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. EEFAO0, 15IR%: 3 FtHA O CHRNEIGRER 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 R D=, 75855 2 FEA VT H 28 2 TORERER OB AR DV C— Bl @ 5y Hy
Bz VTR, Hh DR BE B MM TR EE 2 LI LT/ A R 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 O7EH FIRIT 0.5 pg/kg FLE LHEE ST,

F2 A SoRMEWD A EEZ TORERBRABAE DTS R
o s CERBRC momd 5P RsDY sip?  RSDi?
HE(M  (ugkg)  (Mglkg) (%) (Hg/kg) (%)
PFOS 758 1 5 66.8 2.0 3.0 2.2 3.3
75 2 5 4.46 0.16 3.6 0.21 4.6
PFOA 15 1 5 140 2 1.4 4 2.6
15YE 2 5 2.08 0.13 6.3 0.19 9.1

1) 2mfH TR 520 L 7 ek B 2
2) “FEME GRABR H %% (T) X B Telig (2))
3) PHTHRE R
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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

SEER
1) EH#IG, A ESR T LC-MS/MS & W -{GTRIEEHH @ PFOS } Y PFOA D43#T, AEEHFZEHR
14, 123~140 (2021)
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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)
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BE MEMHESEERLORESROEEN 70X JMA L O LB ISE=4) 7 (MRM:
Multiple Reaction Monitoring) 7 2~ A5l Z 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 {200 °C
t—h7ayZiREE: 300 °C

729



AR ERTE (2022)

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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