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PCB ™12

1.1

HAZa~ =TT 71k

(1) fikt

A REOHY

1) HEFREE 7 == iFEHER HEFEE T ==/ [Ci2Clie) 20mg % 0.01 mg

DT ETEDY . ZOKMELTLHEL, 100 mL OEET I X2 ZAN, XvPri
Mz CHEP L, FIERE TP U2 M THESRL Y 7 = = VSRR K %
s (ZO@ 1mLIix, HEFRLE72=1E LT02mgaEHT 5, )
BEAICB LT, BEERR O —# % ~oB Y TERICHR L, 1 mL o
e 7 ==/t LT 0.05~0.5 pg 2@ A T HERAOTHEFAE 7 = = VIRHER &2
LSRR

2) TAB~Y TR UL ARTABY R U A (R 149~250 pm (100~60

3)

Awa) ) B3&130°C T3 HEMEET 5,

U h v BT hrvma~ NI TZT7HYU AT CRiER 44~149 um
(325~100 A v > =) ) ®4% 130 °C T3 BRI L. 3 viw% S &0 KAz
TRfML, —&KHHET D,

4 AV UL A7 +%5200g (199.5~200.4¢g) % 5L DE—H—IZ A,

i

Hile (1+1) 3 L ZMx ThERE%, —KiFEL, U7 2 5la (G3) = H
WTABL, IBAKTHEFL, iz /—b, Fi=F LRI ZnEh
2 L CIERES Lizt, RE29 5,
B =& ==
H IIHTEREE 10~50 ¢ 2 0.01 g DHTETEDY . ZOHEETEHL, 7L
H—Hy TN, 7 =KV /b—K (13+7) 350 mL #/Mz. 5 oE»ZE
ETHIH L, 77 XA (G2) ZHVWTAET 5,

AED—H (1) % 1L OFEIRFIC AL, ~FH 2 100mL #2255 R
DIRE D, BIZoWRFZEAT N Y U A% 10 mL & OVK 600 mL Z 1%,
30 IRV IBE - BFHET D, AKE (THE) T, E¥IKAZ/K 100 mL 5T
3EPEEHL, ~FVUE (b)) 2220 ) o2 —z A, e (1) =l
E LT, MEOREET Y va (HEK) THAKL, 77 208 I3 5508
WikE+ 5%,

7T LNALEE | TFAB~ 7 2L 25 g (24.5~25.5 g) MOWiEET RV w7 o (4%

K) 8g (7.5~85¢) #HT7 L% (N 22 mm) IZEREZXTHETCALEE, ~
X2 AN, WENTETAHO EiEo s 3 mm OF SIZET S Tt ST
T LEFT D,

REHAIR (V) &2 7 DA, REHARDO A > TWe ARV ) v X —% /&
DA~FH T L, WA D 7 A2 %, fiE 5 mL/min TR £ TAAIO
EEEAS 3 mm OF SICET D ETHRH S5,

300 mL ORTHTZ T ATZ T LADOFICEES, ~FHhr—Y=FLrz—7/1



(47+3) 200 mL % 1 7 AT AT PCB ZIEH &8, EHHEZ 50 °C LL T O KB
THISmL £ CRUERME L, 77 208 I3 23R & 35,

AT HMEEN A YT E5g (45~55g) KO UBA 20 g (19.5~20.5 g)
EENENAFH BB ISETO T L% (NFE22mm) ([ZIERHE LiAZ, Kk
MIETAFIO LS o 3mm OF SICET L2 E TR I T 7 22T 5,

500 mL ORTIET 7 Aazh T 5O TFICES, AR EZ T 7 JZ AL,
B DN > T\ T T T AaZ2/bE&D~FH U THE L, hikx2 17 A1
Mz EEDFTETAFO L3S 3 mm OE SICET L ETHHESES, FiT~
X250 mL & 7 AZHIZ T PCB it &8, iR % 50 °C LLF DK T
SmLU FECRIERML, ~FH 2N CEMICSmL &L, HER b7 =
=V OEBICHET 2 REHEKR & T 5,

HERME 7 == VOEK BEHAR 1~2 mL % OGEICERIC AL, 7 rak
VLB AN A, 80 °C LA ED/KIEH THJ 0.1 mL £ TIRME L. HIT7 m iR L
2 mL O CRERIC 2 BI#EE L2k, ROREICHET v FEY (V) 5002 mL %
Mz THEEH L, 165~175°C T—HRMENL 72 A L, ROSE 2 BiE 3 5,

FORECHERE (1+41) 1~3 fZmx, B2 (1+1) 1 mL 2z CEEYE
Whrd, 2O %A 30 mL D4R A AL, OIS E 2 8EfEE (1+1) 5mL &
OAFH 2 15 mL ClERPES L, IR E 2R A A bE TR IRE 7%
B35, WEEE (THE) % 30 mL Ok} BIZAIL, ~F % 15 mL 2%
TRV EE-HHE L, HIEE% 30 mL O5ER} CIc A, ~F ¥ 15 mL
EMZTIRVIEE S, DA, BEXOCoO~FYE (EE) % 100 mL O
SRIEEFICADE, K20 mL 5T 2B, KEKFET MY U AEK (10 wiv%)
20 mL T 18], 7k 20 mL 9" C 2 [B¥EET 5,

300 mL D72 37 7 A a7 5 (N 22 mm, Figr N U v A (fEK) 60
g (59.9~60.1g) Z#THETALEZLED) O FIZEL, Y& 100 mL O 43R+
NO~FH UJEE T 7 MIANL, HEREE 7 2= v 2 S ¥ 7%, SR
BOBEONTTUTHEF L, WERE DT 2T A, FIZA~FH > 100 mL =0 7
DTN 2 TRBRICHEH S/ 5, FHKIC A % 7 — V=&, 50 °C LLF ok
WTSmLLUFECRIERMGL, ~FV 2 ZMXCIEMIZ SmL L, ¥ A7 1
~ 87T 7 4 =TT DRBHAIR & T 5,

WA~ NI 77 4— PREHA M N R EIE 7 = = VAR R — 5 & T
Arma~w NTT7IZHEAL, 70~ N T LEGD,

HIESME fl

g H ox 1 BB HERR AR
BT A HE T AR (N 3mm, £ 2m)
HIAFETAH : DAFARY vaxHy (1%) EERMEE - 5 bl

AR Ia~ NTZ7 4 —HrA4 Yot (Kt 149~177
pm (100~80 A v =) ) 8

X U ¥ —HA:N; (80~120 mL/min)

717 AR E 210 °C
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PUBHE A EIRE 230 °C

FroH 2% IR FE 250 °C
" Bonisue~ N TANLEY—JHBEERD TREREIERL, R
Bt PCB &EZH T 5,

3
SUBHP O PCB i (mg/kg) =210 66

W xBxV

A T RBREMRIOLRDT-FHHEEE 7 2= LOEE (pg)
B :+HRFHET == LOEHIZHWZEKE (mL) /5
Vv AR m~ N T7ICEALER (pL)
n . 7
350 100

Wo : HTICHOWTZREIOE & (g)

ViR RIS W& (mL)

Vo @ ~nF Y UoshiiE (mL)
E1 BT PCBRBIHME I N ERFEOL0E W5,

2 AREZBWTHHINDI R BUico\WT, Hee Eo@ans hrx
VEMBHTLZENEE LWA, ZORE, B2 O YEMHRIET A R
4D 4 OQKLVGHIHIY 21TV, H—R=E 2T 5 BEE R UK E
@9@1%ﬁtf_k%%hbtifﬁmﬁé_ko

3 7wr VU (Floridin ) XTI EFFEDED

4 Silicic Acid AR 2847 (Mallinckrodt ¢ (JR7BHKT) ) XX EtFRZED L
D

5 Celite 545 (Celite Corporation ) XX Z L E[FAED H D

6 PCBHIEM (87 A v LFEHEER) I n & REDOL D

7 Silicone OV-101 (Ohio Valley Specialty Chemical ) XX Z L & [REED 4
D

8 Chromosorb W-AW-DMCS (Celite Corporation ) XX Z L L [F%ED L D

W Wyx

(2) Ag
A HEOHAH
(HD AIZE D,
B =2
fh H IIHTRREL 1.0 g % 0.001 g DHTE TEY, ZTOHKEZTLEL. 50mL O
DRIV, ~F o 15mL A2 M TEP L, B~y b=k
U30mL 2% T 1oMRVIBE-#EEET S, 7= VI vE (TE) %
b B LHAK 650 mL, HibT ~ YU U AEIFEAEK 40 mL L OAFH 2 100 mL %
AT 1 L O3 AR %,
~FX T2 F= UL 30mL T A BRI 2 TRERIC 2 [BIH#fE L |
KT b= U ABENERFAICEDETIRVIBE-#HE L. K8 (TE)
Z 1 L O3} BIZANLD, ~F P2 100 mL %0} B2z TRV RE



Te%EEE L. RS A KO BO~FY UEE (BE) 300 mL O3 K C I
A, K100 mL FO T2 BEHT L, ~FH e =A7 7 A2 A,
BOREET MY UL (HK) THRAKL, 77 20 T3 530K & 45,
71T BALER T (WD B DT LML T OIHIZ K 5,

717 HALER 1T (WO B DA T LA T DOHIZ LD,
FTHBE T 2= LDAK  (D)DOBOHHFE 7 2= LOERKDOEIZL S,

TAra~ N7 74— (WDOBDOHAI v~ NI T 7 4—DHIZK D,
B (WOBOHEOHEIZE S, 2L, WIEaTCHWZREOEE (g)
ET 5,

B T7a4vvayUaTL
A HEOHAH
(HD AT XD,
B =& ==
h H SIHTEAEE 100 g UK E Vs (mL) ) 2 0.1 gDHTETED, £OHE
Aildk L, 7L X =TI AN, T R=1FVU L 200 mL X, 2 4D
TRETHH L, 72508 (G2) 2HWTHAHT 5,

AED—F (Vs) % 1L O3KIRFIZ AL, ~FH 2 100mL Z 02, 2 53R
DIRE D, BIZoRFEAT N Y U A% 10 mL & UK 600 mL 21X,
30 MEIRVIBE - %EFET D, Kg (FTHE) 28T, ~F¥ )@ (BE) 2K
100mL T2 TC3EPEHT H, ~FHh a2 2 U —IZ A, K& (1)
ZME Lok, BEEOMEET FY A (HK) THAKL, 77 54088 1124 5
HEHAR & T 5,

77 IALPR T (VOB DA T LT OHEIZE S,
77 LAV T (YD B DOAT LA T DIRIZK S,
FTHEE T 2= LOAE  ()DOBOHHFNE 7 2= L OASKRDOEIZ LS,

WA a~ NI T 74— (WDOBDHAZu~ 7T 74 —DHIZLD,
at B (HD B OFHEDOHIZKL D, 7272 L, V1/350 & & 25D Va/(200+V3) &
MAREZDHDET D,

2 AR —)L
2.1 k7 a~ k7T 7k
A HEOHHE

TR — VEERER TR —IL [C30H300s) 20 mg % 0.01 mg DHETED, =D
BiEZFEek L, 100 mL DEEAaEET7 T A2 AN, T M Z2MATHEMNL, B
IR ETTE F U Z2IMA CI VR — /UEREREZ TS (20 1 mL X3
A=t LT02mgaE&H/T5, ),

fERICEE LT, EmERRO —H%E 7' h o —K—FifE (9+9+2) TIEREICAR L,

1 mL 2T AR — L& LT 0.05~20 ng 50 T HEED TR — /VEEHEIR 4 51
T 5,
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B & 2
Fh i SyHTRRERE2 5.0 ¢ (FRFEIX 1.0 g % 0.001 g DHTE TERDY ., TOKMEE
gk L. 200 mL (#7913 300 mL) OB dfe =47 7 2 a2 A, Bifg—K—V
VR (85+15+1) 100 mL (##32(% 200 mL) #Mx., =ff7 7 Aailkes L, Xk
ST T AAOOETIVIETEN, WEAKE T T 20 FMEL THiIE T 53,
PR Z IRV IBE 2 %AKRm L, O IZ AL, 1,000xg T 5 3 LSBET 2,
EELIE 10 mL % 50 mL DR T T A ZIEMICAN, FICERETT® Fo—
K (+1) ZINZ 7%, iR T20 M ET 5, Z D% 5,000xg T 5 4l 05y
BEL7t%, B LA E AT T 7 4% — (L8 0.45 pum) TAIE L., KK
rua~x 7T 7 40— 2RBHAK & T 5,
ks a~ 777 40— REHRE KL O IR — UEEER A 20 uL 2RIk 7 o~
NTZIZHEAL, Zua~w ST AEED,
HIES B

B & AR E RS (AER R 254 nm)

T AN A ITETINTI MM U BTV T A (BN 4.6 mm, KX
250 mm, Kif% 5 pm) 4

wWoOBE W AX ==K (9+1) OpHZE YU VEET26ICHRHELIEZLD

b # : 1.0 mL/min

717 HAEIRFE ;40 °C

7 B O Beohmrua~s T AL E— 7 IE S AR THRER 2 1ERR
L., REfFOIVR—NLEBEEZHET D,
H 1 EEEBETEE LRETIT O,

2 MBENEE SN TV LEEHIMACEVBENMEDL 72D, K 100 g OFREZ
HBAE | mm DS WA BET D) ITHmiLic#, IAadh— (2 7e)A
i) CEREER I ERZEOLD) ZHVWTRET 5,

3 FATIARAIIKERE LEGAIE. MERCRARIZ WX S ICEET 5,

4 Shodex CI8 M4E (LY v 7 8) X EFFEDOH D

(B%E) piEAN) TF—va v
 TINIED S fe OVl UK BE
VR E FONELER (%) R LK

s b 3

R ORE (mgke) BL T e (mgke) ) RSD, (%)
HA A E A A R 58 3 90.9 2.8
580 3 95.5 1.6
WA AR E B A ek 58 3 95.7 22
580 3 96.7 2.7
s HREH 3 (5,490) 1.6
1,000 3 105 0.9
5,000 3 90.8 3.0




- S fF) RER

o EHR OWRINEE  momws o) BEASREUEE s

D T s — HorRat
PO Bt BEEC (mgkg)  antiimew)  RSD, (%) RSDy (%)

LA AR E A SRk 8 0 305 87.0 2.7 5.5 0.80
e 8 0  psaeEfa (609) 3.3 44 1.0

- ERE TR (E—BREIC X DR A 5 mg/kg
- B FIR (R —BR =T X 5 R AR 2 mg/kg
(238) ru~v 77 L4

1o | |

+ II"‘x |II

% ,. \“'-“ e — _.'I L
(#3050,

BHER (TUR—ILELT20ngEA) YO TS A

3 T XIVER
3.1 ik~ 777X T ARERSITEHE

(16 FH i H - k)

A HEOHAH

1) 7 XVERFERERR 7 XUE (C3H3N;03) 10 mg % 0.01 mg O TH
D, TOKMETEL, 20mL ODLET 7 A 2T A, KEMXTHENLE &
ITIEME TAREMZ T 7 XVIBEERKZ RS 5 (201 1 mL X, 7 X
NEEE L TS00pg 2 &5H9 5, ) o

2) VT XOVER-BC WIEEERIK  RERNARER S T XVEE (V7 XVEER-13Cs)
5mg % 0.0l mg OHTETEYD, TOHEALZFTHEL, 20 mL ODEET 7 A3 |ZA
oo KEMZ TN LE, FITHERE TKEMZ T T XVER-BC; PAEYE R
ZHET S (ZOW 1 mLiX, 7 XVEE-BC & LT 250 ug 28645, ) .

3) BREMERA > 7 XOVEBEERER™ 2 ERICERL T, U7 XOVEREE IR K O
T XVEE-BC WIEEIR O —HZ X —7 & h= KU/ (1+24) TEMIZHR
L., I mLHIZT 7 XVEEE LT25~200ng=aH L, OV 7 XEE-BC & L
T 10 ng 5 AT 2 EA O EARER IR ER 2 18 5,

4) VT ROVER-PC; NEEHERT? RIS LT, VT XOVER-1C NEEYERUIK O —
WA K CEMIZHRL, | mL Py 7 XVEE-BC E LT 4ug a3 DNIEKRE
Rz i+ 5,

5) HlEK
A : 10 mmol/L FEEET =7 AV S mLIZ7 & b= KU L& X T 100 mL

LT 5,
Bi# : 1 mol/L FEFET > E=" AWK 10 mLIZT7 2 h=FVU L—/k (1+1) &Nz
TIL&E9T 5,
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[—] =2

B i€ =

fh i INTEEL 1.0 g 2 0.001 g DHTETEY ., TOHMEAETLHL., 50 mL O
SRR DI IS AL, 7K 10 mL 2Nz 7=k, 15 B ERAES 5, Z O
DL T h=F UL 10 mL 2z, FIZT T XVEE-3Cs NEEHERR 250 pL
ZIEMEICINZ -5, REDFHA =13 T 1 ST RETHHT 5, iz
1,600xg T 10 7yl OB L. EEAK 2 mL % 10 mL O &7 7 X 2 (ZIEAEIC
AND, BEZTAIOERETTE =R V=K (141) ZMZ. BT LML
BT 2 REHEIR & 35,

71T BB BEIEIMERE A AV RRHRI = T A ETE =R UL S mL KDY
T rE=T K (5+23) S5mL THHRGEFT 5, BHAK 2mL 2H O L HT o F
=7k (5423) 3 mL Z AN =5 T HMIMZIRFI L, WA FE T AH O i
WCETAETHEEE S, BICTUE=TK (5423) SmL KO7TE =R UL
S5mL ZNER I =0T JMIMA THiE Lz, 2RE&2HET &85, 10 mL 04t
BRRBREEZI=AVT7LOTICES, ¥B—7TEr=1F U/ (1+24) 2 mL 2=
AT BIMZ T T VB ERH S E -k, 2EZEHTS SHRET 5,

Bk E A TZ7 07 40 H— (FL 045 yum L F) TAB L, Ik v~ b
7578 T MV RGHFHC X APEICHT 2 RENATR & T 5,

Wik v~ v 777807 MRV ESHFHC X 2WE  FUEHATR K OV &R E
RS NER A 5 uL 2R u~ N 7T 7 F 5 DR BSHRHICIEA L, IR
st 7 u~ w79 L%&155,

HIESM B
(k7 v~ 77 7H)

7 7 L BUKMEMREER 7 e~ o7 0 —h T 5 (NER
2.1 mm, £ & 150 mm, HRifE 5 pum) "6

o= K T ABKMMEEN v~ T T 4 =0T 5 (R
2.1 mm, & 20mm, RifE S um) *7

i i i AE—BiE (19+1) (8 min f&FF) —2 min—

(2+3) (10 min f&¥f) —2 min— (19+1) (5 min

RFF)

i H : 0.3 mL/min

7 A fE IR O 40°C
(& v F DTV BT 5T )

TR H o DU E RS By M R
4 *F v b H.xxrr hruxrFr—AF14 (ESD) 1 (BAA 4
£— K)

* 7 T A4 % —H X :N; (3 L/min)
Rz, o 7 Z : Ny (15 L/min)
E—h7w v ZiEE:300°C
D L B O 250°C
2 Y ¥ g v A Ar (230 kPa)



Ay TVarmxAF— FROLEEY
T =X — A4 F v FTEROELEED
x® BWEOWESM
TV h—HY—  TuaFI A alVar

HERRIE A A R Y I

(m/z) (m/z) (m/z) (eV)
. 42 - 17

N I/ Vi
VT XV 128 - % T
43 - 16

N L A 13
VT XVIR-CC, 131 %7 T

A" Boni@RNEBRHZ a~v N7 T AN T XVERK O T XVER
BCOE— 7 HiEEZ RO THEEEIC L D REREIER L, P07 X0
ErHHT 5,

1 BT RWEEIE, — &K EXTEE LI LY ERT 5,
2 IRFLIEAIFEEREZEN T 256135, BEERAHZ L7cRITEN T2,
3 POLYTRON PT20SK (KINEMATICA ) Xz L RZEDOH D
4 Oasis MAX (Waters 8, FECAHI&E 150 mg, Kk 60 pm, U F— —%&
6mL) XiZZNERZEDLD
5 ViEIX 1~2 mL/min BRE LT 5, LIS TR~ =A—/ FE/HHT
X8
6 SeQuant ZIC-HILIC (Merck Millipore #, FEHANI T U A 7 VA I AV
RARE A FE (WA A RE ) 2 FEREaLicbo, ) XixInk
EEARN)
7 SeQuant ZIC-HILIC Guard (Merck Millipore ) iZZ i Lt FZEDO H O
8 LCMS-8040 (EEB/ERTRY) 12 X 2 545
(%) HiERN)TF—va v
« WRINTEN S f OV LA
I

AR R UK

RO (mg/kg) L (%) RSD, (%)
R EREE A A 0.5 5 99.0 72
2.5 5 98.9 1.7
PRSI ai ey 0.5 5 93.3 23
2.5 5 95.3 1.0
P 0.5 5 98.1 16
2.5 5 96.2 2.5
KT T 0.5 5 89.9 58
2.5 5 94.4 1.0
Sy 2L 0.5 5 107 9.6
2.5 5 100 4.8
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- S fF) RER

Hoahak FEHR O USHIVEES  WINELER  sswEUme SRS

W A " o HorRat
RO mam BmER (meke) (%) RSD, (%) RSDy (%) OR@
7 uA T —IEE % YRR AR 11 0 2.5 99.5 4.1 6.7 0.49
VEFLI TR E A B A R 10 1 2 101 5.5 6.4 0.45
S0 FEHE R B A SR 11 0 1.5 95.9 2.1 6.4 0.43
KEMNHT 11 0 1 97.5 4.8 8.9 0.57
£k 11 0 5 99.4 1.9 4.0 0.32
JiEHE 4 %L, 10 1 3 100 3.1 8.7 0.66
- EE MR (H—RBREIC X DR B 0.5 mg/kg
- B R IR (R —BR=IC X 5 R B 0.2 mg/kg
(%) Z7ua~v h7 T L4
A B
57000 - i 57000 -
% 47000 - i& 47000 - ¢
H15 37000 - 5 37000 -
H J sl j
\ 27000 N 27000
By 17000 - & 17000
7000 # 7000
iy oe
g -3000 . . . . y , e 3000 T T T T T \
3 35 4 45 5 55 6 3 35 4 45 5 55 6
RERE2 RiFeE /2

BERRUAMABDIOT LTI L
A FEHER (V7 XOVERE L C 25 ng/mL)
B : WNEEE (ki 7 Xvfg L LT 2.5 mg/kg FH Y &R

4 7 AbKFE

530

4.1 WOCILEETE
CE A& : % v )
A HECHHE
1) 0.1 mol/L A EEERIE ek THEESR 17 g 28> T 1,000 mL DB ALEET 7 A 3|
AU, KEIMZTHE L, TR E CTKREIMZ T 0.1 mol/L AT MK & 77 %

L. RICEVZORELAEET 5, Z OEERIL, BEBICERTT 5,

Bk MY O A (BEAERIK) (B4 25 2I1EH T 500~650 °C T 40~50 4Nz L
Zb?) 1461 g &Y, ZTOMEEFTLELL, 250 mL D&Y 7 AT AL, KE
MATENPL, BITERETKEMZ D, ZOWK2SmL % =7 7 X 3 ZIEMICA
AU, K25 mL K OT F A MU KR (2 wivs) SmLE2Mzx 5, iU T =
VIR (0.2 wiv%) B AN A, 0.1 mol/L fil§ BRERAE VERE C Rk DL AN 2 Tk
Halipoln b T AL LTHE L, 0.1 mol/L FHERERIEUER DIRE 21 E$ 5,

HAbF MY 7 201461 g id 0.1 mol/L AYEESRIEYEFK 25 mL IZF S 35,

2) p-TVAFATI IRV TrRA=URAR p-UATFATI IRV T
DX = K20mgE T FASEEALT 100 mL &9 5,

3) T AL A A AR HER IR T ALY 7 A 0.626g B E S T 250mL O
7 I AN, DEOKEMZATENL, KT MY T LR (0.5 mol/L)



25 mL 2z, FICHERETKEMZ T T AL A 4 U HERERIE 2R L, L

TICEV ZDREZIEET D,

FEHESFUR 100 mL % 200 mL O b —/L E—H —|ZEEFEIZ AL, p-Y ATF LT I X
RO EADNRANDRIZR o7 &2 KR E LT, RAUTE O 7 A1 I A5
YRR OPEE ¢ (mg CN/mL) ZH T 5,

C= ax [ x5204

100
C : 7 N A A U FEAER (mg CN/mL)
a :iEEICE L7 0.1 mol/L RYEEERYANR (mL)
/0.1 mol/L RHE& SRR DEREL

4y T A A A REER VT A A A O REHERK 2.5 mL & 250 mL O
7 7 A A ZIEREIZ AL, KT B U U AR (0.5 mol/L) 25 mL AN Z ., HITHE
BETKEMZ D, ZOHE 10 mL Z 100 mL D& 7 T X 2 |ZIEMIC AL, EHRE
TAKREZMZTImL P T oA A LT lug 2 a BT 57 Ao F
TR A R 5

5) U = UPEEARETIR 7 T UBE—Kn¥ 128.1 g (128.05~128.14 g) K OVUKEE{L T
U T A64.4g (6435~64.44¢g) ZKIZHEDLT1,000mL &5, HEHICEEL T,
DD E KT 10 fFICHIR L., 20 pH %7 — UFBIEIE (2 wivh) M OUKER
EF b U T AR (2 wiv%) T5.9ICHET 5,

6) VU VEEFRER ULl —KFEAY 7 A340 g (3.395~3.404 g) KONV UlRKE
ZF MU A 355g (3.545~3.554 g) ZAKIZENL T 1,000mL &%,

7 7uIIVTHRK  p-hrxzr ARy Zunr? I KPR T AZKMY 0.62
g (0.615~0.624 g) Z/KIZEPLTS0mL &9% (FEHARFCHES S, ) .

8) BUYY - BT Ve KK 3-AF)-l-7 2= L-5-E 5y 025 ¢
(0.245~0.254 g) % 75 °C OIE/K 100 mL ([Z¥EN L T2 HE T THAILZE, 20
RIZEA B-AFN-1-7=z=)L-5-EF V1) £20mg Y ¥ 20 mL IZIEN
L7z Mmz 2 (EARFICHES 5, ) .

B HMBEROFAR

SIHTEREE 10~15 ¢ 72 0.01 g DMTETEDY , ZOHMELFE L. 500 mL 7 /L& — /b
7T AR, 7 T UBERRENR 100 mL 21X OF e EER LTk, 25~30 °C T
KARMHET 2%, o777 2az2b 50 UhKEEIET MU v ABK (0.5mol/L)
25 mL & ANTo 85 & ke L o KR QR RS 18RS L, R 0@ &25 100 mL (2
BT AETHRETAH, ZORBBIEIC T =) =7 Z LA IR (0.5 wiv%) 1%
Iz, Hifg (1+8) THFI L7, /KT 200 mL D287 7 22 ZB L, HITEHRE
TAKRZMZ TRENAIRET 5,

AREHAIE S mL % 50 mL DR &7 7 A 2 TIEMICAIL, K5 mL 2z 7%, B2
U UREREHR 10mL KTV 27 I THK 0.25mL 22, EHIZZ ORGREHERL
TRESCDICIRM LR S MEET S, ZORICEY VY - 7Y a R K7 15mL %
Mz, BICRET 7 AaADEMRETKEMZ, ZORBEERL TRODICED IBYE
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72t%. 25~30°C THI S0 pMHET 5, ZOWKIZOWT, HE 620 nm O Z | K
10mL % 50 mL O&& 7 7 X 32 Ak, LU FaUBHATR & [FIARICHERAE U 72 ik 2 Bk &
LCTHIET 5,

RIS 7 M)A A AU (1 pg CN/mL) 0.5~9 mL OO S % ZnEh 50
mL O&FET7 7 AZEMICAN, KEMZT 10 mL &35, LLFREHRK & RIS
BREL 2%, BEHAR OB A LR — &M CREEZET D, HFONTZWRIEEN SR
BERAEGER L, REHFPOT At A A BEFEH L, ZOfEIC 1.03 2 U TRk
RO 7 AMKFEREETT 5,

F1 EHRICGRR T 2, 2 OEEROREIL., EERIETROZHDOE N5,

2 SEEIZET R THELIZRN,
3 JEIEMSAEMER LIEEN —EICRh-NnDd Lot 5,
4 HHHEE% 2~3 mL/min &35,
(B%) GIERNY) T —va v
« VRIMEIIN R R OVl UK

. ; MR, AONER R MR URSEE
Z 3 */ pen) <
Ak D FEHH (mg/ke) M L (%) RSD, (%)
e 0.5 3 90.0 9.3
(B 2RT5 BR I3 mg/kg) 4 3 79.0 15
- AR
o AR EHR WEME wemELme SRS
z (D */ . P HorRat
SHOMI Go% mal  (moke  RSD, (00 RSD, (0 O
X v v N1 8 0 3.18 8.0 15 1.1
X v v o2 7 1 8.15 8.0 9.6 0.82

- ER TR (BRI & 5 6ERR) B 2 mg/kg
- B TTIR (3BT & 2 AR B 0.7 mg/kg

4.2 WHEEERE E L
Gl #PE - v v N)
A HEOHAHR
1) 0.01 mol/L iHFRFRIEYER 3.1 D A D 1)LV 0.1 mol/L fil§ ik SR e Rk % 7 Bl
L. TORELIEET D,
EAICER L€, BEHEFRIRO 2 /K TIEMIZ 10 212/ L. 0.01 mol/L F4fRER
PR 2 S 5,
) p-TAFATIIRUUUFra = RIKE pUATFATI IRV YT
DX = 820mg &7 N AZENLTI00mL &9 5,
B = =
SIHTEEE 10~15 ¢ 2 0.01 g DHTETED . ZOHELFLEH L. 500 mL DALET Z
T AL, K200 mL N2 Z ORISR EFR LIcH, 25~30 °C T2 IR LL R E S
o ZONETZ T RAaZbHLCOKEEILT MU T AEK (5w/v%) 20 mL % A7z
o Ao LT KA SRR B4R I ERS L, IR EDY 200 mL IZ#ET 5 F TRH S

o N

XK

o

BHIRIZ p-P ATF AT I /XY Fra =ik 0.5 mL 214, 0.01 mol/L



BRI TR Ol E L. IS L vl o v 7 o fkk3E (HCON) B2RHT 2,

HPHED LT ALK R (mgkg) = S X05% 3

Vo WEIZE L7 0.01 mol/L AEFRERFE#EWK D & (mL)
f 1 0.01 mol/L i SRIE VEWK DR
W T W =R B OB & (g)

5 MUTFALREY

51 HAZua~ 7T 7iEEL?

A HEOHH

1) Ak b Y T F R XEAER A U 7 F A X [CiHyrClSn) 0.10 g % 0.1
mg DHIE TEY, TOKMEFHEL, 100 mL OEET 7 A3 Z A, Bz F /v
SmL ZMZTEMNL, BITERE TAFY 22 THEIE MY 750 2 X HER
a2 (Zo@ ImLix, LNV T7FAAXLELClmgaE6T D, ) o
EAICES L C, EEFIKO —fE~F T CEMICHRL, 1 mL 2l hY
TFIARELTO0.125~2.0 ug # & H T HEAOHA b U 7 F )L R XFEHER % 7
T 5,

2) L A K ) —)v—EEE = F v — e (11+10+1)

B & =3

h H SIHTRREF 10 g &2 0.01 gDHTETED ., TOKMEEFTEHE L. 200 mL 04
=7 7 A2 Ad, fHESE 70 mL 200 %, 30 0 RHE 0 IR TR 5, 200
mL D=7 7 2Aa%7 7 —R}OTFICES, Mtz AH# (5 B) TWSIA
W L7e%, D =A7 T A a3 kUK S ZIERIH AL 30 mL T L. RERICHRS]
AL, AIRE RIS 2 EHAR & 95,

Wikl RN A B O Uk MU U AR (10 w/v%) 100 mL & ONEERZ
TF)—~FH 2 (3+2) 50mL Z A7z 500 mL D3RR AWz, 5B L
SIEVRE-HEFEL, K@ (FE) % 500 mL ORI+ BIZANnD, Kit—T
Jb—~FH o (3+2) 50 mL 212 T 5 oM LRV IBEE - %EHE L, Fig=TF
N—~FHE (EE) 2SR AlcabE, BICoEE Alc~FH%
150 mL Z 12 TR MR 0 IRE72% 30 ofEE L, FiR—F L —~X9 /8
(EJE) % 500 mL ok =/f7 I 23l ANnD, BT F L —~F% JE 2
OB Y 7 & (EK) THAKL, 500mL ORI KT 7 A3lAHH 5FEA) T
AT b, KO=ZMA7 T2 R ORARAENER D EDO~FH 2 THEF L, BEKE O
AEEELCTAREEDED,

AR % 40 °C LA F ORI T 3 mL F2E F CRUERME L2, IBRRRIC~F 210
mL ZNZ. [FARICHEUEREME U, MR D FERE 2372 < 72 5 £ CRARICIHUT G
EREVIR LTk, EHEH A E Lo THET 5,

TX /—/L 10 mL ZEEDITMZTHEN L, BT DRI 2 3R K & 5
Do

717 LAV HHNPCOKELT MY T AWK (0.2 mol/L) 10 mL, 758 /K 20 mL
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FOxH )=/ 20 mL CHREF LIZEA Ao ZHBmI=hT L (1 g) BOFICHEMN
CoEE2 (1 mol/L) 20 mL, Z&KB4/K 20 mL O % /—/L 20 mL THEF LI-BGA
FUREI =h T A (1g) HHaHEfEd 5,

REERZ I =T AT AR, RENPFETAHO ESICET 5 F T |1
mL/min THHE S5, BEHRE N A> CWhd 7T RAarbE&DxH ) —)L
T L7ctk, hikz I =77 5204, FfRICEE S S, BiZ=% /7 —/1 20 mL
ZI=HTNIMA, FRRICRE S5,

faf AR =H T L&2FT L, 100 mL O C 21 4 I =h
TLADFIZEL, A¥ =N~ (11+1) 15mL ZA 4238 =57 KT
ZTCHEILNY) TF N AR BB ST 5,

SR C 2K 30 mL R OWNFH v — 7 a~FH 55 (141) 5mL AR, 5
SRRV IBE %R E L. KB (THE) % 100 mL O53ERKF DIZ AL, ~F
—vrvua~tHhrE (BEE) 250mLodte=f7 7 A3z Ahd,

DR DICA~F =7 a~xtr (1+1) SmLEMZ, FEICEREL, K
Jg (FH) Z#T, ~¥Hhr—v 7~V (LE) 2otk =M77 2o
WZHEbEDL, ~"FHhr—v 7~V rBrEEomEsT Y v o (HEK) CThik
L, 50 mL O LET 7 A2IZAMK (5 A) TAHBLIZE, EO=AT7TF72ak
OABENER D ED~FH v —v 7 a~FH 2 (1+1) THEF L, EiRE LD AHHK
L TAKREEDLE D,

A% 40 °C LLFOKIE T 1 mL 2 F CRUERME L=, MK E 50 mL o4
BHBREICAN, EOR LET7 TR a2V EO~NTFH U —v 7 aa®dr (1+1)
T L, R ERGRICE DY, e 7 e €A 2R EHATR & T 5,

Ta b REHARICE R T AL ->T I mL BLFICEM L, n-7 B L~
J3xy A7 a3 FR2 mLEZ M TRV IBE%, 40 °C OKBHC 30 7 HEkE
L. HIZKAKT 10 W EIT 2, ZOWRICHEE (1+19) 10 mL 20 &35 |
WEIO n-7o N~ 2y AT al RengiEd s,

ZOWRIZAK20mL, AF /) —/LTmL KO~FH 2 SmL 2% TRV IBE 1%,
iR % 100 mL O3 HKIR}F EICAND, SEORBRE 2D BEO~FH 0 ThHE L.
Vel % iR Bl &b TS oHE W IRE - %i#E T 5, KE (FE) % 100mL
DoHEN S FIZ AL, ~F %@ (BE) 2 50mL odfe =M 7 I 23l Ahbd,
SRR FIZA~F 3 10mL 212 TS MRV IBE %, ~%¥ @ (@) %
O =AT7 T AalZEbES, ~FTUBEEEOWRKR T N v A (EK) T
KL, 50 mL D72 LIE7 7 XA allAM (5F A) THABLIEE, EO=HA7 T X
AR OAEENARD B DO~FH 2 THEF L, WRELOAREZE L TAHRE A DY
b, A% 40 °CLLF ORI T 1 mL FREE CRIERME L, ERETALZ K-> THIZ
BAEEC L2t 2 mLOBET 7 A AND, KORLIET A%V EONTY
YT L, R EROSET T A2 ZhbY, BICEMRE T~ 2N T,
HAIa~ 7T 7 =T 28EHRR & T 5,

FEHERR D 7" 1 B LAl FHAL N Y 7 F A XFEAERR | mL & Z 1 E 4 50 mL O 3542
ARREICIEfEICAIL, T r EbRISOEEFR—FETTr kL, A7
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nY T T =IO SAERER L T D,

AT

n< NI 7 4—

ABHA R K O AR 2 WL &2 W A7 vn~ 27T 71Tk

AL, 70~ 7705155,
AESRME B

s
Y

a8

7

¥y Vv —A=A
AATT T HA
S = S VDS
B o, A

o
A EEAERF Yy S —H T (5% T 2=/L—95 %

ORIt (AXREA T 1 v 2 —)

AFNVRYvaxFYhra—7 027 N 032mm, ES
30 m, MEE 0.25 pm) 7

: He (1.0 mL/min)
: N2 (32 mL/min)
: Hy (75 mL/min)
: FMRZE5 (100 mL/min)
OB ' A Ik
AOBFE AR R
7 LR R

27w LA (605)
240 °C
80 °C (2 minf%¥F) — HJE 10 °C/min— 200 °C— H-I&

30 °C/min— 230 °C (10 min £&FF)
& IR B : 240 °C
A Bonilrsa~w T ANLE—I &I RO THREREIER L.

PO R TFALRAZMEYEE b ELE L TRET 2,
H1 AZ =N, ~FHr BT, =& )=V EKOmEBET N 7 A (HEK)
IR RGBT R 2 T 2,

W e ORI I RE R ot 2 W 5,

Bond Elut SAX (6 mL & #., Agilent Technologies f{) X|ZZ i L FEDH D

Bond Elut SCX (6 mL & &, Agilent Technologies ) XX Z i ERZEDEH D

rundYUREEK 7 v~ 77 7 HREIZI IR EREOLDE VD,

Rl v AN D T2 D HLE SR,

DB-5 (Agilent Technologies ) XIIZZ N & [FFED H D
(B3%) HIERNY) T —va v

« WINEN SR K O U KE B

R

i ARk

~N N B W

; IR .. WINENN R R UK
PR O (moke) L (g RSD, (%)
Jik % fil B B A fDE 0.05 3 93.9 43
0.5 3 93.5 1.7
I KB R B A AR 0.05 3 101 7.1
0.5 3 104 6.1
A H 4= R E B A B 0.05 3 95.3 5.2
0.5 3 90.2 9.0
e . i EHR RIEBE WINEUEE  see e SRS
PUR DR ES BRER (mg/kg) (%)  RSD, (%) RSDy (%) HorRat
VR TR ek PR B A e 6 0 0.05 90.7 8.9 12 0.53

- EE TR (H—-RBR=EIC X 2R e 0.005 mg/kg
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(%) su~ 7T AP

EoEE

{

S L
0 4 8 12 1B 20 24
B EiCii M)
AmEE (AR FHEERAREFAMICIEBIEN) TFILRXELT
0.05 mg/kg HHHERM) DY/ O LIS L

6 BAZIV

536

6.1 WK mu~ ~o7 T 7% 7 LRVEBSHTEHE

A HROHRER

1) WHIEE @ 2mLIZKk— A% /7 —v (1+1) M2 T100mL &3 %,
2) ARTAERE WHIEBE 10 mLIZKk— A% 7 —b (1+1) #MMZx7T100mL &7 %,
3) BRI UREMERR v AKX I TR [(CsHoN3-2HCL) 828 mg &b . 0¥k

fEAFek L, 50 mL OR&ET 7 XA 3T AL, K—RAZ 7 —/ (1+1) A TEM
L., TICHERETK—AZ 7 — (1+1) ZMx Tk AZ I AMERFKZ T 5
(ZOE 1 mL %, EAZ I L LT A4 I THMBIEREE (mg) 12 0.01208
ZELlcE (mg) ZE5HT D, ) .
il FICBR U CL B JRIR O — 8 2 A RS I CIERE AR L T, 1 mL HIZ ke A& 3
&L T24400ng 25 AT HBADE AZ I VIEEREZRES D,

B = =

oM oW E 10g%2 001 gOHTETEDY ., TOKMAETLHF L, 200 mL O3 =

77 A AIL, Swiv% U 7 aa BEREYEEE 100 mL 202, 30 3R 0 IRH T
b RAZ I RIS, HiHEE 50 mL O 4R E DB I AL, 2,000xg T 5 43
BhE BT %, EEAME 5 mL 2 50 mL 3R Db BAE ICIEMEIC AXL, K 20
mL ZA1% %, 1 mol/L KE&{bF ~ U 7 A¥HK T pH % 6.9~7.1 ITFHEE L 7%,
2,000xg T 10 43 [fliE D ArBE L, BRI Z SOmL D27 7 A2 ALd, #REHA
DN - T e DI BE 2V B oK TEIEEE L, WikzIERED 28T F
AN A T2, FICHERE TKREMZTH 7 2T 2REHATR &9 5,

BT LAVEE BRERMERGA A AR HIA I =h T A (500 mg) 1A AKX J—)L 10 mL &

UK 10 mL CTHEK T 5, REHRK 5 mL 2 X =4 7 AZIEMEIC AL, KE DT
TAHIO EEECET 2 E TR FSE 2D, HITK 10 mL LA F /—/L 10 mL & 2
=BT HTMA, FRICHEHEES, 100 mL DERT7 T A% I =0T L0 F|Z
BEE, EHAEIOMLZI =8 7 AIMA T AX I U EEHSES, HIceEY
TAADEMETK—AZ 7 —b (1+1) &Mz, EOWED % 5,000xg T 5 57
ML BE L7-1%, BRI ERIK a~ K757 207 ABRVE &SRR X Dl
NS 23 EHEIR & T 5,



Wik v~ N77 7% 07 MRVEESHTFHI L DHET? BEHARK O e A I v
AR A 5 ul ZIRIE 7 v~ 75 7 % oF DB BSHEHTIEA L, BIREIGH
Hr7uve~ 7705255,

W E At Bl
(ks v~ b7 F 7F)

7 7 A BUKMEMEER o~ NI 7 0 —Hh T A (NR2.1
mm, £ & 150 mm, Kifg 3 pm) *3

% e W 0.1 VIV% XA — 7 = kUL (1+9) (1 min f£
Ff) — 6 min — (9+1) (8 min f£¥#F)

i ;0.2 mL/min

7 A fE IR L 40°C

(& > 7 DAVE By Mt ™)

fi sl o5 ¢ DU E AV By TR

A4 4 v fb E:zxzvr bvuerTr—A414b (ESD & (EA A€
—F)

* 7 7 A4 Y — HF A :N, (103 kPa)

HZ, ye H A Ny (6 L/min, 300 °C)
¥ v v 7Y —%E+E:09kV

777 A Z—FEE 100V

o ) ¥ g v H A :N; (1 mL/min)
aYVarzRxX— 1 FROLEEBY

T =X — A F v FROEED

F b RAZ I ONESME

TV —H— T I A SYDEN
BIE B E A E & i) TR —
(m/z) (m/z) (m/z) (eV)
95 — 12
EAZI 112
— 68 22

FH BONnE@BRMSBRH o~ VT AL E— 7 BHREXIEE I 2RO ThE
MAEERL, BT 22 I o EBEZEHNT S,
£ 1 Oasis WCX (Waters 1, U ¥ —"—FE 6mL) XTI ERZEDLD
2 BRI L OV & AKX I IR ANDIRIK Y v~ 7T 7 A TV,
EAZIVURRESNARWRY Tu L o flEo L0 VD,
3 Triart Diol-HILIC (VA = A ¢ 8 FTAANIAHES U A7V v REA
Ve Fed o7 b VA2 bFERE LD, ) IZNEREDOH D
4 6410 Triple Quad LC/MS (Agilent Technologies $) (2 X 2 /144
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(BE) DHHEN) T —va v
* BB R K OVl LR

; wngEE . VAN SRy 7
& > FAH s
PR DR (mg/kg) Bl (%) RSD, (%)
il %5 7 5 FH B & i 10 5 103 1.5
50 5 9.5 2.0
TR 67 B FH A& Bk 10 5 103 1.2
50 5 96.0 0.8
T PE £ 5 Al B f R 250 5 106 1.2
500 5 108 0.5
=] N R B 100 5 101 1.5
500 5 97.3 1.0
i A 8 10 5 99.9 1.9
50 5 100 0.8
- MR EER
e ; Hohak FEHIER O WNPEEE O RMENLE (%) EeEEURE SRR
B FEEE g g HorRat
R OES BREH BEH (mgke)  (WEli(mgke) RSD, (%) RSDg (%) o
TR B IR A Sk 11 0 50 90.5 2.8 7.7 0.85
7T 7fE0.738
FEE AR AL 11 0 EESEES (267) 2.2 9.3 1.3
i Ay 11 0 20 88.6 6.8 13 1.3
- ERENR (H—RBR=EICKoHE) e 10 mg/kg
- B TR (E—EBR=EIC X DR B 3 mg/kg
(%) 7ua~ 7T L0
A B
ﬁ = ﬁ;ix
\\ 12W \\'.a:-:-
i L] )
0 L o
o am i 0§ |l
‘I 1 i i i 1 ‘I T 3 3 + 3 5
5 7 5 11 13 15 5 7 9 11 13 15
[R50, {FIFISRE

BERRVFIMEABOIOT TS A
A FEUERR (e AX v & LT 25ng/mL)
B : IEE (AfSRIce A% I L LT 50 mg/kg FH24 &E00)

7 ~vT)Fuat s 2w (PFOA)

7.1 T Fa T IR E R ORY ZvFa T b &Y (PFAS) OikR
rua~< N7 774807 DWEESHTEHZ K 2 R ATE

sy ==:AgN)
F2E 112k B,

8 T AgnuaAty & AR (PFOS)

8.1 ~II7AFuaT X EYEORRY 7t a 7 X bE Y (PFAS) DOikik
rna~ N7 77X T ARVEESNTEHC X D RIS E

==y=EEAPN)
E28 112K 5B,



9 L7t nu )W (PFNA)
9.1 N7 FaT X IUULEH R OKRY Zvtna 7 s ibaY (PFAS) ORI
vna~ h7T 78 T NVEESHTENC X B RIRE T A
FT2HE 112K D,

10 ~Ur7 gt a~f4 o 2Lk fE (PFHXS)
101 A7 AaT v bEWE R 7 vt 7 s iba&Y (PFAS) Ok
Korm~ ~7o 75207 DREEGHTFHNT X DRI HTE
F2HI 112k 5B,

11 3,4-_2 Lt

12.1 "R
(E & - bV 7 BRSOk HEER)

A HEOHH

) 34~ B L ARYER 3,4-X L [CyHiz) 20 mg % 0.01 mg DHTE
TR, T TLHEL, 100 mL OEET7 7 A 2|2 A, N8 r a2z TR
L, FICHERETCRUP U 2MMZ T 3,4-_0Y L U EERIEZ RS S (Zo
" 1mLiL, 3,4_0YELLELT02mg AT 5, ) .

AICE L C, EEFRERO 2B CEMICAR L, 1 mL FiZ 3,4-x0
YELELT530ng B AT 2HAD 34-X0 VL AR 2 T D,

2) TS NI Lra< 7T T7HT VIS (B 63~200 pm (230~70 A v &
2) ) BESHEEOWEE (1mol/L) THH L, HIZ/KTHE L%, 110°C T2~3
FREERZIE L. 1 vV/iwWSFH S EDKE N2 TR 5,

B = =3

fh H IIHTRREL 100 g &2 0.1 g DHTETEY ., ZTOMEETLE L, HEAKE
(B 45 mm, &S 150 mm) ([ZARL, KLY v 7 2 L—HitHaz Hv, XoEv
500 mL C 8 Wefilfilit L 722, Z OfhiHiE A 40°CUL T OKIBTIZE A LHET 5 E
THIERMET 2,

PR a7 n~%4% 2 100 mL T 300 mL OO AICB L, YAF AL
BRHET R 100 mL M2 TIRVIBELEFHFEL, DAFILALERTY NE (TH)
Z 300 mL D43 ikIRF B IZ A5,

RS BIZY 7 B2 100 mL 2012 CTRARICEIEL., Y AF L ALK F
¥ RfE% 2 L O4RIE}; CIltd,

IR AP AF IOV ALEREF Y R 100 mL 2012, R 2 [BEEL, £ 2
FNANVHRFY NEZE o3RRS+ CIlI2nz 5,

VAFNANVKRF Y R@ICmE LR (1+44) 300mL 21z, HIZv 7 m~F

T+ 400 mL 2 Z TRV IREZ%, VAFILVALET Y N—EkE (TE) % 1
SIS DIC AL, 7 u~d¥ g (BJE) &iR/K 500 mL T 2 BEIBES L.
QLDORTIET 7 Al AND,
SRR DIZY 7 m~F P2 400 mL 212 TRV IBE %, YA FILANLKF
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540

v R—EBE (TE) 28T, vZae~x+U@ailK 500 mL T2 [BEGT 5,
vrandYUBEEORTIET I AaIMA, v/ a~dhrEE 40 ° CLL T D
K THI 30 mL F CRUERME T 2, BMREET Y vA (K) 55 g ThK

L. 100 mL O L7 7 A2IH LN LOHEMREZFHD R CTAET D, Lo
YT T AaROBEMRE 7 otV Tk L, WRE ORI EZELTA
K BbEs, AilE 40 °C DKL TR 1 mL £ TRIERNE L. b 7 20 k4
LREHRIR E T %,

71T AL T T 50 g (49.5~50.5 g) KOEifE T U U A (HEK) 15 ¢

(14.5~15.5g) 07 L% (NFE20mm) ARG THETCAL, 77 252 FH4
Do

300 mL R LIE7 7 A% 07 A0 FICES, BEHWEREZ I 7 M A, 36
WRDONS> TN LB T7 T Aaz/bEO Y 7 a~Hh o Tlig L, ke 17 A
Wz, WEA L TAFO SN S 3mm OF SICETHE TR S5,

~FHr—vFrz—7/1 (1+1) 100 mL KXY =F x—7F /L 100 mL %A
WA T BITMAT34-_XV L RS, B A 30°CUL T OKIB TR 0.5
mL FCREEMRLT B—Rkid@Era~ 757 ¢ —ITiT 2 RBHAK & T 5,

“RE—WouHEEs a~ N T T 4 — T F AL T — RS G OV T L S e
D JEH R A AERRT D,

REAREREE~A 70y ) U TT I FEBIR EICERICEA L, REEC,
3,4-_UY B L DB E Z R T D720 D 3,4-_0 Y B L URERER A BT 5,

TH ) =)=V F N =T )L —K (4+4+1) ZJRBAEE L L To0mMH., —Eh
KLV 10em OFE S ETREMLCERET D, 4 (365nm) & HEHRIZIG L
TTvF bt —2EE EICoEE L7z 34-_UY E L oW 2R L, =
DERSGy 22N E L 5T 50 mL O LILEEICAND, Z D LILEAEIZ 60 °C D
AK ) —) 25 mL &%, 1,500xg T 530 m L., REARKEZ 100 mL D72
LIET7 7 Azl Aivd,

60 °C DA K /) —)L 25 mL § D& O BB I, R 3EEEL, &
BAHREFTDIR LT T AallEby b, EBRRIZ n-~FH T 1 mLZMx,
Z DR % 60°C LA T ORI TH 1~2mL £ THIERM L7k, X8 T5mL XX
10 mLOEET 7 A2IIBT, LICEET 7 AADERE B U2z THIE
T D RBHEIR & T 5,

weoE
1) A o ORBNAIEE D 34-XUY L UERERIZOWTHE AR ML

O A7 bV ZRE L, BE— 7 EERVENRE L T2 2 L2 X0 FAE

179,

2) E & ABERARIZOWT, B E % 368 nm IZFE L, 405 nm LD

HHART NAERIET D,

[FIRFIC, 48 3,4-X0 Y B L ARHERAS — I OW T, [FA—SRIFTHIEART b

NERFEL, Fa—_—=2F7 1 E 2O CREREER L, B 3,4-X

VYL URBRERET D,



H1ORBNE. ARSI I E RS0 L D E AW S,
2 KECBWTHEHINLZRN P O T, FELE LOBLENS Rl
EHHTL2ZEREE LW, Z205E, B 2 OZYEMRIET A RT7 14
D4DR)KLERGINCHIY AT ATV, B—RBREIC 1T 2 5 LU O HAEE
il T I AR L ETHATS Z L,
3 Aluminium oxide 90 standardized Art.1097 (Merck i) XX Zh L R%ED H O
4 No. 84 (CHEFJIEMRRE) T EtF%EDOH D
5 EEzu~ NS5 7ATETFAELE—R (FET7 AN AFREERD) T
INERFEDL D
6 fEAAIE L THEEAILY Y A9 %% ETed D, Aluminium oxide 60 G neutral
(type E) Art.1090 (Merck ) XiZZN EREDH D
7 AT MO — 7 RER DY — 7 HE+3.5 nm (28T D HEOCIRE A £
NZEN L, Las BV Iss L, ROXNSERES FITkD ., BMEBHROERKED
RENARDO EREZIT I,
pog - \Lastlss)
2
(B5E) oiiEAN) T—va v
< WRINENIN R f OVl LA

e ; WM .. WA R UK
R & | %
AR ORS (ng/kg) AR L (%) RSD, (%)
Bl kE % Rk 0.5 5 95.2 16
1 5 98.7 9.6
CERTIR (BRI K SRR BT 0.1 ng/kg
12 ATV

12.1 k7 a~ 75758 0F DB RS EHE
A HEORAH

1) A7 I MR A7 3V [C3HeNg) 10 mg % 0.01 mg DHrETED, D
BiEZTH L, 100mL DEET T A3l AN, 7 h=FU -k (1+1) &Mz
THEPL, FIERETTE =M=k (1+1) ZMAZTAT I IEREFRKE
TS (ZOW ImLiX, AFILLT100pug 2 &HT 5, ) .

2) PEEUER  RERMAER A T 22 (AT 2 -BCUNy) BEHERUE (FEEE 100
pg/mL) 11 mL % 100 mL D& 7 F X 2 |ZEMRICAN, ERETTE F=FU L
—K (1+1) ZMAZT1mLFIZAT I -BCUN; & LT 1 opg 28 H T 5 NIEHER
G

3) WMEMRIERAEER  HERHICEEL T, AT I EERK L OWNIERER O — %
TEr=RrI L=V F LT 2 (49+1) TIEMICHR L, I mL FZAT I &
LTI1~200ngZEHL, 222 ATIV-BCGN; LTS ng 258 T 250K E
FRAER AR MBI 2 S 5,

B =

felo

i
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1) WA FL INTEEE 1.0 g 2 0.001 g OHTE TEY ., TOHMEETHEL. 50
mL O AR LIS IS AT, K 10 mL 2N 72%., 15 ol s kasE+s, =
D OIEEEEICT 2 b= R UL 10 mL 201z, FIZWERER 500 uL % EME2N
2Tk, BEVFA V2T 1IHMNEIRE THET S, HEE 1,600xg T 10
SMEOSEEL, EEARK 4 mL % 10 mL O£R T 7 A3 CERICANS, &&F
T7I7AaDERMETTEIN=MI V=K (1+1) ZIZ. BT L0 T 5
BHAK &3 %,

2) ookt SirEE 1.0 g &2 0.01 g OHTETEY . TOMEETZHEL.
50 mL o3t OREE I AL, T F=KFUL—JK (1+1) 20 mL Z/1% %,
FNZ Z O RS IC NAEHERR 500 pL 2 EfEICNZ 72, REVF AP —1E2T
1 R EETHIE T 5, Wi %E 1,600xg T 10 20 RE Doy L, BB 4
mL % 10 mL D& T 7 AT IEMICAND, EETZ7 7 AaOEHRETTE M=
MU= (141) =Nz, BT LT 5REHER &3 5,

BT AALER ZNVR VBB E AR P —N-Eo e r Y R EAK
=75 (150 mg) "2 7 F=h U5 mL KOEEE (1+424) 5 mL THEKLE
B35, BREHAR 2mL 2H 5 LD EEE (1424) 3mL 2 ANTI=7 7 L2 %
BRL, WEAKLTAAO ESICET 2 ETClRMEEs, Blz7ehr=rU L 5
mL X7 h=h I A=Y F LT I (499+1) S mL ZIER I = 7 ATz
T LIk, EESM L CEEZMHEIES, 10mLOERRBREL I =07 20
TIZ@EE, 7B h=hFU L=V F LTIV (49+1) 4 mL Z2I=H T AIZMA T
AT IVERHSER R, EES L TCE2EZRHSTRAT 5,

WHIRE AT T 7 42— (L 045 ym UL F) THABL, k7o~ k7

Z 78 T DRVERBSHTEHC X D HEICH T 2 3EHRR & T 5,

Wik o~ N7 77207 MVEESHFHCEZ2HE  BEHAK &K O R &R IERK
FIREYEWR A 5wl 2k v~ W75 7% o7 MRV B HTFHIEA L, IR
Bt e~ NI L EED,

WESME fl
(Gk7 v~ ~7Z 7)

71 7 Lo BUKMMEERA 2 e~ o7 40— T 5 (NEL2.1
mm, £ & 150 mm, Kifg 5 pm) 3
i e W 7% F=hKVU/L—10 mmol/L HEEE T > & = LIRIK

(17+3) (7 min{%¥f) — 8 min— (2+3) (20 min
£RFF) — 8min— (17+3) (7 min f&FF)

i 3# : 0.2 mL/min

7 & fE IR B 40°C

(% 7 HWAVE By it o)

T sl 8 ¢ PO EARAE By AT A

A4 4 v fb H:xzvr AT Lb—Aa4 1k (ESD ¥ (EA AV
—FK)

37 7 A4 ¥ — HF A :N, (340 kPa)



AN 77 Z : Ny (10 L/min, 350 °C)
Xy v 7Y —%FHE: 4kV

7T AE—FEE: FTROEBDY
aYVaryzxX— FEROLEEBY

T =X — A4 F v FEROEED

F KW ONE S

T —H— EAL AN P 27 S Y DEV
WE G Ay izt 93l te7R GRS TRLF—
(m/z) (m/z) (m/z) (V) (eV)
ATV 127 68 85 100 33
A7 30BN 133 89 100 18

7t i BONTBBRISHH 7 0~ T 72506 ATIVERAT I -
BCPN; OB — 7 i & RO THEEMERIC L Ei a2 Ek L. BEtho 2 Z I
‘rREET 5,
¥ 1 Cambrige Isotope Laboratories Inc. BUKIEIR XIL Z L L RIED & D
2 HG-200 (Hsiangtai ) I 2 & FEDH D
3 Oasis MCX (Waters ., U HF—"—FfFE 6mL) LI EFREDEH D
4 X 1~2 mL/min BE LT 25, LIS C TG~ =FR— FEEHT 2,
5 SeQuant ZIC-HILIC (MERCK#!, FIEFNL VU B 7 VEMIC AV H A
5 (WA A U BERE) ZFRELIEbD) TN EFAFO LD
6 Agilent 6410 Triple Quad LC/MS (Agilent Technologies ) (2 X 5§14l
(3%) HIERN) T —va v
« IINENN R e OV U RS BE

e N WP . FONEIL R ik LS
I (mgke)  PEEL 00T Rep. (%)
BT A T G B RR 0.2 3 115 1.1
2.5 3 93.0 0.9
PR IE & B A fl st 0.2 3 112 3.0
2.5 3 95.6 3.1
KEMT 0.2 3 117 3.6
2.5 3 98.0 0.6
i 0.2 3 112 2.6
2.5 3 99.5 1.4
i i oy L 0.2 3 109 2.9
2.5 3 96.3 2.9
o N Ao AR O RINIEE RINENN R s sk
AROIE ooy B=%  (mgke) (%) RSD, (%) RSDg (%) O
R B B A Bk 9 0 0.4 97.1 4.2 6.3 0.34
ey 9 0 1 97.8 3.9 7.0 0.44
G ¥ L 9 0 1 99.3 4.7 6.4 0.40
- ER MR (EHEREIC X HHR) B 0.2 mg/kg
s R RRR (B —3ABREIC X 5 ERR) BT 0.06 mg/kg
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(%) su~ 7T LH)

A B
-3 ]
i | o |
33 40 48 32 '4.'u'j'k 48
(R305R5 75 {F3505R. =

ZERRUVAMEARDOIOT TS A
A FEHER (X Z7 & LT 10 ng/mL)
B : WANEE (BB R A SRS A F 2 > & LT 2.5 mg/kg fH 24 &HN)



