kR % (2019)

8.3 BREERE(ZHS)

83.1 BRBEBEZHSHSH(ZTD 1)

8.3.1.a BEBAKIOATNT S22 T LEEDE

(1) DFRFILEH TATF 2 TARAIF 2 Bla, AUV ATF L 22, 23-UeR a7~ L A7 Bla(5]
BARNATF v Bla), TV AT =TV IAVF Bla, v r /Y a7 /)y EXa =)L R UR:
ERo=/L 7 R LRV ELRIC T RO LRI T

(2) #M=E

ZORRBRIEI TR D FE 2 [ 25 A A NERE X OVCIR A IEBHTIE 972, ZOERIED 5 %H1T Type B TH
0. ZDFF1% 8.3.1.a2017 XX AG-C-lal t¥ 5,

JEBFR O AT B R=RL R OUKISTEfE - FhHH L, RO — 7 o7 T — Ry V& - ORE Y
%, W v~ N T 7B &R R O TRIEL . 8B O it G b ez kb 5, 7eds, ZOR
BRIEOMEREIIIES 3 12T

(3) HEF FEXOKIL, KIZLD,

a) JK: JSKO0557 [ZHETD A3 DK,

b) FHEb=R)JL: JSK 8039 IZHLE T 27 3 - PCB 3R H (JE#E 300 LA E) UL D SVE DR,

¢) HA2/—)L: JSK 8891 |ZHIE T DHE LRI ED FE DRI,

d) A2/—)L: HPLC OIFBERICHE T2 A% /7 —/id LC-MS H XULIRIZED i E O3,

e) FEFERTF)U: JSK 8361 (ZHUE T DHFrtk SUTFIE D G E DFRFE,

f) FILITY: JSK 8680 IZHLE T D4k ILIF %D E ORI,

g) FBTUEZDL: Rk (W 95%(E Ey=) L) UTRSOME OREE,

h) FEB7UTEZYLBEREROImO/L)Y: T E=7A.6.306g %7K 1000 mL (ZH1Z%,

) FBFUE=YHLRBKOI mmol/L)V: XET L E=7 2%k (0.1 mol/L) 1 mL %7K 1000 mL (Zh0Z
B,

i) FER: JSK 8264 |[THIE T DRpk UL RO ME DFRIE,

K FEE®RO0.1vv%) Y R 1mL &7k 1000 mL (2% 5,

) FTEFEF=MIILBEER 01 vv%) D EB 1mL 27 b=k 1000 mL (2125,

m) FHERIFEEERE 0.1 mg/mL) V: T ATF U [ChgH701] @ L AV AT F 2 [ CagHrsOral @ . =7V A2
F2 [CooH7sNO] @ . BF /2 [CoaHppOg] @ . B = /L7’ R [ CioHa00s] @ B B L R [EL R
I :CiHpg05 L UL R IT:CooH 6051 @0 0.01 g 2 ONEH B MLIZ &Y, ZDE % 0.1 mg DHFE THIE S
%o WED A )— )V TERINL, RET T A2 100 mL ([T LAN, HERECRABZINZ 5 (72721, ELVRY
L TEELN U T - T oA &EELTOLImgmL 25655, ).

n) ESEHER 0 pg/mL) : £ AR 10 mL 24287742 100 mL (2B LA, R ETAY ) —)L
MR D,

0) EAE#K (1000 ng/mL) : RATEHERR (10 pg/mL) 10 mL 247742100 mL (2L AL, fE#ET
AB ) —NVEINZ D,

p) BRERRAREESELER (50 ng/mL~500 ng/mL) : ff FHFFIZIEAFEERK (1000 ng/mL) @ 2.5 mL~25 mL
HA T TAT 50 mL IZBMERNICED  MERRETAY ) — NV E A D,

q BRERAESIESER(S ng/mL~50 ng/mL): {fHFHIEAIERER (100 ng/mL) D 2.5 mL~25 mL %

gu
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BT A3 50 mL IZEEPERIZED | FERRE TAY ) — IV E Nz 5,

EQ) FARGITHY, LEIISCIBERE T D,
(2) FHEREENTIRS TV,

1E5 1. #EEEOBEERINIE 7O  DRDEHEE, BIR LS M OMHIEE T3 LRGeS TUD,

(4) RERUVEE HBELOEET KOLBVETD,
a) EREEIOTNTSTEESHEH(LC-MS/MS) : JIS K 0136 (ZHLE 5 LC-MSMS TR D FE %
7=TH0,
1) mE&KHEIOTNTST:
O HILHE: BT LREIREA 30 °C~45 °C THEITEDH0,
@ H7L: NEE2mm~3mm, £X 50 mm~150 mm, Fi£E 1.6 um~3.0 pm D AT UL A D BT 1AE
(AT ETF N EEACEFE R LIS VAT N FETA LSO, BRI HEEOLD @,
2) HEESWE:
O AFAbiE: L7727 — A4 AL (ES)) i
@ AF ARG BIREOS R HE
b) BERRBESR: BEEGHREZHNLIENTED,
c) =HEES: 40°C FTHEITEXHZ KL —F—
d) BAEFVESILTH—NIVCHSL: ZIETVEI L EFETALELO (RFHZE 5mL) @
e) F577A h—HRY —NH, BEH—N)YSHSL: 7577 —R 500 mg O 737 ae L UL
1LV H 470 500 mg ZEE 6 mL @ L7 ®

3£(3) ACQUITY UPLC HSS C18ZD4 A Ciliflisii T,
(4) ChemElut (5mL)ZEDO£AFRTHIRSILTVS,
(5) Envi-carb/LC-NH, (500 mg/500 mg, 6 mL) 204 M CififliSiu g,

(5) BERERME

(5.1) #il HhHIEX, ROEEBVIT,

a) SHTEtkl5.00mLO%, £E7I2x=210mL IZAND,

b) 7ER=NIL 3mL Z[FEETTAINZ AR ETRE M TELIRVIEES,
o) HBEWIAERE TS MBS AHELLO . itk T 5,

E6) REOLLEEBVHITER TH. OVt oxt R EREL2FH T2,
(7) HEWAFEORE R RO ERERIET AL N HAD THEE T 5, IIEOBICIZUIE S HRICT
JHEd 5L X0,

BE 2. LLEGEE) OWNEIZEET7T7A2 10 ML 2B+ KEICREE, EndbEa17v, o8rEr 5.00 mL
YT TR AN, BREEEGARVE N T52L013TES,
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(5.2) H)—2PvFA) 2V—T o7 (D) 1E, ROEBVIT,

a) R SmL &2, 2TV =N P HT A AN, K 5 RERERSED,

b) 729 77A=2100mL Z R —R v AT LD TICEE, FigT—F /LK) 5mL % 4 8], JER[FE S —R) w27
SATINZ, IRE AT TAFID L ET 2 E TR &S50,

¢) VEHIEE 40 °C LLF ORI TIEEA S HLIE 5 ETRIE M L7214 BHETAEE->THELY, 7Eh=
NIV =t (3+1) 2 mL 2N TR AR,

F Q) MBEARNICITRHHERE LI,
(9) RESETEDLEEP T DB TN DD,

(53) YU—=2FvF(2) 20— T o7 (IE, kDOELBYITI,

a) 7777 AN R = NH B — Ny 7 bE 7 h= L —br (3+1) £9 10 mL THE-
e

b) #FTTAI 100 mL ZRA— Iy PHTAD FITMEE, (52)¢) OEAREETIH—M O HT KA,
W N TS CAAID BT ET 2 E THRINEE 5,

o) FEETER=NIL -z (3+D) K 5 mL T 5 EIFEEL , PR NERE 7 — N> T2 S 2,

d) PR 40 °C LIFOAM CIELA L W T 5% CHIEIMRLI- (4 . BEH A& o TRELIY, A2/
—L 5 ML A% TR AT, VAR — i B EREIC LD | 2% ) — L CIEREC 5 Ao ATRL
LR 2 ORI S s

FE10) FESETELLERENER T OB ENNDHD,
(11)  FREHAIR T O SRR B DS R B O EIREE R DB MO D561, EHRIK O — & Ba A
J—=IVTHRY D,

(5.4) BIFE MIEIZ ASK 0136 L UKD EFRVITH, BARRIZRMNE BAEZ, JIE A Dm s ik a<
77 G BN R ORERE ST IR LD,
a) BIERAIOTNTS7EESHEORREY mEikkra~ 77 &85 HrE ORI E Gk 0 —145)
ZLU TR, ZNEBZICLTRET D,
1) BEREIATINF7:
O HTL: FAIETINIEACERES LIV V7 5 (REE 2 mm~3 mm, £& 50 mm~150 mm,
it 1.6 um~3.0 um)
@ i 0.2mL/min~0.5 mL/min
@ WHER: A TERT L E=U AIFIK (0.1 mmol/L) — VAL (0.1 viv) [1+1]
B: X7 Eh=R L& (0.1 vivo)
@ r7Z7vxrbk: 0min (50 %B)—15min (95 %B)—20 min (98%B)—30 min (50 %B)
® HTLIEIEME: 40°C
® 1FEAE: 5uL
2) BESHE:
O A4 Ak =L 7haRAT L — A AL (ES]) 14
@ EF—F: ROT47
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@ FrrTV—HEE: 3.0kV

@ AAPIESE: 120°C

® FIN_N—a iR 400 °C

® a—rEE: £10EEY

@ alTaraxF—: £1DLED

FoH— A KL1DEBY

F1 BEEDE=F— (A 5k
R s cemm @R v T
(m/z) (m/z)

TXAZFBla 891 305 567 20 25
AL AT Bla 893 307 551 25 25
TV JRATFBla 915 186 298 20 20
= 395 213 192 35 25
=N =i=y Ry E 356 177 147 20 15
BRI 329 161 133 20 10
ELR) T 373 161 133 20 10

b) RERDOIER
1) A EMHIRGEEMERS L 2 LC-MSIMSIZIEAL, MIEXI SR E O E BHAA L (mlz) K OHER A
A (mlz) Do~ 7T Laitdk T 5,
2) MEXIGEOEBHAAY (mlz) ERERAAA Y (mlz) O — 7 iHifE I T mS ez R 35,
3) Kin e RS EEROWNE X R EREL TR AT (mlz) OB — 7 ffE XL mS & O &firE
VERK T %, B EAROVERIE. BB BIERHZAT),

¢ HABORE
1) AEHEIRE S UL % b)2) ~3) ERBHCEET 552,
2) E—7HEBEXIImIN o ERIVIES S E BE KD | TR ORER SGWEE R T2,

F(12) EHEROEY — 7SN TS SEIZk L TE30 W OFFN ThAZ LA HERT 5, vk, B —
IR R SRR EIC L > TRRDZENH D,

(55) #H
WRORUTL S THHEE P O AR EZ R 2,

SIMTREL R DA R EE (ug/kg) = (4xBx10)/C

A BB R D TR A FUBHAIR o O 25 E R G E e FE (ng/mL)
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*ﬁ%&%kfﬁ%ﬁxtﬁ (ZHASRRBHATR 2 SOICATIR UGB O AR ==
D o HTRUEHC BT D E (B ) (g/mL)

&% 3. WROFRERE=HEGIEE (3 F) | HeRAE S IR (2 ) D RIGRBROHKE F413, 4000 pg/kg
KON 400 pglkg (72721, EVRUAZEIL TIE LRI T - T OA #EL T 4000 pg/kg K OF 400 ug/kg) D s
AL ~L TR [ENN AN 77.0 %~104.5 %K% 1) 85.6 %~107.9 % T 7=,

FEi, RBRVED Z Y VEMERE O 72D O L [FFER D AR o OFT G SR A K 2 12T,
72k ZORBRIEDO R IO E & FIRIT 10 pg/kg FE THD,

F2 TR IR Ny oy ek BRIE O 22 2 VERERE 0D 72 8D D L [A) 5l IR Bl OO AR AT ol A

HEp wy? WNE BEUCE RSDY  RSDRY

R PR =x  (uoke) (ugkkg) (%) (%) (%)
TINAGF FER 2 HE A e 8 286.8 3333 86.1 13.3 14.4
Bla FRER 2= A A R 8 3589 4167 86.1 13.4 14.8

FE R == HE A kRS 8 4258 5000 85.2 8.6 11.6

WIRE A kL 8 288.6 3333 86.6 7.1 8.5

R E A IEEL2 8 4055 5000 81.1 7.1 7.2

ANNATF o FEERZEHES EE 8 2089 3333 897 14.9 15.0
Bla FER 2= HE A ER2 8 3825 4167 91.8 14.1 19.3

FER = AE A e 8 4311  500.0 86.2 9.8 10.9

R E A IEEL 8 298.8 3333 896 10.1 12.8

R E A L2 8 4052 5000 81.0 3.8 5.8

AV AT FEEREEHES IR 8 2935 3333 881 7.0 10.4
Bla FER 2% HE A ER2 8 361.9 4167 86.9 9.2 14.3

FRER 2= A A IEEE3 8 4253 5000 851 7.0 10.0

TR A AR 8 2773 3333 832 9.0 12.0

RS IEEE2 8 3982 500.0 79.6 7.5 11.6

=SP4 FER 2= HE A kL 8 276.8 3333 831 5.7 7.8
FRER 2= HAE SRR 8 3535 4167 848 9.8 12.5

FER = AE A e 8 426.6 5000 853 6.6 8.5

KRR A IEEL 8 2635 3333 79.1 11.0 12.3

R E A IR 8 3852  500.0 77.0 5.7 12.1

vn=/v  FERZHESERERL 8 3182 3333 955 8.1 13.2
ThERUR FEREAESERIER2 8 3956 4167 94.9 8.4 13.6
FER = AEA RS 8 450.3  500.0 90.1 4.6 9.3

R E A IEEL 8 299.7 3333 899 7.4 11.0

TR A L2 8 4358  500.0 87.2 5.8 7.4

1) RTINS

2) WM (n =pBR = Ex iR L3 (2))
3) DM THEEE (FH XM HE(R 22)

4) =W FEBURE R (PR YR 22)
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#2 (ft)
e pwm? WE R RsD® RSDR”
wx®  (ugko) (uogkg) (%) (%) (%)

-2 &4 AR

ELR T FER 2= HE A e 8 160.7  186.0 86.4 9.3 11.9
F e 2= AE A IEE2 8 2022 2325 87.0 12.6 12.8

FER = AE A e 8 2286  279.0 819 5.4 8.8

HREE IEEL 8 1582  186.0 851 6.8 10.4

R E A IEEE2 8 2231  279.0 80.0 8.5 9.1

LN FERZAESER L 8 131.1  147.3 89.0 6.5 9.7
FhER = AEA IR 8 1632 1842 886  10.8 13.6

FhER = AEA RS 8 1820 221.0 824 5.4 8.9

TR E A IEEL 8 126.2 1473 857 7.8 11.4

TR A L2 8 180.2  221.0 815 6.3 8.3

BE

1) JURHER, IWEIER, BH@IE: RiE7a~hr 77507 WAV & 581 aE (LCIMSIMS) (2 X5 TR AR
HOREIEORIRHIE, IEEHFZEEHE, 4, 36~48 (2011)

2) J\KFG, IWPE R, AFHRIA, SEHBN: Wik a~ g o740 7 DRVE B HTEH (LC-MSIMS) 124
DRI 6 FEEFEORIRFHE — HERB A —, IEHFTEEE, 5, 48~59 (2012)
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(6) o FEERFE—FHABRZIO

kR % (2019)

—i—b BRI O 6 FEEFEO—FRERIEO 7 a— — N IRITR T,

| otk 5.00mL | ARTIza10mL
— 7=V 3 mL
— K (R ET)
| mgwwm | somM
| ?ML% |
1 Rk O R R 5y T (Z DL SR B D — FRABRLE) 7 — o —h
(it 1)
| i |
| TG D |

) —2 7y 7 (1)

53 FRIPRFF
=N w2772 (1)

— HEEE—F )L 95 mL x4[]
. 72475222100 mL]

| W R

| 40°C

—7E®h=RNL-ILxT (3+1) #92 mLCIAfiE

IV —2T 97 (2)

H—R ) T5 2 (2)
(FOTER=NL-MLx (3+1) #I5 mLX2[a] THEE)

(72975222100 mL]
—TEr=RL-MLx (3+1) £I5 mL THZA S E
BN EEa

| P

| 40°C

— A% )—) 5mL

| AR

| v SRR

[ wehaik

| 7

| LcMsMs

2 Bkt 5 R i oy AT (£ DL 6FE R O — F kR TE) 7 r— —b
V=T o7 (D) 20— 707 (2) R OIE AR
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BF HMEHHRAEER L OREHATE (R O R IER = HE S LD ORIRBOSH H 7 n< 7T L
WRITRT,

Peak No.

(o]
© Intensity / arb.units

Retention Time/ min 200 Retention Time/ min 20

Peak No.1: 7/3A7F > Bla
No.2: A~V AZF > Bla
No.3: =7V /A7 Bla
No.4: a5/

No5: t~im=/L 7% R
No.6: EL R 1
No.7: L 1T

1) JRAEAER 2) EHAR
SEX A BEROBIRGHRH 0~ T A

1) RAIEHERR (4 3L LT 2,500 pg FH Y4 &)
(ELRACELTIE LRV T - T/ EE LT 2,500 pg FH 24 &)
2) FBHAWR (RCR O S2RE R 2= FAEA AEEE, 30BFH 400 pug/kg FH 24 &HN0)
(ELRIACELTIE LR T - TTO-A 2L T 400 pg/kg A2 )

LC-MS/MS D& 14
#1772 ACQUITY UPLC HSS C18(N#£E 2.1 mm, F-X 100 mm, K& 1.8 pm)
i 0.2mL/min
Z DD St (5.4) a) LC-MSIMS OHITE SAED B RDEFY
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832 BRBBEZHS S (ZTD 2)

8.3.2.a ARHYOTNIS5Ti%

(1) FAFIEEH S-HCH(B-BHC) . y-HCH (y-BHC) | 0p'-DDD. pp'-DDD. o,p-DDE, pp-DDE,
0,p-DDT, p,p-DDT, 7/AVRU > = RUL T ANRY | trans-7 QIVT V| cis-7 VT | trans-/ )77
Il cis-/ T T ETa  NTE VTR VR R OIANF R aa B

(2) BE

ZORBEITHER K NV DR B 72 581 35, ZORBUED BT Type D THY, EDFE 51T
8.3.2.22017 X% AG-C-2.a-1 235,

AERL ST R O & 3R Z T B =R L K OUKTHIHL . Z AT WEI LT L T ra~ T o7
OB T W~ 7 32D 21— Ny P 17 2 W CORE % | B iR N aR T & T A7 e~ T 7%
THIEL, oWk R O RISt e KD D, 728, ZORBIEO VI ESE 7 187,

(3) BEF UEKLUKIT, kITED,

a) K: JSKO0557 ([ZHET D A3 DK,

b) FEb=FJIL: JASK 8039 [ZHLE I 255 8 - PCB 3 A (I 300 LA_L) SUXIFSE D i E D

¢) ANFH: JSK 8825 (ZHIET D (R 300 LA 1) IEFED SV E DR,

d) EEFRIY L FEEEPCB BT SRS D SE DRk,

e) YUANFTHY: FREEIK-PCB R (EAE 300 LA 1) SUXIRIZE O SE DRI,

f) 7k : JSK 8040 \ZHIE T 574 K - PCB 745k A (B4 300 LA_1) LT[R SVE Dak#k,

g) PIFII—TIL: JSK 8357 [THIET D7 3K - PCB R (B 300 LA L) ST A% D B DR

h) 224-F)AFILARUAL: HPLC Al RSO SE DK,

i) BEIEIZARK (0.2 mg/mL) P : B-HCH (B-BHC) [CeHeCls] . y-HCH (y»-BHC) [CeHeCls] @, 0,p-DDD
[ C1aH1oCls] @ | pp'-DDD [ CygH1oCls] ® | 0,p'-DDE[ C14HsCls] ® | p,p'-DDE[CyHgCls] ® | 0,p-DDT
[CuHoCls] @ p,p-DDT[CyHeCls] @, 7 LRV [CpHeClg] @, =2 RU L [CroHgCleO] ), F 4 LRI v
[C1HgClgO1 @ | trans-27vLF 2 [CygHgCle] @ | cis-2 11717 2 [ CyoHgCle] P, trans-/ 72711 /L [ CygHsClo]
@ cis-/F 2711 [CyHsCl] @, ~TF 227111 [CyHsCly] @ | ~T 271/ 7% 3 R [ CyoHsCl/0] @ K Ui
FH /P [CeCle] P9 0.02 g 2 FNZFNOLHRILICEY, ZOE &4 0.1 mg DHIETHIE TS,
Tk 20mL TIEML, TNENEET T A2 100 ML 1B LA, BEHRET 2,2, 4-NAF )L~ Z A0
Z 20

j) EAEER( pg/mL) Y A EEREAER 1 mL 2487 T 22 100 mL IZB LA, R ET 2,2,4-8) %
FNA B =T (4+1) N2 D,

k) BREHAEAELER0.02 pg/mL~0.2 pg/mL) Y {FFFEIE AR (1 ug/mL) © 1 mL~10 mL %
T T2 50 mL IZEMEAICED B ET 2,2, 4-NIAF L~ — TR (4+1) N2 5,

) REHFAESEER(0.005 ng/mL~0.02 pg/mL) V: i HRHIIEATEYE (0.1 pg/mL) ¢ 2.5 mL~10
mL Z 477 A2 50 mL (ZBPERIICED | FERRE T 2,2,4-NIATF LUy — TR (4+1) N2 5D,

B

=3

FEQ) FARGITHY, LEISCIBERE D,
(2) FFHEREENTIRS TV,
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EE 1. SO ERIEKITE L7 AV AFDEMESE, BRI LS R OIS T3 IV IRES L TVD,

(4) BERUEE BEKOEEIX ROLEBVETD,
a) HRYAINSST(GC): JSK 0114 ([ZHET D GC TRDEM AT TH D,
1) HAHBEAS: A7V RGN ATRER B D,
2) FrEFV—hHFL: NER 025 mm, EX30m OB I IROF T —DT A, 14 %> T /7 e )L
7 2=/ —86 AT VAR mFH A 0.25 um JES TH YT — I T LN EKE~MEFRE G LTEH O,
3) BRHER: &R (ECD)
b) ZIiEBEI/OILTST(GPC): IS K 0135 ([ZHUET 20 BUkK 7 o~ 7T 7 CIROEMHETET-TH
D, 723 MRHETLEEL L7220,
1) HAHEEBEAS: AR Z SmL Z1EATELHD,
2) ASL: 20 mm, EE300 MM OAT LV RD /T LEIZATF L D =R BU ILEA R RN
—RZNEFETALTEBD,
3) A—FHA3L: HEE 20 mm, £& 100 mm OAT UL ZHD T DEIZAF L P = u_u BB S
K RN—RTNVEFETALIZHD,
4) HEER: BRIERS VBN T OB AR E CELHT T varalb sy —
c) RESHE
d) BEfESS: 40°C EFTHHEICEAT R —H—
e) AR LA HIRF GE A AHEE 60 mm)
) BHEFVNESLHh—RIYDHSL: ZAETEI LETRTALTELD (FRFAE 20mL),
g) BRITVEBITROILA—NIYCHSL: ARTWVE~T R T A 910 mg 2 TALIZLD,
h) A TL2I4)0WE8—: PTFEROAL T L7 H— (L 0.5um LA ),

% 2. GCH»7..1% DB-1701, Rix-1701, SPB-1701 D4 Fr TSN TWD, TSt AW E e 4
(B CEAZ MR INT- I T LB T 52,

F&3. FiREra~r/T7 (GPC) I, WE DSy 1D RKESIZEY GPC BT ADFE TAHITSDNDT
SN EELT-HE S R E O Sy &7 F 7 aral 74 —CIET Dy BRIk a~ 757 Ths, GPC
777 1% Shodex CLNpak EV-2000 AC D4 A CTifi IR SV TWD, £72, GPC I —R 717 A% Shodex
CLNpak EV-GAC D4 TS5,

&% 4.  WJEAEARHIA L} SB-60, il (LI} SU-60 FD4 TR TV,

#wE5 ZETOE> 8 —R»PiE Chem Elut (20 mL) D4 R CHIEREILCTUND,

& 6. AEITWEE~T R AT Sep-Pak Florisil Plus Long Cartridge(910 mg) & 04 FCii s T
B,

& 7. A7V 7404 —LHLC-DISK 25§ % (FL£E 0.45 pm) . DISMIC 25JP050, Millex FH ([ELAE
25 mm, FL£E 0.45 um) DA BTl E i T5,

(5) EAERIR{E
(5.1) #H FhiHIX ROEBVITH,
a) MR 5.00g 2130 &Y, ke = A7 T 23 200 mL (2 A LD,
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b) TER=FIL—K(3+1) 20 mL &z T,

¢) 10 rMkiE % . FIZ7BRh=F/L 100 mL ZI1z., 30 3 EHEVIRED,

d) 300mL DR T T T Aa% Al FIZEE, fitthikza A (5 7 B) THRIEAiE T2,

e) oD =fT7TAI K OFRREWANER T Zh=F/L 50 mL THEEL ., FEEICIEABEL , d) DAEER DY
THIHRE T 5,

(5.2) DU=279FA) 2V—2T o7 (DI, ROEBVITI,

a) filitHiE% 40 °C L FO/KIB CIEE A EWEIE T 5 £ TR IEAE 15,

b) AL R AEARIERHE 20 mL ZA0A . ZALMETONE) EA— Ry P BT AT AT, K 5 AR ESE D,

¢) 72T 7T72a300mL Z R A —R v AT LD FICEE, BRanz~F K 20 mL C 3[EIBEAL . NEKIFE S
—N) BT AN Z WD FE TAFID LSl ETHETIRHSED,

d) FIZAFH K 60 mL Z[FA A —R v BT MM AREDFECAFID ESZETHETRESED,

e) IEHIZ 40 °CLA T OKIBTIEEA E WA T HE CHULIMEL 1218 . RN AZ > THFELDY | v rm
XY —T b (4+1) 10 mL 22 TR ETEDT,

f) AT T 74 E— (LA 05 um EL ) TAHIT %,

F Q) HESETELLEENT BTN DD,

(58.3) DU=2P9TF Q) 7V—2T o7 (21X, IROEBVITI,
a) (5.2)e) DAIR 5.0 mL &7 /ViRiE/a~ T 71ZHEAL, b) DEAESRIFICID E & T 55 BN E T
D47 100 ML DR IET7 T AU T 5,
b) ZTIIBBEIOTNTFT(GPC) DEEEH: /L EFEI/a~ N T7 (GPC) DEIESGMO—fFlZLLFIC
Y, ZNEBZIZLTRIET D,
1) h3L: AFLPE =N BB ARDT A (WA 20 mm, &S 300 mm, KA 15 pm)
2) H—Fh3L: AFLo PR BUIEEGEDT A (A 20 mm, £ 100 mm, KiFE 15 pm)
3) BEER: L ro~TH TR (4+1)
4) RE: 5mL/min
5) SEES: 70 mL~120 mL
o) VEHIEE 40 °C LT ORI TIREA L TE T HETHIE R L%, BRI AE %S> THELD  ~FH
v2mb 2 CEREWETEIT .,

(5.4) DU=2TP9TF Q) 7V—2T 7 Q) ROEEBVIT,

a) ARITWEE~S 12T L —R v P 17 (910 mg) Z~F 54 5 mL THEET 5,

b) 729772250 mL Z[FH—R v AT LD FIZEE, (5.3)¢) DUEHEZIR I — N> 7 NN, #Kik
I TAFID I ETDETRHSED,

¢ Aanh~FH UKy 2mL T2 [BIYEEL YRR ARV R — R I i S 2,

d) HZ, ~FYr =TT —T )0 (9+1) 15 mL Z R — RNy AN A THEHE S S E 2 R S 5,

e) IAMIEZ 40 °C LU T OKIB TIFEA LA T HETRITIMEL /218, BRI AZE->THELY, 2,24-h
UAF A —T R (440 1 mL O 22 TR Z TR L, BRI 5,
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F(4) AEHARIR T O BIBENRERO EREBZOBZNOHLLA1F., iEHAKRD — T &
2,2 A-R)AF A H o —T R (4+41) THINT D,

(5.4) BIE HEZ IS K 0114 K ORDEFBVTTO, BARIZLAEZRIEL, WE IR oA 7a~ 77
7 DEAEFIEIZE D,
a) HRIOTRTSTDRREY. T Aru~<br 77 OMESMED Iz FIORY, ZThEaS BT
ET D,
1) APBARZE: A7VyRREAE (I min)
2) HHEASEE: 250°C
3) ¥¥ESY—HhSL: 14 %7 /70N T 2= —86 AT LRI aF YL %I —hT AN
Fim~MEFERE A LIEE SV B OXy 7Y — 07 4 (NEE 0.25 mm, FX 30 m, fE/E 0.25 um)
4) HSLHERE: 60 °C(1 min)— (20 °C/min) —180 °C— (2 °C/min) —260 °C— (5 °C/min) —275 °C(1
min)
5) Fv)Y—HR: ~UvA RE: 1.5mL/min
6) fHNFR: ®FE, RKE: 60mL/min
7) HRHEE: EERLER (ECD)
8) RHHEFEEE: 280°C

b) REBRDER
1) BBEGHIEAGIEER 1yl 2 GCIZIEAL, Z7u~ b Ihaiiékl, B — 7 ImSE R D,
2) FHEMRIRGIEERORE LY — 7 HEUTEmSEOM BIZER T 5, BEROIERIL, 7O
HERHTATD,

o HMDAIE
1) #UBHRNEZ 1uL Z b) 1) LRIBRIZERIES S,
2) E—7HEEXIImSH oI EMIDRE R E oKD | A ORER S EE R T %,

WS U ST RGAL A UGB ORI . 20 gk J X 50 pgkg OHIIL ~ L TR EIEIL
8 821 %~118.1 % U 62.5 %~120.2 U CinoT=, FEEDFHEDT=3 | HEEZ FT H 22 TO
IR ORIV T TEBRI A BT A CHRAT L ch DR FE R QM PR 2 58 L L7 6 S
5 LIC7T, 725, [ARHCHEL7= a-HCH (aeBHC) . 0-HCH (5-BHC) . 4% 37l 53t -5 ]
IR DGR T=DTHHTRI AL S MBI LT,

7285, ZORBRIEO & PO £ B IR 20 pgkg BLF T,
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K1 FREEERZ R 0T A 2 2 TORAE BRI ORERT R R

e ﬁ@?ﬁ%ﬁ; D s, ¥ RSD, 4 s |(n5) RSD |(n6)
A% (n)”  (ngkg)  (ngkg) (%) (ng/kg) (%)
[-BHC 5 15.7 13 8.3 2.0 12.8
y-BHC 5 14.7 1.3 8.6 1.6 10.9
S SR/ 4= = SN L 5 15.3 14 9.3 2.5 16.0
T A=Y% 5 16.9 11 6.7 2.4 14.3
TR 5 12.8 1.0 7.8 34 26.4
NIRRTV R (D) 5 17.8 2.0 11.1 1.6 9.0
NI R EIRFUR (2) 5 17.9 18 10.1 1.8 10.0
trans-J 1 )LT 5 17.6 1.7 9.9 1.9 10.8
cis-7a)LF 5 17.8 1.3 7.2 2.0 11.3
trans-/ )7L 5 15.9 1.3 8.3 15 9.6
cis-/)Frmjv 5 16.7 15 8.8 2.1 12.4
FA4IVRY 5 16.6 14 8.5 2.0 11.9
TR 5 17.8 14 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 16 9.8 1.8 10.9
o,p'-DDD 5 16.9 12 7.3 13 7.8
p.p'-DDD 5 16.3 17 10.7 18 10.9
o,p'-DDT 5 17.9 14 7.8 2.2 12.0
p.p'-DDT 5 16.6 14 8.1 2.2 13.0
1) 250 TR A S0 L 7- 3k 0 3K 4) PHTHE AR MR 72
2) FEfE GRER B (T) xfH 738852 (2)) 5) HREE YRR =
3) PHTIRERZE 6) HHIAH RIS Y R A=
S5

1) BEAER: HAZa~hT7 (B ESHTED) (GC(-MS) ) IEIZ XD HEIR S O3 35 R 2R OWE, AEkh
FZEE, 10, 41~60 (2017)
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(6) BRRBE—FHBEIOD——F EETORFEREEO —FRBRIEDOTm— — M RITRT,

| OFiakE 5.00g | Sk =f752=2200 mL
— 7Eh=RL—7K (3+1) )20 mL
| HlE | 10450
— 7Ehr=RJ/L #2100 mL
| IRD IR | 30431
[
| BE Sl | A#E5HEB, 7299~ 7221300 mL (1)
— B K OVLE Z e, 7=k /150 mL
| i |
MK DR B B 153 ST (2 D21 Hi 3 R B D — F At BRIE) 7 m— o —
(i H B 1E)
| S |
[
| wEmm | 4o°C

— fafntf eI FY AR 20 mL

IV —>7 7 (1)

EZIREAD ARl e il WA A
5 3

[723 7522300 mL (2) ]
—~FH 920 mL T3 7722300 mL (1) & 3l B A T
—~FH> 60 mL

I8 R 40°C

7. 1] ERITA

—ra~FYr—T7%h(4+1) 10 mL

23t | ATLeT L s — (5L4%0.45 pmELT)

Bl | Ak OB ADET

B2 ek R R oy o i (2 02 iR R R O—FRERE) 7r— 2 —h
PV =277 (1) #8415
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TR~ N T T
A5 mLEA
[t HH 18] 43 70 mL~120 mL%Z729"7 5 222100 mL {24y B ]
TR Jttes 40 °C
HIZ [ EHRITA
—~FH K2 mL
| 20— 7070@) | ARGOBE~T XTI N yOhT A

IV —2T w7 (2)

(704752250 mL]
—~FH K92 mL Tt BT 5 A2100 mLZ 3[R Bed . E R fRF
—~FHr—VxF L —F )L (9+1) K15 mL

NG ARER=3 4 40°C
B[] EHEIA
22 4-N) AF L2 — TR R (4+41) 1 mL
| SOEHAIG |
|
| e | Gc(ecp)

43 BT O RIEL By oM (2 D2 R RIEFO—FRBRIE) 7n——h
V=T o7 (2) 7= T o7 (3) B OHEHAE)
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