kR A (2018)

8.3 BREERE(ZHS)

83.1 BRBEBEZHS I (ZTD 1)

8.3.1.a BEBAKIOATNT S22 T LEEDE

(1) SFHRFILEY TAVF 2 THRATF U Bla, AV AZTF 122, 23-eRa 7~ L A7 Bla (Bl
AN ATF > Bla), TV AT Y JATF 2 Bla, 07 /v a7 /y BB = /L7 R UK,
ERo=/L 7 R LRV ELRIV T RO LRI T

(2) BE

ZOFRBRIEI TR D FERER 25 FHE A IR X OVCIREE A BN IE 3 5, 2ok D73 %813 Type B T
D, ZDFL51% 8.3.1.a-2017 XL AG-C-1.a-1 £ 95,

AL D AT =RV R OKICTEfE - L, RO 7 —2 Ty B —R )y V& TR
%, R 0~ N T 7B &SRR O TRIEL . S aBbh O it S b ez kb 5, ek, ZOR
BRIEDVERRI LB 3 12777

(3) HEF FERKOKIL, KITLD,

a) JK: JISKO0557 \IZHIETD A3 DK,

b) FHEF=RJJL: JIS K 8039 I[ZHLE T 278 3K - PCB 3R H (JEAE 300 LA_E) UL D SVE DR,

¢) AR/—)L: JIS K 8891 (THUE DHFM SR D dh L DAL,

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

e) HEBRITFIL: JIS K 8361 IZHUE T 24mk IXFE D B DO,

f) FILITY: JIS K 8680 IZHLE 2 4mfk ILIF %D i B ORI,

g) FBTUE=DL: Ffk(WE 95 % (E&E53) PLE) TR0 SE ORI,

h) FEB7ZUEZHLBROImol/ L)V : EERTE=UL 6306 g 27K 1000 mL (ZHZ5,

i) EFBMFZUEZHLEKOImmol/ L) V: T E=7 LY (0.1 mol/L) 1 mL %7K 1000 mL 2%
B,

i) FEE: JIS K 8264 |THUE T2 Refl SUT R % D dl B DRk,

k) EFEEERKO0.1vv%) D FER 1 mL Z/K 1000 mL Iz 5,

) FEWPEF=FIIILBEKR 01 vv%) D EBE 1 mL 27 b=kl 1000 mL (2%,

m) FBEEEERK (0.1 mgmL)V: TR FU[CugHp014] P AL AT TF U [CogHy014] P, =TV ) A
F 2 [CsoHrsNO4 ] @ 10F 72 [CasHpOg] @ L B =L 7 h e 2 R [CroHyo0s ] @ B O L R [EL R
[ :CyHy05 K OB LR TT:CyHypg05] P59 0.01 g ZONEHRIICED , ZDE % 0.1 mg O£ THIE T
%o WED A )— )V TERNL, RET T A2 100 mL (B LA, FERECRVABZINZ 5 (72721, BV R
L TEELN U T - T OEEEL Tl mgmL &6 75, ),

n) GEAIZHER (10 pg/mL) : £ EEEUER 10 mL 2287742 100 mL (2B LA, R ETAY /—/L
MR D,

0) EEEAK (1000 ng/mL) : JEAFEAER (10 pg/mL) 10 mL A28 ~7 522100 mLIZB L AN, BEHRET
AB ) —NVEINZ D,

p) BRERARESHEZER(S0 ng/mL~500 ng/mL): {5 HRHIIEGIEER (1000 ng/mL) @ 2.5 mL~25 mL
ZA T TAT 50 mL IZBMERNICED  MERRETAY ) — NV E N Z D,

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

gu
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BET7 A7 50 mL IZEPEFIZED  AERRE TAY ) —VEINZ 5,

FEQ) FARGITHY, LEISCIBERE T D,
(2) FFHEREENTIRS T,

E%5 1. #EEEOBEERINIE 7O DRI BIR LS M OMHIEE T3 LV IRFES N TUD,

(4) BERUEE BERKOEEIX ROLEBHVETD,
a) EEREIOTNISTEESHE (LC-MS/MS) : JIS K 0136 (2K 35 LC-MS/MS TR D B4
=4Ho,
1) mE&KHIOTNTS7:
O BTl HT7LFEREE 30 °C~45 °C THEITELHL O,
@ HT7L: N 2mm~3 mm, £ 50 mm~150 mm, KifE 1.6 um~3.0 pm O AT LA D T 7 L
(AT ETF N EEACEFE A LIS VAT N FETA LSO, BRI HEEOLD D,
2) HEESWE:
O AFAbIE: =L 7T L — A4 AL (ESD) 15
@ A4 GA: BIRRSHHE
b) BERBER: BEEERSREZHNDIIENTES,
¢) =HEES: 40°C FTHEITEXHZ NKRL—F—
d) BHETFVESILTH—PIYCHS L ZAMETOEI LEFTTALELD (AR SmL) @
e) JS577M h— Ry —NHL, BBA—NIYPhSL: 77774 1—FR> 500 mg K OT/7ae LU
1L UA77 L 500 mg ZE4H 6 mL ICFEEL7=Hn

¥(3) ACQUITY UPLC HSS CI8 DA/ THilESH TWD,
(4) Chem Elut (5 mL)ZEDA4FTHIRSN TS,
(5) Envi-carb/LC-NH, (500 mg/500 mg, 6 mL) D4 M Cifilisii b,

(5) ERERIRME

(5.1) Ml HhHIE kOEBVITI,

a) Rk 5.00 L@ %, 287723 10 mL IZ AN,

b) 7ER=NIL 3 mL Z[FEETTAINZ R ETREIMZ TELIRVIRES,
o) BEIIREARE VTS B ER ALY | HiHiEE 5.,

E6) REOLLEEBVHITER TH. W oxt R EREL2FH T2,
(7) HEWAFEORE R RO ERERIZE T AL N HAD THEE T 5, IIEOBICIZUIESHRICT
JHEd 5L X0,

%5 2. Wl () OWEITEETTA= 10 mL 28 - RIFICRE, Progbea T, o8k 5.00 mL
YT TR, HREAGARVE T 2L TE5,
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(5.2) H)—2PvFA) 2V—T97 (1)1E, ROEBVIT,

a) I SmL %, 24T WY LA —RN o U T AT, K 5 SRR 5,

b) 72F 7723100 mL Z[RA—F >y 7 L0 FIZEE, FEE=F /LK 5 mL & 4 [B], I R [E 7 —R) v
SUTINA, WREATETAKIO LI ET 5 TR HEE2®),

o) VEHIEAE 40 °C LT ORI TIEEA L E T HETRITIRMELI- %, @RI AEE->THELY, 7Eh=
NV —tbxr (3+1) 2 mL Z Nz TR DA RN,

F Q) MBEARNICITRHHERETLIL,
(9) RESETEDLEEP T DB ENN DD,

(53) YU—2FPvF Q) 2V—rT7 v 7 Q)i RDLEYITI,

a) V77 ANI—RYy —NH flJg 1 — N> H 7 L% T T Eh=RN/L — L (3+1) £ 10 mL THEH
Do

b) 723 77A2 100 mL Z[FA—K v BT LD FIZES, (5.2)¢) DIRFFR AR S —RN > 17 AT,
WE AT CAAND LI iET HE TS TS,

o) REETEI=RIL -V (3+1) ) 5 mL T 5 [BIYESEL, BERANAXK FE S — RN > IO 2 ST 5,

d) A 40 °C LT ORI TIELAETE T 5L CRITIRMELIZ1%, BRI AZ %> THLELY, 257/
— 5 mLIEZ N2 TR ZRN T, BIRRO—EBZ LML, A% ) —/VTIEHE 5 fFICAIRL,
YIRS IR E T %0

E0) FESTTIHEEENERTIBENNHD,
(11) BRI O EHGEE DR ERO EIREZBZDBZNOHLGA 1L, EHAR O — T BE AX
J—IVCAHIRT 5,

(5.4) BIFE WIEIL JSKO0136 X TRDEFVITH, BARRIZRRERIEL, RIEIEE T 2@ sk a~k
77 G BN R ORERE TR LD,
a) BERAIOTNTS7EESHEORIREY iRk~ 77 &85 EE ORI E G0 —145)
LU TIORT, ZNEBZICLTRET D,
1) BEREIATINF7:
DO HTL: FIET NS LTV U A AT 5 (NEE 2 mm~3 mm, £ 50 mm~150 mm,
RiE 1.6 um~3.0 um)
@ ¥ik: 0.2 mL/min~0.5 mL/min
@ WHEK: A: T E=0 L7 (0.1 mmol/L) — X FATANZ (0.1 viv%) (1+1]
B: EETEh=RLIEHZ (0.1 viv%)
@ Z7Zv=xrh: 0min (50 %B)—15min (95 %B)—20 min (98%B)—30 min (50 %B)
® W7 LfE{ERAE: 40°C
® EA&E: SpL
2) HESHE:
O A3 Ak =L IhaAT L — A4 AR (BSD) 14
@ EF—F: ROT47
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Xy TV—®EME: 3.0kV

A APRIREE . 120 °C
FINR—T AR 400 °C
a—EE: £ 10EBD
aVar g ¥—: F£10DLEYD
FoH— AT F1DERD

CESNCNORCNE®

F1 BEMDE=F— (T ek
PA=ZAN PA=CA

. i AP S R S " T g
REA P GERA () v TR
(m/z) (m/z)
TIIATFBla 891 305 567 20 25
AX)VATF L Bla 893 307 551 25 25
TV IAVFBla 915 186 298 20 20
R 395 213 192 35 25
B _Ro=) L7 R 356 177 147 20 15
ELR 329 161 133 20 10
ELR I 373 161 133 20 10

b) BREROEM
1) FMRERARA R S uL % LC-MS/MS IZHEAL, JIEX G E D E &AL (miz) K OB A
A (mlz) D7a~ 7T LETLERT D,
2) HIEXGEDEZBRAAY (mlz) ERER AT (m/z) DY — 27w UTm S a2 R 75,
3) A ERHIRA IR ORI E R G EIRE L ERAAZ Y (mlz) DY — 7 HFE XL E S & O Sz
VERL T %, M EAROVERIE, BB R ERHZAT),

¢ HABORE
1) ABHATRZ 5 uL % b)2) ~3) LREICERET 21,
2) E—7HEBEXIImIN o ERIVIES S E BL KD | TR OWER SGWEE R T2,

F(12) EUEROY —ZIfEN, TS SEIZRLTE30 %REEOHFHFN THhAZ LA HERT 5, B, B —
IR XS HIRREIC L > TR ZENH D,

(55) #H
WRORUTL S THHEE P D& AR E 2R T2,

GIMTREL R DA R (ug/kg) = (4xBx10)/C

A BB RO TR UBHAIE T DO A E R G E L (ng/mL)
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*ﬁ%f%ﬂ&%ﬁzth (ZE SR BHR IR A SHICH IR LT3 B OB E R
s ATREHZ BT B e E (B ) (g/mL)

%5 3. RIROFERZZHEAIEE (3 FEED | RE S IR 2 ) O EIGRBROFEHIL, 4000 pe/kg
T V400 pg/kg (7272, ELRIAZELTIEL RS T - DDA EEL T 4000 pg/kg M T8 400 pg/kg) DI
I~V TR RILER DY 77.0 %~104.5 % & O 85.6 %~107.9 % TH 7=,

F7o, RBRIED 2 MERERR 0O 723D D L [RIRRER D i X Ot A 2R 2 1R 7,
7B, ZORBRIEOK EHEOE & PRI 10 pgkg FRETHD,

K2 TREEEZ R AT BRIE O % é‘fﬁ%ﬁmﬂﬁl&w)ﬁﬂuﬂﬁﬁkfnﬂ@ﬁﬁﬁ*f*%

A e WNE EEE RspY) RSDR”

Rk P sp’ (ke (gke) (%) (%) (%)
TIRATF FE R 2% A A kR 8 286.8  333.3  86.1 13.3 14.4
Bla FRE[R 2= A A IEER2 8 3589 4167  86.1 13.4 14.8
FE = HE A IR 8 4258  500.0 852 8.6 11.6

AR A AEER 8 288.6 3333  86.6 7.1 8.5

R A EER2 8 405.5  500.0 81.1 7.1 7.2

ANNATF o FEEREHES EEH 8 2989  333.3  89.7 14.9 15.0
Bla FE R 2% A k2 8 3825 4167 918 14.1 19.3
FER = B A IR 8 431.1  500.0 86.2 9.8 10.9

AR A LR 8 298.8 3333  89.6 10.1 12.8

R B EER2 8 4052 500.0 81.0 3.8 5.8

TV IASF  FREREERAEA RN 8 293.5 3333  88.1 7.0 10.4
Bla FE R 2% A A k2 8 361.9 4167  86.9 9.2 14.3
FRER 2= A A IR 8 4253 500.0  85.1 7.0 10.0

WOR A AR 8 2773 3333 832 9.0 12.0

RS IEER2 8 3982  500.0 79.6 7.5 11.6

=SP4 FE 25 A A kR 8 276.8  333.3  83.1 5.7 7.8
FRER 2= A A R 8 353.5 416.7  84.8 9.8 12.5

FRER 2= HAE A IEER 8 426.6  500.0 85.3 6.6 8.5

ORI A EEH 8 263.5 333.3  79.1 11.0 12.3

R B IEER2 8 3852 500.0 77.0 5.7 12.1

vp= L FEEREZEHE S IEEEH 8 318.2 3333 955 8.1 13.2
TRV FEREAESERIER2 8 395.6 4167  94.9 8.4 13.6
FERE 2= HEAILEEES 8 4503 500.0  90.1 4.6 9.3

AR A LR 8 299.7 3333 89.9 7.4 11.0

WOR A IR 8 4358  500.0 87.2 5.8 7.4

1) FEATICA W B =

2) KEEIE (n=3BREH MR L (2))
3) DM THREEE (FH M HE (R 22)

4) = FEBUREEE (FE I YR 2)
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#22 (i)
HEx pwym? RINE [BCE RsD.) RSDR”

ST Spn
o PR sy (ngke) (ugke) (%) (%) (%)
ELR T FER 25 A A kR 8 160.7 186.0  86.4 9.3 11.9
F R 2= A SRR 8 202.2 2325  87.0 12.6 12.8

FRER = HAE A IEER 8 2286  279.0 819 5.4 8.8

WORALA IEEH 8 158.2 186.0  85.1 6.8 10.4

R A EER2 8 223.1 279.0  80.0 8.5 9.1

LN FERZEES LR 8 131.1 147.3  89.0 6.5 9.7
FRERE = HEA IR 8 163.2 1842  88.6 10.8 13.6

FRER = AEA IR 8 182.0  221.0 82.4 5.4 8.9

AR A R 8 126.2 1473 85.7 7.8 11.4

TR A IR 8 180.2  221.0 81.5 6.3 8.3

BE

1) JURHER, IWEIER, BHIE: RiE7a~hr 77507 ZAVE & 5581 (LC/MS/MS) (2 E DR AR
o RO FIRHAE, IEEHFEHRE, 4, 36~48 (2011)

2) JURFEG, IWHEIER, IS, SRHBN: RiKIa< 7 I780 7 DE &5 HEE (LC-MS/MS) 1T
DR IEEN R O 6 fl RO RIFRAE  — LR —, IEEHFZEE s, 5, 48~59 (2012)
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(6) o FEERFE—FHABRZIO

kR A (2018)

——bk RO 6 fEEEO—FERIEO T r— 2 — MRITR T,

[ itk 5.00mL |

4752210 mL

— 7Er=FL )3 mL
— K (R ET)
| mgwwm | oM
|
| Hhtite |
R R DR R S 3 0BT (2 D1 1 R IR D — F ki) 7 —s —
(i HR1)
| Hh |
[
| sSmGmy) |

7Y—27 w7 (1)

5y TP FF
H—K w7 2(1)

— W —F )L 95 mL x4[a]
R, 72475222100 mL]

| D AT

| 40C

—T7Er=RNL-ILx (3+1) 92 mL IS

V=T 7 (2)

H—R) P TT 2 (2)
(FOT7ER=F)L-ML 2 (3+1) 95 mLx2[A] CHEE)

(72975222100 mL]
—7Er=RL-~Lx (3+1) 95 mL THEIRAS[EIVEA
L. R

| WO e

| 40°C

— A% )—)L 5mL

| A

| iR SEE AR

[ wehAik

| i

| LCc-MSMs

[X]2

NEE D FRBE K 2 1 4y o M (2 D1 - 6Ff SR O — FikBris) 7o —3 —h

V=T 7 (1) 7V =077 (2) RO E#AF)
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&E RERHIRAIERER L OFEREIR (RO FREE 22 HE G IEED ORISR I a~ b7 T L%
IR T,

Peak No.

! R |

s £ | |
O
8
6 >
| | | |
T E el
0 Retention Time / min 200 Retention Time / min 20

Peak No.1: 7/3A7F > Bla
No.2: /YL AZF > Bla
No.3: =7V /A7F > Bla
No.4: a7/

No.5: E_u=/L 7 R
No.6: EL R 1
No.7: LR’ 1T

1) JRAEAER 2) REHAIR
SEX K BEEROBIRSHRH v~ T 4

1) JRATEAER (£ 3L LT 2,500 pg FH2Y &)
(ELRIACELTIE LR T - IO/ EELT 2,500 pg FHY4 &)
2) FBNAR (IR DO FEERE 2= A A e, SUBF 400 ng/kg FH4 SHRN)
(ELRIACELTIE LR T - IO/ EELT 400 pg/kg A4 i)

LC-MS/MS DIl 7E &4
71725 ACQUITY UPLC HSS CI18(N£E 2.1 mm, E& 100 mm, $7£E 1.8 um)
M 0.2 mL/min

F DD ST (5.4) a) LC-MS/MS ORIESAFEDOFIRDEFY
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832 BRBBEZHSHI(ZTD 2)

8.3.2.a HARYOTLTS57i%

(1) HFAFIEEH S-HCH(B-BHC) . y-HCH (y-BHC) . 0,p'-DDD. p,p'-DDD, 0,p-DDE, pp-DDE,
0,p-DDT, p,p'-DDT, 7/AVRU = RUL T ANRY | trans-7 VT V| cis-J VT | trans-/ )77
Il cis-/ T NTETa  NT RV TR VR R OINF R aa B

(2) BE

ZORBIEITHEIE K N Z DR R 22 5 8IZE H 5, ZORBRIEDOSFIL Type D ThHY, 2D 513
8.3.2.a-2017 X% AG-C-2.a-1 £ 9%,

AERL ST R O & 3K Z T B =R L K OUKTHIHL . Z AT WES LT L T ra~ 77
OB T W~ 7 32D 2 — Ny 7 2 W CORE % | B iR N aR T & T A7 a~< 772
THIEL., Wt O Tkt G b B E K5, 7ok, ZORBRIEOVERRIIESE 7 1277,

(3) BEF FUEKLUKIT, kITED,

a) K: JISKO0557 [ZHETD A3 DK,

b) FHb=FJJL: JIS K 8039 [ZHIE § 558 3K - PCB 35 A (R4 300 LA_L) SRS D S E D

¢) ANEH: JIS K 8825 IZHIE T 5 (It 300 LA_E) UL RIFED SVE DFFE,

d) EIEFRIY L R E-PCB BT SULRE D SVE DRk,

e) IUANTHYY: FRFEEIK-PCB B A (R 300 LLE) URIZED B O,

f) 7Hb: JIS K 8040 (ZHIE T 255 4K - PCB B H (M5 300 LLE) XIZFIE D S E DK,

g) DIFIII—TIL: JIS K 8357 |ZHUE T D5 3K - PCB 2R (i 300 LA ) XUFZED SV DR

h) 224-R)AFILRUAY: HPLC H IR D SE DO,

i) SEIEIZARK (0.2 mg/mL) ": B-HCH(B-BHC) [C¢HeCls] ® . y-HCH (y-BHC) [C¢H(Cle] @ . 0,p'-DDD
[C14H1ClL] | pp'-DDD[CiH,Cli]® | 0p'-DDE[ C,HsClL ] | pp'-DDE[CsHsCl, ] ®) | 0,p'-DDT
[C14HoCls] | p,p'-DDT[C14HoCls] @, 7L RV [CoHgCle] ® . = FU[C,HsClO1 P . T4 LR
[C,HsClO] P | trans-27 V5 2 [C1oHgClg] . cis-Z7 v /LF 2 [C1oHgCle] @\ trans-/F 271V [C,1oHsCl ]
@) cis-/F 7m0 [CHsClg] @ L ~TFH7a)L[CoHsCly ] P | ~T 271 ERFEVR[C0HsClLO] P K U~
FH7ur_ P [CoCld P9 0.02 g Z2TNZEN LI RIICEY, TOE &% 0.1 mg ODHTETHIE TS,
7Ehy 20 mL TAD L, ZNENEET T A2 100 mL IZB LA, BERRE T 2,2,4- R AF )L~ 2 )
Z D0

j) BEEER pg/mL) Y FEEYER | mL 2287723 100 mL (ISB LA, ERET 2,2,4-F) 2
FINRG =T 2R (4+1) BINZ D,

k) BREHFEAIELR(0.02 ng/mL~0.2 pg/mL) V: AR AR (1 ug/mL) O 1 mL~10 mL &
7T A3 50 mL IZEMEAICED B ET 2,2,4-NIAF L~ — TR (4+1) N2 5,

) REHBEAZSAR(0.005 ng/mL~0.02 pg/mL) " {F HFHRAERER (0.1 pg/mL) 2.5 mL~10
mL Z 2877 A2 50 mL [ZBEFERIICED | FERRE T 2,2,4-RUATF LR By — TR (441) ZINZ 5,

Tyl

=3

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

(4) BWERUEE HFAKOEEIL, kOEEBVETD,
a) HRYAINIST(GC): JISK 0114 ([ZHET D GC TROEMAmT-TH D,
1) ABEBEAR: A7V RGN AR LO,
2) FYEFV—hHFL: NE025mm, EX30m OFEFIIROFYET)—DT A, 14 % T /7 BE L
T 2=/ —86 %V AT VAR uFX Y% 0.25 pm JES TH YT — I T LNEKE~MEFRE G LTZH O,
3) BRHF: E R LR (ECD)
b) ZIVEBEIOTLTFT(GPC): JIS K 0135 [ZHET 20 BURIK v~ 7 F7 CROBEMHAG T2
D, 723 FRHATLEEL L7220,
1) HBEBEAR: HEHAKE 5SmL #1EATELHO,
2) HASL: P20 mm, EE300 mm DAT UL AFD AT IEITAFL D B EA R R
—RTNVEFETALIZH D,
3) A—FA3L: W20 mm, £E 100 mm OAT UL ZFHD T DEIZAF LoV = _u BB S
K RN—RTNVEFETALIZHD,
4) HERR: BRI PEL T DM AR E TEDT T araAL s —
¢ RESHE
d) BHESR: 40°C T THEICEHZ AR —L—
e) HiBER: WEAEANF GEA A 60 mm),
f) BHEFVESLTH—NIVDHSL: ZAMETOES L2 HRTALIELO (BRFFA R 20 mL) ,
g) BRITVWBIT RO LA—N)YThSL: ATV~ 27 A 910 mg ZFCALIZLD,
h) A2 TLYI4)8—: PTFE DA T L7 4 H— (FLE2 0.5 um BL ),

% 2. GC FI#7 41X DB-1701, Rtx-1701, SPB-1701 D4 F CTHIRSIL TWD, HT I8t A a e 4
(B CELZEDMERINTI AT LEAE T H2 L,

F&3. FViREra~r/T7 (GPO) I, WE DSy 1D RKESIZEY GPC BT LD T TAHKITSDNDT
ST BELT-E S R E O Sy &7 T aral 74 —CIET Dy BRIk 7 a~ 757 CTho, GPC
777 1% Shodex CLNpak EV-2000 AC D4 R THi RSV TWVD, £72, GPC i —R 7 213 Shodex
CLNpak EV-G AC D4 THilSh T\,

&% 4.  WJEAEARHIALEF SB-60. il (LR} SU-60 FD4 MR THIRSIL TV,

#wE5 2TV 8 —R) % Chem Elut (20 mL) D4 R CHEIRENLTUD,

& 6. STV EE~2 1T AL Sep-Pak Florisil Plus Long Cartridge (910 mg) % D4 FRCHilRSA1 T
D

#& 7. A 7L 7 %—X HLC-DISK 25 &% (4L£% 0.45 pm) . DISMIC 25JP050, Millex FH (JE£¢
25 mm, fL£& 0.45 um) FEOL HFCTHIRSIL TS,

(5) EAERIR{E
(5.1) i . koEBVITY,
a) oHTEUEE5.00 g Z1I0ED | ke = A 7723 200 mL (ZAFLD,
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b) 7Eh=RL—K (3+1)20 mL &1z T,

¢) 10 /&% . 27 BR=F/L 100 mL 201z, 30 3 EHEVIRED,

d) 300 mL O ET T ATEAiRgD FIZES, Mk ZAH (S B) TRIEAR T2,

e) oD =fT7TAa K OFRREWANER T Zh=F/L 50 mL THEEL ., FEEICIEASEL ., d) DAHEEADE
THIHRE T 5,

(5.2) DU=279FA) 2V—2T 7 (D)X, ROEBVIT,

a) fliHHIEE 40 °C LLFOKIB CTIEE A EWEIE T 5 £ TR IEAE 15,

b) HEALFT NI AEFNTARE 20 mL Nz, Z AL WED £ —RN) U BT AT AR, 5 S E S A,

¢) 72T 7723300 mL Z[FA—RN v AT LD FICEE, BHanz~FH K 20 mL C 3 [EIBEAL . NEKIFE S
—K) BT AN Z . DT TAFID LSl ETHETIRHSED,

d) FICAFH A 60 mL Z[F A —R Yy HT MM, AT TAFIO Bl ET 2 E T ST,

e) IEHIZ 40 °C AT O/KIBTIEEA E W T HE TR 1218 . RN AZ > THFELY | v rm
X —7 &b (441) 10 mL 212 CTHREDZEDT,

f) ATT0 74 F— (LA 0.5 um BLF) THIET 2,

F Q) HESETELLEENT BTN DD,

(58.3) DU=2P9TF Q) 7V—2T 7 ) 1F, IROEBVITI,
a) (5.2)e) DA 5.0 mL 27 /ViRiE/a~ I 712 AL, b) DEAESRFICID E & T 55 BN T
D 4y% 100 mL D727 7 A3 BT 5,
b) ZTIIBBEIOTLNTFT(GPC) DEEEH: LV EFE/a~ N T7 (GPC) DEIESGMO—FIZLL FIC
Y, INEBEBIZLTRIET D,
1) ASL: AFLUPE AN B RS T A (WA 20 mm, K 300 mm, HIEE 15 pm)
2) H—FHSL: AFLL VL ARUBUREAEDT A (WA 20 mm, £ 100 mm, Ki£E 15 pm)
3) BEER: L ro~TH TR (441)
4) FE: 5mL/min
5) SEES: 70 mL~120 mL
o) VEHIEE 40 °C L FOKIR TIELA LA THETRITIRELIZ1%, BRI AL LS THELY | ~FH
> 2 mL ZINZ CHREWERT,

(5.4) DU=2P9TFQ3) 7V—2T o7 3) X, IROEEBVIT,

a) ARITWEE~Z XU L — Ry HT (910 mg) ZA~FH K 5 mL TR 5,

b) 729772350 mL Z[RH—R v AT LD FIZEE, (5.3)¢) DUEHEZIR I — N> 7 NN, #Kik
I TAHFID S ETDETRHSED,

¢) Aankh~FH UK 2 mL T2 BV L YRR AR R — R > I i S 2,

d) HZ, ~FY—TPmF LT —T 0 (9+1) 15 mL Z R — Ry AT A THEHE S S E 2 RS 5,

e) IAMIEE 40 °C LT OKIBTIFEALTEETHETRITIMEL /1%, BRI AZE->THELY ., 2,2,4-h
UAF A —T R (4+1) | mL Y 22 TR Z TR L, SRR,
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E(4) BUBHAIE T O BIRE DR ERO LIRZBA DB ThOLL5 61, SUEHARO —E&
224-NIAF A =T R (41 THIRT B,

(5.4) BIE MEIZ IS K 0114 XORDEIBVTT, BARIIZLAERIEL, WE IR 3o A7a~ 77
7 DEAEFTIEIZE D,
a) HRIATRIZTDRREY. HTA7a~v7I77 ORESRMEO—BIELL FIZRd, ZhEEBICL TR
ET D,
1) HEBBARE: A7Vy - ZEAE (1 min)
2) HHEASEE: 250°C
3) ¥YESU—HSAL: 14 %L T /7aENT 2= —86 %V AT LR X P aX T —hT AN
R AMEFERE S LIRS VR OX v 7 —H 7 5 (NFR 0.25 mm, KX 30 m, fE/E 0.25 um)
4) HhSLFERE: 60 °C(1 min)— (20 °C/min) —180 °C— (2 °C/min) —260 °C— (5 °C/min) —275 °C (1
min)
5) Fv)XY—HR: ~UvA F|E: 1.5mL/min
6) AR ®FE, RE: 60 mL/min
7) HRHHER: M L ER (ECD)
8) MRHZRIEEE: 280°C

b) REBRDER
1) BBEGHIREAGIEER 1 uL 2 GC IZIEAL, Z7u~ b A&kl B — 7R ImS a2 R D,
2) FMEMRIRGIEERORELE — 7 HEUTmSEOM BIE R T 5, BEROIERIL, 7O
HERHTATD,

o) HMDAIE
1) #UBHAWEZ 1 uL % b) 1) LRIBRIZEIES S,
2) E—7HEEXIImSH O EMIDRE SR E B KD | A ORER S EE R T,

FE8. HEH OO RIGALE W DOENGEROAEFIX, 20 ngkg X TN50 ngkg DEINL LTI [E1IY
M 82.1 %~118.1 %L 62.5 %~1202 % Th-o7-, FEDFHEDT-D HELZH W THEZEZ TOX
ERBRORBR AN DN T— TR B D BT 2 IO TR L. FP RSB M OO TRS B A B HH L 72 SR
ZHR VIRT, 728, FRHCHFILT a-HCH (a-BHC) | 5-HCH (6-BHC) | A7 vV 135 k3% [A]
IR PF DI T D THWIRIGA LA W DA LT,

72k, ZORBRIED A RIEDO E & TIRIL 20 pg/kg LA T Tho,
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K1 HEZEZTORAERBRGE O R

AR D TR L RS
B3R H %4 ﬂﬁ’aﬂiﬁz) S, ? RSD, K SI(T)S) RSD 1(1')6)
" (ngkg)  (ng/kg) (%) (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
ANFHrma P 5 15.3 1.4 9.3 2.5 16
NTHTEL 5 16.9 1.1 6.7 2.4 14.3
TIRY 5 12.8 1.0 7.8 3.4 26.4
AT TR (1) 5 17.8 2.0 11.1 1.6 9
AT BRI TIRFL R (2) 5 17.9 1.8 10.1 1.8 10
trans -2 VT 5 17.6 1.7 9.9 1.9 10.8
cis-JILT 5 17.8 1.3 7.2 2.0 11.3
trans-/ 7w 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
FANLRY 5 16.6 1.4 8.5 2.0 11.9
TR 5 17.8 1.4 7.9 1.7 9.5
o0,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
o,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
p.p'-DDT 5 16.6 1.4 8.1 2.2 13

1) 2mpH TR A L 735k 0 £ 4) PHTHE AR MR 72

2) FEIE GRBR B (T) <P TalRE (2)) 5) AR e R 7=

3) DHTIEER = 6) H [HIFE S E(R 2=

BE XM

1) BEAER: HAZa~<h 77 (B ESHTED (GC(-MS) ) IEIZ XD HEIR S h O3 35 R R OWE, AEk
WFZEHE, 10, 41~60 (2017)
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(6) BRRBE-—FHBEIOD——F EETOEFEREEO —FRABRIEDO T — — M RITRT,

| etk s.00

| feiiE

| IRIRY

| BE Sl

| I

| 64 = 57522200 mL
— 7TEh=RF)/L—7K (3+1) #20 mL

10 5 f#]

— 7=V 100 mL

| 30 5f

| AHESHEB, 729775271300 mL(1)
— Nar MOV A Ve 7B =1 /150 mL

| AR OB A DET

1 AR DR R oy o b (2 2 R R RO — A RERIE) 7e— o —]

Cith H )

| I

| R

)= 77 (1)

I8 R

R[]

| 23

| 2

| 40°C
— fFnEEAL TR AR 20 mL

EZIREADAR al e i WA A
5 3

[7¢4 7522300 mL(2) ]
—~F W K920 mL TR 97T A=2300 mL (1) % 3[a]3EiE BV fhf
—~FH> 60 mL

40 °C
EFRITA

— o rmaF L — TR (4+1) 10 mL
| AT Tl s — (51480.45 pmBLT)

| AR OB ADET

B2 kb R R L oy o i (2 002 iR R R RO —FRERIE) 7r— 2 —h
PV =277 (1) #8415
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TFIRGErTa~ N5
Ak S mLiFEA

[ H 5370 mL~120 mL% 729"~ ZA=1100 mLIZ 43 Hi ]

IV —2T 97 (2)

B A 40°C
AL ZERITA
L 92 mL
| 202707 (3) | ARTVEESS R T BA— N v hT A

[724 752250 mL]
—~FH K92 mL TR IE 7 5 A2100 mLZ 3[R Eed . ER A fRF
—~FHr—VF )Lz—5 /0 (9+1) 15 mL

Dk R A 40 °C
B[] EHEIA
—2.24-N) AF LR B — TR (44+41)1 mL
| SOEHAIK |
|
| e | Geeep)

B3 BT O RIEL B ot (2 D2 R REFEO—FRBRE) 7n——h
V=277 (2) 7)== T w7 (3) B ORE#AE)
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84 FRUJL
8.4.a JL—LRFIRINLE
1) M=

ZORBIEII AR A G T IERNCE H 35, ZORBRIED 3 FEIX Type D THY, ZDFL751X 8.4.2-2017 X
X Na.a-1 £9°%,

SHTEBNZ IRV R QMR CRILIR L= . T FL v — =R 7L — L FITEEL . F R AIC A%
ez R 589.0 nm X1 589.6 nm THIEL , /o #r5lkt DI M A (Na) Z3KRed %, ek, ZORERIEDMEREIL
HE3 IR,

(2) HE T, kicks,

a) IEEE: JIS 8180 ITHIE T DRFARGRIE SUITIAI D S E DR,

b) FRULIBEEK (Na1 mg/mL) " : JIS K 8150 [ZHLE T DHE(L TR 4% 600 °C£10 °C THI 1 BEREIIN
L, 7T — =R TR LI, 2542 ¢ Z OO EMICIENED, D EOKTENL, RETTAA
1000 m L IZBEL AL, FERRE T/REINZ 5,

¢) FRUDLIEAER (Na 0.1 mg/mL) V: FRI7 AREHER (Na | mg/mL) @ 20 mL 24275221 200 mL (2
L AERRE TR (1423) N2 5,

d) BREHBAFNIYLEER(Na 1 pg/mL~10 pg/mL) @ : F R AR (Na 0.1 mg/mL) D 2.5 mL~
25 mL 24287221 250 mL (ZBEFERIIC &0 | R E THERR (1423) 2125 2,

e) BEHAESRRE: o OBIECTHEALIER(1+23) 9,

Q) FARHITHY, MBS T RATRE T D,
(2) N—F =~y REEITRE L TERIEN TERWEREICH > T, ZOREICH ST A RE1TI,
(51T 0.1~4 pg/mL)
(3) BRIFT DAL, TR ANEHULIZKWRY 7 BE L PTFE SOME TR TEOREME AW
Do

#E 1. (2)b) OFNITIERERRICHX T, EFFHEEEICN — Y T LR 7RG O F R o AR AR
(Na 0.1 mg/mL, 1 mg/mL /% 10 mg/mL) & V52 L4, TX2D,

(3) B EEIX. ROLBVETD,
a) JU—ARFEIESFTER: JISKOI21 ICHET AR FWOE T E,
1) HXiRE: MU LHRZEREGT T
2) HR: TZL—20NEJHH =
O BT A TEFL
@ BRI A: LA K OKGE TR ELI-ZER
b) BRIF: 550 °C+5 °C [T TEDHD,
o) RYFTL—bPRIEWIB: F b7 L —NIRERE 250 °C FTHE TXHHO, MIRIT, TAREKL TN
WO EZFHFEL  RIREE 250 °C |2 TXHIIZLIZH D,

(4) BUERERME
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(4.1) M X KOLBVITI,

a) OATEER5.00 g 213030 &Y h—/LE—#5—200 mL~300 mL (Z A5,

b) h—LE— D —ZBELUFICAI, FERITIEL TribES 5,

¢) 550 °C+5 °C T 4 BFHILL EHREL CIRIbE w2,

d) Hntk, D EOKTEREYZEL, EEEK 10 mL 2% % 12Nz, FIZKEZMZ T 20 mL &5,
e) M —h—%EEHILTE, Ay b L — IR L TIEL ., %9 5 5 RE T2,

f) Stk K TEE7TA3 250 mL~500 mL (27,

g) MEHETKREMZD,

h) A3 FECTAHEL, sEHRIRE 35,

E4) RAL K OUKALEAER] . IR DHI 250 °C £T 30 5l ~1 B CHIRL-1% 1 BEEFREINEL
2 550°C £ T 1 Frff~2 B CHIET 5,

EZE 2. (4.1) OHEAEIL, 4.2.1.a D (4.1.2) LFRIBEDEETH S,

(4.2) BIE HEZ IS K 0121 XORDEFVITH, BARAZLHAIEEAEIL, BT T T 25 F IOt
B OEIE B LD,
a) RFRADTEBEDRMESRE JE OO ITIEEORIESRMFIL, LLTE22Z L TRET D,
BT . 589.0 nm 3% 589.6 nm
b) BREBROIEM

1) ME# TR D DR M O B 28 s IR 2 7 L — S 2 L, IR 589.0 nm X 589.6 nm D
N RN Col

2) BTN D SRR K O B 223 BRIR D F- N AR BE LR R L DI B A VR T2,

¢ HABOAIE

1) RBHWAIEO—E R (Na LLTO0.1 mg~1 mg fY4 &) %L &E7523 100 mL 12E5,

2) FERRECHERE (1+23) 2Nz 5,

3) b)1) LRERICEEL THIREA G4 B D,

4) BRERNOT N Y LEERD | ST EHR O T RY A (Na) ZH H T2,

FE5) F Q) OEIEICHOWTIL, TOERIZS U —E AR5,

W% 3. TR, SRR, A7oRil T R O OB, 15 RRIEE R O I 3
ST CUR MBI B A 52 L7655 SR ADTRITIEE DS 1 % (ETR4 ) ~ 10 % (ELRLSY) 0
PHCEBIEINERIE 97 %~103 % Th-o7=,

BEBEORHIO 20, S B (AL R AIRMILIZBURN T O PV C F A28 2 CORAER
BROBIR G SRR YT RORRITL , BRI R B O AR 2 11O T,
7ed5, ZORBRIEDE B THRIT 0.02 % (B &5 ) FLfE Thd,
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#1  AZZEZ TORAERBRAH OB R

A R D THG EE A
Akl 4 H¥ EEs s RSD,” sin”  RSDyn”
7" (%)” (%)” (%) (%)” (%)
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) 25807 I hE L 7= 38R B 5L 4) PHTAEME(R 2=
2) SEEfE GRER B (T X O TR (2)) 5) D TAE eHE e (R 22
3) EHE% 6) HEIRE R 2

7) AR R TE (R

SEXH
1) IEEASE, THIEM, SRS YOOI EDIEEH O T Y AORE, MU LR, 8,
61~69 (2015)

(5) FRIDLEEBEIO——k BB OTNYLARBIED T 0 — 2 —MRITR T,

| obrstE 5008 | b= —d— 200 mL~300 mLicizA0 L5,
[
AL FERODNTINEN
KA 550 °C5 °C, 4HERI LI I
|
| Heh e

—K D& EREYETET
— 910 mL
—K (120 mLET)

| hgn | WERHICE L, SHRE
[
| Hathy e
[
| BLIAR | & #7522 250 mL~500 mL, k&
K (FERET)
| 23 | 2uBHE
|
| e |

X1 R oFRIY LERIET = — b (Gl ERE)
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T
|
| SmCER) | AR77%3100mL
il (1423) (R £ ©)
| I | B TR 4 (5890 nm X 1589.6 nm)

2 e oI R AEERET m—— GAIEEAE)
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8.5 Y7 I REMER
8.5.a BERKIOTNTSTE
(1) ;=

ZORBRIETIEENTE 35, ZORBRIED3FEIE Type B THY, DL 513 8.5.2-2017 XX GU-N.a-1 &
SRR

SIFTRRBHIKRZINZ T 7 =/VIRFE AL @R 7 v~ 757 (HPLCO) (B AL, 558 A A A #t
HT7LTHBEL, IR 190 nm TRIEL, ATk 07 7 = VR #EHEZEF (GUN) 2K D, o Fikotke
IXEE 6 lIRT,

ZOFIEIZEST, EULy MERERE (B-N), PV 7P TIRMEZE S (DAN) | JREMZESE (UN) LT T =
DMEZE SR (GA-N) S RIFHCHIE T&5 (& 5 2 1) .

(2) BE HIEKXOUKIL, &kiZED,

a) JK: JISK 0557 \ZHET D A3 DK,

b) YABEZKFAUDIL: JIS K 9007 ([ZHE T D UTFZED HEDOLD,

¢) YABE: JISK 9005 IZHIE T 2Rk UL FEDMEDHD,

d) J7=LRFMEZREZER(GUN 2 mgmL)"V: 77 =V IR FEEE [C4H N0, H,S0,]?0.540 ¢
ZOXOREMIZEY, TOE&EL 0.1 mg OHTETHET 2D, DEOKEMATHEIL, BRETZT7A7 100 mL
IZB LA, R ETKREMNZ 2,

e) JP7ZIREUEFRELER(GU-N 200 pg/mL) : 77 =/VIR FEMEEFIEAERL (GU-N 2 mg/mL) 10 mL
AEBTTAT100mL 12 &V AERETKENZD,

f) REBERIT 7 REMHERIZEELER(GUN 50 ng/mL~100 pg/mL) : 77 = /LR FE M2 FAE A
(GU-N 200 pg/mL)25 mL~50 mL #4877 A= 100 mL (2 & 0 | AR ET/KEMNZS,

o) BEHRBAI 7 IVREMERIELER(GU-N1 pg/mL~50 png/mL) : i 77 =L R FE M2 4
Y% (GU-N 100 pg/mL) % 1 mL~50 mL % 100 mL &8 7 7 A 2 [ZEEFEAIC L 0 | R E TkENZ
%,

FEQ) FARGITHY, LEIISCIBEERE T D,
(2) 77 =/VIRFERBRE L LT 98 % (B 55 5R) ML EOMEE ORI IRS L THD,

E5 1. 77 =/VIRFRIREI IR L M OB R T XD RS TVD,

(3) BERUEE HBEKOEEIX ROLEBHVETD,
a) EERFEEIOTRTST(HPLC): JIS K 0124 ([ZHLE TS HPLC TROEM A= HD,
1) HS5L: HNEE7.5 mm, FE100 mm D AT 2L AHD T DE TR 5 um~10 pm DO FIERMEA A A5
BIEZFETALIZLD,
2) ASLIKE: T LHEEEE 30 °C~45 °C THEITTEDH O,
3) HWHER: WO AR TR 190 nm (U THIE TE LB 0,
b) RTRFYIRE—F—
¢ EEFEDSEER: 8000Xg~10000X g T LB AT REZRL D,
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% 2. 77.0% Asahipak ES-502C 7C DA FRTHIIREN TS,

(4) ERERIRME

(4.1) M HHHIE KOLBVITI,

(4.1.1) #HRoFTRAEE

a) HTEUEF 1.00 g 2130 &0 | ek = 47723 200 mL (2 Ai1D,

b) 7K 100 mL 20z, ~7 RXF w7 AZ—F7—%H TR 10 53 [EIRES,

¢ B, BB Z2HRE DL Y 1.5 mL I2kd,

d) 077 8000 X g~10000 X g THJ 5 4y Mlim L oyBEL O | by iz bR & 15,

F Q) BT Or T =V IRFEMEER (GUN)IRENRERO ERZBEZ 5B EN1HL5813. &
BHRRD—E B /KTHIRT 5,
(4) ARVF el RO IR D IR TRIE IS L WD 0,
(5) [AlHE1E4E 7.2 cm~8.9 cm & ONEI#HEEL 10000 rpm T s /7 8100 X g~10000 X g FLfE L72D,

(4.1.2) BRASWAREMH

a) HTEUEF 1.00 g 21320 E0 | 27722 100 mL (2 ALD,

b) 7KK 50 mL ZZ T, I;RVIEED,

o) MERETKEMZO, HARE LIRS 1.5 mL 1285,

d) 077 8000 X g~10000 X g THI 5 4y Ml L AyBEL ©) | LB e Z AR &5,

F (6) AEHRIh O T =)V IRFEME TR (GU-N) IREDPRERO EIREZBR DB TNBHLL AL E
AU D —E B2 /K TART 5,

&3, 4.1.1)c)~d) Xix4.1.2)¢c) ~d) DEAEICRZ T, BIAKMEPTFE D AT L7 02— (FLER 0.5
pum L) TAHIEL, AREFEHRIREL THEU,

(4.2) BIE HEZ JISK 0124 XKD EFVITH, BARRIZRREBRLET, BE AT 2@ sl 7 a <k
777 DEAEITIEIZL D,
a) EERBRAIOTNTSTDOBRIREL: WEFRMGO—BIZLLTFIIRT, ZVEBZIZLTRIET D,
1) BIL: GGREVEAF L AZHARINE T 2 (AL 7.5 mm, RS 100 mm, FZEE 5 pm~10 pm)
2) ASLFERE: 40°C
3) AEERD: AR KFEHITL 392 g HOVARE 0.12 g ZAKIENLT 1000 mL &35, KM
PTFE DA 7L 7452 — (L6 0.5 pm LA T) TAHIET 2,
4) ®E=E: 0.6 mL/min
5) FEAE: 10uL
6) RHFF: ORI, HIER K 190 nm

@& 4. EBERIT, 0 AUEE T KFED D 7 A8 19.6 g VY AR 0.584 g ZKIZIEPLTS00mL & L, %
EIRAE L BEHIRRC 2 O—E &% 10 f5ICAR L, BIKM: PTFE oA 7107 L2 — (FLEE 0.5 pm
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LUF) THBL TR Thdu,

b) BREROERM
1) FMER AR 10 uL % HPLC IZIEAL, K 190 nm O/~ 7T L% 08kl B — 7 E %Rk

50
2) A EMAIEEROZ T =V IRFMEZETR (GU-N) R LR 190 nm O —7@SEDORERRE AR S
50

¢ HEOHE
1) AEHANE 10 uL % b) 1) L[RIERICEAET D,
2) E—U@mEINLREBREIVS T =V IRFENEEFE (GUN) BERD, ikt 7 = VR FEEHE
(GU-N) ZHE T2,

&% 5. CoRBRIETIIE YLy MEEHE (BN) | REMEHR (UN), D70 V7 INEZER (DAN) , 77
=V UM EFE (GA-N) KO T = )VIRFE M2 AR AR (GU-N) ORIFFHIE 2N ATRE Th D, £ DA TE.
5.10.a & 5 22O L,

&% 6. FLEDOFHLOTZD, 77 =/VIRFNEHRTR G 1 8004 FH O T INENI ERER 2 FE i L 75 2R
36.7 % CE 573 | 352 % (EH &5 3#) K1 33.4 % (H &5 %) ORINL ~ L CONYREIGERITENZE N
103.8 %. 104.6 % &% O} 105.6 % TH -7z,

DR DT80 77 = VIR FENEEE W T H 22 2 TORKEABRORBRAGRIC OV T—IehdE
SIHGIHT A D TREATL . RS EE X O TR EE A B L7 RE SR 23R 1 1R, Eo, BRIED 241
B DT O IL [FIFER D AT & OFRIT#E R A2 2 1T,

728 ZORBRIED E & TIRIL 0.006 % (& 855 3) B Th D,

K1 HEZEZTOAERBRGE O R

AR D THG FE Hh A
e H %X SR i) RSD.” s 1(1)6) RSD I(T)7)
7" (%) (%) (%) (%) (%)
TT =V IR FEEE 5 37.0 0.3 0.7 0.3 0.8
1) 250 TaERA IEhE L 7= 3Rk B £ 4) PHTEEER
2) FHE GRER A A (T) X O T3BR%(2)) 5) DR TR P Y 2
3) HES®E 6) HHEEER A

7) AR R AR VE (R 2
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K2 77 =)V RFNERE FABRIE D R PERERR D72 8D D 3[R 3R pAR O ATt R

Aokt iit%% ﬂﬁi@f%:) Sr4>3> RiD;) SR6>3> RSODR7>
= (%) (%) (%) (%) (%)
959231 12 2.20 0.09 4.2 0.17 7.7
95952 11 4.38 0.07 1.5 0.19 4.3
{EAAEEL3 11 5.83 0.08 1.4 0.52 8.9
(bR A4 12 7.43 0.43 5.7 0.78 10.5
77 = VIRFEIEE 12 30.3 0.4 1.5 1.1 3.6
1) RT3 B = K 5) DM TH SRR 2=
2) A (n=aBR=EEoE R (2)) 6) =[] BUE (R 2
3) HEn=® 7) =R EREUAH R R R A

4) PHTEE R

SEXH

1) HEIEZ, KRR, ARG SRk~ 77 (HPLO) IBICL DR P O R FPEZER, e oL
MEBREFEOWE —H—RBREOZ YV —, IRBHFZEERE, 10, 72~85 (2017)

2) MAARALI, AFHERE: EERIAsn~hsT7 (HPLC) IRICEDIERI P O R FMER, oLy MEESH
FEORIE — BB —, IR, 10, 86~100 (2017)

(5) ABEIO—I—F EEhos T =V IRFMEFRBRIED 70— — MeRITRT,

| BTtk CiR) 1,00 g | 3tk = 457521 200 mL

«— 7Kk 100 mL
| mlaj | iR, 1050
| thi |
| BLAEE | SeRIELIEEE . 8000xg ~10000xg | S5
| *fw:zg«?z R
| I | wtkrn~tr 57

M1 fERt D77 = VRSBV ERRBRIEO7 o ——b (lHERE 4.1.1) X OWIE)
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[ bkl Gietk) 1.00 g 47522 100 mL
— 7K #J 50 mL

| HhH] | woRe
— KAEFEMRET

| e | s LI 8000xg ~10000%g . 5531
|

| AR | Rz
|

| il | itk rn~tr 57

2 JERFROZ T =V RFEMEERRBRIEO T n—— (i ERE (4.1.2) X OWIE)

BEF VT NVRBEMERORBERMEERO /0~ T L2 RITRT,

()

@

16.381

~>-13.386

v—r4
() R#FEMZEHE  QEULoMEER Q)T U I TINMES
@) rTr=yotER (577 =VIRFMESR
HPLC O E 44
A7 5 Asahipak ES-502C 7C (N£% 7.5 mm, & 100 mm, $if% 9 um)
Z DD S 1% (4.2) a) HPLC HIE SO B RDLEFY
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8.6 REE
8.6.a BERKIOTNTSTE
(1) #=E

ZORBRIEIIIEENCE A 5, ZORBRIEDSEIT Type D THY, TDFE 51X 8.6.a-2018 (% U-acid.a-1
&2,

TR AR IR (pH 8) 2 N4 TIRIEAHIHIL | M ik n~ 1277 (HPLC) IZEH AL, w/VF &
—R ODS GYFE+IRT =A L AR HAHTR A T AL A HAHNEFR) 17 L THyBEL , 1R 290 nm THIEL , S Hralehh
DJREE (U-acid) 23R D5, ZO HIEOMERRIIEE 5 17T,

(2) BE HEROUKIL, KIZLD,

a) JK: JISK 0557 IZHIET D A3 DK, 72721, @ik a~ 777 (HPLC) T B AT DEBERIZ DWW T
VLI A4 DIKREAE 5,

b) YABEZKFAUDIL: JISK 9007 ([ZHETHRIE IR ZED HEDOLD,

¢) YABBKFEZFR)L: JIS K 9020 (ZHET 5 RSO ME DL,

d) YVARIER®K: AR KFEHIVTL9.073 g Z/KITHENLT 1000 mL EL7ZH0, K OWAREKSE Tk
U 1 9.464 g 2 /KITIEANLC 1000 mL EL7=H D% | pH 8.0+0.1 12725 XHRALIZH D,

e) RERVFVLBK: HEL 99 % (EEHF) L EORIE)TF T A (LiCO;) 0.739 g A /KIZ#N>L T 1000 mL
ELTZHD.

f) PREBIZEAEK (U-acid 1 mg/mL)"V: JREE 0.100 g 2O LHEILICEY, ZDO'E &% 0.1 mg OHiETHIET
%o W EDIRERYF T DIETRIZIE L, BT 722 100 mL ([TB LA, MR ECRERY T 7 AR ZINZ
B,

g) MEHRARBIZEER (U-acid 100 pg/mL) : JREAFEUENR (U-acid 1 mg/mL) 10 mL Z42& 77 A= 100 mL

WZRB LA, SRR E T AR IR & N 2 5,

h) BREZARBIZAERK (U-acid 10 pg/mL~50 pg/mL) : JRFEMZEFIEAENL (U-acid 100 pg/mL) 10 mL~
50 mL Z#2 & 77 A2 100 mL (ZB LA, MR E COABEAREZINZ 5,

i) RERARBIZRER (U-acid 0.1 pg/mL~5 pg/mL) : {8 R JREREEYENL (U-acid 10 pg/mL) 1 mL~
50 mL % 100 mL &7 7 A 2 ZBREIC & 0 | ERR E COABRIEIRIRE N Z D,

j) EEER7UE=DL: JISK 8359 [ITHETHRIE LIRS HE DL D

k) A%/—JL: HPLC H UI[FESED SE DK

FEQ) FARGITHY, LEISCIBERE D,

(3) BEARUEE ALK OEEIL ROEEVETD,
a) EEREEIOTINSST(HPLC): JISK 0124 (ZHE 45 HPLC TIROBEMETET-3H 0,
1) HS5L: W46 mm, £E250 mm DAT UL AFD AT DERIFE 3 pum DA 7 F T2V S safe:
A AZHATE N ORI R PR A A I AL E A LT VBT VBT CALTZH D,
2) ASLIKE: BT LHEEEE 30 °C~45 °C THEITTEDHL O,
3) B®RHE: WO E RS TR 290 nm U CHIE TELH O,
b) Ki&: 60°C£2 °C IZFHRAITEDLD,
¢) YTRFYYRA—F5—
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d) SEDSBEM - 1700 X g TEOLOBEFTHE RO,
e) EERIDSBER © 8000 X g~10000 X g Tz Loy Biff ATREZ 2L D,

{E#& 1. 75240 Scherzo SS-C18 DA THIIRSL TV D,

(4) BERERME

(4.1) M HHHIE KOLBVITI,

a) HTEER 1.00 g 2130 &0 | 3k =47 T 22 200 mL I ALD,

b) VABEHYAIE 100 mL 2122, 60 °C+2 °C DKIEH T 10 532 LITIRVIEE 7203530 43 ENET 5,

¢) HEBIIYT XTI AL —F—% TR 10 S EIRED,

d) ¥E%. A A R DR D15 mL 3T 50 mL (2, 50T 1700 X g THI 10 4y Loy B
T59,

e) B O LIEEAE P15 mL 128D, 3E L) 8000 X g~10000X g THI 5 4y Ly EEL 7
¥R A RENAR ST D,

F Q) WRENET DI HTARITEZ T a2 VD,
(3) AR TYVIAVBPROG WO T TR Va2 ENDfSZ 2030, 77 AaNEBED K%
TELIETHLT IOITRD, 7o, INBEAERT12H ZOBIEZTTI,
(4) RV7 el O e DB CRIEICEBLVWD O,
(5) [EIHR}EE 7.2 em~8.9 cm K UNMEl#AEL 3000 rpm Tiz.L /] 1700 X g FEEL70 D,
(6) FUBHAM T D RIS (U-acid) 2 23 B D LIREZ 2 5B FN NG5 A%, BERED—E
A0 ARSI CATIRT 5,
(7) [El#EY4E 7.2 cm~8.9 cm K ONMAE[#E3% 10000 rpm T 0> 7] 8100 X g~10000 X g FEEL72D,

BE 2. (4.1)e) DIRIEICR AT, HAME PTFE DAL T L7404 — (FLA% 0.5 um BAF) THHEL, 5
AR EHARE L Th A,

(4.2) BIE HEZ JISK 0124 XKD EFVITH, BARRIZRREBRLET, BE AT 2@ sl 7 a <k
777 DEAEITIEIZL D,
a) EERBRAIOTNTSTDRIRES: WEFRMGO—BIZLLTFIIRT, ZVEBZIZLCRIET D,
1) h3L: 72T VE SRERVER A A 28 R ORI IR RE A 4 L AS LA AL s B LT U
VI3 7 I (NEE 4.6 mm, RS 250 mm, RZFE 3 pm)
2) WSLIERE: 40°C
3) AEERD: MIRTE=UA 154 g Z/KITEEALT 1000 mL EL7=HD% 900 mL LV, A% /—/L 100
mL SIRA T 5, BUKME PTFE DA 7L 7 02— (5L 0.5 pm BLF) TAIET 5,
4) FHE: 0.4 mL/min
5) FEAE: 10uL
6) RHEF: ORI, HIER K 290 nm

@5 3. BHERIZ, BT =0 A 154 g Z/KICED LT 1000 mL & L TR L, fEHRICZ
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—EBEAZ 10fZICHFR L, BT 19 DRAZ ) — )L EIREH., BAM PTFE oA T L7 40
Z— (FLEE 0.5 um LA ) THML CRREL TH &V,

b) BREBROIEM
1) AEft R 10 uL 4 HPLC IZEAL, & 290 nm O/~ N J 2% 508k B — 7 mfE £
mSERD D,
2) KR EAR AR O R (U-acid) JFE L% B 290 nm O —7 G £/ 13 m SO R ERETER T 5,

c) HABDAIE
1) FUEHAN 10 uL % b) 1) E[RIERICEAET D,
2) P—JHEBEEIIE SO ERIVIREE (U-A) B2 KD | ol o REE (U-A) ZH H T2,

{5#E 4. ZOWE 15 (Scherzo SS-C18 BT L% HWEA) Tl IREBIZINZ T F7U MV T T2 A
Fe % [AIRFICIE T D ZEMTED, 2B, TIV MUK OT 7 MUBRORB R 210 nm TH D,
{#%& 5. EEOFGOTD , ALANEE 1GTRFEBEICEL, 1R G HEILKE G IR K OHEIR A 1 841K 2 HIVCin
[P ERER A SR L7 RE 5, 0.1 % (B &53) . 0.01 % (E &) K10 0.005 % (B &%) O~ L
TONHEILERITZIEI 92.4 %~101.8 %, 85.3 %~105.0 %KX TN 92.5 %~114.1 % ThH-7-,
FEEEDFHMO 78D | ALAAERL, (G TR FEBEAL R 1R GHEALME G AR R OHEES 1 $8a W THZZ
R CORAZARORERBAF N DT —IehLE o B T a VD CRRHT L . 1 RS EE R OYOF TR BE 2 T
LIchERE2R 1177,
7B ZORBRIED E & FIRIE 0.0008 % (& &/r%) A THD,

&1 HEZEXTOERBRAR O A

A R DHTREE Hh RS
k4 H %% ST s RSD,” sin” RSDyn
r" (%) (%)” (%) (%)” (%)
Udpilives 7 0.0989 0.0006 0.6 0.0015 1.6
7 0.0102 0.0001 0.7 0.00042 4.2
TG UE T AL 7 0.0932 0.0004 0.5 0.0016 1.7
7 0.00938  0.00009 0.9 0.00031 3.3
IRGHENEE A IR 7 0.0924 0.0004 0.4 0.0015 1.7
7 0.00921 0.00005 0.6 0.00032 3.5
72UV 7 0.101 0.001 1.3 0.0029 2.8
7 0.00966  0.00018 1.8 0.00049 5.0
1) 2R 0MTaBRE FEhE L= 38R B 24k 4) PHTIEMER 2=
2) EEfE GRER B E(T) X O TR (2)) 5)  PHATHE oM MR 2=
3) BEyE 6) H R HE(R 2=

7) AR R e 2
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(5) ABREIO—I—b JEEPORERBRIEDOT7 0—— M RITRT,

[ aratk () 1.00 | ke =175 22 200 mL
— DABRYEYHE 100 mL
hiliE=d 0 °C+2 °C, 1053 [l Z LI S0IRE 72 353045 [#

EIRAE 1057

oA O ILBAE | 1700x g | 1057 [H]

Heieim DS . 8000xg ~10000xg . 545 [H]

BRI WS- R7 8111
[
e i A=ied A

| ] |
| ] |

JEEHFR DR IED 7 B — —]k

BE REOBEHRNIEER O/ 0~ T LHRITRT,

0.50

0.40 4

0.30 1

Al

0.20

0104

0.00 : J |._

000 400 600 G.00 10.00 12.00 14.00 16.00 18.00 20.00
/7:‘[.

HEX R IR RS HE (50 pg/mL) @ HPLC 7~ k7T

v—r4 (1) K2

HPLC Ol & 544
#1725 Scherzo SS-C18 (W% 4.6 mm, £ 250 mm, Kifk 3 um)
Z DD L 1E (4.2) a) HPLC HIE SO BIR D LY

608

ABRTE (2018)



kR A (2018)
AlFE HEEDORLEHZEDOFIR

(1) BE

ARTE, JERFERBRIEICIGR L &0 & DRIBRIED 2 Y 2 R T 212D O FNEZ R TH DO THD, 725,
AR L A O I RIS Lo TRl 2 S L &0 &3 245 UK B 23 € DR BRIE D 2 B 2R 95729
DFNEGARIENZRUE T TIEICHEL D,

k. ZOHBIMEHRREBRIE T R ET D, 7220 BIREE R R OB AE R O A 208 (rTEE, <¥a
PE R OOKEEME) DRy ORI 7R3 REZBEHA LRG0T 5,

& 1. AR (R, EMER OVKERNE) O RO EMOKEER SR ICB W THRIESIL TS, F72, fil
HHER RS ORI SR 2L D2 LIS KV RIEEICHE T H2E00 5, Lo T MARILE & OB ALK
(ZRBWTOFRRED RSy ORI 7 1A D28 W3 4 i FE M-, JE 51k (RO REL & Te) D&
FIZIREL TAREZEH 50D LT,

(2) MHEEOES

AREBIZBWT, HIEOERITKROELVET S,

a) BIRM FEHPICTEET DB 2 ONDMEDIFAE T T, e sy & LI E 3 58E ),

b) EE BEHEONEERNOLELNEHEE, oD Lo —BORE,

o FWE EOOLNISMO T CRERSII RS2 JERE RO O—BORRE,

d) BHTHEE F—RRShd ool E B80T, RUTEE AV, RUREBRET, MUA XL —%
213, [AICHEE 2 T RIREE DD BITIMST 70 E A R 2155 5o (DR T 4o4) IS R DI E RS R OKG

e) HRIEE A LRASNAOIREOREICBWT, RCHEE AV, FURERE T, 858K (i
IRDIER, B DA AL — 25 (TR TN L7 B A1 5 500 (PRI F) I XD E#E RO K
B,

f) EFEBEREBE A -CRRsha oo EIcs VT, RUFEE AV, Be2iBrEC, Biedt
AL —H78 B DR E A TN L7 E RS R 2155 HE O St (B HBLEM) I LM ER R o

g) BETR(LOQ) FHBHIE ENDHHIKRIGRLS OE B v REZR AR 5 X/ MR,

h) BHETBR(LOD) FBHIE END MR GRSy O AT REZR AR e S X MR

i) BEWE —HOLULOBUERMEICOWT, FoE 2o ZETHY, MIEZ A TOM M A I
FTDIDNTHER SN IE,

j) REEEME — oL LOHERFEICOWT, FHEFMICEY 2 FIRIC K> TEMT S, BUERMED
M OF DTS, W NFHEZEA N — P VT 2 Rl L f8REE S DV CODIEHEY)E,

K) TSUORB VTGRS & A ERO AT RN,

D) BRSOV Ry A A EEEROSHT HREUTEEER E AN O DRI E D L A

m) BRBEEB GHERSEDOINTGAMI % BIRIZE R L TODIEE ORI 72 /581 R

n) FUESA RHERE T4 CRIESN IR 2 DR U7 o3 H ek,

o) YA —bk FKEIORTLEERIE, RIEEAEOR BRI DIEROM IE, [EUER ORI E DT DITH
mEinsg, B SALFEAEE R RIC, 3R WE,
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p) SNL ZHr BEICHRTDE S USZE) S & TN LUANDERITIASUF 5 (@H 1T/ A XN LOFRE
ke,

FEQ) BUEICITRGHEEYE ORGEE ., (LS OLEHIRR R EEEME S ORI &S,
(2) [EGABR, & & FIROMEREDT-D DT T 7 EHZ WA TEARE S 2 WG &%, BET 5~
i\U‘yﬁx%faﬁlbe VDA L \“OBJZI/ Y
(3) FHEAFETIRAL., W RIER S &+ T EIZT 5,
(4) *“E{féz%fﬁbﬂbt AT 1 15175&%? HEO R E & I L TR A 0 RS 5,
(5) ALZERI ST BRA (R TARSS) TREICED | R CSUTREN B LT W R R0y % & Te Al e
L,

SE X

1) JISK0211: Zy#r b=k GERERFT) (2013)

2) JISK 0214: oM bEHGE (Va~ o7 0—H ) (2013)

3) JISQ 0035: HEUEME —FRBRED T O— i) K OSHEFHEY72 A (2008)

4) JISZ8101-2: #gt— HEELFL T — 5 2 ¥ Hatn0 M E B B GE (1999)

5) JIS Z 8402-1: JUEJ LK OERE RORHES (HE K ORE) — e AR K OVE 28
(1999)

6) ALINORM 09/32/23 Joint FAO/WHO Food Standards Prorgamme: Repot of the Thirtieth Session of the
Codex Committee on Methods of Analysis and Sampling, Codex Alimentarius Comission Thirty-second
Session (2009)

7) ICH Harmonised Tripartite Guideline, Validation of Analytical Procedures: Text and Methodology Q2(R1),
International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for

Human Use (ICH) (2005)

(3) ZuERBOFE
(3.1) ~ (3.8) DAL E/LIH B 25 HBRIZEER L | [FONTAE R ORBROMERE T A= FZHEE T D,
?Efébf:‘fﬁé’“b/f'?%—&@ﬁﬁ? ZNEHD BARE (PEREHE) (DA L CO D EREREL T &L TV
BT G VEMERR SR BRIE L L G2,

(3.1) B

—%?ﬁi@‘?‘é%‘f%ﬁ%%%iﬁ%ﬁ&tﬁi@ﬂ?ﬁﬁ%%ﬁﬁb ERFBREE ETHEE LRBREL, BRI
TR O FRAE M OV EE P I I W TR MRS Vi BRIE L 375, Ko T, Hikakina i 3575 =13
PR o B PR %%ﬁﬂﬂ“éq‘: D E MRS NI TIEE L TEOMRE (FFHRFES) 2 VWD IERTE
%o

—FRBRE D 2 Y MR AR BR A ML, B ﬁ?ﬁﬁf HETRS SN A L7 iR A 1 %@uﬁﬁ%%
fili U 7o ik R = K ORER I T AR O FRAA e EERIPHICBREL . 2 Y PR S ok e 75, o T 2
DOREREZ B A LT ML OFRER =T, SBRIEDHL— i%é@ﬁéé MERERS 2 BT\ S DD D D,
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(3.2) BRMHE
(3.2.1) YARNIZT7EDEE

T I TREHT O W TEER T TSR0 O E BB A0 — 7 (1 EE —2) M a2 & O 2 Hegs
T2, Fo. 2O RIRFRIE DY Ii[?ﬁ?%ﬁ‘ét—ﬁﬂﬁ*év\ SYBET BT E O %R T D,

FE6) HBEEE(R)IZ 1.5 UL EREELV, K 1.0 BLETHHZ L,

% 2. ©—27OEHEREEL CTHlEE (R) DSV OID, 53 (R) 1.5 BLETHIURL, 55 —>or
— 2B TRY, B @Sk O —ZEEW TR E WL E R L?/E.“Lm\ ST BEEE (R)
1.0 BLETHIUR, 5T 25 DO =230 <O ERVIIHILOD, B — @S VD HIETER
T O A AL 2B,

SYBEEE (R) X, B—ZIEZ VT, (1a) RiZE-oTROLND, 728, ©— 7N EBS A ThiLE, B —
7fEEE VT, (1b) RUZE - TROOND, 70~ T77 07 — X IEREERE T, /3 BEEE (R) 12 (1b)
KOOI TODEENRZ N,

o=t

STBERE(R) = 1 -+ (1a)
7 X Wy + W)

1.18 X (t, — t,)

THEER) = ———— -+ (1b)
(W%’1 + W%z)
ty: BE=27 10T riard oA t,: BE=720D)Trvar A AN
W,: ©—2710v—7iF W,: B'—27 2 D' — i
Wi o B—2 1 O¥:AHE Wi, B2 2 O -HiE

-1 ,2
2 2

(3.2.2) 4ORNISTEUN O DIBS
A av _Ob\ﬁsﬁ’ﬁ%ﬁﬁb\ ISR REG RSy LIAMC SR LT ST DO ERE D IEDOREFET A |2
VIBDISE O RN LA e

E () WOOLEEE, ROk, RS TRERS  CR W IO B2 T ik,
(8) WLHE, EMEZ ),

BEH
1) AOAC Official Methods of Analysis Appendix K: Guidelines for Dietary Supplements and Botanicals,
AOAC INTERNATIONAL (2012)
2) JISKO0114: HAZa~<hr 77 r—i@Hl (2012)
3) JISKO0124: Efikikra~hr 77—l (2011)
4) JEAETHEE ERE RS AR A S ERRRER . TR BRI T D AR P S IR EE AT A DU T
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—2a AT DHARTALJPTONWT, TR 25457 A 11 B, FEFEZ 0711 5 1 75 (2013)

(33) B®ER

6~8 KYEDPEIE T E &Y DS M ER LA Z 2~3 [E VL, Bohizs 7 W E 45wt 8k
ST DOYRPE XX E BEOEBEL T ry U= KA W TRRE IR 2735,

BEARRBERIERO LG AL, i/ ZRIEIZED RO AR E OFEH P TFIEZ AW T, MERO
& (b) . I F (@) R OZ OIS HE K O ERE () 2B T 5, BICKKEICBITDEZE D 2T ay b
Do

E(9) MERHZERBRIAIRZ E 0D ThI,
(10) JEEDOZAFIZLDIEBIEHNRELZRET D720 WIEIZSAERE Z LT 2 DN TIT9,
(11) WL, #OtME | B —rmS, B — i,
(12) MEIZX>THLN 7 F N EEIFARIVHEE LIS 7D 7%

&5 3. U () D 95 %EFEXMITE A (0) BEENTWDIEEHELET S,

& 4. PERRE G 230.99 LU ETHIITH FHTRETH AN, W25 2130.999 LU ETHhHZ LSt
T 5, PRI () 2% 0.99 R ChHHH AL, BRAE WD UTHIEO B A it 35,

IB%E 5. BAEDPIIMHIT 0 THY, FKIRITTF DI =2 %mRd,

SE
1) AOAC Official Methods of Analysis Appendix K, Guidelines for Dietary Supplements and Botanicals,
AOAC INTERNATIONAL (2012)
2) Thompson, M., Ellison, S.L.R, Wood, R., Harmonized guidelines for single-laboratoryvalidation of methods
of analysis, Pure & Appl. Chem. 74 (5), 835-855 (2002)
3) CLSI EP9 A2 Ed. 2, Method Comparison and Bias Estimation Using Patient Samples, Clinical and
Laboratory Standards Institute (2002)

(3.4) EE

B AP 2 5 1EE LT, QRFHEEYE OFH (3.4.1) . @2 Y MERER SN2 FIEIC K DHIEEED L
1 (3.4.2) . @HIEER (3.4.3) DJETHESE G5,

B Vu— e HWAEGE L, ZORENBLZ 40 %Ll ETHHZ LA HELET 5,

(34.1) BIHEEMEENET 558

BT L O IEEHC T~ M 7 A S | JIREL L O 0 B R G Bl 4% o ST M FL 2
TEDHINCINTIL, Z ORI IR IE>T 3 AL E () DOHTRIE EREL . ME DT
BASTRAEA (R | k3 D BRI T B = & . USBIEEOD T LARGEAE (RRHEA) L 3£ Hi st
7%, IR AED T LR D% 2 DEHERHED 8% A LI BRSO 2 5582780 m L0,

@5 6. LI GRIMEEME OMEAHT O DI FEFER LV 2) RickoTROBILD,
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uqu'f (,U) 75(1‘?6@&1/‘?

5.2 sp2
=uiZX\/(sR2—STZ)+%=uiZX ’5L2+% =+ (2)

p: RSREE sp: FEFEEABRIC 1T 2 E R IR R A
sy FERBBRICBIA0MTEER A n: OMTRBROMBR KL
sy FFREBRIC I 1T DAl S IR HE (R 22

EA3) HIEORE R LGRGHE (FFEE) LOZORHMETIEISE 1 AIEEEREELDOLEBDOFIEI L
77
(14) FBEWNIEERZE (sy) EELSINTODEE LB D,

(3.4.2) EEMERIN-HABRENICHDIEE
POREREYEY) E SR CE T, 00, H YO éﬁtnit%ﬁ/ii(u—“ﬁﬁuiﬁ%ﬁ/iﬂ VD) RN DR
ST RUVTIL, a) XL b) DEMZm 2§52 L2

a) BHEEN 12 AULESHBIGES 12 AL O, B ARG YEE U E R 2B 7o 2Bk L O
EHERBRIEI > TN T AR A E L . 30RO 2 jiéi@@' TEMEDFABAZAERLL | BIFERR OB
Z(b) . UIF (o) R OFABIEREL (r) 2B L, SIS R 2R3

TZIZL HIERE D e/ IME L B RIEDBEA NESWE B, xTFEODEI%)%) t BOEAFEML TH ERZEDFED
NIRNZ EZHERR T Do

BE 7. X () D 95 %EHEXENC 1 NE Fi. Ul (a) D 95 %EHE XK BITE L (0) 3 & £, FHEIFREK
(P 7250.99 DL ECTHHZLAHELES 5,

b) EMBMMDLEVEE 20D 3 BEL EOSHT HREHZ DWW, B 7eikBkih & OREAERBR VLI 0E-
TENTH 4 ST CHRINBRZ ElEL . 2%1‘0)55@1450) YRR HER L IR ¢ & 2N L T
A EKUE S % CTHBERZENROLIRNW L2 iR

(3.4.3) PBEHEEYEIGL, RUMREESN-HABENBZLEWES
F707 3 LI EOREHIOWT, ZNEH 3 0T CRRBRZ i LSSV IE 5 0 SEE A IV ClE]
INRZRD  FHlT 2, BEEOHZIIRE SEELANIVICBT2EEOEERUBEEDERITRLL,

BEH
1) AOAC Official Methods of Analysis Appendix K: Guidelines for Dietary Supplements and Botanicals,
AOAC INTERNATIONAL (2012)
2) Thompson, M., Ellison, S.L.R, Wood, R.,: Harmonized guidelines for single-laboratoryvalidation of methods
of analysis, Pure & Appl. Chem. 74 (5), 835-855 (2002)

3) Linsinger, T.,: Comparison of a measurement result with the certified value, European Reference Materials'
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application note 1, European Commission - Joint Research Centre Institute for Reference Materials and
Measurements (IRMM) (2010)

4) Joint FAO/WHO Food Standards Programme: Procedural manual Twenty-second edition, Codex

Almentarius Comission (2013)

5) ICH Harmonised Tripartite Guideline: Validation of Analytical Procedures: Text and Methodology Q2(R1),

International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for
Human Use (ICH) (2005)

(3.5) W
JEFIRRIR (3.5.0) 12 LD =B FFBUR R O TR 2RI, %, BRI C B A A A TOR
HEARIR (3.5.2) 12 10 RIS B O PR IE 2R S .

(3.5.1) HRFHRICLIZMBRBER UG TRE
HNT =2 &5 BRE L 8 LA EPI LU IBED RrD 5 FALL EOREHZ DWW T, FEFRD 2 ST
(X I FRRER 2 I 45, 1SS 5 5 R B RS K O TR A sk 19 3145,
NOONEEE TN T 27200 HLRITRHME FERELARNIVICETIEEDOHERVEENDERICRLE,

E15) LEEdiE AR PTA L TODRMBRE N RESH TWDEEE 5 L,
(16) HHFEISE 2 EMBRREX IEFREERUVHTREOEH I RLE,

(35.2) H—HEBREICBVWTHEZZEZ TORERRICIITPHBERUGHITRE
HETHHHA ST B2 2 IO R EZ VT, 1 :BR A ICHX 2 56T T 5~7 AR#RR %

Ehid 5", LI IE S R TR E R O TR 2R 1| 3Hili§ 5,
INBOIEEE I 57200 H IR FBRELANIVICET2EEOBERUBEEDBRITRLT,

FEA7) WEHWEEHROT =22 VDN TES,
(18) [ DORBH D 5~7 A FEL CRBE EH T HUEE,
(19) BEHFEIS8E 2 EMBRBEX T ETRBEERVHITHBEDER IRL-,

S5

1) AOAC Official Methods of Analysis Appendix K: Guidelines for Dietary Supplements and Botanicals,
AOAC INTERNATIONAL (2012)

2) Thompson, M., Ellison, S.L.R, Wood, R.,: Harmonized guidelines for single-laboratoryvalidation of methods
of analysis, Pure & Appl. Chem. 74 (5), 835-855 (2002)

3) AOAC Official Methods of Analysis Appendix D: Guidelines for Collaborative Study Procedures To
Validate Characteristics of a Method of Analysis, AOAC INTERNATIONAL (2005)

4) Horwitz, W.: Protocol for the Design, Conduct and Interpretation of Method-Performance Studies, Pure &
Appl. Chem., 67 (2), 331~343 (1995)

(3.6) EETFR(LOQ)
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(3.6.1) ~ (3.6.3) I/t > TE & T IR (LOQ) ZHEE T%, MBI T, HEE S E & FIRFHEDIREZ S
Lo T EE 2 By RIS L . 22 3 R T CRlBa 2L | 150 72 EE OB HEE O H AR
EZE G DM EAE R FRET D,

EE 8. AFAS. FIRAM S EDER TR (LOQ) X, B A FFARK OEIUTHET HKHED 1.0 mg/kg PL I
DEGFETIEZED 1/5 LR THY, 1.0 mg/kg KimiD 5 TIXED 2/5 LN THHZE, Fio, Fpksr- EE R
53 B OB D RSy D7 & TR (LOQ) 1, & A T &N &K OBEE O &G i/ N &D 1/5 LT
ThHOLIEHMLET S, 728, E& FIR(LOQ) BNENLDF/NED 1/5 #8585 1%, Eilo TR
ZHEMELCE R TIRAMERL ., SREREOwE H#EPHICZD 52T 5,

% 9. TE FREHTTHIOLK OO TFIERHY JIE HIEDEIR T THLED, T HHE
AR \CE o THIED B2 5, (3.6.1) ~ (3.6.3) |T/” T HIELIZERR L HEEZ AW THZEL RN, £D
FEKROEDFIEICBITAERE TROEREZHTLT 5,

(3.6.1) BHTHERICKYHEETET DA
EE TR T O ED S HREHZOWT, 22 7T~10 ST CTRERZEMmL ., FHTIE %R A4 K
B, G) Rk TREF O EE TR (LOQ) ZHEE T 5,
B O EE TR(LOQ)DHAEE =10 X s, <2+ (3)
Sy DHTIEE R 22
(3.6.2) REHZAVTHET S HE
FRERNEAROG AT, M EROEZ X ITHEE LR E Bl 5 7 VO HE R 722 S i aEfp O

2T, (@) ML TERBHh O E & TR (LOQ) ZHEE T 5,

10X s
b

FUEk O 7E B TR (LOQ) DHEEE = . (4)

s: RO SUTEYREARDOHEE LT- R E Bl 537 TV O R 2
b: RERROBEE

(3.6.3) SN lEICKYHETETZHE
I TG IEEDR— AT AL ) A REEIRERIEICIBUNTIELL SN LA 10:1 O — 27O EHENE T e
EIVEHL T, REFOEE TR (LOQ) 2 HE 7 5,

BE
1) ICH Harmonised Tripartite Guideline, Validation of Analytical Procedures: Text and Methodology Q2(R1),
International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for
Human Use (ICH) (2005)
2) EARERLZERFEEEHEBRREM: OE T —ral AT 57 %A TTE) IOV T,
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B9 410 H 28 H, EEFEFEE 338 5 (1997)

(3.7 B®HETFRE(LOD)
(3.7.1) ~ (3.7.3) (2t~ TH H TR (LOD) 2 HEE 3%,

BE 10. B TFREHEE TDI2IWO0DITERGY | T T IEI RN THHE D AFE 35
TENREEH LS THIENRE2S, (3.71) ~ (373 1T HIELIFI 2D HiEEAWTH AL L2V, £
DI EROZEDFFIEIZBT D FIROEFREZHATE 5,

(3.7.1) BHTHERICKVYEEETHHE
E ' T RRASIT DR EE D 34T FIFE U3 7 T Z750BHZ DWW T 2L T~10 s T TRz F2 L | OF
TR AR | (5) UL TR O H T IR (LOD) ZHEE 2,

B O TR (LOD) OHEEE =2 X t(n — 1,0.05) X s, -+ (5)

sy PHTEEHE R 7=
t(n—1,0.05): fEBREHM 5 %DAF 2—F L ME Y
n: PHTRERO T ALK

FE(0) PHTERER 7 SOHMTOHAEIL 1.94 THY, 10 S0HTOH A1 1.83 THD,

(3.72) BRERZAVTHEESSIAZE
BN EARO GG T, B OBEGESUIHEE LT IRE Bl 1T 53 7 T LV OIRHER 2 L RO E
(b) 2T, (6) U I > TRHUEHH ORR T IR (LOD) ZHEE ¥ %,

- .05
SRR IR LOD) o = 20NN )

St FRAEOEENER ZE UXENR B DHEE LR E BB H 3 7 T IV OREHE R 2
b: FREROMEE

t(n—2,0.05): fEBREHM 5 %DATF 2—7 L MH

n: FREMROWUERA ML

(3.7.3) SN HICKY¥ETETZHE
I~ T T IVEEHEDR—=AT AL ) A R RERIERBUVTIE, SN LN 301 OB — 7O EHAIR O ¥ L
DEHL T, sl o TR (LOD) ZHE 92,

BEH
1) ICH Harmonised Tripartite Guideline: Validation of Analytical Procedures: Text and Methodology Q2(R1),

International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for
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Human Use (ICH) (2005)
2) BEARERLZERFEEEHREEEN: SITE AT — a5 73 A (EHEHE) I2oWT, F
A9 4FE 10 A 28 A, EHEFH 338 5 (1997)

(3.8) mARRE

TEEAE, oHTEZ B T DB I B W THGTL TIRARETHY . 2O T IEIIBFE Lo+ 500k
DEATVANRIFT D, EHEIEIL, DT R B TR SE 7L X O OHEDEEEER T, b, BIEE
SN S DETDEEAZ T 5\ NWED ThIUL, i &2 N5 5 EEBET 20, HDHNE, £
DZEEHEOPITIEEFHEL TERIADLLEN DD, HENMEZ TN T 528128 > T AT LA PEIZ R
TH DT A=K (B ZIL, TBEE) 2N T HZEN TEINTINOD/RTA—FEMERTHIEIZES T,
B & OHTIZ BV TOHHED Z SRR SN CODZEERFETED,

REFEREBIK T3, ROEBOTHD,

(3.8.1) XFEITIEHAF FEx OBriEICHE T HRENLEBHN 71X, ROLOBHS,
a) PR, BhHR

b) 2 BepEDOFBRIAIK O ENE

c) WEDIL—F

(3.8.2) VAN STZFICEITIEHEF /o~ I 7B IDRIE T EAE I LR ORI
IREBEFE IROBDHDHD,

a) HTLXIIH—N P OEHE (FRpomy N UL HE00)

b) VBRIV D pH K OSSR D 2R B 0D 5288

c) RS

d) i

e) ~HEYIAD N O IRO N R

SE

1) ICH Harmonised Tripartite Guideline, Validation of Analytical Procedures: Text and Methodology Q2(R1),
International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for
Human Use (ICH) (2005)

2) EARERZERFEEEERREM: OE T —ral AT 57 %A T1E) IOV T,
A9 4FE 10 A 28 H, E3EFH 338 5 (1997)

3) Thompson, M., Ellison, S.L.R, Wood, R.: Harmonized guidelines for single-laboratoryvalidation of methods
of analysis, Pure & Appl. Chem. 74 (5), 835-855 (2002)
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&1 MNEMBELREELOLBEDFIR

(R1.1) U7 KO BT IRBR AR DI T (m) T OFRAEN () L2 VD DIEDHERHE (4,) %KD B, WU
(R1.2) 350 BB AL B DR AN O ME RN (tgny) B O (R1.3) S DFR T OO AT Y AR S (um>
ERDB. BNty B Uy 2T (R14) 5KED Ay DA FIEERHNS (ug ) FHML, HICAE
3 (k = 2) 2T (RLS) AR ARHENS (U, ) 25T 5,

AUy, 2R CHIFER (R16) 30 IS A LTS, T B A, 75U, BLF Chb T LA HERT S

BT SRR B O 8 T M SR D SE DM RHE(A,.) = [m — e+ (R1.1)
SO S (Ugyy) = Z%% ce+(R12)

CRM
ASTIE DB TE D EERE AR S () = j—ﬁ .-+ (R1.3)
Am@é\ﬁkﬁgﬁﬁxﬁﬁﬁlé(ucmm)) = umz + uCRMZ e (R14—)
Am @?fﬁgﬁﬂiﬁﬁfﬁé(UAm) == kC(Am) X uC(Am) =2X uC(Am) e (R15)
HENX Ay S Uy, .-+ (R1.6)

m: JAEMEOR-EIE

U PREE

Ugso,: mRREMEOYLIRARENS

kcrm: POREREHER)E OYLIRAFEN S D & FREL
syt PHTIERERZE

n: P TRUER R

keay): Am DILEAHENS O ERE ke, = 2)
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2% ZERBRBENRPRBERUHITREEORH

(1) AEEDHEE

# 1 OREE () 13, (R2.1) D&Y BAE (), ERNZ L DL H) (B) M OFHTERM FOMMERE (LT,
MBSRRRZE | LV ICLDZEE) () DORVSL>TND, p BRENTNE I n fOHT TRIE § 2 IR A
faLizL x| B DA ITHiR 2B ZENIC LD N(0, 0,2) . e DOATIIBIRFRZEITLD N(0, 0,%) LIET DL,
(R2.2) A3 &%, £, [A—BRERL VT p AT n ROMTTHE T HAERBRZ I ML 12L&
B D53ATE A FAS) (EE 1)128% N, oiy?) . e DB AREICLD N0, 0,%) LRET DL, (R2.3)
A3 EIND,

{EUE'ﬂE(Xu) =u+ﬁl+el] °cc (RZ].)
BEW(x;;) =utN(0,0,*)+N(0,6,°)  -++ (R22)
BEM (x;;) =utN(,00°)+N(0,0,%) - (R23)

TR}

Bi: BEIRNZRBITHEHE) e MARRRZE

N(0,0,%): ¥4 0, 1R 0, OB, D IEH AT N(0,0,%): F-H5 0, FEUE(R 72 0, Dey; D IEHLS3 Aii
o2 M S H S 0.2 BT

N(O, O'(T)Z) : Ilziéj 0. *%@{E% G(T)O> ﬁl@IE/#Eﬁj\%ﬁ
O-(T)Z: H Fﬁﬁﬁj\ﬁ&

F 1 SLERER ST A 22 AT AR RBR O R ER Rl

kiR =8 S -
o STl 5
I3k B
(E) 1 2 3 e Jj . n

1 X11 X12 X13 e Xy e Xin
2 X21 X X23 oo Xy ces Yoy
3 X31 X3 X33 oo X3 ces X3
l Xil AII'Z Xi3 Xij Xin
p “pl Xpo Xp3 Xpj Xpn

(2) AREBRAESIENBERBAEVHTREOHE L FIE
(2.1) EERUSHOHETE

FREEOFFHRHT Tl BAE () . EOMH2 R M (0,2) K OCEOPHT/HL (0,2) 1IZTARFITHY, FFFR
BRAAED DA DN DHEE I B Z 2 T, TAVEIVEIIME (m) . M2 SR 508 (5,2) R OWDFT 201 (s5,2) &
KT D,

(22) —nEEESESH
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HFEFRBRIZ ST R ENDDOREEDOE , T abmL b, R DA & KB 222 238
ENTHLAZNTRWRIEM ARSI, BT Cochran i 7E & UF Grubbs # £ 2 3 L THMUVIEZ BR<, Sz
BROZRRRIZ DWW T Bl B BTz i L, % 2 DR LB LR DO 2 18 (V) 23K 5,

#2  —mBLESHOITR

YA UESSN Rzl Ellz)iy M5 (V) ST DOEFHE E(V)
R (L) SS,, p—1 v, 0,2 +nxa,?
BIRFRE (e) SS, px(n—1) /4 0,

5 1. Bl EDBOITIE, RO 7 MR 7Oy — V2 W TR ST A D, ZO%E
RFENRRDIERHLOTRHET DL, GRBRER (L) »27 Vv —7 | lRIRE () 7V —T7 W, F
TR—%H) %)

&5 2. NMmoBITFELR/ ARECL>TRIIEhS,

23) ERBERBEVHTREORH
# 2 DBREFHER Oy BOWRHE E(V) OBMRAEVILHZ LG (R2.4) L ON(R2.5) UL~ THH T4
1 (s,) B OWIR 2= [ 531 (s,7) 2B HIL L BIC (R2.6) RUC K > THEB B (s) ZH 350,

P71 (s, 2) =V, -« (R2.4)
V=V
n

MR M (s, ?) = - (R2.5)

E B (sg?) =52 +5s,2 <+ (R2.6)

V.o —IoRCE S AT R (3R 2) DB K] (R IRRRE (e)) DN 77 1L
Vo — o E S AT (3R 2) OB K GRBR =] (L)) DA 73 HL

BONTOHT 8L ORI FEBR S H 5. (R2.7) R ONR2.8) R Lo THATIE (R 7 (s,) & OV
B HE(R 25 (sp) 2L, 1T (R2.9) 2 K& OV (R2.10) FlZ Lo THMTHA RHE HE(R 25 (RSD,) K OVEE i PR3 AR
S HE (R 22 (RSDy) 2 H 952

DHTIENER () =+/s,2 -+ (R2.7)
= PP BUE ER 2 (sp) =+/sk? --+ (R2.8)

BT FE S HE (R 22 (RSD, , %) = :nl %100  +-- (R2.9)

= ] P BUAE R Y 3 (RS D, %) = %R x100  ++» (R2.10)

m: EFERBRAAR DA 2T — 2 Ofe I fE
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ED) V<V OBELV, =V (Fabb, (R2.5) ROMARERIH (s,2) =0) ERZL, (R2.6) KT
Idsg?=s,2 £3<,
(2) FHEBHFICBO TR b 2 FE LA,
(3) P S OV YE(R 251 TE I ORI LD THRAET B, FIRTHE HE(R 213/ — AT AL TR
+ 5,

(3) BEZEATORERBRBREICLIYFHBERVHTREOELFIE
(3.1) REERUSEBOHTE

EEROMFHEAT 1L, B () . B BN (0) X OBEOPHT 3 (6.) IR THY, HEZEZTO
A R AE D S DA HEEMEICE &ML T, EAEIVEME (m) . BB (son?) e ODHT 08k (s,2) & 7T
T%,

(3.2) —ERES RS
H 2282 CTORERBROMBRAT OV T —Ie i B BT 2 AL | 2 3 O LB EN O (V) %
Kb,

#3  —mBLESHOITR

2B SR NS H i M 8 (V) SO HIFHE E(V)
H [ (7) SSt p—1 Vr a,? +nXG(T)2
R (o) SS, px(n—1) /4 0,

&% 3. — el ESBOTIE, TTIROFEHY 7 MORFTEY 7ROV — Ve IO TES T A%, ZO%HE,
MFEDNERRLZENHLOTRHETLHZL, (HE (D) =7 V=71, 8RR (e) > 7 N —7 W, 5 fn—
ZH) &)

&5 4. NMmoBITFELR/ ARECL> TR,

(33) HHBEEVGHTREEOCEH
% 3 OFEEEK O3 OYIHE E (V) OBMRAB O ZEN D, (R2.11) K OV (R2.12) iz L~ THHT
S (s,2) K OVA RIGM (s ) Z2BLH L L LS (R2.13) sUC Eo THI L (5yry2) ZRHT 5P @,

PHT8(s,2) =V, -+« (R2.11)
AR (s ?) = 27 . (R212)
EPFE?%%&(SI(T)Z) :S(T)2+S7~2 ce (R213)

Voo — RS H T 2 (3R 3) DB LK (RARTAE (e)) DM 57 X
Vr: —IeBLE ST 3R (3% 3) L EK (H FI(T)) DA 77 K

BFONTOHT 0 B OHEEE M OO HEEME D, (R2.14) AKX TN (R2.15) i K- THATIR HE(R &
(s) K ORI ENR 22 (51)) ZF L I (R2.16) e TN (R2.17) A Lo THMTHI X R HEMR 22 (RSD,) K
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OV A 6 Y (R 7 (RSDyr) 2 Fi 2P0,

DHTIENER () =52 -+ (R2.14)
EPF%&%@fH;E(SI(T)): SI(T)Z e (R215)

BT e 35 (RSD, , % :fn—rxmo .o+ (R2.16)

o B R BEHE(R (RS Dy ry, %) = =X 100 =++ (R2.17)

m: HZZ 2 TOREABRAMAE O - AE

FE@ V<V BEE Ve =1 (Tbb, (R2.12) X B (s¢ny?) =0) £l (R2.13) ATl
Sim 2 =s,2 &<
I(T) r o

(4) BZEATOREHBEECKIYPEBERUVGHITREDHE LA

M0 AR 2 G Tealbh 1| R OGUEE 2 2V, IRPEV AR H %78 2 CORERERE Fhi L 7= il & % 4
T, BB ORBRAHE OV TENE N — T E S BT 2 F2hiL | 25 2B E R O A4y B (V) 23Kk
% (F£5),

(R2.11) o~ (R2.17) AT LD, #UEF 1 K OGUE 2 O IR I NSO TR EE A R L7262 3 6-1 L VR
6-2 (\RT, 72, FAEUERRZEORE BITIEMOHTE TR, S AEERZEORE RIT/NEEE N ETE
75,

Fa4  HEEZERERO RG] (CEEHE (%))
RBR H (EKA) WRIEYy
0B} No 1 2 3 4 5 6 7 il (m)"
- 51.20 52.15 51.00 51.35 51.35 51.38 51.28
e 1.38
51.45 51.85 51.09 51.28 51.10 51.38 51.43
- 5.18 4.90 5.01 5.15 5.14 5.13 5.21
kR 2 5.10
5.00 5.12 5.06 5.14 5.07 5.11 5.18

1) SEEEIEREEOHIZ D TR T D,
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#*5 —IulElES BT
#EF No AN Rl HHE  RESHE V) 2HOBFHE EW)
. A (7 1.0570 6 0.17616 0.2 + 2 X o>
" (BARFE (o) 0.1253 7 0.01789 7,2
Stit 2 A (7) 0.0478 6 0.00797 0.2 + 2 X oy
' BARFE (o) 0.0448 7 0.00640 7,2
#£6-1  AEEZIAEARBRORE 1 O OO H R E &K OO TR EO R H Y
ZE B B[R] HifZ FHE A (SRS
OHT 518 (s,2) =V =0.01789 0.01789
DFFTREYEAR 7 (s,)” HEYE %) =52 =10.01789 0.13
DT FRRIAR HE (R 72 Sy 0.1338
% =Tx100 = .
(RSD,)” 8 8 5138 < 100 03
A (5em?) W ; v, _ 017616 ; 0.01789 007914
538 (s1¢ry2) =sqy2+s.2 =0.0791440.01789 0.09703
R (s )? HESE%) = [sim? =1/0.09703 0.31
AR VA 72
EPF'a%Exﬂ;mEfﬁ# o, SID 100 = 03115 100 06
(RSDyry)” 51.38
1) FHRIEPIZBWTUIHUED H O Z T2,

2) FRHERZAETREMEOMTI D TRILT D,

3)  FHGHRE e 223 NG —

PEAZHAD THEFLT Do

%62  AEREZIRAEHRBROREL 2 OFHEDHO R E &K OO TR EO R Y
ZE B LR XA A Gl i R
7501 (s,2) =V, = 0.00640 0.00640
P TEE R 75 (s,)” BEIE %) =.s2 =/0.00640 0.08
AT FR o R ,
BHTA BﬂTE{ﬁ% o _r <100 - 00800 100 16
(RSD,)” 5.10
Ve =V, : - 0.
B 58 (s ?) =1 - u _ 0.00797 > 0.00640 0.00078
(5101 2) =sq?+s,2  =0.00078+0.00640 0.00718
HREEER A (s ) BEESE %) = Isicry? =+0.00718 0.08
H ool A YE (R A2 :
SR T;Efﬁ# o, 1M 190 - 00848 100 17
(RSDy(ry)” 5.10

I 6-1 25 W
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<570 N a5 7L OFRBRIE D FHE 0D 725D DA PEFEL ~ L
OAEROKEED B33 1 LOE 2 1R, BEEL, R 1| ORINRLNTHLZEE BELTD,

BT, & 2 OFAMERERAD 2.0 fEETHFAETD,
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BUIDHEE (RIXE)

FQ) TR~ TTE AT N7 EEASITE, MR~ NI 7k, sk v~ s
T (BT D) BRI, A4 7a~ N T 7SN,
F1 BPEELVICHBITHEED R
ra~<h o7k a7 EUSORERE
BEL~L [ (%) B (%)
=25 % (E &) 90~108 98~102
=10 % (H &%) 90~108 97~103
=1%(EH&5HR) 85~110 96~104
=0.1 % (&%) 85~110 94~106
=100 mg/kg 80~115 92~108
=10 mg/kg 70~120 90~110
=1 mg/kg 70~120 85~115
=100 pg/kg 70~120 85~115
=10 pg/kg 70~120 80~120
<10 pg/kg 60~125 75~125
#2 BRELVUCBITDREE Vo A%
ra~< 777k ra~ N7 EDSORERE
ERIFBERT R DM TR ERI DR HEERE O TRERE
MEREEL A~ L A {72 EERAE R TEE(R = EERAE A
(%) (%) (%) (%) (%) (%)
=25 % (H &%) 8 6.5 4 2.5 2 1
=10 % (H &5 %) 8 6.5 4 3 2.5 1.5
=1 %(E&573) 8 6.5 4 4 3.5 2
=0.1 % (E &%) 8 6.5 4 6 4.5 3
=100 mg/kg 8 6.5 4 8 6.5 4
=10 mg/kg 11 9 6 11 9 6
=1 mg/kg 16 13 8 16 13 8
=100 pg/kg 22 18 11 22 18 11
=10 pg/kg 22 18 11 22 18 11
<10 pg/kg 22 18 11 22 18 11

D) HEIELE, A ARAHEYERZED 2.0 fRECHAT S,
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