TSR JREG BRI IEE B A (R O L R HEENT TEF )
B AT E AR 5 O A OF MR 2 BT D i
WFIE o S &
R dn IR aiRiE K O\Eh i i 1= 36 5n iR ik OB S8 (S B4 2 il 52
WHIEEH U STANCN (—) a2 et ¥ —REFHSET

WHFEoHE aH - B T R A AE RIS T
I YaE K AL B T R A AE RIS T

WREE

YA 7T UL O OEEEIE B E T AR S TORWRESN RN
(HBRE) ThoD, SHREEBEIT. EAETBE N OEMINTCHRBRIEEICESE YA
77 I VBEROE OEEO ST R ER L, FOSHTEOEHENEZ Mt 5 7= DR EE
HEEMRL TS, MEEHEOTEO—D2 L L THNBRBEEHERENH D08, ITH,
YA 7 TIVBEOEDOEEERE L2 b OIRER STV, 22T, A
TIIREEHRHEARBAER L, Moy NAXT o 2% Lz, JFE T, FEFE
BEt Lot A 7 7 2 i@ s BRE O S BIE K OSHTBLFR BRI A & VW T2 e Bkl
DT HRE LT,

A vy FAZT 4 HOT< & ATET RO SVE RN 2 F2hE U, BB R OV E M
IR 72 <, RRBIRASA vy NAZT ISR TH D Z & 2R L
Too 73y FAZT 1%, 12 OSBRI KT U Cili s RN & il A L. o il % fig
Hrliz, FEFEEORFHIBW T, ¥4 7 7 2 VgsamaRBiE o K #iIc s 5 K€
UF A ZABEOBICE Y FEOR ERER SN, £ 2T, O A MR
THEDATRAZT 4 HFERLT-E 2 A, FEVFA XBIEICL 2 EBIL, 2O
HEIZ LY Bp 0 | BHETIERECGERAME T L, AfiEcixm EL, Sz, ¥
A7 7 I VBOFH BRI ES 2R TN ENGERER COEINCRIZEE L KT T 2
R S, FHERIEA AN T OKEEZRET 5 TICET HREMICL Y | =
IR DK TR BTz, FEFEEMRILH 2 T2 HTEIC DD T, TR BRI &
DIEMTREZBINT 52 L CREEE — 7 OFBEZZ I TICHET 52 LR AHEE 72

7,

A. HFEEW (. BARTIHERNELE S T2 HsE
YA TIU (LT ICY) EvwH,), Thd, UL, ssETIEHEREE LT
YA 77T MY A (LUF [CY-Naj FERHINTWATZS, ASNTZEHND
LI RO A 7SIy CYEPBRIE SN, B EEER LR bH
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BIAHE STV D, BT EE OB E
BRI K AVIE, SFEE L7 — 5, A
Ty I HEFKROL MV MERHELREND
CYHEM R ENTWDY,

CYEOBRAEESWTIL, FERL154E8H 29
H AT B 22 B 38 550829009 5 [ 7 T 2
VIBITAR BERBIEICOWT ) ORI, A
FI5A-10 H 23 A AH i) flt AR A B3 102355 1 55
K OMEAE B 5102355 15 TR OB G
WD WL ORIEIZ DWW T DORIERG
(LR N@EnaBRiE) &9 ,) AREnT
W5, BAFBEOTAVIKIO BV, @
AL, B DOYA R L, AiEEER
PEF TR T MU U LB & KOG
SENN-Y7masa~FIANT I
(CFEEMRE L, SR8 AT B R 3
Wik v~ 727 (LLFTHPLC) &9 ,)
THET S HETH D,

FRRATFERS T, AR BRIES & SRR
EEFIEELZRE L, a3l T\,
Z LT, GO otrE oM 2 Ml
Lo, REEEHEEmL WD, BER
HOFEOOEDE L THEREEZ B
BENRZET HND0, THE, CYHARRE L
TAMNEIRS S ERAE X TR TV, £
T ANREE A BT HD,
AWFGE TILCY-NaZ IR L 7= K5 B BRFH A&
A (LLT TRRAERE) &vo.) &l
L, NTREEEHONSf 7y NAXT 4
EEETH L E LT,

WEAEE DRFNC BT, 72K HAE T %
RN T RN BN ER ik %12 R
VFARXTREZENTHZ EI2X 0 EIY
BRMEETHZENRBINTZZEND,
ZOHFEAEICOVWTHRT 72D TR
ABT 4 Fi LTz,

F 7o, ISINEIRGRER I 31 2 AR A CY
DOFERICEST DR EBEL TV D
AREMERE 2 DI Z LD WmARBRTE
BT DCYDHFH BRI TRIZK T 5T
FRF I3 2 B R~ D IO T
et Lz,

WEARRE | J@ENaRBRIE & B 2558 R LA
R Teatris (LT THEBLGHTE] Lv
9.) & LT, REo DAl L7Cy 2 e &
WBEELAKETCTY I RAFIAT I TS
fig Lizt%, AKEE(bF b U w7 AHEEME T O
BN AN ERIRSEN-V 7 mF
N AT X RIZFHER(E L, HPLCCHIE
TLHHEERG LT, LU, 4547
HEME THHN-V 7 m~F R R
7 2 FIX230 nmfFaTiZBRVCUY 2 FEO 8,
HERFE230 nmz HWNCHIELZE Z A,
T — 7 BN, LKy — 27 o
W254 nm CRIET HZ L& Lz, £Z T,
230 nm TCOWPEEFREL T D72, Hrklsy
FHEIZ DWW TS R 2R L, BInE AR
ZEME LT,

B. F¥&

1. RE=H

YA T IVET N U SRR M
100. 4% (&7 1 /L SFDEHIEEERL)
REK  mliRik s v~ 777 4 —H
(B R HY)
TER=MI NV @ERE v~ N7 T
74— M (BERR)

s - R (B

R kKRR (30%) : Rtk (&L7 11
DKL)

WAL R A R (BEE7 420
Al A
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KAk R U UL Rk (BT 104
T AL

e~ A Rk (BT v L
ey

FVZFAT IV Kk (BE7 404
T AL

WirEEFERRH 7 2 A : Sep—Pak Vac
tC18 1 g/6 cc (Watersfi)

SRIEA A ZHRE R S T A
Sep—Pak Vac Accell QMA 500 mg/6 cc
(Watersdiy)

2. EERK EERRORR

CYREAERHK « CYDIREEA31000 pg/mL & 7
% £ 9 IZCY-NatZHEfh 112, Omg Z 4B FE L, /K
ZINZ CIEMEIZ100 mLE L7,
CYREHEVAE « CYDPRFEAN100 pg/ml & 72
% K 9 T CYRE HEJFUE & K TAv R L C Rl
L7,

B A R« CYREMEVRIR % 3 B A
L. 0.5~50 pg/mLOVHEZ L L7z,
IHN AR YRS - CYRR MBI 2 6 R L 72,

3. MR
REIDF AP —: b A3 b NS-52
(A 7uaT vy 7 « =F4H)
L Model 4000 (AfF: H g gwil)
AIMTHEER - 1260 Infinity 2 (Agilentfil)

4. HPLCAYHT&ft:

1) F4 BB O /R K OV Fn BRIk 018
Intgsst

BEFH : 72 =KV -7k (70:30)
717 NREE 2 40°C

415 2 : TSKgel 0DS-80Ts

4. 6mm X 15cm (5um)  (H > —#)
Fii 1.0 mL/4y
FEANRE : 20 uL
HERE : 314 nm
2) B oHTiEOW R
BEMH : 72 h=HKVU 7K (60:40)
717 LR 40°C
# 7 2 : ZORBAX Eclipse Plus C18
4.6mmX25 cm (5 pym) (AgilentHil)*
X OEEAET LIIMEY — 7 &4
T D72, BT Clom R
EDOLDEVEWD T L&A LT,
Fi 0 1.0 mL/%y
HAE : 20 pL
HIERE : 230 nm

5. RERERVEER

BB A AERFIT, CYDPREEN0. 5, 1,
2,10, 20, 50 pg/mLE725XHCCYEE WAL
ZAKCTHRUCHR L7, EEIX, Mg
RREIZ XD FE R L 7=,

6. FEARBIOIERIGEORS

1) HEp

7= < AT WRFEHE A A U RAsth)
2) RIEFIA

A B IR IR FIE L, PR 234F
AT BRI EAF BB A (RO R SR
HEMERF TR 3) et TR oM
B A5 BRFA AT (2 d5 1T % i 1 A A SR Y
SRR ICEE T o098 (2 01) —Hik
A A OB D E R BE T 2 AR —
D M OVER 244 B RS 5 TR S AR S
B BRI A 3 E AR o E R & {5
PEREPRIZBE T 20828 (2 01) — B L 2RI
B REOERICBE T 28758 — 1 Y2 T
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Fhte S 7 RARIE T IZ VB R Z RN
TOHMEICESWTEm L, T72bb,
72 < B AIET (EEH10~15 cm® FIAR)
I, MR TN Ay El LT, RERIE, CY &
LTC0.2 g/kek 725 L H12CY-NalZ K % N
ZCHRB U, £ LT, EM AR IERLEA
Lil(w/w) & 725 X 914 CTRIE LT,
3) R{EMIM
RIEMIEIX, 10 2, 30 7, 14, 21, 28,
B4R & Lz, BIAE., 1< HATEIT 2R
R HEY T L, S, S 2 BRr< A3
M M O D 3ERALIZ 43 1T, E AL E LD
CYIREZ ST LTz, T, 72 bAE
JEIRY B L7 ORBEHKOCYIRES 77
Hrii=,
4)  FRMES O & R

7o HAEIT ZREREOREKR (CYE L
TO. 2 g/kg) IZTHFRE L IR 5 B
DL, 7— K7 ety —Ccuy—(k
L. &fESE Uiz, BRAESOCYIRE % /347
L. ZOfERERZEMERBROOAM & L,
[FRRICEUR 2 /R L, —20°CIZ TIRE LT,
TREWIRIT, 28HH., 56HIH., 84HM & L
Too WMBIRER. CYIREZ O L, ZEME
Tl Ui, BRI ORI, iR
EZHE > T, BB & K CH L7214, 1471
REVSA I L, EX L. FHERLL
THE L7z, 7o, EFRERTRET, MR
BEDORRFHZIBWT, 72 HAEITEH W
IMENGRER I TR T 23 R S
Tele®, B L DR TRITER L,
AR BR VA TR SR DG % 21",

7. ABEEETERED M2y PR¥
T4
1) A ARE O fER

e HABETZTHMIRIE L, BIEER»
LIV L, 7— K7ty —CHIEIE
—fb L7, ZhNEEAMAARS (R AFL
V/RY F L HURER) 12300 RS TE
L., BEET20CTHRE LT,

2) IR S AR

TERL L 7= i VB O B B L, ARt
B (ERL - 383269 5 F CoMIc A AR
BN D10 ORI 4 BIAER IS L, %
N B2 ERIL, ENENITHONT
WEZIT> T, —maWaT52 &1
LV LT, 7ol BWEMRBROME R A
ZEMRBROOAM O DL Lz,

Fio, REARE O EEIL, BEHIR
A LA 7 A el B 1O 1o % L CCY IR FE %
SHTL. EREO0H B ORI R & ik 5 =
LIZXVHE L,

3 N vy NRET 4 DEN

NRA |y NAZT ¢ OBELITFF5ELL
HA~1281247\V SIFEBIIXFTH1288B CH
o7z, 12H20H, AEMAREZEEE (K
H) 12T, FEMEEAE A — /LI TEM
L7co oMt RO T 62 H29H £
T& L7,

4) WG RE R ORERT )71k

R R, R EE NS A
X —REHFEET N EM LT D R
T A ARG B B AV 1B Bk
(BTl d6 X O VAR 722 & W 72 3
i) & a X2~ R (Huber® proposal
AZ X B ) TREEHENT LT,

RGO FETIE, T—H 7 ) —=v
7 (IMIREE D 1/10LL F L 105 LA ED#H
il 2 G T B O BRIL) 1 X-RE B K Y
z - AATIZ K DM & FEli LTz, Zeds. A
FREEICR U B XE LN TIE, B D 70%
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K ON20%% i FEEBERRAHE (LT

TLCL) &9 ,) RO EEEBRRRR (B
T~ TtucLy Evwo,) L Lz,

2N NFROFETIE, 747
V== 7 %47V, IRDWT2HRAZ U —=
VITELTAYT v e 7 V== (AY
T AT U XE0%DOHEBEE B R T-T —
B DERSN) ZAT > T21% . Huber® proposal 2
DOHETE YN X D FEFHRAT & Microsoft
Exce\Z X0 F2fi U7z, E7, HBMREEIZIE
MCBHRD 7 1 75 b Robstat. xla Version
1. 0& Tz,

B, AR A 7y hRAZT
4 (R 12) THLHZEDL, 2O
MEHBEATE RICHOVWTIEHL T THEE
T—RIZEDDL LD E LT,

8. FREVIAXHHICETEIaTIHRR

27 4 GEINEE)
WEEEORFHIC LY, < AT EH
W2 ESINENGGRER Tk THiH L 72, &
EUSA AP TRZENTHZ LK
0 EER [ TS 2 AR SR, £
2T, RIS AT Y A REEE BN
T5Z & THIEMEIZERNEL 0G0
Bt Uiz, fiiiE & L CEmiEE2 v Tn
=B IEBZ I, BT = — 7 I3 hi
IZHREV A A TR EZ, £/, K
Ex2 W TW SR IX, HhisKin T
DIME L ERBEREDO IR T YT A XHh
M TREAZBEIMLTHord 5 X O KL 7,
AT RALT 4 OWEEROBEZ, A
2y NAZT 0 OWERKRERE O HERIZ X
VAT -T2,

9. FHEMLFFE OB GEMBRF)

FANENGRBR I B\ T, CYDFERILIC
B4 2 R 3 BRI 52 8 2 ] E 9 T RE
MERE 2 Bz, 2T, BRI EE
FAETIRR 2RI 2720, FEARC
T 5% TR kwfﬁﬂ%%%¢6%%
R, ZOENE~DREL i LT,

W&Lfo1ym®m@&%%ﬂb o
WAKLICB T HTOoD 2 A 7 (DR

WHRET N v LRIEL A%, Ol
L <IRE 5 Licth, @ LaREL -,
@KEZERE L%, OKREBEKET N
LR EIMZ 2%, @17 E 5 Lok
FO@im L BELT2%) @9 BTl
DIZBNT, FBEIZ T30y (O~Oix104y
H3EN) FiEDO TIRRZRIT, HELMHREL
7o PFETC. W T30 8 E 1T O M
FHATV, MEREZ R L, BELIoiRE
KAIC BT 2B 2 883 2 TRE T O
HERE % X312 7”9,

10. FHDITEOLR
1 ok
BrERATHREATW AL YUY
2a—A, TNA—_RY—=Ux A DWALTEY
— KO Fzaab— eV,
2) BRI O
AEHO0 g2 BV ED . K70 mLE Nz T
WIS KB CREIZIS U CH T ARET
B L O 16 MIMEN L 7o, WmEI%, K
ZJINZ CIEMEZ100 mL & L7k, iR
—HZERE L. 3,500 rpm, 104y [ 05y B
LT E@EKLI0 mLA & DY | Sep-Pak Vac
tC18 (1 g/6 cc) K RSep—Pak Vac Accell
QMA (500 mg/6 cc) & Z DNAFFICHEE L 7=
b DIZAM LTz, AR ZETE%, K 10
mL C¥Ei L7=, Sep—Pak Vac tCI8 (1 g/6
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cc) whRFE L%, Sep—Pak Vac Accell QMA

(500 mg/6 cc) %Mk (1—100) 10 mLTH
S, Z D% R & % (1—100) T10 mL
& LCHhiHIR & LT,

Fh 2 mLIZ8 mol/L¥EFE0. 5 mLM O'3%
WEERA KO0, 5 mLZ& N2 T, WK
T30 MIME LTz, Z D4Rk 2 I b
F FU AL g, 5 mol/LAKEELT FY T A

KEWE2 mLE N7+ b=k U /5 L& X,

IR E 5 L. 3,500 rpm, 54515 L4y B
L7z, 7=V VEEZEILL,
0.1v/VS NV =FALTIVERFETE =
N U VERHE100 pLA TR0 1 (v/v) %A~
SANERETE =R Y LEK200 ulLzhn
ZIRBFL7, 7B =R AL EZINZ L ES
6 mL& L, ZHZRERUKTEMIZI0 nL&
L7t OB BRIEIK & Ui, & OB %X
4T,
3)  WSINENNEAER
ISR AL PV a—R, 7
N—=_Y =T 5 DATEBY —KROF =
a L — hOARSIZIRM L, 3PHMTORME
INGEABR 2 i U 7o WINIREZ IR, A FN64ES
H 8B T A A FLFE 030855 1 B-fd £ B s
03085515 [T 5L O SR 7y Hrik
DFZUYEMRTA RT74 ) OFEKRLEN
56 2 R dn O &SI 3Tl Ok
IEIZDWT BT TR & o & siimy oy
WHEDZEHEMBE T A RT A4 ) (BLTF T#
WMHETA RT A0 En),) icik3&
BE120 pg/gd Lz,

C. D. HEABRBIUVEE

1. BREHMOBRE

72 < & AAET DR IEMIHIC X 5 CY IR E
DR EALDOFER Z F1I~A K OKBIZR L

7o

RAEMKLE BIZ30) 2 38N OCY IR E
1%, 442 T0.0853+0. 0128 g/kg, Hh 7 A B
< AL FHTT0. 0797 0. 0150 g/kg. LT
0.0844+0.0144 g/kg TH V 1= < HAIET
AWMV LEEORBEROCYRE
0.12620. 00376 g/kg &V KgAK - 7=,

Z D%, SEAAL OB TRRRFRIIC L |
ZIEHIETH MBI DCOVIREIX, ST
0.0973+0. 00137 g/kg, #MZ A< S
T 0.101£0.00290 g/kg . H O # T
0.100+0. 00244 g/kg& 72 0 (T DL
WCHBFIOYBRBLIZEEX DN, £
To, e HAET ZHY 1 L7 %ORIER
WOWTHOVREZHELLEZ A,
0.100%0. 00355 g/kg TH ¥ | 7= < B AIEIT
DEFNL ENFIEFRE CTH - 72,

RIEHIMITH B PAREIZ 31T 2 3T AL O I
Eix, i —ETh v, ZEHHSIA I
BT HCOVIRE X, 4 T0.0992+0. 00131
g/kg . A& BR < 4 m T
0.0976£0.00172 g/kg . 1 > # T
0.0985+0. 00604 g/kg. 7-< & AJEIT & HL
D H L 72 DR E#K T0.0954+0. 00281
g/kgThH o7,

VI EofER &0 fia AR ORI &
ST, BESHMZTAME TR L L
77

2. RAES O NE

RIEMOCYIREIIRSIZR LI ERBY
0.100+0. 00254 g/kg& 72 V) . BAF7piE 5
WL, BIEROBEHREEICRIT 5%
TEMEBR O R A2 FK6 L OXGIZ R LT, 7k
BroCYIREIZ, WEWfkfF28H0H T
0.0984+0.00274 g/kg . 56 H H T
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0.981%+0.00141 g/kg . 84 H H T
0.0985+0. 000499 g/kg& 72 - 7=,
AEMIERIOR B IZ351T 5 CYIRE % 100%
& LT28HH, 56H HKU8AH H COLE
MEEHLEZEZA, TNLENIS. 1%,
97.8%, 98. 1%t 72 o7, LLEDRER LD |
WA 84 H ISR B L2 EME IR FE &
WTWD & LT,

3. AMEEEERED M2y FRX¥
T4
1) Ao S R
A B OB B R ORE R A KT,
LEMRBROM R ZRSITR Lz, HEM
AREROFES (0 B) 22—t @0 rric
Ko TRHMliL=& 2 A, JIEEA30. 0980+
0.00215 g/kg, FHXHEMERZE (RSD (%)) 73
2.2THY, RBHOIELSXIXAETIX
72 < (PfE>0. 05) , FAAFFEHI 0 IcBE
&I L7,
T, REMERBROME (82HH) 1,
HEEAN0. 0971+0. 00212 g/kgTH Y . ¥
BB COMEZ100%E L CREME

BHLEZEZA,99. 1% o Tz, 2D,

A MRFEEHT, HEMHTZETH oL
b L7z,

2) NAay NRAZT 4 FER

I RROME

T RTOSMBER > & HIR NI R %
ZRE LT,

0 IR DRk
SN2 BE O R E T, BT LY 35

B, KHH LN OREBE T b - 7o, ATl I3,

HPLCZ i F U 7-HEEE N LOREREI T H v | IiRIK
Ju~ 77 7EEGHE (LLT TLC-MS)
LW ) AL KK v

77 78T NEESHE (LT TLC-
MS/MS) &uND ) Z At L 72 BERE 23 45 1R
Toholz, LCMSZMEMH L 7-HE & LC-
MS/MSZ A L72#§RRIX. &5 6 &Kl
EEHEHA L, CYEFERbEFIclE L <
Wiz,
SNRERE AN L= 00Tk o B R
B 7 S & LU R IZ R,
1) dEris
KEEALT b U T ARSI & BT NIR
T BTN & U 7= FEBE S LEEBE & -
77
i) K s
A 24T 9 A, AREHZ K Z N2 Tl
SrfEiR & 9 LB BRI & > 72, K
RO KEZBMRBRIEL Y £ L
T-KEBEAN3KERE (T0~100 mL) &H 7=,
INERHIZ AR —F VS VTR L
T REBE SRS B > 7o, INENVE . KERAL
TR U 7 AOKVERR CpHIHEE LT h A
AT v T UTHEBE D I & - 7o, [EAH
FE B A FEHE L 7 o T BE B 23 3B R
(LC-MS % fifi FH L 7= B B8 & LC-MS/MS %
A LEEEET) Hol,
I E O AT R
A D FEATHE BN DWW TR IO KO,
BI7~101273 7, #ERFGT A TlE, 4126
BlcBW T —4% 27 ) —=v 7 TRt &
NIRRT AR o 7o, BB DY fE 1
¥ OfF  #£ 1L 0.0947 £ 0.00875
g/kg (RSD (%) :9.2) Tdh -7z, XEFHIX TIX
EHRARIAOKBEITBD e o T
2N (K7), FEFTUCR (0.0137 g/kg) %
A8 ToHEBRIX IBERS (0. 0155 g/kg) iRl
- (28), F1-. 2z - A3 T OHaxHEN3LL
FOBBIERD Sl hodz (1X9),
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—F, B RANFXTIE, T—H27 U —
ST RRADT e 7)== T TR
ENTHEBNE e o T, BB r xR K
A £ v N R R R 22130, 0948 &
0.00823 g/kg(RSD(%):8.7) TH -7z, z ~
A a7 OfEHEA 3L EOERIEFE D b
IRy o hy, 284 B3 OFERIIT AR (-
2.05) @BHHN (1410),

PE ke 7 AT T RE BRI C UCR% 8 % 7= B%
BEu "2 hHFRICTz -A a7 O
2L EToH - TR — DB ToH -
Too T2, YZt&ER 6 OWEEIX, %
WMMEH A R F A T IIT D ELEE K O
O EEME (EE %) : 70~120, O TR E
(RSD (%)) <10) Zi7= LTz,

4. REVFA XHBICBET 2 IARX

2T 4

A2 MR O 3 ATiE O TR
v%%X@W%meé_&T@m@;
RN ECDEPRET LT 2 A, it
BIZE > TEORBENRRDL D L5
72

F. BITETIEAE Y 0 I #E
z E ML A o ¥ E T
0.0948+0.00724 g/kg T, FE T A X4

HEEZ £ Lo 28 O FHE
0.101£0.00910 g/kg & Hlzd 2% £93. 7% &
720 CEEESME T L, ZOJRK & LT,
RE VA AN LRI X 2B 0E K
NEZ BV, ZIEREN O ZREY
FARXFH L TEIE~AN HERICH
FREROBEIENECLEEOBERANFELR
7o AFERTE TIXREH 2 920 mLoOFEHT
IR L IRFI L. D EOBIT NI E AV TFE
WETF 2 —7NICBET o TND

7o, BT T A I TRV TENT
KT 2 =TI TEEDOREY T A —X
w DY Z 7 ’ﬁ%?%éLﬁWﬁ@
WELDELERY | 5372 B T
STebDEBZBND, T?v%%xmﬁ
TARENENRICADREZ RIT TR L
ol Z Enn, REVIA X TR
BENTEICARNETH DL EEZ BT,

—J7, KHHIETIE, AT VA XHH
BEZ £ L% A0 FYEI
0.0948£0. 00725 g/kg T, T T A A4
HEEZ £ Lo 2848 0% E
0.0925+0. 00796 g/kg & bifi 42 & 102. 5%
L0 HEREND 5T (p<0.05), 728,
SEEEO R ERNIEICE EFE oK L
LT, ETBEME L RRIZAE DT A
HITRICE 2B OBRENEZ DN, £
7o, BTV A R TRIC L 2 #BEMED
BB ERE LTHEx b, BfEEIco
W, BEOBAEENDS THREDTA
A LA CRUBF A I 92 2 & THh
HR DRI & 72D | Z D% O EE SRR
RECE TG R IC PR L oo 72 ) BOER
NEELNTZ, ULy, i TREZOR
EVFTAF—FOWENZ BB D A
e mOLDEEE W o T TRERIT SR L
REVFTA A TRERZEIVAEHET S

CHEERLIUBREZRTHLERNSH DD
DEFZEZ BT,

Z LT, BSINERED @ F e BRIE D &
Balh T REMZ CWEZ &L EYHEE
I O RERBEREE 2 bz, IE
EEDIFFEIZEB VT, KR O K &1
DR HR 23 BN [EN GRBR (3517 2 [BHIN R
M FIZORND Z RIS N, K=
RAZT 42BN TH, HEE OB KR
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MEOHEIMCHEE L Vo YO 2 B
T D FREE#E LI, REY
A X TROEEN NS kol
DEEZ BN, AEIOFEZINEERE D5 H
LA SBITHHREOKRIZON T, 5l &k
EMFT 2 Z ENEEDOE e 5 W\ EiZ
BRHbDEEZD,

5. FHEMA(LRFE DR

CYDFHEAMRACSE R & B =R & D f
PSR A K1 L ORI,

FPRIBTOFHBICHOWT, ORI H
fe MU D LARIEE AN %D D@ L
DEELT-RAKBERE LR E TICRT
2 EE T, BRFFRICEIERAME T LT
7o WBEUNEEZL T IE70IZO155H
WMLLIEL ) LIB%OFETHD, 10T
1X77. 9%, 304 TIX48. % TH o712, E£7-.
FE R 28 B WVIE CREIEROIE D D& §
REL poTe, —H, OKEZERELZZ
DIBEOFHEIXENRICITEAL CEEL
IR oIz WITHIE TOFEIZ 2N T,
W DBV TH [BEIRIC AL
BRI ST,

PLEX Y| |\ T TCoOFEMRETIE, K
J@&BRETDHETICET LM OE IR
CYDEURIZRET H Z LR I,
FURDOETRIE S S E iD=, KiE
PrEE CoOLRAZNEICERT LHZ &0
METhDEEZON, 1o, BN
% ALPRIZIETH 2 B 2 5560, BHIC
Rz B THEEZHE L RITNIE R bR
WA, B2 mERE T D 2 ENEE
LWsDEEZ b,

FEVEVR & ARk, 3B~ b U v 7 Z4FTE
TIZHENTH, FEMEAIZHEAL TS

KB % BRFET 5 £ TICE T 5 R 23 [EUY
R L FIF LTV D DENIZONT,
=L HABETREZHNCTHRE L=, £
R, ERR@L@oMIcHE TR (3047)
T E . 30HMT TOWRINEIGER O
[ ERILT79. 9% Tdh o 7=, B~ FU v 7
ZFE TIZB W T HFERILTOKE %
brE9 5 F TICE T HRFHIACY D B =
BT L 2 ENHRENT,

m¥, ABROERKE LT, CYOFER
ThHNN-YZ7urr 7o~ T I
Y OFEBNE 2 DTN, RFFRIZEBNT
FRE OB EIZIXE S o T,

6. FHIHEDOHR

B EOURAIEDO I n~ 7T
L& I21ZR T, #-IRE TR OE A
IO RMEY — 7 2 RESEBTHZ &M
TX.230 nmTCORENAIREE B 2 b,
TPV a— A TN—_RY =Ty A
DAZEBY —KROFaal— o4 M%E
AEHZHWT, 10, FHESIMEOLE 2)
RBRIEIR O T ELUZAE > TIPHT D WMENL
AR (IR - 3O 20 pne/g) % %0 L
T=o BRI DT T 27 FE R OUINEED
RENR 70~ N7 T A EMIITR LT,
Bt Lo Ty, 7907
AREHICYDERZ I EFET 20— 7 133
DIV o To, BSINENGRERIC 1T 2 5
R OMATHE EE DRRFSRE SR 2 R 121R L 7z,
FLorTVa—A, TNh—_RY =T ¥ A,
DAZEU—KOF a3 al— kD4R Eo
EHENN T, EE 499, 2%, 100. 4%,
102. 0% TN04. 6% Tdr D . T TOFEHT
BWTRAREUETH > 7,

N-2 7 BAF NN X7 2 R2230 nm
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IRV & £50, WEFEEORE Tl
R TR A i L 7o o 7o lesd, K
M —I NEhoToZ b, K —7
DL 7e2bd mmEHWTHIET S22 & &L
Too ARRET Tl IR R K DR TR
ZiBANd 2 Z & 230 nmCOHIE A AIHE

720 . 254 nmCOMIE N Hb A~ E REE 2 E
2L,
7. SBDOEHE

SNSRI E DO XM ay hAX T
L RERRB Z G L, 2

T bABITEZRFERNOID L Tm
HRE T D L HERBRE T ENEZ I
OThHDH, WERELERIET D20 DFE:

D—>2L LT, RIFBIDIRIMNEZEZ BN D,

T SABIT IR ZIRINT 22 L1
DWTIE, ARIFFEDIE & 7e o 7o 2347
Jo OV 2448 D J2 AR 55 il B 740 98 2 4l
B& (B OLEMERHEENT IS 2E)
MR EIC T, YL E VR Z W THiET
RENTWS, ZOYVNLE U EECY &G
TS HABTIZRMT 5N TEh
X, HEAREBOEM & L ToREME M
L&, omAEHEE BT LN TE
Lz, Lo AR RTRERRE 2T
HHDEEZ D,
FHOATEO L R T, &R EICE
T HMEE U CE R E TORME
IR, E D7 v~ N7 7 KATEITHS/N
DOWEREITH) TETH D, £-. MLz
4R S DA O b A O T2 RN ARG R &
Fhti U FBLHTIE OYEREREm I DWW T
TMEMFT L TETH D,

E. #Ei&

T2 HAETEIEME L TOYDREEE
PEFAA A REHER 237 7o, 2 OfE R, TH
W ORIE T2 < & AJET O DCY IR
EEY—eTE, £7o. 1Bk LI-RE 284
HEWEEE LEBOZEED BETH
ol BLEED | 72 HAFETIZCYDIEH
i B 8 PR AR BB )i C & 5 AT RedE
MR S 7z,

HEEHHEDO M2y NAZT 130
EHBREBOYEER OZEEIZRIFTH
oz, Elo. 2RO WEEIL, 7ERTT
KB L AR N HFA T LT,

A7 7 I VBRBIEICBIT D REY
T A XfhH TR OBME, BEHTE TrEEIR
XTI, KHETCEm w7,
KEHEIC BT 2 EINEEZ L0 M s
Hmh, REDF A RHH TRICIIE R S
WENNELE X vz,

CYDFHERILIZOWTIE, FHEERIH %
BALThoKEEZRET S EToO LR
WZRE 20 5 2 & CTRINENK T L,
BRI OB 1T, BEERA L 0O FIT B RRF ]
WCHEET D2 ENEE L RIBI N,
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TREZEATDHZEICED, K —7 %
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L. Fw3CFE
7L

2. FEFER
7L

H.  ZE9ETA M O BRI
1. FFEFIUAG
7L
2. FEMHRE
7L
3. T At
7L

2B LR

1) EOCE B | R R B A
https://www. mhlw. go. jp/stf/seisakunit
suite/bunya/kenkou_iryou/shokuhin/yun
yu_kanshi/ihan/index. html

2) NEEE OREM, R &R
Y7 SRR 23R TR AR G B R AR e A B
& (Bidh DL EMERHEENTTEE ) T
ot & TR EEHEMEICBIT D
i IE R A RUBHER &SR C B D

BHFE (2 01) —BEE AR AT AR O/
BB HAF%E— 1 (2012)

3) /NEEE— I ERE, gREm, &
T o SRR AR R AR S B R ST B Al Bl <
(B O LR HEERF L F ) T
Wty TR R AR S ORI A 1 A
B O E SRR G &R MR T B9 2 P28
(Z2D1) — BRI A TR A SR O (R
(2B 2 mF5E—] (2013)

4)  —fRAEEREAN R IR EY U —
REPHTFERT « [20225F 5 R dnfr A S B0 RS
FEE BAH ARG RS ) (2023)

5)  Analytical Methods Committee,
Robust Statistics — How Not to Reject
Basic

Outliers Part 1. Concepts,

Analyst, Vol. 114, 1693-1697(1998)

6) Huber, P. J., Robust Estimation of
a Location Parameter, The Annals of
Mathematical Statistics, Vol. 35, No.

1, 73-101(1964)
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IV NPE S

M1 VA7 7 UBEOEDEEOHE (EERERE)

a BHHTIE b A%
BHTNIE 20 mL /K40 mL
(BT = — ) KT G 1553 AL
ZEKGBUVV L W EI% K % N 2 CIEREIZ 100 mL
F o —7 L0 % E D e
200 mL o A& Y £ & &% [Ei& 10 ml]
BHTAMIEH2C200 mLIZ A AT v 7 WHEARH S 7 & (B) KO
BRERF () GRIE A A ASHE R ) T 2
BT (IR, 24~48 i) (F) ZEHELELOICATN
BTSN = iR W (K10 mL% @)
WAHEARTH B T & R
g (1—100) 10 mLTigfaA» 4>
HREFR S T L0 B YA
Vi i

B 10 nl ST A HiRE E

Wifg (1—2) 2 nl

~FH o bl
WHiEFRIES b U v 2GR 1 nL

WL 1IHIEYE 5

304y

NS SR

RET

5 w/v WREEKFZET NV 7 AEIK 25 mL
153 R L 5

Ly i

X1 BAIE : b T R U A 100 g & 0.01 mol/L MEERIZEAME LT 1000 mL & L7=H D
X2 FZATAME - 0.01 mol/L M
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2 FEEEE LR A T ROE ORI I 1 D 43 pTik

7K40 mL

WK HR T 1557 [H N EA
REVFA X (14H)

A% K % N 2 CIEAELZ 100 mL
105 B

B3 10 ml

g (1—2) 2 b

~FH 5l

W RET Y U LAREE 1 ol
WML<1HIRE 5

105 B

KIE ZBrE

FEroH

5 w/v WREEKFET MU U AR 25 nL
13RS 9

L5y B

- 116 -



3 HEMKcBIF AR OBHEDOS A I T

CY-Nask#i (CYE LTloug/ml) 10 ml)

g (1—-2) 2 mL, ~F Y% 5 ml, WIHERES MY 7 LA5HE3E lng

LIRS 5
E@@
J& 7 bR

XY UE <@ZI

5 w/v WREEKFT MU 7 AR 25 nlL 3

oy & 3

H

&
tl>

%

]
M
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X 4 BrEoTiEOS R E

N
rd

7k70 mL
KSR TISHMME (WEICISLTHSRABETERLEND)
A%, kZEMZ TEMECI00 mL

Hi% 100 mL|

MHBEO—ERZ R L . =D o8 (3500 rpm, 1053)
Eik 10 mL
WHEAMEND S L (B) RURES A ORBERBE DS LEEREL
LEEREAR
7K10 mL% &
ERmELI— ) v CERE
158 (1-100) TERAAURBEHA—FY Yy OHSAEBEL, 10mLIZART YT
ik 10 mL
BERE2 ML E
Wik 2] W RTT FEOBRIBRENTERT S)
158 (8 mol/L) 0.5 mL
BEEKFRK (3%) 0.5l
FhEEIK B R T30 R ME
RS
B/IEF DL 1 g
JKEEAEF B o LoKiEK (5 mol/L) 2 mL
TEr=FYIJ  5m
keSS D
=D BE (3,500 rpm. 55FE)

7

£ r=FJLE

FUIFLT7IY (0.1%) ZE A= RYJLER 100 pL
IR YAIL (0.1%) 7 b= kYJLEKR 200 pL
FERZRYLTEMLIZART v T

KTIO mLIZART v T
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#1 < HAET O O CY IREOREZE
R 1HH 2HAH 3HH 7THH 14AH 21HH 28HH  84HH
X (g/ke) 0. 0853 0.0866  0.0964  0.0973  0.0980  0.0998 0.0978  0.0992
SD (%) 0.0128  0.00229  0.00480  0.00137  0.00125 0.000916  0.00195  0.00131
RSD (%) 15.1 2.6 5.0 1.4 1.3 0.9 2.0 1.3
B == (%) 85.3 86. 6 96. 4 97.3 98.0 99.8 97.8 99.2
(n =5)
F2 < bARET OB zBR< S RE) O CY REORERZE(L
R 1AH 2 HH 3 HH 7THH 14 HH 21 AH 28 HH 84 HH
FHIE (g/kg) 0.0797  0.0879  0.0993  0.1006  0.0999 0. 102 0.101  0.0976
SD (g/kg) 0.0150  0.00407  0.00295  0.00290  0.00399  0.00169  0.00136  0.00172
RSD (%) 18.8 4.6 3.0 2.9 4.0 1.7 1.3 1.8
EIESC) 79.7 87.9 99.3 100. 6 99.9 102.1 101. 2 97.6
(n =5)
K372 HATET (FLER) D CY 2 Ot 21k
R 1AH 2 HH 3 HH 7THH 14 HH 21 AH 28 HH 84 HH
X (g/kg) 0.0884  0.0980 0.103 0.100  0.0986 0. 102 0.101  0.0985
SD (g/kg) 0.0144  0.00279  0.00242  0.00243  0.00228 0.000400  0.00146  0.00604
RSD (%) 16.3 2.8 2.3 2.4 2.3 0.4 1.4 6.1
M =R (%) 88.4 98.0 103.5 100. 5 98.6 102.3 101. 0 98.5
(n =b)
F 4 L HABETEEY B L% ORIERD CY IR DORRZEL
R 1AH 2 AH 3AH 7THH 14AHA 201HA  28HH 84 HH
X (g/ke) 0.126 0. 108 0.103 0.100  0.0990 0.100  0.0983  0.0954
SD (g/kg) 0.00376  0.00343  0.00324  0.00355  0.00183  0.00421  0.00157  0.00281
RSD (%) 3.0 3.2 3.1 3.6 1.9 4.2 1.6 2.9
MR (%) 126. 4 108. 4 103.3 100. 0 99.0 99.7 98.3 95. 4
(n =b)
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5 72K & ATET OEALAED CY i DRERFZEAL
130%

12.0%

q—:% 100% ‘:ﬂ

0 7 14 21 28 35 42 48 56 63 70 77 84
i2EHE (H)

——SE DSt EROMRER A dLEl —O—IRIEHE
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5 RIEMD CY B

(S
I (g/kg) 0.100
SD (g/ke) 0. 00254
RSD (%) 2.5
B == (%) 100. 3
(n =5)

%6 HIESOBBRE IBT 52 EMRBREE R

PR IR 0HH 28HH 56HH 84 HH
T fE (g/ke) 0. 100 0. 0984 0. 0981 0. 0985
SD (g/kg) 0.00254  0.00274  0.00141 0.000499
RSD (%) 2.5 2.78 1.44 0.51
LEVEMERRF DIREE/0 H B DR EE (%) 98. 1 97.8 98. 1
(n =5)

6 IS OBHREE BT 5 2 E MR B E H
110%

106%

100%

95% 1

a0%

EHEIR R
}_

85%
80%

0 28 5B 84
REHE™ (HE)
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# 7 PAEMREOMEAL (0 HH)
FEIE (¢/ke) 0. 0980
SD (g/ke) 0.00215
RSD (%) 2.2
FiE 1.20
FIEWCH 2 A EMESR (PH) 0. 958
FKHE 5% 3. 02

FIEO B BT (9, 10)

#8  WEMREOLENRGFER (82 HH)

il R
¥ (g/ke) 0. 0971
SD (g/kg) 0.00212
RSD (%) 2.2
22 TE PERERB IR DR L /Y B MR IR D IR (%) 99. 1
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£ 9 MR X D WML R

[ AR B % 12
T—=H2 7)== T X DRI 7L
T — 25 (A% 12
T (¢/ke) 0. 0947
IRER 7 (g/kg) 0. 00875
X HX 2 X % 3 LCL : 0.0663 g/kg. UCL:0.114 g/kg
x <LCL 0 FBE
LCL=x =UCL 12 #&E9
UCL< x 0 F&RS
RAEPRXNC & 2 5FAM UCL - 0.0137 g/kg
X <LCL 0 F&R3
LCL=x =UCL 11 F4R8
UCL< x 1 B
72=A A TN X B M | z7=2=27 | <2 12 #B4
2= | z—2a7 | <3 0 F%ES
3= | z—2 a7 | 0 F& R
LCL : TEREBRRRIAMR, UL« S BRIR AR
# 10 w N FHRUT K DTG S
ATV e 7)== T2 KBRS 7L
T — 28 (2% 12
o 2 EHE (g/kg) 0. 0948
1R MMEHERZE (g/kg) 0. 00823
7=A AT\ X %A | z7=2=27 | <2 11 F&BH
2= | z—=2a7 | <3 1 #&RE
3= | z—2 a7 | 0 H& R
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7 fERITRTOXEHIK

0.1200

0.1100
‘&
= 0.1000
N —o— iR

EE

&
i 0.0000 —UCL=0.114
Jﬁl (L=0.0047
2 5. 0800 - — = (L=0.
i
= — —LCL=0.0663

0.0700

0.0600

8 5 4 3 12 1 7 2 9 6 10 11
a— FEE
X8 ftkFATo REHK

0.018

0.016
_0.014 c\
o
S 0-012
g 0-010 -
e
& 0.008 ——— UCL=0.0137
0 — — = (L=0.0065
by — — LCL=0.0000
= 0.004

0.002

0.000
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9 WERFATD z-2a7

3.5
2.5
1.5
N
3 ——n 7
0.5
X — =3
Y s -
-7
1.5
9.5
8 5 4 3 12 1 7 2 8 6 10 11
a— FES
K10 BAZXRERTO z-2237
3.5
2.5
1.5
N
! —_—— 1 7
K 0.5
| .
Y s -
— 173
1.5
9.5
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£ 11 FEEIZE T 5B OFE & E

(0.1 g/kg IZTHREHH)

FriE e 0 4y 10 4314 30 4>[H Rk 30 43 M
o 0. 0947 0.0727 0. 0979
O HitEH#RET Y v AREE AN
+0. 00359 +£0.0112 +£0. 000341
\ ] 0.0779 0. 0487 0. 0986
@1 S LLIEE 5 Lzt
+0.00489  +0. 00899 +0. 000560
- 0. 0948 0. 0581 0. 0994
@5z Ly B L 7%
+0.00189  +0.00373 £0. 000737
0.101 0. 0965 0. 0996
OB ERRE L% N. T.
+0.0014 +0. 000166 +0. 00109
. ) 0. 0988 0. 0998
ORBEAKFET NV U LEREIN 2 121 N. T.
+0. 000792 +0. 000646
i 0. 0998 0. 0989
®1 5IEE 5 L= N. T.
+0. 000982 +0. 000665
- 0. 100 0. 100
Dz B L 7= N. T.
+£0. 00128 +£0. 00112
(n =3)
(g/kg)
N.T. : Not Tested

11 FHEREICB T 2B OFkE & PRI (O~@D#)
110.

100,

0%

0%

0%

0%

0%

0%

0%

0%

——“—““M“wmuﬂwmﬂﬁﬂmﬂﬁ

10
BHERE ()

20 30
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N ARk
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—A— OFE LBl 218

=-B-- OREIEREET b U D LRAE
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-0 -QIFHEL (IREDLE
(e
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12 HSIEOWRATRO 7 v~ F 7T L

mAU 1
2500
2000 5
1500 3
1000

500

FREFRFRER. (0 ppm)

(S FI44E B 52

e R AT

0

mAU

250
200
150
100

50

REFRHFRER. (0 ppm)

min

HR%

mAU 7]
2500 q
A

2000 N 4N\
(IS 1 \
1500 ‘\ ‘-\,‘ 1 \ “ ‘I

1000 |

500 | |

15.365- CY

B AEEEER (10 ppm)

(B FI44E 5=

KR AT

<P K>

mAU
200 +

150

1004

50

B AERER (10 ppm)

R

55554 - CY
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< 13 ik (BE%) orua~ 7T A

mAU 7]
3 Th—x_Y =¥ L
6_
4,
2,
0,
mAU ]
'] TNh—RY =T v L
5 (A, BRI L L T2 ppm)
¥ :
g :
5 ‘
7 4

mAU ]
8 DAZEY —
6_
4,
2,
0,
2 1 3 8

——5561- CY

.
oo
=
S
=
=
=
3
=1

mAU

8 hAZEY —

* 5 (Fhnf. BRI L L T2 ppm)
i 3

] i

o

M_
-~
o
oo
—
o
=
=
o
—
=
El
3
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FLyvyya—2R

FLyvyya—2R

(. B & L T2 ppm)

[—5563- CY

2 [ 8 10 12 14 16 18 min
mAU
8 FaaL—F
s_
4_
2_
E—Y
T T T T T T T T
2 4 ] 8 10 12 14 16 18 min
mAU
8] Fazal—b}
. 5 (AT, SRBRVE 2 L <C2 ppm)
4 g
]
w
2_
0_
T T T T T T T T T
2 4 [} 8 10 12 14 16 18 min
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K12 FHHTIEIZ T D WINEIGRER S R

(0.02 g/kg = Thrth)

TN—=Y — o Frov
TS . DAZEY — \ Faal—k
N GV T a— A
SR (g/kg) 0.0198 0.0201 0. 0204 0. 0209
SD(g/kg) 0. 000862 0.00218 0.00126 0.00179
RSD (%) 4.3 10.9 6.2 8.6
[EII = (%) 99. 2 100. 4 102. 0 104. 6
(n =3)
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