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BraER L, B2 E MOV TN L
7o

4 THRHEESREOINTBESHICET
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(2) 5T 1A RO LB %

RET A BB LTc%, AIRHE T L
VHE—THINLS AT, ZORE2 g 2R
ZHEFE 0306 5 4 5 -+ BALHFE 0306 2 2 &
DRI 2 129> TRILEE L 7=, 7272 L,
FRFIHIC & 2R RIE, AROAFFE TR L
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100 pL OEAEZI— Y v PITHEAL,
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AT LAy ha—F  CBM-20A) &, H&Sy
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(B) BT LAA v F 7 HPLC HEE

BHEYEFT R ORN 7280, TH v ¥—,
T DHA =7 CHEOLRIEG B XL A
ALV B —Le)iUHx N T2
il L v ARk S W7o, AT ATiEY—z )L
P4 = A#Inertsil diol 5 pm (4.6
mmi.d. X250 mm) %, F2HT L (T o7
BT L) WZEF Y2 A
Inertsil C4 5 pm (3.0 mmi.d. X150 mm)
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Wit v X — RN A T L —
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3 (80 C) o 3fH, REIIEFREZ R
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Fix, BRI 1 5 IR O IR L %
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VYUV ANAL TR AR LT, —
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nFAr. v TFA U E Ae \TIEMR S
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VIR, WAEYERRIR, 7 7 7 a0 — VIRIR., Ac
FIRGT D2 LIZL Y RERIRIR 2 TR
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KB 2 4 7R O RTALERVEIC K - THLE L
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W& .~ M) v o A~y FIRERIAKE
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SATE D (—FRBRIE) Tk, KK
3 g I[CEFIRAIRNL 0. 4 mL (FRINEIIGER
DFEDRH) BIOPWERERNZ 0.4 nl %
Nz THEE LTz, ZAUIAK 10 mL 2% T
15 ZEfiE L7=th. AN25 ml Z 0% Ak
L. s Al L7e, ARE ORI AN10
mL Z N0 2 CHI L7212, nl A L7z, Z
AUIC NaCl10g & 0.5 mol/L U - FRfEE T

(pH7.0) 20 mL 202, 10 73fE#E 5 L
Too TDOH%, HHMLH ANIO mL T2 T
4> a =7 L7- Agilent Technologies
%l Bond Elut C18 [EAMRHHH A —F VU v

(1 g ZHWT, IRESICk-THLN
7o AN JE & AN2 mL AR T DB AT o
7oo 15 B AV ALBRYR % 7K NapS04 12 - T
ik UeAE - Ro[E L7=%%. AN/Tol (3:1)
IR 2 mL \ZEME L 7=, Supelco H ENVI-
Carb/LC-NHZ [EAHAfIH T — K Y > (500
mg/500 mg) % AN/Tol (3:1) R 10 mL T
aVF 4 va =y s Uk, iR ok
FIEAL, S HIZAN/Tol (3:1) TR 20 mL
ZIEN LTz, B HR 2 HolE L TR B
%7 77 m—/VEHK 0.5 mL IZHfE S
B, ABHRIRE LTz,

BRI T DX GRS A | GC/MS 1T X -
THIE LTz, WIESRMFIZLLTO®Y Th
%, HE{E : 7890/5975¢ GC/MS ¥ AT A

(Agilent Technologies #) . » < A :DB-
5ms (30 mX 0. 25 mm, fZ/E 0. 25 um, Agilent
Technologies #) . 7 AR : 50 CT2
SEREFLZ2. +20 C//0T160 CE
THEL, EHIT+7 C/4T300 CET

Sl L 10 Zr I REF  TEAN FHREE : 250 °C,
FRHAHEEE : 230 C (A AP AL
R ATy bR Fx UTHA A~
U A, FEANE 1 ul, A A ARG EL
EEICHW - m/z:314 (7 o)L E Y R A),
324 (Z v )LE YR Z-dy), 304 (AT
) 314 (AT V) v=do), 217 (7
= bhaFFL), 283 (Fx=buaFF
—d)., 285 (T FF), 291 (v FF A
~dy), 188 (777 m—)),
SFTE 2 (SFEE) Tk, ZkaEh1 gl
PEERIRATRNE 0. 15 ml (A0[RI ERER D 5
B D) B LOPNEEAEENRK 0. 16 mL 2 1%
THHE L7, ZAUIHKI 10 g D NagS04 Z
Z. AT LA 15 oL #hHE (A ALy
B (BN E B AL, AR RO
AhhHEERE (R 7 12 PU-2080-C0,, R
72 : PU-2080 Plus, = ¥ — : MX-2080-
32, A —7' 1 :C0-2065 Plus. T5/EHF S
BP-2080 Plus) % T &a4T -7,
AU TomY Th o ; Wi :
25% (v/v)Me / #BEG S e bR FE . IREE -
80 C. JE/J : 25 MPa, ¥SIEIG&E : 2.5
mL/min, FHHEER 0 20 min, fHHEE . fh
HHAEE Y O 285k L 7= ODS 1 7 A (A ARy
Jt#d PES-10-1/16) (Zi@iE L7=t%, T A
T Z 222\ Lz, B L 7= iR
. HHTU® AN/Tol (3:1) JRHE 10 mL
Tars 4 v a=27 L7 Supelco #l
ENVI-Carb/LC-NH2 [EFHFHIH A — R Y v
(500 mg/500 mg) IZVEA L, & 512 AN/Tol
(3:1) JBIE 20 mL Z{EA LT, 2K
FHE L TRONEESET 771 —)b
VIR 0. 2 mL VAR S, BRENATR & LT,
BRI T DX R EFE % GC/MS 12X -
CHIE L7e, PIESME, s 1 ERIL
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IHTHRI R IR O BRI D i FE L

Mo B EAR AR P O IR AR D E &, C.:
S RIR A O E 5 SR D i

YT DOPREE, P 3 HT kISR 3E O sl BEAT
HESL DM | Moo : BBHTERIN L 72 AR YE
IR OE B, M FORHE, Mo @ BRERRIR
EHONIEERROE R, THD,
FOMENERBRIC BT, R ICHED
TR L7z —FRBE (s D) BLW
SFE ik (5oMrik 2) OobHiEE ., ZokalE
~OFRIEE (7anr VKRR XAT Y
S, wT7F A 0.1 mg/kg, 7x==h
oF A 0.2 mg/kg) LHELTHZ &I
X0 EfES ZFHE LT, R R RE A
ZAKRELOSFHICB O TE, (DD
T%mbt~%ﬁ%$( LD BLW
SFE 15 (0o#ik 2) \Z X D0l A . #XE
%%K%ﬁé%%@%m%ﬁ%kwﬁb
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C.D. WFRMERBLUEBLE

1 EOWFESHE

.1 AFV—FIAM¥YEAV-EEER
RERAREIOBRZ :

BIAEFEIZ, 80% 7 & h= kU LEREIRIC

AR (XA TV ), 7xz=haF

T, wTFA, saAEURA) &
L, F—&ECER L, 2ok
R ENENORIEDEN R IE FRE
80% T 256%~40% & 72 V) | WEFREE T
P52 e TRINETHELZ, SHIT
40% 7t b= M UVRBIROGE. 6
IZEIETE L e o, TRHORERE
BEE 2, AFEILS DITKORMNZ
L 20%7 & b= K U VR 2 VO RRET
EITol2, MESEHE I E TEFEED
G TITol, TbH, 7 h~A¥FO
[Bl#A25% : 20000rpm, ALPRE: 2kg/h, MEFE
W (NDEEE) % 120°C, 100°C, 80°C
THE Lz, AEITE HIokEMz -7z
(2. REIRKLF O LK DILE D7
Mmolz, T, FEFREIZBNTYH
40% 7 b= R U LEHWZRE AR T
BRI E < 72 0 g Lz, R3EoElIY
FIIEFERENL TN D i8%<ﬁoko
TR, IREEIC X RN E T IT
BLTWaAfH @mTWénko_n%
AIE] & AR OB 25RO vz, AT
T ALY 120°C THRMNEK D ¢
—HWBRMEL | B S —F XD -
7oo MWEFEREN 120°CO & X AR
47.5% L 721 . 80°C Tl 69. 8% & [ =R
FEIICSE LT, — 77, o 3 BIED
BIROZEL, R nT s 140°C
ETHDZ EMBIZIERLT &R o7,
ZAVEHTE] & [FEROMER T o 72, EE
IREEDS 80°C D & E EINERIE 70% ~T75%7F2
2720 ZHVE T TR BBEIEN BAFT
bolz, LED I HIT, IKOTWINE A HY
R 2 & THEINENSE LA, 2l
EOKROTEINT B KOBEREE S 2
HERRTHD EZEZ DI, MIDVEME



BT 5bOEEMTH ETEHIC
KOTIMEZERLT Z LB ARETH D2
KR DEHEZ 2 D 2 & B ARSI K
HWThdEBEZLNT,

PLEX D fERIEEE DK DN K E <
725 LIRS @R Fo EERE A
T2 ET, SHITHENENELS 2D Z
LMo Tz, SHITKDIREELT5H
Z L ITBEOEMIEIC L A DT, RSN
HWIETHD EEBbhd, SBIIARSELETD
HOMEZ R T DLERD D,

1.2 ZE - -AHROEOFMEIOMERIFE
(2B S RAERRHERIRET

v— MRABHERL L RIAR Y ~—F & 10
w/ vl TR U 7o A AR O AMBLIL SRR &
20 BWEZBIRCEG b R o T,
B ARG L U CHERR 7 T L %
THBLEFRY~—FE& 1 w/ VLD 5
w/ VIR > A B V- EEH T, 5 w/vh T
—ERREBI R BIEE ST, 1 w/vE T
BB IR BRI OB BT BT, L
L. ERRBLI39EH I CHFE Lo
< HRBRE LoOBLEN ORI Th 5 &
Ez bz,

— FIRRETIEY 7 ma X X URES
AIZ L DK 1~3%F%HE 3 2 ATRetE 23 Rng
SN AT L— R T A 2 HO TR
EAER L7 R . W T oML b E & TR
KGO BIF2AERBGE O, L LR
DAL LT Lo 7 F 11X
M 2EE L TBY, AT L —RI7A1¥IZ
BT DA OIEE 100°CHRBERE S 126°C X
DHENZERNFEKD 1 2ELTEZD
i,

BRI T AR ERIZBW T R <
— G810 w/ VN5 w/ VIR IS D

NV TNORE S FI UL KRTERD
HIERVERIEEE 126 L TP OEMI T
[l 85~105% & H5)'E T BAF 2245 R 035
vz,

2T V=R VIHT LR ~—&
THROAT L — NI A YIEBEORERMN%
B2 D& THELEITYE 2B ReE
BoHNEN, TN HIEHE LT < AR
Bte LTOBAIXTE RV, 2hb %
AWM T EE R DB ETH D &
B R D SRITEITHIEI OB T RAT
IRVRFRNE DS HERE T & Tt D A Iz o T
b AEROE 21T 9,
1.3 ®eEFEMERE (FL) R e/
FEADNRA Yy NAZTA

SRAB Y NAZT SIS B R A
1ol £E9bAZL_X—RANROA F I
T DMIHE R TEETRIML, NA T —
JLTHERL L 72 3BHZ W T 1 722 A . 3.5
AKX 8 InA OREMZME Uiz, % DR
R WRUEEE b ERBEE REI E TERAEE L
ToAER% 3.6 P AERA, 8 A ETREE
THOHERBFE LN, EiE 2 Bz Auv
REREEH TR f ey hRET 4 &
Ikt L7z,

A By B AZT 4 ~OSERIL 36 1
BT, T _XCOMBENREY F %y PR
AHARNLFy PEIHLIZZ 006, 21
52 F v MIOWTHKEH#EIT 21T o7, 7
U=nh¥xy hEEYFH(BLG) Fv MC
DWTIEERANS 1 B & Do T2720,
fRHT 2 AT 72N 72,

T DGR, MC TERA SN -BEITRD b
Nipo iz, Xbar BEELX CIXEELIRFHR D
FPA A B2 DT 1 BRI, R BHEXTE
PRRR SR 2 88 2 T BB X AR T D b BB



B B AT, Xbar HE TN T — Z 1L,
2= AT ORERMED 3 LLEE 720 | A
oLz,
LIEDFERNHIZE AL O T, 451
ay ha—A IR RN ThATnD Z
LM I T,

1.4 —RMEEEERETHAFAETREIOR
% .

PR OMERERHTIZ BV T, skt
B A= HHCRN E 2 I OUSINE %, (%
FBARAED 5 10, 14, 28, 84 HED 5 A%
i U7eo F 7o EREE O A A E A R
FBAtAD D 14, 28 HiLO 2 [A15E i L 7=,
WD LEOFEREI Z#HL, e
[F¥ 2 m & LT, Wi EHIRAF B AR
B 84 HitE TIHMICLRE LT WA M
FFL, & HOAEFEEDZES 0.5 log
cfu/g OFEPANTH >7-, EI-EINET
JNE % & 28 A% OEFEECEIE T
0.03 log cfu/g THoTz, BEHEHRE L
CHEME L2 FIRRE S . RAEBAA 14, 28
A#%OWT IS W IZIE RS04
WA A HERE L TV,

FERE O MERETIZ, A=y b
AL T 4 FOREREHIM BRI L. 2
DD B BB MR R X O E e
(ZHEE 2 124 10 il O G A 3R A il
U7z, YWEMEREGRRABRIT 2 4 ORAE RN
% 1 EIFDEFEEIE 21TV, FEHOF
il fRERE, AERES KOt
BT &1t o712, FIBE MR T
TR R A b & IR S 2 HL
L7, BEMERENS1E0.05 log cfu/g
LIRS WEIETH Y | AR &
L CHIBE R &G L7z, R EMERER R
BRITFRAA SR OERI 55 2 1 A #%212%)

=
[

BRI & AR BB A F2i L 72
%, EHOVEHEEZFEL LT,

NA vy NAZT 4Tk, 4k Lz
4249 BEBAD DRER A B U7z, SFEEUEMT
TiX, 7—4% 7V —= 712X VRS
SNHHERITA <, 2 V7~ BTN
Liginodz, TEHERT Ty AR L
7ol ZA, MREMRRICT —2 B304 L
THY, ERSMIE-TVDHEEZL
iz, FTEBRISN & 72 o 72 BRI I3X
BHXICRBWTIE 0 MR, REHXICE
WTIE 2 CThH Tz, z—RaTiz kb
T CIE, 2= | z—A a7 | <3|Zi%Y4
THREREN LRERE, 3= [ z—%a7 | (T
2T OB 1B Th o 7o, AR
YEMRZZIT 15.65 % CTH Y, BT T A
Ze A REE & 9D B AR SR R B
A — AR EMR AT D% b
FEM (2017 4EFE~2021 4EFE)  DOFHxHE UE
fze (11~18 %) L REDORNELEDOTH
Sz, XEFTCIL, T—% -7V —=
YR VBRSNS DBEIE AR, 2 v
7= ALVBRIX SN L 7o 72,

ERfERERT oy MR LIZEZ A,
BERERRICT =2 B3 0M L TEY ., IE
HAOMIE->TnbHEEX LN, £
7o, z—=A 3T L DN T,
2= [z—Aa 7T | <3ITEEMT HHEBEN 2
PR, 3= [ z—A a7 | 12347 D BB
X720 To, MXHEERAT 1.52 % TH
v, BT FrEMEZTERE S TR
T ARSI B B A — S R A E 1
TR D 5 40 (2017 HE~2021
) OMXHERERFRA (1.0~2.3 %) &
REDIRWEDTH- T,

7R, FEERENT & PR ARAT 2 e L7z
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L2 A KEFENTOIZ 5 D3 L 0 ERSA
IZHE - TV e, — IS SR EE
BRI 21T > TN D D%

<\ HEBRIIC R T B A B OIS A B
A CITR AT 25 L 721 2 ko
EEZ BTz,

2 AFHFESHE
WA EHRBREICR T 2BRH TRIEOH
iE

FHIZL DT Y X OFHlICB T 5 HEA
7 R ERE EMEREBRIED LD 1L 29~49
CFU/mL Th-oTz, iz, BT LD
LODso (X 25~48 CFU/g TH V., FiIZ XD
NTY xR L CHREMAEHT X 2
B DX TIEER O B Do T2,
BB & D LODse & BRI~ DB
HETHD 0.02 ¢ TOFHREITHE ST L L
0.50~0.96 CFU 725, T7ebb, 1{HLL
FOREPE R IR S TR S v
EEZ b, HBERE L LT+ el
JEEAZA LTV D LRI T,

LB ORREIC L 2 EFARRAT,

HERE L7z LODso Z I~ 2 TE Th 5,
BLRIMRABRE DY M B4 5

[y e o igaliRis) ChHasbadg e L
10 FE OB S OV T B LTS K OV R
FRtaABRE ) CREtxg e Lz 6 O R,
139 R CE M LRI CHEE R UEE R <
HIENFRETH -T2 2 LD, 2SR
DORBEME L THYTHDLEEZEZ LN
77

YA 0TI VEBBHE S HTESR R OBET
I R7 y MRBHIMKEZ L L, #HE
BFn - BT o bicky, Faar—F
T BB E 2 EREMRRTHZ LIk

D, =< DAIET TIXEMEMME S — U >
TAOAFHRD p H FHFE CILBE 72 [EIE
M EONFITRD bR Do 7oy, KEEK
NH-o X X HIET Tl pH6 ~ 7 IZHHEET
5 Z LI X ENEROUE K ST,

3 KRR

YAFFEET Ol s & OFT L CTotr L2 B
AR & EINIENIERER 0 P E HE A Tl
R E AR ORIEIZ I T D R SITo
WTHEE 21T o 72, #HlORE R, Wi v
N ORER & B OREE X4 TOHEE
TI10%LLF e BIURFEREZRL
Tzo —H T, ENBEBUGEIZ OV TIEME
AT 2B v MC k- TERIHER
iz, EREILERERH OFE O TR
IZDOWTRRET L7ofE R, BUBH IR 84
HETZETHY . HIEHE & B
EOFHMZHEA CTE 2 Z L AR T
Too T2, A IR =S Z 1Y
R0 L C ok R ik 3B = ) [R5 &
FEid 5 TETH D,

4 SBHEBFFESHE
4.1 RO 72 DL HTE DB %
(1) [EFRHh L Seft o0 b

Mt LTe s TlReg 777 v a v ELC-
MS/MSTHIE L7z, T H BHDIEIC OV T,
T RTOOARENFr. D2ICIAH L= 2 & & Hfe
AL,
(2) = bV v 7 2R OFHM

DEIZ X 2R E (Fr.D2) (22T, LC-
MS/MSIZEB T D~ FY v 7 AR O
FEAI U 72, & O G OATREOD JR BT | 34 HE e 1
EILBITDEELR%ETHY, BHER~ b
U v 7 ZARITRD Lo tz, —H
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OEFEMHE R LTI v a v
T, v M) v 7 2ARERET D Z LI
T&E o, ZNE Y FE Lz B
SO TIEDIEPKEMEZRE D72 DI i
LA THD EEZ BN,

(3) IEfE & & FRERLIE O R

WeST. L7253 HrikIc & - THRNEIR G 5R
AT o7z, WINMREEIL, A& T B A 3k
JREEL L T4 0.05 mg/kg & Lz, TDhE
Fe. 0A BEORIUERILIZIE 100 % THY | T

Fitk H B EICBIT 5 EifES 0Bk
HTHD 70~120 %2 +mEE L TVnD Z
LIRS,

K H2BOSHTZ3AMAITS ZLI2L D,
FEWNKEE AL L 7o, 2 ORER b E
PN 1T FE I & L C5.8~8.3 % TH Y,
THIVE H B AEIC I T DK O EHR IETE
(20 %LAF) Z+o3iiti7e LTz,
4.2 BREREOBE MG

TR 7o A e D 10K 2 JfE A 10
2L, B B HT2 227 Fr &2 B EL L Toy
Hrite, 150 7cf i —ohlE BT
WCE-oTRHMEE L= L 2 A, oS- &
IFAE TIER W (PIE0. 05) Z & RS
7o

AR EYE O AEPEIZ BT 2 EEREHET
HBHIS0 Guide 35(CHIY . BEMEICET S
D S R AT U 72 & ORGSR AR R
7L LT, 0A:5.6 % DTXL:5.9 %&H M
SNTe, ZORERIL RBRTE O TR R D
oSO TRE (BAERE DT 2P s
R & HorwitzDEIERITRAT HZ EIT X
S>THEI) Xvbta/hasnrotz, Tkb
t»%ﬁ&ﬁ%bt@ﬁﬁﬂ'\ﬁﬁﬁﬁw
R COERA O DIT e a5
THZ ENREINT,

4.3 Wik u~ N7T 7 4 —RAERHE
DRt
HAIHTABE2HTLROES T A

(BT 5 0A BEDRFrEI 2L, £ D

WRERICH T DAL v F o 52T

STz, ZOFMEIZRENT, £ B 1A

TILDA~6 3 N— Iy LT, b7

v TN T ANEN LT, D%, Uz N

NTHBE L 2O EH 3 T AE

ALToL 2 A, OA HOGREEMAIEITHY 13

30T DTX-1 #OEFE B EITAT 16 731

RH U7z, ADAM % AW =iF s bic s

T FHERRIEH R DR & o HT et Gk

/\2:0) TEENNEECTH D2, E N D03, R

BTN D% BAFICHHET 22 &3 T

=7,

5 RPrefsesmsa
FOMENGRER (2B T, 0E 1 TE S
AU E Rl & S EUE O b % LhBg U 7o 5
Ja LY RAN 100 %, XA T N
100 %, 7==haFFrN97% ~T7F
FU 99 w0 ARIFIEIZ Lo T
E@ Y OOFTERFOND Z LRI
7o ETARIEOEBREOEINE S | 95~
101 9 BIFCTH-T-, 2B, ~ Vw7
A< F U T BT o TR B IATR
ERWESEOREFERIZ. 7 e v U IR
AMN102 %, ATV N9 % 7=
=haFF N8 b T F AN I8 %
ThO .~ ) v A~y FRERIAIRKE
DFER LR TCT7 == haF 4+ OHE
FERICTEY DAL D Z PR INT, &
ST~ M v A~y FREREHNT
EETHZENHEYITHD EEZX BN,
[FREIZ, Z9WT15 2 O SFEIETIE O E
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BEEEAREOLIZ, 7B U RAN
100 %, AT 100 %, 7==h
RFFD99 %, T T A D99 hE R
Y . SFEJEIZ K o T b iR Y D44 iE
WFOND T LIRS NTZ, EHIT, &
FOIERROENE S | 72~83 % & R4FT
bole, ZNED, A TG L LK
KD EFITKE LT, SFEIEIC L » Ty
(XGRS M S, IEREZR T IE DN 5
HILD T EWRENT, BB &
Rk, M) v 7 A<y F 7 LTV
WRERRE WS E O bR Lz, &
BOFER, 70V EURAN 103 %, XA
T 99 %, Tx=baF AN
96 % ~T7TFTAFN96 hTHY, v KU
v 7 A=y FRREBRER & OFER &
TZ7unrbyRRETz=baF4 oD
HIER FAETORY BAELT D Z L5
WENTz FERANTIT AR E & K& 72
ZEFRLNT, SFEIEICB VN TH~ MU v
Ay FREREHNCERT LI L
MY TH D &I FERPE BT,

BRI L eY v X — R L 0 2
it ST AR R A ZOKEEE D | Lot 1
(120 C), 2 (100 C), 3 (80 C) (i&fFE

IIMEFEEAS TR © 3 EEICEEND %
G A —FakBRiER KOV SFE EIC k-

Tl Bon-Rin. 7a~v s
T DB THREIED B — 7 [THHEMI
LoWiENRR T —FRBRIE L SFE &
DEBEMPED X —H LTV, a3
Lt o F RN LD &0 BN
ElZZaLE YRR 0.1, FATY /)0
0.4, Zxz=hruaFFr: 0.2, ¥7FF
i 0.2 (BfZlEmg/kg) ThH V., FHHFED
[T 46~T75 WL & PRI D LD

ZLThotz (EIEOFEHEIZ X > THILR
X572 %) ARBFFECHE LAV RER 2 VT
PR ORI Z FHE LR R, 46.5 %~
71.6 %&7podz, Tk, —FRBRIER
F O SFE DTS RN, USRI & FHHd
RED R RS D T S A 5 R FE O & &
—HEH LWk enrRank, BLELD,
VoK DR G IR TSN T, RS TR
U 72 5B X OGN @ O T 235 &
niteEzZzons,

E. MFZERE
1. BRCE
L
2. FoFERK
1) TEEMES, BRI 96, SEstv. BHE

—. AFHEE DB coli EMERBREICBT
D N IRIEOHEE . 5 42 A1 H AR %
MR 2. Web BRI ([1L) 2021
2) TEEMEST, GFEM, BRIE 9. TRE
F, B 2 BHE— AHEE : HA
7 R U EREEMERBEIC I T DM TR
fEOHEE, 5 117 [B] A AR LA LR N
A2, Web BfEE (R 2021

3) B FOKER, TR 7 AT — . A EUR,
AR ERR, AR, AR ELISA £
K DREERM B (FEAEE) OWEICBIT D
PR R O ftt & e B E OGS « BA
B 8 2T RS - ATk 2, WEB
BAfeE, 2021.

4) A FORER, ATEFSE—. LRERG-. TEHAR
Y, B, mEBUR. B  REIRA
BH#EA O PGB E BRI HIE &R
e S DHETE « 45 58 [RIEAT AL 2 H
W44, WEB BfiE, 2021.
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5) LRMEE, BEEM, $#H % : LC-
MS/MSIZ X D827 77 A it R (47
KERRE) ATz ds 1 2 EFEfHEE ~ Y
v 7 ZN RIS DR, 55 27 [3] LCRLC/MS
T 277 (Web BifE) 2022.

6) RS RTEOG. PIRER : x ¥
DARFA=aF ) A RREFSIICR T D8
BRI A ORI, A AR MRS
9117 R 2. Web BEARE, 2021

) R ES . R EE. P RE
Evaluation of the automatic extraction

techniques for the determination of

neonicotinoid pesticides in green onion,

The 2021 International Chemical
Congress of Pacific Basin Societies

(Pacifichem2021) . Web B, 2021

F. FBYPTAEHE DB
2L
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TN 3 AR A @R AR R A (R O L EMERHEENTIEF3E)
B A AR AR S O A OF VRS 2 B9 2 AF5E

WFZE PR &

NEFE R EA 7 e 7T A i IERE O UGE & B ICEE T D HFE
— AT L — RI A V&R EEARE OB (1) —

e ERE L A (—/) BRIty o 2 —RENEHT BITE

W @K T (—0) BRI Let s 2 —RBET =R
R NI i P (—0) BRIt s 2 —RENETT FEE
DR BT (—0) BRIt s 2 —RENETT FEE
HH HZE (—0) BRIt s 2 —RENETT FEE

WREE

PR, AR OREEEIZONTIE, 100% 72 A=) MZHAT V)

TE=baFAy, v TFAVRGY AME Y RA GRS, SRR
RS, AT Lo KA Y OMBIE (AN £120C, 100°C, 80CTH AT
L7272t EURIZE % ~25% & IEHITIES o Te 2 b b MEEEEIE, KEM A,
80%7 & b=k UJLAW, 40%7 & k= b UV LIEKZ B LR, KoOBE2 0
L THRNLETE D 2 ENmhole, SFEEIT, SHITKOEZHLL20%T

b= R YA TR Lz, (ERAMIE, ShE T L RBICITVIEIR % ok
LkoEﬂﬁiﬁﬁéﬂ\lUDmE#%C®&%\%fﬂ@%%%@ﬂ%ﬁm%u
LTk, (FRSNZRENT, BB LT,

A. WFEEEBH

IhE T“&Hmiﬁ%ﬁ7 a7 7 A HREHT

FRBHZ I WIR R 2 B LIERR L T
Teo EEIOYE, RFHICDOTE DZE
PEZHERF T 5 2 LIXEFICHETH -
Too BREA— R MO RESCKA A
— A NP OKREEYHER LR EIXZED
EMHEORO MR R EIZ X0 kA
TG BEMEEZHAT H 2 L HE
Thd, ZnbERHAR 7077 LR

BHI, ZEMENY Tide<, WEMED
Ko Bav, WEZ e S TR ﬁﬂ
ELTHWAZ ERTE RN, —J, |

ﬁﬂmm&%ﬁﬂmﬂﬁﬁﬂﬁw:&m

HMONTEY ., REMZ BT 2308 &
TR D RZRCE 2 VD THEERERBR & 17

bhfwéo%_f\ﬁ%®&%ﬁ%7
n 77 AR ORI EZ B & Lz,

FofE U 7o R o RS BB o 43 iR
EERT D LHMEBIEN AN TH D
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N, ZEOREZERS L -0iEmn
R, F R EREEREALTH,
BRI L TRITFIVZHE 2B OIXT
TR, T, RIRIEE & BRI e
P& L CURIE D b 2 1w A8 2 H N & 8 B[]
TRDERFEIELHUBETHDL AT L
— RI74 %Y (EZELEE) %2 2 OHER
7w 77 AHREHERIZIGH T & 22w
PRRET LT, AT L—RZ A4 ¥id 20 i
WO L ORI AW SR E L
THiTHY, FHrORMIZISHINT
wéo@ﬁmﬁWﬁﬂmﬁ%éht&%
THHN, Texix, ZXkBEHW, &

U LIRS M@éﬁf@%*#@@d
ATV, BRERBAREIE LTHWD Z
ENTEDHZEERLIE, SFEX, F
—DLZKE A, PR IR A OB E R
WIS L, EERRE 21T o 72,

B. Fik
1. RBEM B LUK

AUBHEA & L TR Ok (FIRO
EDIENEMLE) 2RV, 3K
(FATY 7 MRS, 7= aTFF
VHEYESL . ~ T F A AEUREL, . s oy
U iR ZREHER) XTI
Dr.Ehrenstorfer $4 =, £7-. &A%,
Hic7Eh=r)L (HPLC . & 714V A
FEHER) | vy (& L7 AL 2 Fneit
) ~FH U GREREN. B L7 AL A
FOEHIEE) . 7 Rh GRERFEN. L7 A
JLAFIEHE) B L OVK (HPLC A, &+~
AV LFYERIER) 2 2,
2. FEA#ER L OISR

PR R OB EIIIT L N T
A4 B - RFE (MSA225S100DD)Z U

oo IO R EI L5 A E T ALY
GCM@%M?MO%ﬁmLk@ﬁ7AiDB—
5MS (Agilent J&W) % VY, BLF OHIE S
HTIT o7,

GC/MS I 7E S

HT LA —T L 50°C
SALEIRFE : 250°C
HEAT—R: 27V kL A
YTV 1.5 4y

BRI 1 47.2 e/

A7 Rb15:1

BEZv 775 :50C (14y) =2125C
(25°C/43) =300°C (10°C/4y) 104y
3. EEEKROFAN
BEOBERIKIT, FAT7Y /0 7
r=huFtrr, v TFFrBLOR 2
VB YR RAIZDNT, FAILEINLD REIEAE
Rz Lz, bbb, SE%ER
MR AARE OMBE IS S L
100.0 mg &2 L OKEHICEY £V |
T M EMATHEN L, IEfEIC
100 mL & LT EIEDOEHERIK (1000
ug/mL) & L7z,

4. REHEROTIR

GC/MS HHRUEL
AEF10.0 gl27k 20 mL ANz, 15 43 fH
BEL, 7 r=RFY 40 mLIRINL,
3BT FA X LT, "EVFAY
— (GLH-115) v+ 7 vV EOT &
=R ULTHV, FEZFHA XL
Bt A, mEYFHA X LB W
AW L7z (%48 0 100 nL KA X7 Z
Z a2 Hillla— k., No.5A AHK), 7k
AT EEIN (AR=FT 0, Eriy
FMEZHOWTHHASRIZRE L) L. 7
T h=hF UL 20 L ZEM, %, F
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JE3NMAREDFA XL, ¥ X7 b
S

~

AX LT E Ao, WslAm L,
HAZBAN R OERELZ 7 b= kU LTk
ViIAR, AREETEDLYE, 7Tk M=F
YL CIERMEIC 100 mL & L7z, ko —
MR 20 mL 2 EfElcE 0, IBE 9
BT 10 0MHEE 9 Lz, 30 /0Ll BEpE
Lictk, mBEL7= T OK) ZBREL,
FTHOCI8I=ATLETEF=FIIL

0nmL Cavsy4va=rr L, 20O
BT LEWF|~v=AR—L Rty L.
SGHEL7ZT B h=RUVEEFEALTL,
EHlc, 7 R=FYU L2 L ZEA

L. iR EEIR L7z, Bk (15

SrfE, 2 oM 3 BIRRER Y EY

7o), BOKEREET N U U A AR AR
K0 AL (4% 0 100 mL 257 A
77 RAa), FohizARE 40° CLLF
(BE 35° C) TIRAMEHLE L7z, 7REY
W7t R=FI VLML= (3:1)
IRIE 2 mL \Ziafifte., BE BB LT,

FEELTIZ, POG/NI2 I =HF 25T
Ehr=FUALKEORIL=> (3:1) {BIK
10 L TarF o va=rr Lz, #it
AaesE (82 ml) % GC/NH2 717 AIZA
L (3288 0 50 mL mFF BT T 2 a)
FAMT T 2AaNET ' h= U LK
Fbxmy (3:1) JEHR 10 mL THW, Z
D% GC/NH2 71 T MMZAMTTHZ &%
2RI L7~ (10 mLX2[E]), WIZH
H % 40° CLLF (35° C%iE) T 1 mL
IFIZEfEL, Zc7 & b 10 mL %
Mz T40° CLLF (35° CE&E) T1 mL
VIFIC#EME, FET7® b5 nl 201%
TIRAMG LTI 2 R B L, W

Ny

A/HIRIR 2 mL Z [EREICIN 2 C AR |

A I ALER U CRRBRIA TR K ONZE B BR VA K
&L GUEHER 1 g/mL AHY) L, alkha
T R O ZE BRI 13 A2 3B (10 mL

B L, HIEH F CHEEE CRE L
776

5. BEOIER

PR IR AR A F R Z ok A H
W, LAk 1keETE =Y LELT
T b= FUL/ KA LIZIREISE, R
L— R A4 vicfk L7,
5. A7V — I 4 ¥IiT k5 ZKHEE
VERL A

ERBFHZI AW AT L — KT A ¥
I RINFA b TR s B 22 PR 5% 22
FHABEMARERM AT L — K7 A ¥CL-
8ize o, LK IREIAIRI L FATICH
L, BB E L, JRiRY v
B L, HEELRRLRY RAZ KR TT
7 h~API2kgh TER LTz, 7 b~
AFZiFe—2 ) —XEHW, T4 A7
IEMC-50 245 L7z, [El#R500320000
pmIIFRE LTz, £72. AV MHREIX
120°C, 100°C. 80°C CERLEE Z# Mat L
oo BONTZZKBIE~YA I8 T w7
Ut~ A 7 v N Z v 7 MT3200% A
VSRR ERIE LTS, £, Soh
LRI A v~ 7T T ERSH
FHCAOREIELPE LI, o, R
U 72 ZORRN R BAIER T ORI OB &2 1T

-7,

(fig ER 1~ D BLE)
BMOZRICETLIMIETHY . MEHE
~OEE & T 5B T,
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C. D. HIAMBREBLUEBE

1. 27— KRIAYIiZ&k s ZkRe
VERLR T

FRERBR AR & L TR BRI
DOWTHE Lo, R EIIIKEED b
DIF D7 AR A2 AW AE RO
Ffeleole, TRNETHW AT L—F
FTAXIINWTH KRBT THY . A
WA W56, B8 A% AER
mzﬁb—F?%?ﬁ%@W@’iﬁ@

BEThH D, ARLEE CL-81 1L Tk

ﬁﬁbkb&@ﬁ%%@ EETH
D HOKEMEYE O SR FRET
b, BREBIETCNDZ E0LERL
Bkl & 720 | 78 R A AR
Wil L-EEchsr BN, £
2T, miEETHEME LTUIESRE & FH
HOBR[MZAHEZ AW, 4O RIS
Bl LR T KO ICRBHERI L7, X 21T
IFHWEAT L— RZ A ¥ CL-81 DI
oy, AEEEZHN, TR —0
[AldA2500% 20000rpm & L, AL &EIX
2kg/h IZRE L, ADIREZE 120C,
100°C, 80°C D 3 KM ThGETZAT o 72,
A AWZIEEIE 7 b= U L TH
VIS 7Rl =3t R <3/ S I T2/
Bl DN < XY R Z R T RS ~%
RPN Z KR DT 5 A B — R
M Wk N BIEA ST, K
ERRTFPENTEAIND Z &R D)
STz, o, MWIAAOEZTITFHE, K
XRRTHEAIND 2D, FINENS
7B EbERENT, LoT, H#
REAODONLER EREFTT 20BN’ H D
ZEnbrol, BEEBOFRIZENT

IARZREE L LTHW-DICR LT, &
WITAEHZFERAL TV Z b X
Ky ~DEEBEDIZBEEDENDH Y | 2
FITZ K P ~DRFEITD 72 < B
MMEL otz EZ2 DT, £Z T, Hi
EEITKZ RS 2 2 & CRINEN S E
ToHME LIz, T72bbH, 80% 7 & h
= R U VIREIRIC 4 FRRIR (XA TV
v, Jx=haFFr, wT7FF, 7
VB YRR) ZRINL, MEAEEEERLL
TR TITo T2, TORER, ThETho
SR D BN R I T Z R 80% T 25%~
40% &L 720 | HMEFIREEZ TS HZ & T
RIS ELZ, IHI240% 7 & b=
U BRI OGE . & BIZEIGERITE
K Tpolzy, TNLOMMRERE 2, 444
FEIEX S BIZKROBME L 20% 7 &

k= kU VIREIR & W a2 1T - 72,
BatSb iz 2k T L RBED KM TIT -
2o ThDH, 7 h~A FOREERE

20000rpm, WLPRE: 2kg/h, MEFEIEEE (A
AYEEE) % 120°C, 100°C, 80°C CHFt
L7z, & 1~4 IZHREDEULRDEAL
ord, F£7o. K3 ITHEFEIRE L LK
HEEDRINEZ R, SEITE HITK
EMZTT2DIT, REBRRLA D LA D
RN D iphot-, i, FEEIREIC

BWNTH 40% 7 r=rYLZHN

g & b TRINERITE L 2D tE LT,
EIEOBIRIIEFREN TRHIEE S
Tpole, THIUE, IREICK Y RBIENS
R E T2 ITR B L TV A ABEME AV RIB S h
Teo ZAVHHEIE] & [FEEOMEM 23FE O H i
Tre AT Y7 LA DY 120°C THIN
IO FT—FIRNKL FIRERE —
FAX Do T2, EFFRED 120°C D & X [H]
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=T 47.5% & 720 . 80C TlL 69.8%
EEICGRITBIIC S E L, —FH, o
3RO BEIROZEE L, WA NT
H 140CLLETHD Z EnBIRIERIC &
ol ZAULHIE & FEROME TH -
7o MEFEIRE N 80°C D & X [MIULRIX

10%~T5%FEI272 D . TN E TTHRGMHE
IWENBIFTHoT2, LED X 51T, K
DOUWMEZELT Z & CRIEN S E L
=08, 2L EOKOTINTEIED KD
Wi E2 D ERATHL EEZ BN
Too MINEREZMBIT 2 6 O ZEINT 2
ZETEIBITKDOIWMELIERLT Z &8
AHECTH DN EBRRNDEMEIC D Z L

LARFUNRE THD LB 2 LT, X

TIE H F R Z KR O KL Sy A & B EE
BEZRT, X 5~T I \I3EEIRE %
120C2 5 80 CE TAL S ETz & T DHL
FEo A L BAMEE B 2R, milE OS50
T, WHEREN TN D250 CFEEkL
TRVNE L Ipo ey, AENTIZIER T
THoT,

U EZ0, FEREEEEOKD R K&
K7pn LR ELS 8D, £o. EFE
REZ TIF25Z LT, SOIZEIGENG
B ENoholz, SHITKDHE
im0 EIIREORMIECL 5D
T, AEn#EETCHL EEbhd, &4
BIIAFM TCOFINME 2 ML 2 LR
H5b,

E. BFEEZsR
1. FwICHFR
7L
2. FRRR
7L
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#1 WEREEICLIDEAA TV oRINEOEL (20% T =KV L)

S a b c d e £ REAHPRE @
BIVA
Lot No. gl—g—'l smaatREE RHERE RNAECEE RHAGERE BrERERE  FWRE | g=axfre/d*c/b/1000
(ng/mlL) (g) (mL) (mL) (mL) (ug/g)
! 92.90323 10.027 100 20 2 2 0.185306133 0.185
(120°C) 1-2 94.82663 10.035 100 20 2 2 0.188991789 [ 0.188
1-3 99.34631 10.043 100 20 2 2 01978419 [ 0.197
0.006244998
sSD
(he/e) [ 0.00624
4
3.2842105
RSD (%) 4 33
) 2-1% 139.26679  10.002 100 20 2 2 0.278477884 0.278
(100°C) 2-2% 129.61868  10.005 100 20 2 2 0.259107806 | 0.259
2-3% 129.97713  10.043 100 20 2 2 0.258841243 [ 0.258
0.011269428
SD (ug/
(he/e) 00113
L
RSD (%) '4.26:; 509
2 3-1% 135.54152  10.043 100 20 2 2 0.269922374 0.269
(80°C) 3-2% 143.41026  10.038 100 20 2 2 0.285734728 [ 0.285
3-3% 141.99973  10.020 100 20 2 2 0.283432595 [ 0.283
0.008717798
sSD
(he/e) " 0.00872
4
3.125448
RSD (%) 4 31
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#2 WMFEREICLD7z= b T A rOEIEOEL (20% 7 h=KU L)

SRR a b c d e f RERHTREE "
ar\ A -
Lot No. §'_5_.' mpaaeEE MAHIME HNSRTEE RUSGERE BREREEE ANE | g= atfre/d*c/b/1000
(ng/mL) (g) (mL) (mL) (mL) (ng/g)
1 1-1 5802484 10027 100 20 2 2 0.116136112 0.116
(120°C) 1-2 5955646  10.035 100 20 2 2 0.118697479 | 0.118
1-3 63.21035  10.043 100 20 2 2 0.125879419 [ 0.125
0.004725816
SD (ug/,
(he/e) " 0.00473
V
3.9416667
RSD (%) g
) 2—1% 7911733 10.002 100 20 2 2 0.158203019 0.158
(100°C) 2-2 7368078  10.005 100 20 2 2 0.147287916 | 0.147
2-3 7245477 10043 100 20 2 2 0.144289097 | 0.144
0007371115
SD
(he/e) " 000737
4
4.9133333
RSD (%) 4 49
. 3-1 7248685  10.043 100 20 2 2 0.144352982 0.144
(80°C) 3-2% 76.00201  10.038 100 20 2 2 0.151428591 |  0.151
3-3% 7670595  10.020 100 20 2 2 0.153105689 | 0.153
0.004725816
SD (ug/,
(he/e) " 0.00473
V
3.1744966
RSD (%
(%) roan
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#£3 MWFREEICLD~TFA L OEINEOE (20% T =k U /L)

SR a b c d e f AEHBPREE @
ar\ A -
Lot No. §'_5_.' mpaaeEE MAHIME HNSRTEE RUSGERE BREREEE ANE | g= atfre/d*c/b/1000
(ng/mL) (g) (mL) (mL) (mL) (ng/g)
1 1-1 5211532 10.027 100 20 2 2 0.103949975 0.103
(120°C) 1-2 5378666  10.035 100 20 2 2 0.107198127 [ 0.107
1-3 56.92402  10.043 100 20 2 2 0.113360589 | 0.113
0.005033223
SD (ug/,
(he/e) " 0.00503
V
4.6574074
RSD (%) ro4g
) 2—1% 75.86752  10.002 100 20 2 2 0.151704699 0.151
(100°C) 2-2 69.86697  10.005 100 20 2 2 0.139664108 | 0.139
2-3 68.96018  10.043 100 20 2 2 0.137329842 [ 0.137
0007571878
SD
(he/e) " 000757
4
5.3309859
RSD (%
%) ross
. 3-1 7073012 10.043 100 20 2 2 0.140854565 0.140
(80°C) 3-2 73.47464  10.038 100 20 2 2 0.146392987 | 0.146
3-3 7481082  10.020 100 20 2 2 0.149322994 0.149
0.004582576
SD (ug/,
(he/e) " 0.00458
V
3.1586207
RSD (%) )
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#4 BEFREICLD 7 v B RAOEIEOZEN (20% 72 F=FV L)

SR a b c d e f BB REE (o)
Lot No. &5 seaneEE HAEHERE BHEAREEE BMARENE RERBERE  H]RE | g= axfre/d*c/b/1000
(Lot No) | (ng/mL) &) (mL) (mb) (mL) (ug/e)
; 1-1 2850415  10.027 100 20 2 2 0.056854792 | 0.0568
(120°C) 1-2 29.62863  10.035 100 20 2 2 0.059050583 [ 0.0590
1-3 3096518  10.043 100 20 2 2 00616652 | 0.0616
0.0024028
)
(he/e) " 0.00240
r
RSD () '4.0609137
4.1
) 2-1 38.07941  10.002 100 20 2 2 0.076143591 0.0761
(100°C) 2-2 35.63433  10.005 100 20 2 2 0.071233043 | 0.0712
2-3 3550728  10.043 100 20 2 2 0.070710505 | 0.0707
0.0029838
SD (ng/
(he/e) " 000298
V
RSD (%) [ 4.0990371
4.1
s 3-1 35.90524  10.043 100 20 2 2 0.071503017 0.0715
(80°C) 3-2 36.86035  10.038 100 20 2 2 0073441622 [ 00734
3-3 36.50188  10.020 100 20 2 2 0.072858044 [ 0.0729
0.0009849
SD
(he/e) " 0.000985
r
RSD () '1.35161493
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X1

’;%EFH;%E?E’% SRERBRDRH

~

B (FEc=RJIL)
E%/ *z:—% ‘§1&-
ERfBIE AN

ABEMDRE

ABEM (KK
ExfEER
HE (RE)

AEHMER

EEM
AIL—FK34Y¥

aF

Al

ESHI

BATS I 0.4 ug
Jr—kOFA 0.2 pg
XIFAF 0.2 g
IBILERR 0.1 ug

YL 4 L (#780%)
AR EM 1000 g (#¥920%)

HABhIRE GEFRIE)
BATSIY
Jrz=hOFAr
XIFA
Ja)LEYHRR

0.4 ug/g
0.2 ug/g
0.2 ug/g
0.1 pg’/g

AT L= R T A YT &2 Ereil B 8 R A B E R A % —
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X2 ZHEH ABEHERIA T L — R T A YCL-8i DA
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80.0

70.0 -
60.0 ‘// /
50.0 g — Dia
40.0 == MEP
e Mal
30.0
== Chl
20.0
10.0
0.0 L L 1
Lot 1 Lot 2 Lot 3

X3 PEFIRE & LR EEORBIEO L (20% 77 h=KVU L)

Lot1:120°C., Lot2:100°C, Lot3:80C

_26_



SEE (%) W %)

15 100
/V
12 ‘ 80
9 60
6 40
3 20
0 0
0.1 1 10 100 1000 10000
' B (um)

B4 B FRRZAKR ORLE3A L ST TR
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SRR (%) R’ (%

15 ' 100
12 80
9 60
6 40
3 20
0 0
0.1 1 10 100 1000 10000
FIE (um)

X5 120°CTMEFE LT- & & ORIEE A & BEIREE 5 5
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BHEE (%) R

15 100
"
Y/
12 80
9 60
6 40
3 20
0 0
0.1 1 10 100 1000 10000
FITE (um)

X6 100°C CHEFE LT- & & ORI/ & BHEE 5B
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i’ 2250:X250

HHE (%) 2 %0
15 100
12 80

9 60
6 / 40
3 20
0 0
0.1 1 10 100 1000 10000
HIFE (um)

X7 80°CTMEFE L7- & & DRiE/A & PAMEE G H
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TSR RS BRI IEE B A (R dh DL IR HEENT TR F )
A AR AT R S O MR A O F FEMERECR [ BE DAF5E
WFZE S PR & &

%%%E%@%Eﬁm7?AmﬁEﬁﬂ®&§k%%K%¢éﬂ%
— & B - BaOIEOFAM B ORI (2B 5 A R URHERURET (2) —

WA En o s5EE ()
ﬁ’“’\?ﬂ%‘ i SUREE . S D)
Jetth 1 ik i ()
TR mz o (=)

ARmEF ()

(RN (—J)

mmm| =2E S (M)

ju)

et =R BITR
e X —REHEET B
X —REBHEFT =E
e X —REHEET R
e X —REHEET R R
X —FEET EER
et X —REHEET W%

O

)

O

a}

???????
mmm%mmm

[m}

MREE

BMEAES 4 5 6 HIZ, BOME LI, B, WY, SRR ORISR %2 %t
RETOMBICHATLIEEZ V) LERINTEY, &H - BT Eo
SAIED 1 DL EZ2D, TNETIE., ZORBMEAES 741 HEEOE 10 L0ME
ICHESEHEIND TR, %mwﬁwﬂﬁﬁﬁ(wﬁwﬁfiéif%mo%J
TED DRI O EELECITRIMM OMER () KL SE IR EE
MEOTDOEM T 1 77 Aaat LT, MEREE T8E - FIRaE) 2x4510C
Bl IR E B A 7 1 7T A FENa a2 A D X PHAEFEHER O FpE r it
ZHA L, BIMEEBICBWTHEINBEENRH DT T AF v 7 OMERY ~—IZ2W0
T, F EOMEELTH D HHRIEEA~OWRMMEZRF Lic, ZOREE, 3B
ZERVAFLoNLy FEBRL, ABISMEEZ T FI UL KUEHE LT, &
MMﬁ Pruu AR EHNTY— MROBEHERZ1T-> 72, 2R b — MR
AEHE, R GWE O B REEENEONTN, KU AF Loy NORER
WELCH W =Y 7 aa 2 2 COBRERRO LT, £7o, FREEBEREEO ML
WHEEZ 72 Z e D, SFEEIIH T RE L L LTAT L — R I A4 P2 HWTHIER
DFREHER 23 T, BINTH W DA ST — MIREUEE & RIAR IS A BRI 2 s iR
T2 SPEX 8 KX 7 A KU (W T dh 5000 pg/g, Base 0il 75) ZHW\ /=, RV
v —EHEIIHLTI0FEREOY 7 aa A X N, Z OEMERZ I L CHE 7RI
L, TR =—ZIRIMLTREL, +RICR I ~—%2EML. (K ~v—&
) ZNEZATL—RIAYXIZML, BHERROREZBT, b0 FITvLAK
OdhaEafllE L, PR W%ﬁf’@M@@)ﬁ@@Wé&Uﬂfﬁﬁ%U (a5 3=2he
BELZOWTHRF LTz, — MREBIEFRIARY ~—F& (10 w/v%) TiE, A7 L—FR
TAXICKDREHIRIR E 20 | BEHHMIKRE NGO o, 22T, WE
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A UBURL &8 5 T2 IR Y~ — &

AWTHHB LR ~—5&

T —HRIRBB B S T2 03,

D #) 1~3%FREE 9 % Al

B WTNOENL S E &

IV HENT

T 2R ~—EHEORY) ~—F

HIZTE 20w,

BERLATL— KT A ¥
W®%ﬁ%ﬁ’omf%@ﬁbto%®ﬁﬁ il
21w/ VNS w/ VAR A LAV TEHE, 5 w/v% T
I w/vi CITBEE R BRI OB S bivic, L
2L, BRIRRLF 3R F ISP Ty L3 <
LEZ BN, BREEIZOWTIE, = MREBETIZY 7 oo 2 2 U REAIC &
BYEDS R 7278,
TERARM O BRI 2FERN G LN, L LR R T
VT2 E L TR, A7 L — T4 YIZH T D AR 100°C W A 126°C
ENFED 1 2L LTEALNTC, I RFITVLAKRDEEICENT,
WTNOERGFIETH ORI RI T AR O
MO T B [EULHR 85~106% & HE TRAFRFRP/EONIZ, AT L —F7 4 ¥

BERORIKOFERHE, F- A7 L — R4 VEBOH
EFRNIEEZ D Z L THBL LT E BB A SE b2y, e E LT
INOEMWENMTHEERLIBAPMLETHD LEZ BT,

HEFTABEORY v —IF
CHRREE E Ui 7 T &

AERIBRE LOBILE B REYTH S

ATV —RI4 YEHNTER LM

BRI ISR LT

A. WFEREW
Ei%ﬂﬁﬁ%m%fﬁﬁéM6“ﬁ&
[OF 8= 2Ok e B@ﬁ‘%i%%$§§%K% Wi, TA 28
BELIIAERVEITZ ME®EMH
—MOHME) . TD #MEE L IR
XTI o DOFEMEOMERNEE) . TE
%Elmﬁﬁﬁ%®% RRIBEE ] RO TF
BERORBOUEORELYE ) BNH Y,
ZoHTH D #REELIIAFEENX
i’h%®EMH®ME%E%J®Am
B REs B - REEE 025 B siEIC It
Lbfﬁméﬂéﬁgﬁ%kbfwﬁ%
RULKROGOHMEIZAER Lic, WEFE
ORFHZBNWT, KU AFL XLy b
DIRRREEE LTHWEZY 7o A2 v
DOAER Y — b~ DR BAIL TIEIE—E
LRy T EDOBRENKEER Z &5
5. MAERBOFERME & L THZICA
T —RIA4TYZHNERY ZF L
EOEM 2T, FEREMETHLL

\

Ry L SV NNV QO i)
R 2 AT - 72,

7o iR DI
DOEEEZHIE L,

B. FiE
1. RBEM, #pF, REROELEN
RYZAFL (LLF, PS) ~by &L
TPSJ-RYZFL (PS PxRy) %M
Wiz,
FHAERBHER A, T 7 28D 5 L
AT a—0 (F:PPHED ZHWI,
BRI (LT, AR &
LT, Yrzuuaryy GRIEFR, 5+
AV LFOEAIRE) | BEBE T T GRIERRRR.
BLET7 AL MEME) 2R W,
10 w/VveR ) ~—8HY 7 mnr A4 R
DHFEWEBEOBRFTE LT, A& — )b
GREEEEIR, =+ 7 A L AFEHER) . ~
I GRERK, &L7 A0 LH00H
W), TERN GRERR, ELTA LA
TR . A F vy 7ty (R
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Bk, BT A VAT MER) . 2,2,4- b
UAFN_ 2 (A F 77 RH
Rk, L7 A DFOEHE) . 7 ms
T (FOLHtk, & L7 A v LR
), ~Tr e GREERR, ELET7 A LA
FOEHER) . FEme 7 v GRIEFRIR. B+
T ANV LTRSS . 7 m L s GRS
Befh, B 7 AL AFDEHER) . o
GREER R, &L 7 AV AREHZE) | 4-
AFN-2-R B ) (AFNA I TFIL
by RERR, B LT AL ARG
W) R 2-TH ) (AFNAZFIT R
v RIERRRR, B LT AL AR &
A=,

AU~ —IZIRNT 2R E LT, AR
I 7 A% 5000 pug/g Cadmium (Base 0il 75,
SPEX CertiPrep). #nid 5000 pg/g Lead
(Base 0il 75, SPEX CertiPrep) #MV 7=,

2. f[ERME

g AEBEHERI A & L T, Fisher
Scientificfl~ 7/ RxF v /7 A X — T —
., BFEIZIE, ART— - b
L FHRIFE K (PR803) & H\\ 7z,

10 WV U ~—&gR/y 7o XX R
WROFRRBBEDORFHIIZ, AT v 7 R
xR —F MW,

REPOY 7 v e XX R OERE T T
NOEREEEE, 7RI T AR OHE
I RFEICCEM Lz, Y7um X
VR OERE T F OV OFRREE RN E X, 5
BEHRIEFRR T 2 2 e~ N7 5 7
(GC2010P1us) . 71 K I 7 A K O O JIE
X, 7YV b T o n vk
BT T X=FNorEEE (Agilent 5800
ICPE-0ES) HV 7z,

(Isotemp)

AT —FRI A4 VREOERIZIZ, K
JIEAL THERR SRR IE B R 2= R0
ABHAEBRI A 7L — R Z A4 ¥ CL-8i% H

W=, Fl2. BN AT L —FI A4 Y
KELOBIE T, T UXIVEEMEE L W
7=,

3. 1EREHOBE
1) 10 WA ~—&ga(8y7mnm XX
TR D Ao RIS D Wt

AT L —RI7AFITHEST HEED10 w/v%
R ~—E6Y 7m0 XY VR E IR
T 57D DWW DRRF 21T > 70, BFHZ
X, B. 1. BUBLEHS. &6, SEER O
IR LTEREZ v, 2zt n
10 w/vhR Y ~—F AT 7 aa XX K
EEEE R OB AR ATV, R A B
Blg Lo, Az, oBEL 2Bz o0
TIEL B OAREAE R B 21T T . 3
AN IS B W TR L 7R D 75 1
B ORI OWT H L LT,

2) AL —=RIAXIHT LR ~—5
BEOMET

R~ —BEOBRHFNZLUTDOLEYIC
117,

10 WV ~—&EFy 7o XX 0%
R0 w/VeR ) ~—GFY7un A 4%
VIR E . B, 3. 1) K BIR L7-iE
(CLF. A 2, AU ~—5&E)
Lw/v %% w/v kbl H2RG L.
AT L= RIA4 XL T, Fohicik
B @lgi LT,

3) AT L —RIAvEHWZREOE
R

TERLE ORERS 2 X 112,

YIRS A K2R T,

ATV — K74
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AEHEM OR Y v —H &Ik L T104%
KEoOvruauRr Xkl ik
RIULAROEMERIREZRML, ¥E 7%
IEERE RN R IR 2 R L=, Zh
ARV ~—%IRIML, BEWML CHE
R~ =R L., ZTORY <
—WK (KU ~—EH10 w/vh) F2iFA
7L — KT A Y3 2 R0 A R v
T, N ~—EFE=N1 w/ VLW 5 w/v%
ERDEIDIRBELIZLOEIFRK Y v 71T
BL, ML 53.5 ~ 3.7 kg/h
TR LTz, EIRRMIET 4 A7 W E 72
X7 ANKEHW, 74 A7 BOEE1X
MC-50% | [A]#5%425000 rpm, J A/LK.D
B & IXRJ-10% | g 7 A £ 770. 10~0. 20
Mpal L7z, ARIREIX100°C £ 721%140C
THRE L7, £72, BonzilBHz >0
T, vVr7ana A X ROERT FILE &
EHRITV ARG OER (Pl ERR
50 ng/g) EWPE L7z, 1ERL7Z30EHT
BEIREE T TR OB BT T2,

4. AP SEFAME
1) FUB R A oW E

ATV —=RIA4 Y ERHOTER LR
BHZOWT, MR L7t e LT
vruan AR XOERE T FLOEE
HER LT, WIEIX, A7V
—RIA VI ERENTBBLZD
BRERBNCHEV, 6~T3E & L7-6~Tiklk
EALIZDOWNWT, AT L— K7 A @ EF o
PRI S I OW T L7, 2 d.
Vrun Az RO T FvEERE
IZDWTIE, B AL o S e A
B AN ZRE LT,
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XHZENZ, LOLERRG, TR
FlZ B W TUIEBRITT A A - TV D 7,
SR BHET D Z LITIZIERRETH
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N7 EREF b OICREEO4FER v b
Z M\, ELISAIEIZ X 2 HIE 21T\, ZFE
M2 s LT,

5. A EETEFEROHEMR X
[0 98

SN B PR A SR L B AT &
L CHEMNR L OREEOHREIT-
7o

BEMEoOmRIE, BBhEMRT GUEHE

_47_



BB HALAN) 1Tz, FREO X,
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K1 SMDHEE BE AU DR BRI S5 54 b O R

HHE (ug/g)

X v b o .
R Bk okk2
S 4+ SD FE SR E(R 22 (%) SE#) 4+ SD FH R HE(R 2= (%)
T UFH 12.08 £ 0.48 4.0 12.80 £ 0.52 4.1
H AN A 10.58 £ 0.48 4.5 13.00 = 0.60 4.6
VA RSP AVN 7.08 = 0.30 4.2 7.63 = 0.31 4.1
(%]
U FH 6.42 = 0.16 2.5 8.50 = 0.32 3.8
(BLG)
(n=10)
K2 HNEAE S B IR A TT R O & E TR R ER O i R
FEwal PER2
3’\“) ]\ A = s P = I s
Ry S48 (ug/e) ZEME (%) S8 (ug/g) ZEM (%)
W+ SD W) +SD Sy + SD Sty £ SD
T FH 12.56 + 0.09 104.0 + 0.8 13.04 + 0.20 101.9 =+ 1.5
HA N L 11.57 £ 0.36 109.4 + 3.4 13.75 + 0.06 105.8 =+ 0.5
A RN 6.56 + 0.25 92.6 £ 3.4 6.96 + 0.33 91.2 £ 4.3
B =
T UFH 6.22 £ 0.05 96.9 £ 0.8 8.58 &+ 0.17 101.0 =+ 2.1
(BLG)
n=4
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WNE (ug/e 9.0
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(F2hF%Ea %50
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FEAEMR 2= (ug/g) 1.03 1.17 — —
M EEER 2= (%) 8.08 9. 40 — —
W& (ug/g) 9.0

k TV=NLBIOEYFTH BLG) F v MIVEBEIO T OREHIENTIZITH R0 2T,
B3 ET -4
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#4 VS ATFy MTRLDMER RO E—E

EwEEd Bk k2
MRt B O FE = DAV N -l B = AN N 2 ¥
NCIZ & % BRAMEERS 0 0
T—5 (AR % 36 36
I fE 12. 74 12.75
FRHE(R 22 0.94 1.03
RS A HER 72 7.38 8.08
F1E % Q1) 12. 13875 12. 06375
o | TRE (X7 0) 12. 7275 12. 66
FeRt A F3U g (Q3) 13. 42 13.33
e RAE 14. 185 15. 805
I/ M 10. 865 10. 56
i A 3. 32 5. 245
VY 53 i 1. 28125 1. 26625
HE D RO 0.31 0.29
= bR BRBR AR 1. 01 0.95

* o HANZ A SR R 25 T U3,

F LIS Cldng/g
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a)

ek

1.64-

1.28
" 0.674
0.0

-0.67+

-1.284

-1.644

-0.94
~0.91
-0.86

“los

-0.65
-0.5
-0.35
-0.2
-0.14

-0.09
-0.06

~0.03

10.5 11 115 12 125 13 13.5 14 145

WY (ug/g)

X2
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b)

Ak

1.64-

1.28-

0.67+

-0.67+

-1.284

-1.644

-0.94
-0.91
-0.86
-0.8

-0.65

+-0.5

-0.35

0.2
L0.14
10.09
10.06

~0.03

10

11

12

13

14

AT (ug/g)

15

16

(FB%k  36)

FVFHFY FPEAWZRIEICEDE A T LB CEHERT 7 v F



#5-1 TV FHEy Mk 2B O R L OGHE—&

R B OB E Xbarg BLX RE PRI 7= AT

&7 1 2 Xbar® 7T R FHE zAa7 G
12 11.55  10.18 10.865 i i 1.37 i -1.995 i
16 11.10  11.30 11.200 i 0.20 it 2 -1.638 2
14 11.69  11.10 11.395 i 0.59 it 2 -1.431 g
13 11.56  11.50 11.530 i 0.06 it 2 -1.287 i
27 12.01 11.16 11.585  Jiii & 0.85 it 2 -1.229 g
6 11.80  11.62 11.710 g 0.18 it 2 -1.096 i
5 11.72  11.93 11.825 il 0.21 it 2 -0.973 2
17 11.82  11.83 11.825 il 0.01 it 2 -0.973 2
8 12.21 12.06 12.135 i 0.15 it 2 -0.644 e
2 12.20  12.10 12.150 il 0.10 it 2 -0.628 i
25 12.55  12.16 12.355 i /& 0.39 it 2 -0.410 2
19 12.69  12.14 12.415 i 0.55 it 2 -0.346 i
23 12.49  12.44 12.465 i & 0.05 it 2 -0.293 i
32 12.51 12.44 12.475 i 0.07 it 2 -0.282 i
30 12.69  12.40 12.545 i 0.29 it 2 -0.207 ik
35 12.55  12.61 12.580 Y& 0.06 it 2 -0.170 i
18 12.75  12.54 12.645 i 0.21 it 2 -0.101 i
20 12.75  12.57 12.660 i & 0.18 it 2 -0.085 i/
28 12.88  12.71 12.795 il 0.17 it 2 0.059 il &
10 12.57  13.09 12.830 il 0.52 it 2 0.096 il &
31 13.23  12.86 13.045 i 0.37 it 2 0.324 il &
33 13.10  13.00 13.050 i 0.10 it 2 0.330 il &
7 13.15  13.06 13.105  fifiid 0.09 it 2 0.388 i
9 13.23  12.99 13.110 i 0.24 it 2 0.394 it J&
21 13.04  13.24 13.140 i 0.20 it 2 0.426 it J&
1 13.19  13.14 13.165 i 0.05 it 2 0.452 it J&
4 13.37  13.23 13.300 i 0.14 it 2 0.596 it J&
22 13.07  13.85 13.460 i 0.78 it 2 0.766 it J&
24 13.86  13.31 13.585 Y& 0.55 it 2 0.899 it J&
15 13.69  13.59 13.640  fifiid 0.10 it 2 0.957 i

s AT pg/g

A H e

Xbar &K W LCL (8.918)= Xbar= UCL (16.562) ARS8 Xbar< LCL F7=1% UCL< Xbar
REHX filid: 0=RZUCL (1.01) R : UCL< R
AT W | 2227 | <3 R :3= | 7Aa7 |
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#5-2 TV FHXy MX2RBH O BB L OGHE—&

MRS AR O ¢ Xbarg BLX REFRX =V
& | 9 Xbar*  FFAi R* WG AT i
11 13.78 13.57 13.675 it /& 0.21 it <& 0.995 it A&
29 13.61 13.75 13.680 Vi 0.14 it <& 1.000 it A&
34 14.39 13.46 13.925 it /& 0.93 it <& 1.261 it A&
36 14.15 13.77 13.960 i 0.38 it <& 1.298 it A&
26 14.23 14.01 14.120 Y 0.22 it <& 1.468 it A&
3 14.40 13.97 14.185 it /& 0.43 it J& 1.537 i &
*: AT pg/g
FTAIG v
Xbar & X Wi 2 LCL (8.918)= Xbar= UCL (16.562) i & : Xbar< LCL ¥£721% UCL< Xbar
RAE X e 0=SR<UCL (1.01) R : UCL< R
= Aay TR | =237 | <3 KGR 3= | 7227 |

_63_



#6-1 EVFTHFy MK DRE20H I L OFHE— &

R B2 E Xbars PRI REHX =AY
&7 1 2 Xbar®  FFAf R FH zAa7 G
12 10.39  10.73 10.560 i /2 0.34 it 2 -2.126 e
14 11.21 11.35 11.280  ii/2 0.14 it 2 -1.427 e
21 11.71 10.95 11.330 2 0.76 it 2 -1.379 i
16 11.38  11.51 11.445 Y2 0.13 it 2 -1.267 i
27 11.78  11.59 11.685  Jiii & 0.19 it 2 -1.034 g
29 12.15  11.45 11.800 i & 0.70 it 2 -0.922 i
32 12.08  11.69 11.885  Jiii & 0.39 it 2 -0.840 2
23 12.18  11.82 12.000 i 0.36 it 2 -0.728 i
13 12.01 12.11 12.060 i i 0.10 it 2 -0.670 i
25 12.03  12.12 12.075 i 0.09 it 2 -0.655 i &
4 12.43  12.14 12.285 il 0.29 it 2 -0.451 i
20 12.48  12.18 12.330 i 0.30 it 2 -0.408 i
6 12.21 12.47 12.340 il 0.26 it 2 -0.398 i
5 12.28  12.46 12.370  jifi 0.18 it 2 -0.369 i
19 12.53  12.60 12.565 i & 0.07 it 2 -0.180 /2
8 12.64  12.49 12.565 il 0.15 it 2 -0.180 /2
30 12.71 12.50 12.605 i 0.21 it 2 -0.141 i
9 12.70  12.61 12.655 Y& 0.09 it 2 -0.092 i
28 12.64  12.69 12.665 i & 0.05 it 2 -0.083 &
17 12.34  13.40 12.870 i 1.06 AN 2 0.117 it &
34 13.07  12.74 12.905 i 0.33 it 2 0.150 it &
35 12.89  12.96 12.925 i 0.07 it 2 0.170 it &
31 13.18 12.82 13.000 i 0.36 Tt /& 0.243 i 2
2 13.05  13.00 13.025  fifiie 0.05 it 2 0.267 i
10 13.37  12.72 13.045  fifiid 0.65 it 2 0.286 i
15 13.28 12.94 13.110  ffe 0.34 Tt /& 0.350 i 2
18 13.35  12.92 13.135  jifiie 0.43 it 2 0.374 V2
7 13.38  13.41 13.395  jifiie 0.03 it 2 0.626 i
33 13.40  13.42 13.410 i 0.02 it 2 0.641 it J&
11 13.52  13.55 13.535 Y 0.03 it 2 0.762 it J&

*: (T pg/g

AT e v

Xbar & BEX| W LCL (8.925)=< Xbar< UCL (16.575) A J8 : Xbar< LCL F7=1% UCL< Xbar
REHX i 0=R=UCL(0.95) R : UCL< R

AT e | 7227 | <3 R 3= | 7227 |
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#6-2 TUFTHFy Mk DRER2OH R L O —&

¥epg  RUBR2o A E ¢ Xbarg FiX REFRX = AT
e | 2 Xbar* P R* G 227 FHl
3 14.34 14.01 14.175 iR 0.33 it & 1.383 il &
22 14.16 14.74 14.450  JiiE 0.58 it & 1.650 i &
1 14.73 15.10 14.915 2 0.37 it & 2.102 il &
26 14.90 14.98 14.940 iR 0.08 it & 2.126 il &
24 14.98 14.96 14.970 iR 0.02 it & 2.155 i &
36 16.23 15.38 15.805  JWiE 0.85 it J& 2.966 it /&
*: BT pg/g
SPAM L
Xbar EHX T : LCL (8.925)= Xbar= UCL (16.575) R i : Xbar< LCL ¥71-1% UCL< Xbar
RGP TR 0=<R<UCL (0.95) TR UCL< R
AT W | 2237 | <3 RER:3Z | 7227 |
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(F&BI%% 36)

X3 FEHDOEVFHX > b EHWZRIEIZ KD Xbar- RE BLX

XbarEHEX (a) O _EEEHEHRAE (UCL) B X OFEHEIBARMR (LCL) 1T /S A Y £30%
REFX (b) OUCLE X OLCLIZRDIEYE & IS/ R 7w 7 O4R$D, (=3.267) 7B HEH
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a) XbarE X

17

UCL=16.575

16 -

15 -

14 -

13 -

12 -

11 -

WA O (ug/g)

10 -

9 -

H0=12.750

LCL=8.925

8

b) RE L

PR BEE

1.2

1.0

0.8 -

0.6 -

0.4 -

WA EOHH (1g/g)

0.2 -

0.0

X4

PR 7

UCL=0.95

Avg=0.29

LCL=0.00

(F&BI%%  36)

REROEY FHxy FEHWERIEIZ X D Xbar- RE BLX]

XbarEHEX (a) O EEEHRAE (UCL) B X OFHEIBRMR (LCL) 1T /S A Y £30%
REFX (b) OUCLE X OLCLIZRDIEYE & IS/ 7w 7 O4R$D, (=3.267) 7B HEH
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KT AARANLF Y ML DHEREORHEE
W kR k2
MRt B O FE BARARER | moRR R G
MCIZ & % RO 0 0
T—5 (HEE) % 36 36
I fE 10. 18 12. 45
PRV 72 0. 90 1. 17
RS A HER 72 8. 84 9.40
1A (QL) 9.5975 11. 90875
MWeEo | TRE (XPT V) 10. 21 12. 365
PR s @9) 10. 7 12. 96375
e RAE 11.715 17. 245
I/ M 7.635 10. 32
i A 4.08 6. 925
VY 53 i 1. 1025 1. 055
M D RO 0. 50 0. 40
= bR BRBR AR 1.63 1.31
* o BN A IHE AR 722 Cld%, Z LIS Tlng/g
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a) Ak b) #kk2

[ ]
1644 0 94 1644 () 94
1.2840.91 1.2840.91
|o.86 -0.86
~}o.8 0.8
0.674 0.674
-0.65 -0.65
0.04-0.5 0.04-0.5
-0.35 -0.35
-0.674 -0.674
0.2 0.2
-0.14 -0.14
»128-70.09 -1.28-70‘09
»164-70'06 -1.64-70'06
~0.03 ~0.03
| —
T T T T T T T T T T T T T T T T L
75 8 85 9 95 10 10.5 11 115 12 10 11 12 13 14 15 16 17 18
He S
AR A (ug/g) WY (ug/e)

(PB4 36)

X6 HANLX Y hEHWERIEIZLEDE AN 7 ABIOERMKER 2> b
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#8-1 HANLF v MIX DB ORI L OFHE— &

R ABH oS E * Xbarg X REHX 7=AaT

& 1 2 Xbar* A R* FHE zAa7
35 7.78 7.49 7.635 i 2 0.29 it 2 -2.828 i
12 8.10 8.60 8.350 it 2 0.50 it 2 -2.033 g
16 8.53 8.38 8.455 i 2 0.15 it 2 -1.917 g
5 8.32 8.96 8.640 i 2 0.64 it 2 1711 g
21 8.41 9.34 8.875 it /& 0.93 it 2 -1.450 e
28 8.70 9.47 9.085 i 2 0.77 it 2 -1.217 g
19 9.79 9.17 9.480 ik 0.62 it 2 -0.778 e
34 9.22 9.78 9.500 it 2 0.56 it 2 -0.756 i
36 8.75 10.36 9.555 ik 1.61 it 2 -0.694 e
14 9.94 9.51 9.725 it 2 0.43 it 2 -0.506 i &
9 9.73 9.80 9.765 i 2 0.07 it 2 -0.461 e
18 9.87 9.96 9.915 i 2 0.09 it 2 -0.294 i
27 9.82 10.07 9.945 i 2 0.25 it 2 -0.261 e
33 10.06  10.03 10.045 i 0.03 it 2 -0.150 ik
29 11.40 8.70 10.050 i 2.70 A2 -0.144 i
20 9.84 10.36 10.100 i 0.52 it 2 -0.089 &
10 10.21 10.05 10.130 il 0.16 it 2 -0.056 i
30 10.04  10.29 10.165 il 0.25 it 2 -0.017 2
6 10.09  10.42 10.255 il 0.33 it 2 0.083 il &
4 10.21 10.56 10.385 Vi & 0.35 it 2 0.228 il &
17 11.32 9.50 10.410  fifiE 1.82 A2 0.256 e
3 10.33  10.57 10.450 il 0.24 it 2 0.300 il &
2 10.46  10.45 10.455 Y 0.01 it 2 0.306 it J&
7 10.50  10.47 10.485 Y& 0.03 it 2 0.339 it J&
24 10.40  10.60 10.500 i 0.20 it 2 0.356 it J&
31 10.54  10.49 10.515  Jii 0.05 it 2 0.372 it J&
32 10.49  10.67 10.580 Y i 0.18 it 2 0.444 it J&
23 10.65  10.83 10.740 i 0.18 it 2 0.622 it J&
1 11.07 10.71 10.890 i 0.36 Tt /& 0.789 i 2
22 11.58  10.46 11.020  Jij/d 1.12 Tt /& 0.933 il &

s BT pg/g

A H e
Xbar &K W LCL(7.126)= Xbar= UCL (13.234) ARS8 Xbar< LCL F7=1% UCL< Xbar
REHX e 0=R<UCL (1.63) ik : UCL<R
AT W | 72227 | <3 Rif:3= | 7Aa7 |
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#8-2 HANLF v MIX DB ORI L OFHE— &

MRS ARBH oS E ¢ Xbar BRIX| REHX =
e | 2 Xbar* P R* G 227 FHl
25 10.69 11.48 11.085 it /& 0.79 it <& 1.006 it A&
8 11.34 10.94 11.140 i) 0.40 it <& 1.067 it A&
11 11.29 11.35 11.320 Vi 0.06 it <& 1.267 it A&
15 11.36 11.48 11.420 i 0.12 it <& 1.378 it A&
13 11.50 11.43 11.465  Jiig 0.07 it & 1.428 i &
26 11.19 12.24 11.715 it /& 1.05 it J& 1.706 i &
*: HAT pg/g
FTAIG v
Xbar & X Wi LCL (7.126)= Xbar= UCL (13.234) i & : Xbar< LCL ¥£721% UCL< Xbar
RGP TR 0=<R<UCL (1.63) TR UCL< R
= Aay TR | =227 | <3 KGR 3= | 7227 |
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F9-1 HANLF v MIXDFBR20H I L OFHE— &

R B2 A fE ¢ Xbarg X REHX 7=AaT

& 1 2 Xbar* A R* FHE zAa7
12 10.21 10.43 10.320 i 0.22 it 2 -1.821 i
35 10.20  10.48 10.340 i 0.28 it 2 -1.803 i
16 10.57  10.41 10.490 i 0.16 it 2 -1.675 i
21 10.83  10.70 10.765 i i 0.13 it 2 -1.440 2
19 10.97  11.13 11.050  ij/2 0.16 it 2 -1.197 i
27 11.40  10.98 11.190 ¥l 0.42 it 2 -1.077 2
14 11.75  10.92 11.335 i 0.83 it 2 -0.953 &
5 11.38  11.92 11.650 il 0.54 it 2 -0.684 i e
36 11.59  12.21 11.900 il 0.62 it 2 -0.470 i
28 11.53  12.34 11.935  Jifid 0.81 it 2 -0.440 i
30 12.02  11.91 11.965 i 0.11 it 2 -0.415 i
4 12.43  11.70 12.065 i i 0.73 it 2 -0.329 i
6 12.23  12.04 12.135 i 0.19 it 2 -0.269 i
23 12.35  12.01 12.180 i 0.34 it 2 -0.231 i
34 12.08  12.33 12.205 i 0.25 it 2 -0.209 i
31 12.14  12.29 12.215 i 0.15 it 2 -0.201 i
9 12.08  12.47 12.275 il 0.39 it 2 -0.150 2
20 12.21 12.42 12.315  jifi 0.21 it 2 -0.115 2
29 12.04  12.79 12.415  Jifi 0.75 it 2 -0.030 i
18 12.52  12.37 12.445  Jif 0.15 it 2 -0.004 2
24 12.56  12.70 12.630 i 0.14 it 2 0.154 il &
33 12.83  12.60 12.715  Jif2 0.23 it 2 0.226 il &
13 13.12  12.55 12.835  Jii 0.57 it 2 0.329 it J&
7 12.95  12.84 12.895  Jii i 0.11 it 2 0.380 it J&
11 13.00  12.83 12.915 i 0.17 it 2 0.397 it J&
32 12.66  13.20 12.930 i 0.54 it 2 0.410 it J&
3 13.10  12.82 12.960 i 0.28 it 2 0.436 it J&
17 13.29  12.64 12.965 Y& 0.65 it 2 0.440 it J&
15 13.51  13.37 13.440  fifii2 0.14 it 2 0.846 i
22 13.51  13.76 13.635  jifiid 0.25 it 2 1.013  fe

s BT pg/g

A H e

Xbar &K W LCL (8.715)= Xbar= UCL (16.185) ARS8 Xbar< LCL F7=1% UCL< Xbar
REHX e 0=R<UCL (1.31) ik : UCL<R
AT W | 72227 | <3 Rif:3= | 7Aa7 |
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#9-2 HANLF v MIXDFER20H R L OFHE— &

MRS B2 E ¢ Xbar BRIX| REHX =
e | 2 Xbar* P R* G 227 FHl
1 13.64 13.66 13.650 i 0.02 it <& 1.026 it A&
2 13.48 13.82 13.650 i 0.34 it <& 1.026 it A&
25 13.42 15.01 14.215 it /& 1.59 ATt & 1.509 it A&
26 14.60 13.84 14.220 i 0.76 it <& 1.513 it A&
8 14.88 13.89 14.385  fiE 0.99 it & 1.654 i &
10 17.19 17.30 17.245 R & 0.11 it J& 4.098 R
*: HAT pg/g
FTAIG v
Xbar & X Wi LCL (8.715)= Xbar= UCL (16.185) A & : Xbar < LCL F£721% UCL< Xbar
RGP TR 0SR<UCL(1.31) TR UCL< R
=Aay TR | =227 | <3 R :3= | =227 |
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0.5 ° Avg=0.50

O:O /V \—N \/J W \J LCL=0.00

(F&BI%%  36)

WEEORPH (hg/g)

X7 FEHOHEARNLF Y b EHWZRIEIS X D Xbar- RE BLX

XbarEHEX (a) O EEEEHRAE (UCL) B X OFEHEIBARMR (LCL) 1T /S A Y +30%
REFX (b) OUCLE X OLCLIZRDIEYE & IS/ R 7w 7 O4R$D, (=3.267) 7B HEH
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a) XbarE X
20

18 -

*
’ UCL=16.185

16 -

14 -

H0=12.450

12 -

EEDY (ng/g)

10 -
LCL=8.715

b) RE L

«
1.5 - Y
UcL=1.31

1.0 7

Y
v

0.0 LCL=0.00

WA EOHPH (1g/g)

(F&BI%% 36)

X8 FER2OHARNLF Y b EHWZRIEIS X D Xbar- RE BLX

XbarEHEX (a) O EEEEHRAE (UCL) B X OFEHEIBARMR (LCL) 1T /S A Y +30%
REFLK (b) O UCLE X ONLCLIZRDINIE L JISANY KT v 7 OFR¥D, (=3.267) 7> S5 H
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ALY =y

-
—
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i‘%lo 7"9/\7/\1&?‘) Mliéﬁ’%%—%ﬁ

WRE S | REES ) HEAE ; Xbar* R*
B 7.09 6.83 6.960 0.26
0 Bk 7.59 7.52 7.555 0.07

*: BT pg/g

#11 £V FH BLO) Fv MILORER—E

BE S | WERE S | Mo 5 Xbar* R
OBk 6.40 6.09 6.245 0.31
A Bk 8.05 8.13 8.090 0.08

* BT ng/g
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%ﬁ%&ﬁ: (OD45O_ODref>

I& %}_EL‘ (OD450_ODref)
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FYF Ay bEHWRIEIZKIT HEfR (365%E)
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2.0
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1.0

l& %&F (OD45O_ODref)
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0.0
0 10 20 30 40 50
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21APSFCS097 2022/4/1 2
21APSFCS098 2022/4/14 1
21IMYSFCS099 2022/5/7 3
21IMYSFCS100 2022/5/17 9
21JUSFCS101 2022/6/3 11
21JUSFCS102 2022/6/3 8
210CSFCS105 2022/9/30 1
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HH 1 2 3 4 5 6
. v 0 1 2 3-5 6-10 10/
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b 7 35 5 5
R LH R[] 1255 12 - 1675 16 — 207 2004 ZDAth,
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(rpm) 1 34 1
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17T  BFEE SN E B PRI BT D BB OBEFE (v M)
a) BV Xy N B68ES). e > M 8m v |

e X 5y
HH
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Bl g o 0 1 2 3-7 >7
PRAFIIR (R 28 5 1 1 1
Hh e D iR 7 MEHE50CLL L) RER(-50°CA)
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SUBHAR NI ] 10LAY 10-20LL 9 20-30LLPN 3048
(43) 28 5 2 1
EEh o 20°CH i 20-30°C 30°Ci
(FiPH) 0 36 0
b) AARNLF v b G6tRE), ey M 5m >y b
[E] & X 5y
HH
1 2 3 4 5
Hli i o> 0 1 2 3-7 > 7
RAFHIRA (H) 24 8 0 4 0
iR D KR 1 ME(-50°CLA L) R (-50°CAI)
PRAF-SefF 0 8 3 1
SR 10LAN 10-20AN 20-30LL 30
3 30 4 1 1
BEhORIE 20°C i 20-25°C 25°C& ST 1 F 25-30°C 30°CH8
Clic)) 0 26 6 4 0
o FV~asFky b (BERE), ey M 1=y b
[ X 5y
HH
1 2 3 4 5
gD 0 1 2 3-7 > 7
RAFHIA (H) 1 0 0 0 0
IR D iR 13 WER(-0°CLLE) MR (-50°C M)
PRAFSett — — —
SRR Y 10N 10-20L0 N 20-30LAN 308
(43) 1 0 0 0
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K18 20204FE ORFEIAMEI6RE (OF, #L. N, TiF AL HidH) OREER

FHEAEL
8 SRR 6 A R oD S Jifi FEER 2K
0 1 2 3 4 5 6
S it 1% BE 4 3 3 5 6 3 5
(B2 2914 BE)

#19 2020 OSIHERR O A FEER L OME A v b

HIRES R i i ERE R
ELISAW:  FEHitgBd (296%59) 20 22 14 12 10 15
B 4793 4631 4403 2642 2624 1510
(23.3% (22.5% (21.4% (12.8%) (12.7% (7.3 %)
BoitEdsR AR EE (298KES) 3 4 4 2 2 6
i HH AR 385 473 726 15 15 35
BEPESR (%) 8.0 10.2 16.5 0.6 0.6 2.3
I b (FEEIEE ] (331&RE)
HA L 23 26 16 16 14 —
VS A 24 26 18 15 13 —
A CAVA 2 2 3 1 1 —
=y A — — — — 18
~ LN _ . . . 18
TesBakBr  FHpERs (296%R9) 2 2 3 1 1 3
R 7 5 32 4 24 3
BoitEAR RS (291KES) 1 2 2 0 1 2
T H AR BR AL 4 4 6 0 1 2
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TR RGBSR R e (Rdh DL R RAEEDT T )

B AT E AR 5 O A OF MR 2 BT D i

i

WFFE oy HE S 5

SRS B A 7 0 7T L I ERUEE O B & BRSEICBE S D ATE
— — IR R E A A A AR O BR JE (4) —

WA i ST (—8) &L et o ¥ —RE5EET BIFTR
531‘7"3/\?5%‘ [ SURNEEN (—W) ‘IS L Y o F —REFVIEFTRIFT R
Jetth 11 mR B (—) BAELREY ¥ —REFPFRTT 2R

R =EEF (M) saEaniet s —REIEET MR

i o (—) ‘AL LREYE ¥ —REFHEHT R

YR 52N (—{) ‘IR ¥ —REHIERT #F7E R

MAEEE

A AR SN RS B PR A . PR R A TR IS — R B E R A LI T D 5
MBS 21T 2 72,

— AN EGE R A OB B & L TAR (RS2 TERM - 74) 2w, 24k
& LTOMReER G, @mENM, @/ 1 vy b 22T 1 OFEMIT X2 AR ZAT
-7,

PERERTAR Cim U (0~107C) & IMJERIRAF10 H £21222. 5C~ Bk L7oalkt (FHR
FER) D218 ) OFAFUEHI DWW T, Ik K84 A MR £ COAEBEBM DT 2B Lz,

A B R TUE S A m oy B RS T o SRR U 7R & £ ER L 72 104/ o0 3 A3
B2 OB TENENEREERE 217V, BT SE RN GE MR
) B I OHEHIRE £ COmERME (ZEMEMERRER) 21T-o7, 7o E M
RARBR TIEAERT 2 EEM ORI A TISO/TS 19036 : 2006 Microbiology of
food and animal feeding stuffs — Guidelines for the estimation of
measurement uncertainty for quantitative determinations % FW7-IEUERFEIN X
DEHEIT -7,

SNA By bAZT ¢ TIHAMKBE OSBRI U CGRARE 2 BUAT L, S iz [ml
WL TR 24T - 72,

PERERHAIZ A A o b T L D2 OEFHE ORI, 5 L0 A & m28H B 04 H
BoFEEb LTSRN L, SR B MERMERRRER) ORI R L
TAFERMEDN S0 AT THDHZ & & L, ERHE (ZEMEMERRER) DOFFAm AL YE
I BIE D B EMERERBR O SEHE D £20% DFFHTH L L & L, "M ry h X
2T 4 OFHIlFEREIT A (5250 OEBRED 306 TH D Z & & L,

B TOFMEEEZ R T- Liz7o, AT —BMEEHERAEDOEM &L L TR Y TH
% &l L7z,
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A. HFEEB

R A E OB EEHFREICE
WT, BUEYS AR CHEM L TV A 14EY
F Xy D — AR B EC E R A CIEBAEE
T F B M A OKE & RN TTR AT LT
Do WEIEITHE D LHRIT L 7 i Akt
ERHOWERBIETHD Z LD, SO
BOBEEITIES SE /NS 20§
e UTHBMICE 2 TRFETIZZRN
WEECHZAaT 235 B2 5 V)M
BNAETTWD, RN TRM ZBIICE
BT 252 L TCIOMBEITERTE S & H
HTEDHZ LMD, SFEEONFETILHE
FEOREMBEAR LMoy NAZT 41T &
LiEM FORER O LEZHRE L
77

B. Fik

1. RBEA B X OIS

1) FUBHEAS

REHEA I AR (77 7Kk, mHRG)
Wz,

2) WINEA
WG X Bacillus subtilis (FEEEIF
faik, RAHbF, B = — FNo. LK1000)
Wz,
3) MG
- RERUK (BARSERTT)  (NRELSE)
- EUEFER I (B KHIER)
- SCDEFHL  (H AHYHK)
+ NaCl (FOGHs#k, & L7 A /L AFDGEHE

e

#)

2. fEAES
AR, BEHE OWE T A — h Y
L—T % Lz, BRI e v

ExRy FERIEZ V=N FHTET
W, ERRICITEIRA 2 L7z,

3. YERL§ DRABRYE (—BGHIBE I E R
%)

—HIEEE AL, TFRYRE D
SVWOHAERIZOWT] EE3SRKIE
CERCTAEL0H 12 A R 551885 - LR
2115 - HifbEE1195) ) (ZYERL L T
L7ce UFICZDOHI, kmiEFIHEZRL
Too 72¥, ZORBRIEIL TR SEAEES
D—EBaYET HIER) CERBOFIETRSE
465) OFEITIZHEV202146 A 1 H IZBELE
EnEboThb,

FHA L2 g& AP A K225 mLC10
FEATIR L. LARR 1ORS B b A BR 2 1 B 55 fti
L7z, A 10F5BPEAIRIEL mLa 28D v
— LIZA B L TR L7214
35. 0°CRYE D IHIRAE T45~51R[H RSG5 L
7=, HEI30~300 cfu/plate DOFIREL
EHWTARBE R L. (X1,

4. FAEREIOER

1) OB

TNT 7 K30 gh H T AREIFFE L,
121°C6057 M D i LR KW 21T > 72, dh
BAEBREICTR > THLHEZHD,
WY 5 F CEIRRAAF LT,
2) WRINEEIR DY

TR O Ak BB 2Rk 2 20%  (w/v) NaCl
R THI2. 5 X 10° cfu/mLICFR L= b D
ZIINER L Lz,
3) FRAERE O 1ERL

FA1220% (w/v) NaCl¥A#Z50 mL & FRn
WKl nLzdmmL ., WEIZRD K5 +5
R LTz, Zhaaiaalel & L,
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AAEFEHIME N, 23kt 25ET
mig A LTz (X2),

5. FAEREOMEEFAR
1) RAFSM:

A B ORISR T OWERT (UL
T, TREREH Evo) . QW10
H#%1222. 5CIZBx (LLF. TEREH
LWV D) D225 LT,

IR FEH X I B O TR A BB A A AR
EL, RIEFEFOIREZEEZEZRE L TITD
SZEREWE LT,

2) AEREIE

W HEEVEHT RN O RINE% . R175E
a2 510, 14, 28, 84 HRZIZAERBIE
AT o Tz, WIRAEHIRFBRLED B 14,
28 H R I AE B E AT o e KRA »
~CIRAREHIEMH L, BEEE2E
L L7z (FED,

fikz b LI, OMBEORERA >~ b
T ED2ODEREDREAEZEN 0. 5
log cfu/glAN., @WEIRAT OB % &
28H HOLEBMEDOFENR£1.0 log cfu/g
VN, D252 e il HE & LTz,

6. FAEFAEID S E A

1) ot IR o (R

ATEVZ R U 7o 5 Clf A SOk 2 1
ML, ZO—H%E AN CTHREREZIT-
776

2) YE VRSB

Bo At AR R & BEVES T L7
LOfIE O ELAT FH R A R 2 IV T24 DA
B ET S AEEEBRIE 21T - 72, 71200
OERES (G 2 OEEE, R
7&, BRI O H I X O okl & 47

S (Microsoft Excel) #4T-7-, £7=
{4 CTISO/TS 19036 : 2006 Microbiology
of food and animal feeding stuffs —
Guidelines for the estimation of
measurement uncertainty for
quantitative determinations Z&H&E|C
RN S OR M EIT o 72,

ZZTHEB L EHEIT A 7y bR
274 OEEME LTHEM L,

¥, B U ERRENX0.1 log
cfu/gPlNTH D Z & il L LT,
3) & EMEMERE B

HEVE 2 | Fh HE U 72 1018 o B £+ FH R AT 3K
B2 AT, ER 58920 A 12 IS B
TR aER & [AER O AW EME 21T > 7,
Fr20m DA (EH) o FEEDOHE
Hj%ﬁo 7o

EVEMERSABR TR DNl (5

ﬁ)#ﬁﬁﬁ%mﬁﬁfﬁ%ht$ﬁﬁ
(3280 DE20WUANTH 5 Z &z il
HL L,

7. "M ry FREZT 4 (EHZEFRR)
1) FRAEBE OB & Hs i o[BI

LV VERERR CRIE N 72 2 & AR
%tmﬁﬁﬁﬁﬁﬂ%ﬁﬁb\ﬂ4my
NAZT ¢ &2FEhE LT,

— S ERR A DA 1y h AKX
T4 L LTEMEEZIT, 498 2 5t
Rty AT ¢ (BUF, ZRH3E
FFkBR) %580 L7z, MAasBICI XA
Bk A 1E 3 olfT L7z [20214511H 26
HIERE, FA DI Ny 7], R TEM
Z [9pY) & U CRUBRHAELES K ONAIE#:
TEIXEFERE D 1L CHERM L, 0K L
BRI & LT, AR S OIS E
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TEHIRRIX20214F12 240 & L7z,
2) T — IR
FRMT I AR 23 30 L T B B dh A4t
RS R PRI A — MR B A AR A TR
AL Tnaueki EIFEEES IO
TR 72 2 AW T3l 7 15) 12 L D Tk
EHWTEBTOTE21ToT2, T78b
H, SHREME L VT — X 2%, T
—& -7 V—=7 (EEfED 1/100 Lk
TH LV 100 (52L EOREEAERIN) %
1TV, ZOHIPHS & 70 AR LUK
HED & 2 WEE (6 ARG (T2onT
X, DB ONTRER B RS Lz, R
THRAKEM, MAEKENOZEHZX —
REHMAZRAT 5 HIETHE LIk, &
RARERS > & OMEE O E (BERE 5
EEIE) AZOWT, HEARKE R, B A b
77 LB IOESRMERT vy a2 ERT
HZ LK T2 RO AR L
7o AR B A0 DS S
THAIIE 2 v 7~ (R =2 X A i
R LA EOfEx WS Lo AamkeE 4 b
ShLT=t, FRROWMEEE T2 Qv 7~
ER) , FAEBINC KR AR Dz — A 3T
& X — REHXIZ IS CTH R B o fif
WraiTole, 6T, BMAMKE X VA
WL 727 — & 2 B2 L FERiRpT
LABEIZz =2 A TIZEDS W TR AR
DFFTEAT o T, 703, FEHEMTB LW
KIBIRHT Dz =2 a T IIBEBITE DT,
Fo, BRFLEREIC OV TH ED FE
O, fENTEIT S T2,

(fiw PR~ DAL RE)
B ~DORE & LT, MAKEZ = —
RESE L, WA 2 maE Rz X

ST,

C. D. HIFEFERBIUEBLR

1. FRAAEREIOER

TNT 7 K30 g & T AT =
L. 121°C60 3 [ O &KW 21T -
7o MIENEEREIC TR ThbLES
PR, BHZIRINT 5 F CHRIRRAE LT,
PRI V3T R 0D il TR 2R i 22 20%
(w/v) NaCl ¥ CTHJ 2. 5X10% cfu/mL |2
P L 72 b D& Lz, 1T 20%
(w/v) NaCl W& 50 mL & WSHNEHR 1 mL
EWML, BEIZeD XD o
L. THEFAEREE Lz,
PAEREHIE A, F3EMtT o E T
IR RAT LT,

2. FAEREIOHEREFAR

10 Rk 0D A B AR E A RN D TN
B, RTFBALAEDN S 10, 14, 28, 84 H
%o 5 A% LTz, F 72 WIRsE DA
B E Z RAFBRAR D 14, 28 HEE D 2
FIEME L7z, WInd 1 EOFHEE %
AL, FER2EE L (F1),
W AREHIRIF AR5 84 AR E T
TR E LT AR 2 MR L, &£
HOAFHDOFEYL £0.5 log cfu/g DOEL
PHNTH > 7=, FT-HWIMETSINER &
28 H# DOAFEECEEIMEZEIL 0. 03 log
cfu/g Tho7= (F 2~4, ¥3),
SEFHRE L CHEM LI HIERE D,
TRA7BALA 14, 28 AEOWT NS MR
B L IZERFEOA B A MR L T
(F2~3, K 3),
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3. FAERE O EFE

RA vy FAZT 4 HORAEREHIM
RTE L, 2O S E MR E
L OV TE MR S B E 25 1245 10 [ oD
AR 2R L7z,

PV R R IT 2 4 ORMRAE BN 1
[ DA BEHGE 217V, DT
i, tEMERZE, REREE L0 —mH
ST EAT ol (R 5~6), FTI-WEMERE
R Tl SR 2 b & ITIREA D
SERM L (R7), EERMENSIX
0.05 log cfu/g LIFFIZT/NIWEET
b, FHAEREE U CRIE AW & FEI L
Too 22 ENERERR AR LA A AR D AL )
BRI 2 1 A% E MR & [FIERIC
RER A FE i L7tk FEE O A
L7z (F8~9),

4. N my FRET 4 (EREFRRR)
KG L U7o 4 49 BERE)N Bk IR & 1IN
U7z, FEEMT OFERIZER 10 L [X 4~
X 6, *EfRITORERITER 11 LK T
~X 81z, FRimFiEkEOEGHE RILER
12 1Z/R LTz,
©  EH SR

— e g == IR RS SR
DB <. 2 3 7 < LB T ERE L7
Mmoo,
EHfEET oy MR LIZEZ A,
BRERRICT 2R oL TRBY . E
MMt -TWD B L, -
BRI & 70 o T- BB I X BRI 3
WX 0 BERE. REFIMICI W TIE 2 4%
BTholz, z—AaATIZX BT
X, 2= |z—2a7 | <3ITi%Y4T D%
BIZS 1AEE, 3= | z—2 a7 | IZa%4 T

LEEREN 1 B TH o 7,

FAHEAER 21X 15.65 $TH V. YT
T HM 2 AR & D B RSN
FERCE AR A — Ml R ER A I
FAIRE 5 AR (2017 FFEE~2021 FF )
OFIXIEHERZE (11~18 %) & REDXR
WH DO ThH o7,

@ kIR

F—H e g ) == SRR ER
LRI <, 2 T U BRI SR L 72
MoT,

Eﬁ%47m/%%% LTz E 2 A,
BERESIRICT — 2230/ L T8V, 1|

oA _TIEO’CD\%) tEZONE, F
7oy z—AaA 7T L DN Tl
2= | z—RA a7 | <3ITHEYT DN
2RERE, 3= | z—2 a7 | (TN T DK
B ho Tz,

FIRTFERER 213 1.52 % THY ., BT
T HM B R R & T 5 BRSNS
FEREE PR A — i B e AR
Bk 5 AR (2017 AEE~2021 4RJE)
DO FERERZE (1.0~2.3 %) & KED
BRNbLDOTH T,

RIS FEEUEAT & P ERAT A Ll L7z
LA KBIERHTOIE S 28 K0 IER A
WZHE > T, —RAICIE ) i H RE
R IT XIS 21T > TV D B DORE
<. HEEERIZ R TH A% OFMNRE EE B
A TS BT 2 R L7213 9 A ko
EEZ LN,

F. REMLKRER
L
G. HFRER
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| A EHEER 25 ¢

l

| AEEAIK 225 L AN

VA M~y 0 —LH 1 5

| 10 i BB

l

| BRI InL+EBR LK Onl)

| 4 10 5BEAIUL | nl 2R ER KB TR | (n=2 THM)

1 35.0°C. 45-51 Bfts

LB O -

AEE DR

!
| )
1 A EE RS KT IE

30~300 cfu/plate DFTIREX %
FAWTEREEEHEH

|

TNT 7K 30 g

!

|

iR 2 & (121°C60min)

L <20% (w/v) NaCl &% 50 mL
| —FEEE NG (]9 2.5 X 10° cfu/mL)

|

i %h

l

| FAERE (3.0X10" cfu/g, i) |

2 AR ERFIE
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1.0E405 ¢
R O—00 =y ° —
o
3
v
=~ 106404 } .
5 i
EO! [
—@— N1 {/GRIEH) [ ez RO
-=0==N1|H &FH) [ -t [ EF
1.06403 R A S VI S .
0 7 14 21 28 35 42 49 56 63 70 77 B4 0 ¥ 14 21 I8 35 A2 49 56 63 Y0 47 B4
7B 3 (W) fRFHE (R BE)

3 AARBOVERERHE (R OZFE), £ N1 AKX N2)

0.95 -
N 0.91 |

/ \ o

0.5

B
IERFE

0.3 -
016 | .-
/ \ 0.09
0.05 -
4 N
A
S~ 0.015 |-

I T ’ T ’ T ’ T ’ T
20000 25000 30000 35000 40000 20000 25000 30000 35000 40000
RIEEDT (/9) RIEEDF (/9)

M4 NAvay hAXT 4 FEREFFOE A N7 T AL IERERT 0 > b
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90000

80000 UCL=78997.96
70000 -

60000 -
50000 -

#0000 7 M
30000 - PRPS PPy H0=26332.65
20000 - W

10000 LCL=7899.80

BIEEDFY (/g

12000

10000 —

8000 ? % UCL=8018.01

6000 - /\ \
e et e e

0 LCL=0.00

.

e
e
=

RIEBEOERE (/g9

_2000 rrrrrrrrrrrrrrrrrrrrrrorrrrT

X5 NA vy FAZT 4 TR OX — RE X

z— X

rrrrrrrrrrirvrir17r17r17 1T 1T 1T 1T 1T T T T T T T T T T T T T TTTTTTTTTTTTTTTTT
d—h&ES

X6 XA vy NAXT 4 BEMAT Dz —A 27 ONERL
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0.95
f\ 0.91
0.84 -
/ 0.7 4
% 05 -
\ B oos
/ 016 | .
0.09
/| \ 0.05 -
T T 0.015 A \. T T T T T T T
4.2 425 43 435 4.4 445 45 455 46 425 43 435 44 445 45 455 46
BIEMBDFY (log/g) BIEMBDIF (log/g)
7 NAmy bRZT 4 WAEFTOE A 7T L L ERBERT 0y b
4 -
3 7
2
1 - ‘M“f.”/
Ko
N1
-2 d
-3
-4
TT T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T TTI]
d— RES
8 NAny NAZT ¢ RN Dz — A 27 ONANKL
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# 1 FAAEREOSEFM RFSRIS L OB
B ok
PRtr AREEURY 2,50 CRIBOED )
0 (BINE) O N, w7123 Bk 5 )
10 O (BTN D 22. 5°CICE)
14 O O
28 O O
84 O _
HARA N CTHAERE LEAEH, BEREEIX 2 EE L,
#2  PHAFEIOMEREREMN KR (3250
RAF R N1 N2
Yl Taw T FE Gl v IR AEH
0 (WINE) 2.8X10" — 2.8X10" —
10 2.6%10" — 2.8%10" —
14 2.9%10" 2.9%10" 2.5X10" 2.5%10"
28 2.6%10" 2.5X10" 2.6X10" 2.6X10"
84 2.3%10" — 2.6X10" —
HAEBOHENL : cfu/g
N1, N2{3fF&EnEl H 27~ L7,
#3  PHAEREIOVEREREM G0
RAF R N1 N2
MGl v & AR G v IR AR
0 (ASHNE) 4. 45 — 4. 45 —
10 4. 42 — 4. 45 —
14 4. 46 4. 46 4.39 4.39
28 4. 42 4.39 4. 42 4. 42
84 4. 37 — 4. 41 —
A DAL : log cfu/g

NI,

N2|FFF BRI H 27~ LT,
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#F4  RABUBOVERERHM GG R)

ﬂ%ﬁ% L. A-B|  CEBEE FHEQO M@
[EEAER" A B
0 (FINE) 4. 45 4. 45 0. 00 4. 45 HE — —
10 4. 42 4. 45 0.03 4. 44 HE — —
14 4. 46 4.39 0.07 4.43 HE — —
28 4. 42 4. 42 0. 00 4. 42 e 0.03 &
84 4.37 4. 41 0.04 4. 39 HE — —

FEEEDHAL : log cfu/g

X1 A, AEEEA, BIXR3IOAEGUVE N1, N2 & #5750 L 7=,

¥2 . A, BOEBEE R L,

¥3: A, BOWKOAEREE GHE) DZE1RE0.5 log cfu/gblNTH L HEICHEG & L
7o

%4 0 [IRNEZOEEME] - [28H HOFERE] Z2H ML, TOHEHNA 1.0 log cfu/g
UNTHLEAICHEE & L,

5 AAFEIOME RN (B MR S5
AR AEEH REA A AEE RAEER B)

@ 2.5X10* 2.9X%10*
@ 2.5X10* 2.6X10*
©) 2. 7X10* 2.9X%10*
@ 2.5X10* 2.6X10*
® 2.6X10* 2. 7X10*
® 2.4x10* 3.2X10*
@ 2.5X10* 2.9X%10*
® 2.6x10* 3.2X10"
©) 2.3X%10* 2.9X%10*
2.7x10* 2.8x10*

AERBOHAL © cfu/g

#* 6 HAMEO ERHE CYEMERERRRER 5 /i)

2 fE 27000
FEUER 72 2400
%@@ﬁ 0. 089
ST FAE 0.303
\%&’\W F Ak 2 B fife = 0. 957

L DEAL : cfu/g
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KT BB O SERAM (O EMEMERR AR AREARHE S OB

BAA A RAH B 2
WERE | EEK logo(ra) EEE logig(rg) | Y4~ i) ‘2 Vie)
(xi4) (Yia) (xip) (Vi)
©) 2.5x% 10" 4. 40 2.9% 10! 4.46 0.0021
@ 2.5x% 10" 4. 40 2.6x 10! 4.41 0.0001
® 2.7x10" 4. 43 2.9% 10! 4.46 0. 0005
@ 2.5x% 10" 4. 40 2.6x 10! 4.41 0.0001
® 2.6 10" 4. 41 2. 7% 10" 4.43 0.0001
©® 2. 410" 4.38 3.2x10* 4.51 0.0078
@) 2.5x% 10" 4. 40 2.9x 10 4.46 0.0021
2.6 10" 4. 41 3.2x10* 4.51 0.0041
©) 2.3 10" 4.36 2.9x 10 4.46 0.0051
2.7x10" 4. 43 2.8 10" 4. 45 0.0001
FEVEA e 7> X1 0. 05 log cfu/g
PR e R AR D A W

AEEELDEAL @ cfu/g (580 . log cfu/g R0

X1 R S SR=J2“’— Our/2

K2 BRVERHED S ORHMED 0.1 log cfu/g LUFTHDHRHIMEA LHIE LT,

#* 8 WHARMELO ERME (ZEMERERS B 50

mAERRE AR REA AN EEE (REEB)

@ 2.6X10* 2.2X10*
@ 2.7X10* 2.3X10*
©) 2.6X10* 2.1x10*
@ 2.9X%10* 2.5X10*
® 2.7X10* 2.2X10*
® 2.6X10* 2.7X10*
@ 2.8X10* 2.3X10*
2.6X10* 2.5X10*
©) 2.8X10* 2.2X10*
2.6X10* 2.5X10*

HEEDEAL : cfu/g
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K9 HAEME O MERHE (ZEMEMERABR £ ST E
SEEIE 25200
22 TE VERERE R O REAT ! HE

DAL : cfu/g
X1 BEVERMERRRBRO THME (27000 cfu/g) D £20% (21600~32400 cfu/g) DHEIIHIZ
& DRI G &HIE LTz,

K10 Ny FRZT ¢ FEEIRHT O R

[ R BA 25 49

7R e )2 K D BRSE L

23 7 LB X B BRAL L

T— 25 (FERE%E) 49

508 CF2E) 26332.65 /g

PR 72 4121.36 /g

FEH AR AR 72 15. 65 %

XE BT X 2 3 LCL : 7899.80 /g, UCL : 78997.96 /g
AT & ¥<LCL 0k RS
il 72 LCL=x=UCL 49K EH
ANl 2 UCL<%x O

RE R & 2 7FAf UCL : 8018.01 /g
iy 2 R=UCL ATHERE
AT & UCL<R 244 B

z—A AT X B it /2 lz—2=a7 | <2 ATHERE
SEb LW 2= |z—A=a7 | <3 1R
ANty J2 3 | z—2a7 | 144

LCL : TFEEPLRRAMRE, UCL : Y& PRER AR

F 11 RNA vy NAZT o RN O fE R

[ BA 49

7R e P2 K B BRAL L

23 7 AT L D RS 7L

T =25 (%) 49

508 CE2)E) 4. 415 log/g

PR A= 0.067 log/g

FHGH AR A 72 1.52 %

z—A 3T X DR it & lz—2=a7 | <2 ATHERE
BEbLW 25 |z—-xz2a7T | <3 2K
ANifi J2 35 | z=2=a7 | OB
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F12 "M vy hAXT ¢ RimiesEOEGTHER

TRBREE AL LAERUF 2 HE~A4 4 5 4F~9 4F g

8 21 9 11
AR R 10 g 25 g

12 37

5 16 0 0 21 7
YIE eI A vy h— T H—

49 0

49 0
YL AR 308 143 24y 34y

0 43 6 0
A PR HEIERE  SOD AR

49 0 0
fERR LS A Tkl AEREH oINS

48 1 0
HEARIRAE 35+1°C

49
FEARINH] 24 IRSTRIRREE 48 IRFIRIRREE saaliil

3 46 0
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TSR RS BRI IEE B A (R dh DL IR HEENT TR F )
A AR R AT R S O IR A OZ MR 2 BI T 2 P58
WFZE PR &

E E MERBRTE IS Té&ﬁ?@ﬁ@%E&Uﬁmﬁm%ﬁ%%®
MERFA (2 B9 D W8

WA ) HER (—) mainz et v ¥ —RE5e
ﬁ””ﬁ% i B S T R e R RBR P
Jetth 1 PR % sy & R AR SR

BHE HE— B = R A AE RIS T
A W B = R A AE RIS T
T S sy & R AR SR

e R B T WA A RIS T

MREE

ISO/IEC 17025:2017 TIIFRBRIE DB AR OMRAEZ ZR L TV DH, KA
7 RUKERABRIEIL, TERBRIES U CRUMEMR SN TWDE A, EERERIEE L
T O TRREIXFHE STy, a7 R U EREEERBRIEIIFRO ARSI
LD N2 MG RORATE S L CTAIERH SN TWD D, 2O L T 5
7o O DFFEEMNAFAE L2V, & 2 CABIE Tl T e e iR MERE O FEIE A sk 5 =
LA HE LT, AT Ny EREEMRERE 2 R FE R D 50623t & 72 2
#TH D LODso (level of detection) OHEE ik ATz, BiE 2 AW F R
LB RF Y ROFMEICI T D LODs IE 29~49 CFU/mL Th-o7-, BiitklE LTF v
=NV H—, TR —F, v T H LN EHEAL, V=V EFHW, B
—RBREIC LD BB Z & D L0Ds A HEE L7z, MEHT K 0 HEE 47z LODso 1 25
~48 CFU/g TH V., FHICE DT L& g L CTHAMBEENT X 28 HEE O
TIRD BN o7, BLREZ & D LoDy 2 i~ EHERE R TH 5 0.02 ¢
HOREEICHRET 5 L 0.50~0.96 CFU & 722, T72bb, 1ELU EOENE I
BRI SnzeZ 2 o, BMERE L L Cid+o2ml&EL A L T
DEHEREINT,

BN, R EEEIZOWTIRMEEE THBEEERNED N TEL . &
BIGER CIIBROLZ 2 Z MR T Do DI MR ARG EICAIY | W@l Tnd
BREIZOWTIRERENITON TS, BIGEROAREBRT CIIRAEXN G ORMIC
DOWVWTERMA L TWHREBRIED R YL R T 20N D 5, BE, BEAETEHETH
BIRBIEICOWTEZYMWFTMT A R T4 LV OREICONTHREFR 2 ST
WD, SREMTHEBRITRA SN DB AR E L TREMRHliA 2 S o &
ThOHB, BRMEIMMCE L OMEH SN2 TREMIIZEZETCHL L, £
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PR 21T 9 MR E L OBRE ITHE LUV,

HINTWND 6 DORBRIEIZ DV TH—RBR=IC
BPEFTOR G & § 5 REARNEMFEICONTELE LT,
—RBEORFHIBWT, 2 ORI THEMRF2EE R OBENGONTZ 2D
ORBRE (Ve o EaERE, R b E K O MR ER R R ERE) (2o THnE]
IGRERIC & 2 LRI L - TRl 21T - 72, E7o, WEFE, Z< oM T
MWREDOWS BEEROHENG NN T2V A 7 T I VEBERBRIEIZOWT, ZDOJR
Rzt l, REZBLZLLOTHRET 2,

7o, MCEMETH THRIEAR ZLICRMO~ M) 7 ANRRRDL b, %Y
WEAERE, TR TP o' MISIMSHTIE] Tl

B D USHNEIGRER & £ L, %
AR EOR T, B

WA EERBRIEIZB T 2BRE T RIED
HE
A. HFEEW

N TR EBRAE R DB mN D &
R e OITiE, BHEFERIRILD & 5 %Y
MERER M T O TV D alBRyE 2 AV TR
HEITHLENH D, 1S0 17468:20163F
L TS0 16140—2'2016a:jab\7:%&ék¢%%i
%&@ 2 PERERRZ L EMERBR L T 100
B ﬁ%&f%ﬁl&t SSIpRSE ]
ﬁﬁ@%%ﬁﬂﬁﬁéﬂfwé_&#
g\@ﬁ®ﬁﬁ$?§%@%%%ﬁ5:
EITHEE LY, L7 o TR Y MR &
ToRBRIE L X, AEERHE = %Mﬁéx
FeRBREE WS Z & LD, ISO/IEC
17025:2017Cid [ERBRE DS 7= 70 iRk
AT LRI, EOIEAE YN I
TEHILaeMEETH L&) &b, &K
BRiE OB AN BRI DRREED R &
nTnab,

— A EMERER O MEREFEAG I I TR T
FRAEAME I 2 23, SAERBRIZ BN T
FREHR O AR — Tl B
BUBALC R RE DN B £ N DR R O
A 2RO 572 HERITHE e T

FRAE 2 >R 6D D DIZEEL VY, TS0 16140
3:2021 Tk, H—EBR=IZB I 55 MHR
BRUE AR ORRGEFIAN ED HILTE
D P E VBRI O VEREREAT O FR AR
& LT, EhiiRBROL0%ME & 72 B &
T&®H BHL0Dsy (level of detection) %M
WTW D, 2 PERERRIFIZRLE L 72L0D50
T, RBRET CREEIC XV R L
eL0Dsy (estimated LODsy) Z Lhigi3 2% Z &
T, RBRMERA LTS 2 6 TE 5,
ARWFTE T 2 FEEEIZE. col iEMER
BRYEIZ DUV TLODso DHEE 24T WV L
=, SHEEITHG T B U RERBREE
5 & L CLODso DHEE ZAT o T, BT R
?%ﬁﬁﬁ%mﬁ%#%®ﬁ$%ﬁ@%
BRIEMRIZ BRI ’éﬁ%;ﬁﬁb
. BRI @ﬁ%%ﬁ B ANEE
ELTRAShTWA, Lﬂbiﬁ%&
BRI & LT YR T
TWD 7z, EMRERTE L L TLODsolZ D
WTIIRFI RN 2 STV, bAET
X202 V4RI BE I S = A Bl 7 & TR
PERBRIE L L TR HOWORTE T,
67 OB IR & o EPE, TH
A, PR, BENRCIHM LTS,
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ZDRD, FHROWARZREIZE D AR
BTG OAERE L LT, HAT Ry
EKREEMRBEIIAS % OIEN SN L3
ZHNDHN, FOMREFIE T 57200
FREENFE L2V, & 2 CARMIZE TIds
&7 R o BREE E M BB E O LODso & H E 5
52 IR D R ATRE 2R B ERE O+
BaRDDHZEEHE LIRFTEZ1T-

7~
B. JFik
1. FHRICE BT Y203

BamORD Y IZREE <7 7K (BPW)
(ISO&LJF) (Oxiod) Z#EE LCTHW,
FHRICE D ARTY X E2FTM LT, B~
OEFEFRIL, BioBall HD 10K
Staphylococcus aureus NCTC10788
(bioMérieux) (ffu v F&EE :

B6137, 10506.0 CFU) Zflif L7-, A&,
1% 1 R2IZHI10000 CFUD Staphylococcus
aureusiNeE ENTERY . 4RI ZPEY
EetkErR (PB) (pH 7.2) (LSIAT 4T
R) 20 mLIZHERE L 7o b O % B R &

U7z, 4R R A PBLO mL G2 B 7
WEGERL, 2. 4, 8, 16fFmR L
%G%%ﬁiﬁ&bkoﬁiXbeﬁ

(ZERER L 72 30k25 mLiC, B UK
iki@@%@%L5m¢o@@L\ﬁ
PERERURL & L7z, B ORI & mu
FFn b di~ds5 (CFU/mL) & L7z,

B AR O HR BB HLE S L7 R
EEHANT, KREOREERmBEHI OV
Tn=6 CTHEAT R vEREEMRER % Fhi
L7z, WEHEELZ2VWEE (77278
kB Hn=1THEME L, HEERERENC
BPW225 mLZ Mz CA h~ v ¥ 7 L10f%
FRIR AR LTz, BRI REREH & LT

IREE N~ > = > b AR H
(MSEYA)  CRAMb -, IR B | JAm R LK
T) M, 105A R Z0. 1 mLd°>
MSEYARIZHefE, ¥PR L. 37.0+1.0CT
48 2IFfHIREHE L7z, B5&%. 2Ho
MSEYAD Wi lam =—Ll Lo
7 RUKEOEREE GHEEETED
LNy T N N =R R N O ol )

D) BHEE LTHGEEAT N U RE R
Btk & HIE L, PARE ORREBRITENE L7z,
—HOEEEZ 1 AOHREBRTHEML., 3
ANDBRAEE T 2 [\ 2350 L7z,
LODsoD 5 H )7 ¥E131S0 16140-2:2016 35
FOZOFIHIETH D Wilrich! 5O FE
WL, AT Y Uil EH sz
PLF OS5 L0Ds0 %2 HEE LT,

In 0.5
0.02F

2T, FEIRHEEICEEL 525

ﬁmlﬁ@ﬁfﬁw\ﬁm¢®aﬁﬁm
ToOEAET B ERERBROGHEEH
v ZUFOHRRUITHRA L, ZFOMRIZ X
D FiE%ERDI=,

5
Z (exp(O 02Fd -

i=1

LODSO = -

—(6— )’i)di) =0

2. BAFENZ & O LoDy OHEE
HRE Lt e LT, Fr—n
V. Hb—, F—=Xfr—F% T T X)L
M, DA, V==V a7,
MK REL25 g& A b~ v T —48IZ
BREL L., B. H¥ED 1. & RIS HBERER
BloOFHE, Ba 7 R oEkERBs O
LODsoDHEE 2 L 7=, FANIE MBI 3
&7 RUKEABREETH 5 2 & 2R
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L CWiz7=8, MSEYA LD~ K ERE
DEREIEIEE DA ECRERZHIE L
7oo BREHZ DWW T H 2k 2lal it L
77
C. D. HWIAMERLIUOEBE

1. FHICE D57 Y X OFM
BEORD Y IZBPWE GRS L TRER L
ARER, R DA BRI K DR & g
T5Z LT, FRICEDHIAATYFIZON
THFL7Z, 3 ADBREE T 2 [HF 2R
Bra i Lo R 2R LI Lz, Uk
P OEEND 72 E E BRI R
T OMEM AR Loy, —ECrEE & ik
REHE A WHEEL TWD LD LERH LI
Too HEN RS S TORGMEREENL 5
EONEL, 1FEAEOREDEME &
ESNTe, —HTHENDVRWD, OB
PEREHIIZ 0O ~2 TH Y . BEMEOREIN
FEAETHoT, dok OBERELT
RO ORETH D 2 ~4 3%
Do Tz, BtEREHE D B R S 4172 L0Dso
1429~49 CFU/mL, AHEIZ0.70~1.2ToH >
7oo PEIZMHEREEIC 5 2 D BOES N
ZARLTEY, 1IZITWIE EMSEYA~D#E
PR BT BRI 72 AR T o A S
<, EHENTAEL DT 5 & FH
\ZE DT I AEmRAE L L TIEFT
KA ThHD B2 NI,

2. BEFENZ & OLODsDOHETE

F R PUB O EHER B O R IO
FH SNZL0Ds 2R 2128 Lz, Wi
DOFET H R ORIRE IS 2 Btk
RBHEIBPW 2 BB e L CTH WA &
BT, BB ORE &R 2T SRR
BT 2mThoTo, KRR
BFDOLODsods X O AE T F v — /2 T48

CFU/g. 0.73, L —TT42 CFU/g., 0. 83,
F— X4 —FT37 CFU/g, 0.95, = 7
X)L hTT48 CFU/g, 0.72, 495 & A T3T
CFU/g. 0.93, Y —t—T25 CFU/g.
1.4 ThoT,

BPWZ LR E L CHE L AE & kg
LHé, Bt~ b7 Rk B BHEEED
S A OR DY AW taw S =04 A REe Y A N
B C AW o R BN U 7o A R 3
BoTND DN BHE O HIE
AN X B AU OFRE 3 M LT\,
WMo L—hOFYE, =y 7 X0 b
EENTWEeFaal— oy Y
MEOFEEMEITHZ L E2BE 2TV
D, BB I BN e hoTe, —F
T, F—&R EIcH-oTH 1B E 2HH
DB EDN D DB DL o7, KR
Ty 7 ZL A D EADLODsIE 1 [FIH
L2@BET2MHEOWERH-TZ, £z,
F v — 2O 2 [\ B ORER T dih D dD
ptEsEH s x e g4, 6. 0, 2T
bV di&do dik SR L TN, HEFE
PRIk 2 Bo M e 0 1 ik 1 X BPW 2 5
BHE LEEBAIC LB N2 L0k,
BB O L RBIEICHRK N H
HEMREINT, Aol EEZ1 Lz
B8, MSEYA 2 e~ iR TH 50.2 nL
I 10F5 A FRIE 250 mLD 3720, 08%T L A
RN, DT AWFFED K5 IZEEH
DHEBPBETH D5E. FRIETOHE
D=, By MEEORSE DI
FOREBFERIINANTYINELCTLED
DR EHRLVEEZ LN, BT S
IS E R IC B WL DEE = R R
M &) x1/2~2fF L MEL TN DY,
AHFFENT L0l 2 OFRERIZ L > THIH S
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N7 FEIZ0.52~1.5TH V. ikBRiENSHE
5HD0, MEBABRTONT Y XL
T 5 LR TEHRRETH D & s
Iz,
E. &%

AL CTIT AT R o ERE E M BRE
gl LT, LODseZ2HEET 2 2 LTk
D Lhig RTRE AR AR MERE D IR 2 3R D 5 =
EERAME LRI ZIT o7, AUFSEORE
R OHEE SN BmED & DLODsol
25~48 CFU/g CThH -~ 7z, a7 N UERE
EVERBRIE TR U 73R o 1045 23R
% 2 f OMSEYAIZO. 1 L o8+ % = &
B BRI OFEHETE (30,02 g& 72
%, BB L DLOD50A0. 02 g D
BICHET D L0.50~0.96 CFUL 72 5,
Fihrbb, 1L EOENE i B
ShhiZmtaniz &z on, Bt
REE LTI+t EZALTWD
LRI,

IS0 16140-3:2021 Clx, ZMEBRED
WOANRFIZIT, S Y MR O R L & i
L. LODso7s 4 f5AKiii Tdb D Z & FFA R
HEINTWD, RUFEORERN, £l
BREICBIT B AT B o ERE EMERBRIE
OMREFHlOfMRE L L UEH SN Z &
WIS D,

B R

1) Wilrich C. et al: J AOAC Int.,
92(6), 1763-72 (2009).

2) TS @ AR FRMEES,
27, 158-162 (2010).

B LRI BRE D 22 M Tl
A. HWEEH

BN A IR 12453 H 30 H
LI5S TR ORI
WoatriE) (FocfE6 A 28 H dE) TR
S TEL, HRL R 81Tk &M
I AL SR8 T 2 B I 5y
g (TEUF THESHE] Lvo,) 12
R 2 HiET, 2R BUESHTIELL Lo
DB 556121, EOaHEEZ AW
HZEWMTED, 1L, ZORERITE
WD B DEEITIE, BUESHTIE CTHRAED
HIEEITI ) EHESN TS, Bl
£, 2 OIRVZNE O I A 2 R 32 24 1
S A R T A DN TIEATEE )
BitE D TV D,

BH L T0 2 BRI sERIE D2
PHEEZFHMIL L5 & T 2856, g4
T BMITEBRIT~EERITIA S LD B
WCOWTEBINDRETH LI, dh
WXL HEORMICHER S TR
D, £, AICELFETH-> THREH
TLiZEO N AR D, 2HS
i B OWTINEREEZIT> TW5H AR
OB BV TR Y TIN5
RBEREME EOL D RAEETERELLLD
KWV T Z LU, F2. M
ANFDOTA RTA N b RABRELORE
WZDWTIEE K720,

WEAERE . B —RABR= TR IR
IZ&L - T, 6REDOBLESHTIEE XRICHE
FER ONEE DT — 5 B iRBRIE O 2 4 1
HhfEd L, WA ATRE e &S, AT
REZR B, HDOWIE, EAOEEHIZL
STATYENRID L) izl o
M LT, ZORER, VL e CEEaERE
TiX, 10EORMFEICEEE L~ LVEE
WML 72358 OEEEX93. 2~97. 8%, ff
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ITHE 130, 5~3. 9%, =EMEEEIX0. 5~
4.2% CTh oo, LA K OV iR
HEERRBRTE IR TRE O & ShFl | JE vl L
AL DOEANENLFEFR 21TV EEEIX90. 4
~97.8%. PHTHEEIXL. 2~4. 1%, =N
FERE1E2. 2~7. 3% & LLBG ) BT 7 i SR8
BonT-, BIRL-BNFEITZIRI LA
TEYBEBHONEREIZE N THIEAD
BENZNEDLEEZIHIL, ZLHLOR
dnFl 2 2 4 PRl OB O R R & LT
BT L2 L3R4 THHEZADN

Too AR IXEMILFEBBRIC LV MG E
ATz,

A7 T I UBIE. BARTIIME A EE
IEENTWDLHEEEITHD, L, &
SAETIEH R E LTS T\ AT
O, BMAINTERGHNOLYA T T IV
DR S v, B ETAEERER & 7 D FEH
WHESNTWD, BEAETEE OENKF
BLEMIZ LD &, BF3FEE TITE TR
fEEE R GL . TR, BEMEN YA T F
IUBEABRH IS TNDY,

YA 7T I VBOBAEILESWTIE, F
i 1548 H 29 H A4 1T B &5 %6 5508290097
(17T I UERIAR D RBRIEIC OV
T) Ol (LT TREMTE] &n
V,) DIREINTWNWDHEZATHD, I
L, BESHTIED LMW O 7290
ORpErE LT, SFEO /M LI
[EIERER 2 Ef L7z, ZORERND TE
2y by [Faab— b, TREE
(Hox X BT, TTe< DAIET] @
SEGMICOWVWT, WBIEORFINLE L
Ezbiz, SRMOMBESIZ. LTO
LBV ThHD, BEAT v NI, IEWERC
Bk &R0 S REETH -7, T =

1

aL— ME, OHMTRE & BPRBEICSE
DRMP L, FERE LT LY s
YORERENEZ 2 B, KERE, £
Sz <EMEIR ST, JRK & LT, W
YO0 ME Loy A2 7 I Uk
A=Yy DIZRAE LTl LR ENRE
2 Bilz, BoE X I EITILEAREIE
PR ATV X RENSTZ, To<bh
BHE, SERECENMEETH - 72,
T T, AR, ek oREDRIA &
ZEA L, WRIEZRET 2720, B2
v MIMEG R OINK &EOF, F
gal— NIz LY a xR
HoX X H{ET, < DAJETIZpHDH
FEIZOWTIHRE 21T 72,
B. Hik

1. SERILFERBRIC X DG

PR A AR R ZE T . )11 A TR Aa T
HERANZEREY X —, TR
FEREAFTERT, 4 dr B AR eET, =
B IRLRERFIEE v 2 —, BRI TR
ATl a2 niziz &, Vv e Uil
BEZOWT k6 ClogMmfE (DF—
R, @bL<b, @2FHTF, @1~
F—, ®@F—HV, @b-o%xxHIE
J. QUA Yy, @A LY Va—R, ©
A HERE OO A7 v 8 &, gk
Bt 25 R OVl fe e e B BR VA L Dy T I B
MceifE (OFL»AUES, @FL
r~h @FL7 Ky, @UA1r, O
IR VOB A ) ZxFRITHRETL
7o

[fl—m v ORI EZEAR L, EEH
ABRE (BFITAE6H28H % AR
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0628155 1% & & H OB SR 5Tk
DYIEIZ DWW T B@ENZFRE O TR
HREMR, Y NVEVBERZER S ORHHE
WNZT e Faff@gr- I ovas 2. 45
Wrik (ks ve~ 777 0—)) KO
ME A R 8 K OV e e 4
2. OWHEA (7B VREERE) ) IChE
ST, EREEPRRE SN TV DIEAITIE
FEMEEYREE FEEERE STV RN
Sa I3 E B FTIRMEREIZ 2 D X 912
PSR 2 0N L CTABERE 1 BRIZHOWT
CHREICIREZTER L, YILVEVRIZ
SOWTIEEINE ., 30 FREKE L T b
IHTEAEE I LT, R LA & OV
EEHEEIZ O W TR Lo W) 2o,
W%, EHICHRIELBA L., E&
FRAEHEE (U U723k (Vv e v gk
BRIEDOA L PV a— AR DRE R v
R 2 OWTIH@EMmRBRIE TR I TWY
% Y FEE SR PH 0D Bl M SN ) 3T
DR L CHERL T 2 AR EE I Sl &
HERMEZZNEIRD, DT E
{78 K OVEE [ i BLAR R AR VAR 72 55 % Phifg
L7z,

TNEN O bR S o E &E
22U TCochranki . single GrubbsHh

E L Npaired GrubbsfiEIZ & - THIVE

FREZATV, — IR E S BT I L > T
FLE, PHTHEXMERERZE, 2= HE 5
K E HEAR 72 e ONHorRatiE 45 & R 6D 7=,
2. VA7 T I URERE DR

(1) Z#rdsis

HREDIEICE S EH B 2R L
Too BUEDHTIEZ, TN D LB
Th s,

ek, EMREME - v (BIF

<R >

kdomL

B KIATC 15 /2 TEIE

W%, KEMZTERIZ 200mLe O
OO~ H#FRm L, 3500mm, 10 4 0ELHE

[Lisig tomL}---@

Qr A

K10 mL T

B — M)y VEkRE

i (151000 10mL TRA AV REA— 1Y v Vi bIEH

i (1-2) 2mL

Ay 5mL

POREZRT ) o L3 Ll
1hfRE )

KRR

S

SUefcREKE T 1Y 7 MR 25 mL
1ofkE )

N VIR GBI

tCI8 h—=hV v £ns,) &LT
Sep—pak Vac tC18 1 g/6 cc (Waters)
T, BAF M — ) v LT
Sep—Pak Vac Accell QMA 500 mg/6 cc
(Waters) ZAf#H L7z,

Flo, AMEZETIEII—FY v U EH
WO 5 52 TEMAEE. H
WiRWHEE TA7 ) —=v 70k &R
L7z,

(2) AINENESR

HREHX, PA 7 T IVEBRERINT
WIRWZ E AR LTk, MEREEEET
i Glm ey M) 2RV, BmER
AEBRIE, T AL H 2R, 14T HEAT
VN, BTG U CBANMSR A i L 7,
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WNREEIE, 100 pg/g & L7z,
C. D. HWIAMERLIUOEBE

1. =EMIEFERERIC X 2 MGEE

KHERAD D D VL E L RO YINEILE
BROSHTEZ RN, (i o M OV AR
PR SR D AT 2 R 21R,

D OFERE JTICE Lz E R k(R
B R A K 3-1~31TR T,

AOACHE Tl == W] 2 [F]5AER T D ek 344
IR CTHSMEALL & LTnd s, Vb
b EEaERE Crim AR L ORZARKZK
k) 2B LTV 5 RERIERI 8 7
<, EERERHEESETEZ S L,
BEFENVE UT-RED KRR R 1L TR
T2 LB L < 6B Tk
AR C e L 7=,

(1) Yv itk

VIVEVIETIZIE Ry b (RN
e 0.01g/kg) DiEAFRERIE TR
AR P R TR oD 72 R [RIR I
88.5% T o7eh, THLISMNEI3. 9~
98. 2% & BAF ek R TH o 7o, DHTHERIAE
UEMRZE (RSDr) 130.49~2. 4%, =MHH
FIXHERENR S (RSD) (3@ A FRERIE TR
SN ERIREFECTRDIZEA T >
FEOA L PP a—A (W TR
IREE 2 0.01g/kg) MNEANLEINL8% KT}
14% ToH > 7= LIFMNMEL1. 8~8.4% Th -
T2o JEENFRBRIE O I BERIPH O M B T
EIRER OB EROFEEZ T, (KRE
DEBEINT Y INRBO LN &
5. EE FBRAEAT T O E B AR E
TOMEBSTETEAND Z LIk EE
BLEERTZLHHDLEEZ LN,

HorRatfi (0. 3~1. 6 Td > 7=, AOACH
A4 KZ 4 Tk THorRat flE230.5<

HorRat=1. 5{3@ % . WiFF S 2 FaPHM,
1. 5<HorRat =20 ;& 1%, WHEHIFF S
5 X0 REVRSDIAF O NI OWNT
ERENLE] RS TWD, HorRat
fER~—HY & F—XTENENO. 3,
JOR0.4THY . RSy H31. 8% K T2, 0%
ERTIINNEmolelodBEZOLN
5, Flo, BAF vy howmmEERE TR
S A7 IR EE R oD i AR A VN T2 E Bl
THorRatfE2N. 6 TH o722, RSDr b
18% & mfETH > 7,

(2) R bhit s K OV AR e AR E
TR LA K OV R BA TR E AR VS T
BT B CLFTORBRERI 23 T Y 8
K& HUEE 72 72, SEHIEILER T
91.0~95.2%. RSDri%l.0~2.6%.
RSD r133.6~5.4% Td > 7=, HorRatfEiX
0.56~1.2& RIF72#E R TH -T2,

2. VA7 T UEERBRIEORG

(1) X7 vk

By hBRERRIZR T b0 (BT
(BRI L 9.) DAERKIZ K 5B
DB ONT, BIMKORHHBED
BfEZITOT, EiREAR L, FEHR
Wi cHhA 7 7 I v BeiRiL, =0
EURICER NS D0t Uiz, 7272
L. WHEIL, KTI100 mLIZEREF DA
RABIEICOWCIEER L7z, T72b
H, BEATy EREDRWEI D FITK
40 mL&EANA ., IKZIZIEMZ1THoT ., I
B m o 21T b I R BRI &
W L=, A7 70 (T Ik
MO LI R NEIRINLTS
By BB AR L, SEEIER,
AR 236, 0%, A 27 U —=1 715N
5.8% L7 o7z, RERIC, a7z 27
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v b (FE) 1 koY a7 I7I Vs
WIMULT2%E . BRRE R L,
BRI, BARfEE, A2V —=7
EEH1220.8% & 72 o7, BRIRIE DAL
2LV, BEIEROK TR b, A
77 VBRI LI E A R ETRN
L7 a OEIGERE L KT LT
b, BEREOREIZL Y, B
72 EPBIEE DI TWDIR W ATREME N B 2
bivlz, U EORIRI Y BRRWE D4
Fif % By 3 2 BRAE A BN R D YGEIZ A 2D
ThbdEHEEINT,

WA, IR R ORI X 2 Bk E
AFANHEID RO W TIRETT 5729, B
A7y MCHA 7 I VEREIRINL, K
40 mLZ Nz CEAENEFI L, NEL - ;A
\ZH T AR TR ZAT » CTRBRIK & 3
L7z, TOfE%E, #RRME LRI &
L0 | SEEIERE, B E
79.0%, A7V —= 71N 86.3%F Tk
FIN TV,

LoxUL7e 6 BUESHTEDINKE40
mL T, MEAFIZE R 7 > MEEWS—
A MRS D . T AR TORRIZTT )
EE LT, & IC, MKEEBESHTE
D2EED80 mL& LT, BAKOFHRIC
LD BRI E DA RO A TIZ OV TR
L7z, X7y MTH A7 T I UBEN
mu. A7y F3EEDZRVE D FRNC
K80 mLANIZ ., MIKFZICIEMAET, £
7o INEN - Bum iR A AT 2 b ICE
BRig il L=, 7277, wHL, KT
100 mLIZEFSKF DEAFE] « IRFEAEIZ DU
CTIEEM Lz, & ORER, IR O
BlEAEITDR < TH, MKEZ80 mL& 3
DL THRRMENER LI b0,

EHTE LBV K40 nLTHEME L =Bt
B LT BRIRVE & bR D LSRR DR
Lipole, £, FERIENER I EAE
ENRT4.6%, A7 UV —=2TERT4. 2% L
eolz, —FH, EATy MY A 2773
VEREIRIML, BEAT Y R EDRW K
D FRDNTIKE0 mLA N2, MNZKZ IR
L. N - AP Z i LTz, Z
OFER, BRI E AT, FHEIY
R, EARRHEDN101.9%, A7 U —=
VUEDN02. 3% RIFRFER & o T,
Fio, MBAF DA T ABTORE L RS
Tholze, UEDHERIY, IKEELR
EDHTED 2 BRI L, BIEW
T 5 2 & TR E O AR I S
. BAFREIGEEDGRD b7,
IAKEA160 mLIZ L& Z A, B -
BT R OT L SRR E AR L 72
Molo, TO%, FERK20 mLa &Y B
D, REBRIRAEFM LI 2 A, EHEYL
X, A7 V==V 7IENIT. 8% L 72 o
Too LU, FEFERREEEDY59. 9% & ARfELC
Tpoloioh, BINCHRFRHE S L7z
(n=5) 725, “FHEUNFRIT49. 2% & RfED
FEThHom, ZTORICEHLTIE, I—
MU OB D BLUE S HTED 205 D
20 ML ChHoTe T ENWEBERITLIZEE
26N bDOD, FROFERIZITESZ
Mmoo,
UEXD, EX7y bOSHTIE, N
KEZ80 mLAREEIZHC L, RF - P L
RS EEIR O AT 5 2 L AAEIER
D EIZ5RRn 560 EFEZ 6T (R
6),
(2) Faar—h
KB DT~ /LY g NIHONWT, WEEE
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DORFTTHER LT~y a SIS ERE
DOffET L7z EARAEE TIRIZIER O b
T, ELESAELLVETHS 2T DHIE
WXL 22T, —H, A7V —=Vr
TETIZZ~ ALY g N E U T, BEY
Mriglclx, =~y g UAERIC X0 B
e TERWGEEIT, =~ rya v
oy A m L (TR L, B e A X
BOREET MY U AEZRINL, 50508
%, EBKERRT 5. LHDH, 2Dk
O, =Y a %3, 500 rpm Tl
SEEL. 10T kicm~< Ly a Ok
iR LT & 2 A, Ait60s i OB

Lzt ZATEv/LYa ryOEEER
B, EHEINERIT102.9% & o7, F
7o, Wil U U LAE3 givnL, 3,500
rom CloMELDEE L& 2 A, ==L
Va JFEE L, FHEIER 108, 0% &
ot (T,

Wiz, B HEICB O T EERICHRE
MUi7=& A, FHEIERIT64. 2% & 72
D MEREEORERIZHER TR e oz,
—J . EEWK10 mLAEtC18— MY v ¥ K&
VA Ao 23— b » & LT
HOWZA M LIZBEOR PR (LU THii
W EWo,) MoidY A7 7 I U ERITM
Mg, K10 mL% i@ S 72 FEod T
R (LLF T8edHR) &V )H,) O E
L. FOEIT, WINED29.2% Th >
7o ZOMIZELTIE, BESHTIET
X, T2 = BE5, imimtto sk
AMNEL EENTVWDEHA, BA 4
TN — ) v POHEN B ZTL
FOERDD, ZOLkHI L ET, =
DB L TE LN BB, R
LTI — R v IR ESED XD

T D EHDHIEnD, mLTEELT
Rz 2fE . SREAIR L ORI R 2
FE Lo, TOf R, LKA 2EAm IR E
T ESEAIR L 72 BRI R, EnZEh
91.2%. 84.3% Tdh-o7-, £7-. LK
ERRLISGE, =y a 3T
Mmofe (R8), AbEXy, Faar—Fh
DOEHICBNTIE, =< /Ly a v 0RAt
RIS 2 2 & CRINEOBENZD 5
N2 et EERZEEARLE
Z CHEMMHEE AL Z i, =L
¥a yOFARLIE L EIEEO M EIZo7e
MWHLDOEEZZ BT,

(3)  CKHE

B AR HE TR, BHRICY A 7 7 2
VEEEIRMULIZ E A, EHEINER T
95.8% Th o7z, M\ T, LEHRIZY A
77 IVBERMUEZEZ A, SEYEIRL
FIX32.0% L ot=Z LD, tC18F —
FU VR EA AR — Y oY
IC R DR HRIBE R CE LI L TWAH AT
REMENRE 2 bz (F£9),
ZIT, VA7 TIVEBOI—F) v
R TR COMRMNCI8T— Y v T
EDHbDTHLENPITONTHRE L
Teo tCI8H— R U » UITEVHE LY
AT IUBEFDH0H, tC18— |
Uy oDHhERWTMaEEEE L7, W
A7 7 IViE EEIRIZEINL, tC187
— MU v ICARM LEBEOARTRE . K
10 mLCTYeir L 72 Uei ik & & o 12l B
XA 7 Z 2 R0, T%IEIN S U T
7o —F. AfMBOWCISI— I v %
AL =10 nLTHEH L, ZOEMHKE
FHERILLIZE A, 66.2% BT 5T A
77 I VBEREIRE T (R10), LLEo
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FERID ., 6EREDY A 7 T I UERN
tC18 K — MU v VICHH SN TITERIFEL
TWEZ ERHALMNERoTz, ZORIT
BLTIix, oot A 77 IR
tC18 A — M U » TS L7 AIREME NS
2 biT, tCI8H— MY » VITHERAE LT
YA 7T I VBB Th ST GG,
IR OpHA FIHES D Z L SRR O
FIZORND, EEEOHNRFISTH 72
7o, KEE{ET U U LKEEKZ W T
LK OpHE 4, 5, 6, TROSICHIEL .,
AT IVBERIML, tC18— KV
VU LBAF M — Y v U TH
B ZOBFERLIZE A, FHE
IERIINAIZT2. 9%, 92. 1%, 89.0%.
85.0%. 89.2% & 720 pHZELLL EIZHHE
T 52 & TERIENSGE ST (R 1

1),

UEXD | KEEOHCTlX, RO
pHZB5~TIZFHEES 5 Z L BEIE O E
WZORBDHbDEZ 2 LN, ok, &
A2 7 BEOpKall. 717, EEIERDOpH
TR TH o7, KFEEOFEZHEL L CTH
FUCFE T, pH 3OKFIZHIT DY
A0 T IO TRLE A F U BRIOFAE
Hidf20E 225, 2ok, RO
A7 T I VBRI EDEET NI LD
LEZONDZ LR, ko EED
pHDFHFEIZ K » TEUREIZA L7z 6 D
D, ZHLELYTA 7T I UEEICI8 T —
MU DIFRAF LT RR DR EIITE S
RNz,

(4) BoZxxroHET

WHRICY A 7 7 I v EiRmL &
Z A, EBEIERITI0. 9% Th o T,
BT, RBIRICIIN L= & 2 A, T

B ERIE82. 7% T - 7z, KEEFRIERIZ,
AL DOCI8 I — N v P H AKX ) —)L
10 mL T L, O 238k L
722 A, 13.6%ICHT-DHA 7T
B3 tC18 1 — R U w BRI S LTz,
ek, EELEZ— MY v PoFHIK,
Vel BTt Szeino 7z (F 1
2)e 2D, KEFELF U EERKE
pHIH#E B Z L & L=, ERIEDOpHZH|
ELIZEZ A, KIB.3Th o1, KEEDHE
RICHASZpHE S, 6K UTITHHEEL, YA
77 X EEOIRMENGRER & Fhi L7z &
A, EBEIERT, IEIZ86. 8%,
98.4%98. 1% T >7= (F13),
UEXD, Bo& X 5 ETFIZONT,
R OpHE 6~TIZHHFET 5 Z & AL
BOMEIZHORB LD EFEZ BT,
(5) 7L< bAIET

A7) == THEICOWT, B RO
BB LI 2 A, SEHEIRER
X, FNENTA. 0%, 95.0% CThHoTz, &
ST, A7 T I UBIL, < DAET
EAKRFTINEGT D Z LIl V=< DAJE
JHRkO~ WY 7 AR AET D RTREMED
ARSIz (FR14), WIS, [EFRRHHED
SOWHIKIZY A 7 Z I U BETINLT
LA EHEIERIT100. 5% TH - 72,
T, EERICEMLIZE 2 A, E¥E
INRITT6. 4% ThH o7, ZOREEMNS,
EAHFHEER BV LY 1 7 7 I VR
DEMBGT B d 2 EBRB ST
(£15), Z D7, KEEFRIERIC, EER
D pHFHHEIZ L 0 BN BGE S 4D DR
AL, EEIEOpHERIE LT- & Z A58
EThol=72, pHE6 KL ONTIZFHEE L7
D3, CERHENNERIX, EEIL85. 6% &
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75.3% & 720 [EIRIZ K X 728 3E
ool (F16),

E. &%

H—3 B = O RGET CEEE R O EE B <
HERBETH - 7= [V B EEaRERE )
THRSRE Lz10fE (F—X, B<
b, EOFEHS, vA T — =AYV
Y. boZXXOET, VA Ty
Va—A ABBRERER Ty ) O
B KOV T A 25 K OV fif e M 5
B CHEIG L LZ6FE (T LAk
95, TLh=bh, TLZ R, A,
HWHE R OB Z D) ORMICOVTE
3L FRRBR I & > TRBRIE O MERE % FFAf
L7ze WTFNORMEICEWTHHEEK
ORHERSHENARETH 722 &
5. UMl O xR & U CiiE Y
ThoirEBZLNIZ,

YA 7 7 I VBHRERBRIEOHRRICD
W CIEMEARBE D RREHT CTRUE o miEIC B
(T 2 BINEIERSORE IR R D b
HLEEZDZESEMIZIOWT, RO
DOREFEIT T2,

ATy MZOWTIE, BHESHTIED
LB VIR0 mLZE N2 TR+ T15
SIET 5 L BRI D | IR AR
TEEDH, ZOn, EMiEE, 27
V—= 7k e IR EE80 mLEEE I
L. #EREM - 82 2 L BEIED
M ElZORNnDEEZ 5,

Faal—hMNIoWTlE, 227V —=
VBT Y a AT, F
7o [EFER S TIEEICR MK L . tC18
=Ry UNFEELHRL LI LT,
Ik, EEEEAR UM%, EFER

HVETHONTT 5 2 B EIEEOH FiZo
WINDHEBERD,

KEEE B o & X HEITICONTIE, b
K OPHIZ L0 A 7 T I A3 tC18 7
— MUy PlizkFr S, BIEMET L
meEZ2bNE, 20D, EEROPH
Ze PR ICIREE S 5 2 &2 K0 AR
O R BTz,

7= BABETIZOW TR, BiREE Tl
AN UGEICIZE ST, R DHMEN Ly
BETHoT,

SR, 5l E K E W RIEOKRFTZ1T 9
LBz, RS EDORE 1T TV
{FPETHD,

BEIRE

1) https://www. mhlw. go. jp/stf/
seisakunitsuite/bunya/kenkou_iryou/sh
okuhin/yunyu_kanshi/ihan/index. html
2) WA B« REJFARE AW ERTHR,
49, 7-10 (2017)

3) AOAC Int.: Appendix D in Official
Methods of Analysis of AOAC Int. 18
ed., Gaithersburg, MD, USA (2005)
Available from
http://eoma. aoac. org/app_d. pdf

4) https://pubchem. ncbi.nlm. nih. gov/
source/hsdb/275#section=Dissociation-

Constants

F. fERERFEHR
2L

G. HFREFER

1. MXER
2L

2. FERR
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1) TR, B 95, &S, BH
fE—, FHEA B coli EMERBRIEIC
B R FRMEOHEE, 4200 H AR
P AE RIS WebBRfE ([ L)
2021

2) THEMEST, @HRB, B P, TS
BRFE. LHD 2 BHE— AHEE
WA T RO EREEMERBIE ISR T DR
TIREOHE, F1170H A AR S AERS
NGRS, WebBifE CRAD) 2021
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H.

1.

SIRIFTA O BB
R
7L

. SRR

L
< DA,
L



LU X%k

F1 &~ MU 7 AEFEFICBT 5EAT B EREEEREBRO GRS LU

LODso
B O & LODso

d*! d> ds d, ds T 0 F (CFU/mL)

5/6%? 3/6 4/6 2/6 0/6 0/1 0. 82 42
6/6 4/6 3/6 1/6 2/6 0/1 1.1 30
4/6 4/6 4/6 0/6 1/6 0/1 0. 70 49
5/6 2/6 5/6 1/6 0/6 0/1 0.73 48
6/6 5/6 2/6 2/6 1/6 0/1 1.2 29
6/6 4/6 2/6 1/6 1/6 0/1 0.93 37

*1 BT OREE : d = 126, do = 63, ds = 32, d, = 16, ds = 7.9 CFU/mL
*2  BETERUEHE AR S b R B

#2 BMILOHEAT FUREEERRO BB KLU LoDs

B O & LODso
£ d;*! d> ds dy ds A F (CFU/g)
F ¥ =
1EH* 6/6%° 3/6 3/6 0/6 1/6 0/1 0. 81 43
PAEIRE! 4/6 6/6 0/6 2/6 0/6 0/1 0. 66 53
combined™** 0.73 48
L
1[HEH 6/6 4/6 3/6 1/6 1/6 0/1 1.0 33
PAEIRE! 6/6 3/6 2/6 0/6 0/6 0/1 0. 65 53
combined 0. 83 42
F—Ar—=x
1[HEH 5/6 4/6 2/6 2/6 1/6 0/1 0.83 42
PAEIRE! 5/6 5/6 5/6 1/6 0/6 0/1 1.1 32
combined 0. 95 37
T 7 &)Lk
11[8H 5/6 2/6 3/6 0/6 0/6 0/1 0.52 67
AEIRE! 5/6 6/6 2/6 1/6 1/6 0/1 0.99 35
combined 0.72 48
£ EA
11[8H 5/6 4/6 1/6 2/6 0/6 0/1 0. 68 51
AEIRE! 6/6 4/6 5/6 1/6 1/6 0/1 1.3 26
combined 0.93 37
V—t—
11[8H 6/6 6/6 3/6 2/6 0/6 0/1 1.5 24
AEIRE! 6/6 5/6 3/6 2/6 1/6 0/1 1.3 26
combined 1.4 25
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*1 FBHP O R d, = 126, do = 63, d; = 32, d; = 16, d; = 7.9 CFU/g
%2 A RAFUEHZ DWW T H 28 T 2 [MRBR & F i
=P =P e e WIS N /N NS
*3  PETERUEHE AR S b R B
*4  combined IX 2 [FIDOFERAE R A [ — D34 & LT LODso % & H
SIN 2y J ES3
&3 YAEUEE BINEGUER S S
AT ELE CT&m D& T FHRE
- HHE RMBE SHHER (e/ke) DHHEE (2/ke) SR (e/ke) SR (e/ke) SR (e/ke) )
i (g) (g/kg) 1 2 1 2 1 2 1 2 1 2 1 2
F—X 5 3.0 2.92 2.93 297 2.98 2.89 2.93 2.90 2.84 2.93 291 2.80 2.82
1X¢ e} 5 2.0 1.88 1.90 2.02 2.02 1.92 1.96 1.90 1.83 1.88 1.87 1.86 1.84
EDOFEBITF 5 2.0 1.86 1.88 2.01 2.04 1.98 1.99 1.97 1.98 1.91 1.93 1.93 1.93
A F— 5 20 1.99 1.98 2.03 2.05 1.95 1.92 1.98 1.98 1.94 1.93 1.90 1.92
<—H)r 5 1.0 1.01 0.989 0.981 0.982 0.976 0.991 1.01 0.988 0.966 0.960 0.961 0.966
5oELSEIT 5 0.50 0.472 0.484 0.506 0.509 0.519 0.515 0.513 0.507 0.466 0.468 0.454 0.447
o4 5 0.20 0.192 0.202 0.198 0.197 0.192 0.193 0.205 0.193 0.182 0.183 0.196 0.199
?};;é;%;; 5 0.01 0.00965 0.00963 0.0101 0.0101 0.00990 0.00999 0.0111 0.0111 0.00948 0.00960 0.00861 0.00854
FLoPTa—2 5 0.01 0.00991 0.00988 0.00967 0.00969 0.00866 0.00875 0.0118 0.0118 0.00931 0.00944 0.00786 0.00791
:f?‘ﬂﬁﬁg 5 15 1.47 1.44 1.36 1.38 1.46 1.41 1.47 1.47 1.44 1.43 1.44 1.43
(1&%;‘7};;;5) 5 0.01 0.00932 0.00931 0.00966 0.00932 0.00977 0.00943 0.0103 0.0102 0.00931 0.00917 0.00837 0.00830
ERT vk 5 0.01 0.00948 0.00946 0.00928 0.00894 0.00853 0.00818 0.0110 0.0109 0.00915 0.00900 0.00602 0.00621
— iR N s b 3 =5
F4 TR R OVERTER IR AN E I GRER A
AREES B CH&EE DH#%BS
£ PURHE WAL IRTRER (g/kg) b (g/ke) IRTRER (g/ke) IRTRER (g/kg)
o (g) (g/kg) 1 2 1 2 1 2 1 2
FLOACKRED 0.2 5.0 5. 04 5.01 4.67 4.50 1.51 1. 49 1.99 4.83
FL R 5 2.0 1.88 1.89 1.85 1.91 1.89 1.89 1.79 1.81
FLT Ry 5 1.5 1.37 1.37 1.44 1.41 1.44 1.44 1.39 1.32
UA 20 0.35 0. 354 0. 352 0. 327 0. 320 0. 317 0.318 0. 327 0. 322
Hine 1 0.10 0. 0960 0. 0960 0. 0874 0. 0922 0. 0959 0.0895  0.0896 0. 0896
J Eae) 1 0. 10 0. 0928 0. 0928 0. 0902 0. 0960 0. 0895 0.0895  0.0832 0.102
ER4ES FH%BE GRS HA RS
£ ELE USINRE oirER (e/ke) RTRER (e/ke) IHTRER (g/ke) oiTER (e/ke)
o (g) (g/kg) 1 2 1 2 1 2 1 2
FLBATES 0.2 5.0 5.12 5.13 4.62 4.72 4. 42 4.45 4.76 4.83
FL b=k 5 2.0 1.96 1.93 1.91 1.90 1.67 1.68 1.80 1.79
FLT Ry 5 1.5 1.48 1.48 1.40 1. 46 1.30 1.30 1.34 1.31
Ty 20 0.35 0. 350 0. 350 0.318 0. 305 0.315 0.314 0. 334 0. 334
e 1 0.10 0. 0960 0. 0944 0. 0928 0. 0896 0. 0835 0. 0803 0.0911 0. 0927
il 0] 1 0. 10 0. 0896 0. 0944 0. 0960 0.0976  0.0835 0. 0867 0. 0927 0.0911
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Fx5—1

HEMIEFRBRER (VL e )

F—X <D EOFEBTF  9A1>F— I—HUD S5oFLSET
F— R ([CB RN EKEREL 6 6 6 6 6 6
SNIBEICRD RS 0 0 0 0 0 0
RIBE(g/kg) 3.0 2.0 2.0 2.0 1.0 0.5
Fi9{E(g/kg) 2.90 1.91 1.95 1.96 0.98 0.48
HITEERE S, (%) 0.023 0.025 0.013 0.013 0.010 0.0046
PHTFEZE 2.8Sr (%) 0.064 0.070 0.035 0.035 0.028 0.013
PHTHEHMNERERZ RSD . (%) 0.79 1.3 0.65 0.64 1.0 0.95
EHBRIZERZ Sk (%) 0.058 0.066 0.056 0.048 0.018 0.027
EHBRTEE 2.85r (%) 0.16 0.18 0.16 0.13 0.049 0.076
ERIBTHEIEERE RSDR (%) 2.0 3.5 2.9 2.4 1.8 5.6
HorRat 0.4 0.7 0.6 0.5 0.3 0.9

#5—2 HWIELFERBRER (Y re g
AL -~ )
91> MRS $1-2 A>3 EATYE  pzpwk
(ERERER) S1—X (ERERER)

> — SR (C BB 6 6 6 6 6 6

ANE(CiRD J=EKBRER 0 0 0 0 0 0

RIEREE (g/kg) 0.20 1.5 0.01 0.01 0.01 0.01

Fi9{E(g/kg) 0.194 1.43 0.0098 0.0096 0.0094 0.0088

HITEERZEZ S, (%) 0.0046 0.018 0.000048 0.000049 0.00016 0.00016

HHITEFEE 2.85r (%) 0.013 0.051 0.00013 0.00014 0.00044 0.00045

HHTIESERZE RSD . (%) 2.4 1.3 0.49 0.51 1.7 1.8

ERBREERZE Sk (%) 0.0070 0.037 0.00082 0.0013 0.0006 0.0016

ERBRFSE 2.8Sr (%) 0.020 0.10 0.0023 0.0037 0.0018 0.0045

EEBRANELERZE RSDR (%) 3.6 2.5 8.4 14 6.7 18

HorRat 0.5 0.5 0.7 1.2 0.6 1.6

5 — 3 EMILFERBRER (CEbhsE & O )

FULAT LS FUBIH FULITRD 24> Hin=E BRIV
> — SRR IC R R =L 8 8 8 8 8 7
SNBECR S HERE 0 0 0 0 0 1
RINBE(g/kg) 5.0 2.0 1.5 0.35 0.10 0.10
Fi9fE(g/kg) 4.76 1.85 1.39 0.33 0.09 0.091
HITEERE S, (%) 0.067 0.018 0.026 0.0039 0.0024 0.0020
HITFEE 2.85r (%) 0.19 0.051 0.073 0.011 0.0066 0.0055
HTHEHNEERZ RSD . (%) 1.4 1.0 1.9 1.2 2.6 2.2
EZRBRIZEERE Sg (%) 0.25 0.087 0.066 0.016 0.0047 0.0033
ERIBRSE 2.85: (%) 0.71 0.24 0.18 0.045 0.013 0.0092
ERIBRENEERZE RSD (%) 5.4 4.7 4.7 4.9 5.1 3.6
HorRat 1.2 0.9 0.9 0.7 0.6 0.5
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F6 ERXAF v b EINENGREGRE R
Ak \ . _— AL (%) 12 4 RN
RAn - B YNk S
(mL) - PR [ AR s A7 == Tk DHAALIT
40 2L AR 20.8 20.8 EHRE
40 L HERR 6.0 5.8 AR Rl
40 HY Rk (D) 79.0 86.3 FUBHR I
80 2L Rk 74.6 74.2 PEHRE B
80 HY 2L 101.9 102.3 FUBHR I
160 2L 2L 59.9 PEHR B
160 L L 49.2% FREHR U
n=2
Kn=5 DT —ZNHHEH
#£7 Fazalb—b EMEGREFESR (X7 Y —=277k)
AP T LY g Lkt SRRV 4 (%)
i 1050 HE (3500 rpm, 60 43FH) 102.9
o FREST B U 7 s+ 03500 rpm. 1 401) 108.0
n=2
#£8 Fazal— FMMENGREREES (EFEfHHE)
IS SRR G AR 2R (%) %
AR TR HR 88.0
YAk 64.2%
ik Milantliq 0.0
S RERd 29.2
" o 91.2 bR 2 AR
Bt A 843 i 5 AR
n=

% n=2, 3MEOTF—FNELHEH
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x99 OKEE WOINENGRERRS R (EARAR )

VNJIFS e T 7E ek 5 S AN (%) fii %5
T . 95.8
i PRI 32.0

n=2

K10 KEE IMEIGIBER (CI8 71— b VU v P OBl )

T RIS % %@(%M fis
s T HH T+ i 40.7%
el 144 — —— o
tC18 1 — KU » Vb DIEHIR 66.2 BHIR : A% ) —L
n=2

X n=S DT —ZMNBEH

K11 OKEE IRMNEIRGEAERES R (EAEHh L, pHREH D)

AIFIES W E KT 52 > pH SE[RIN 2R (%) e
4 72.9
5 92.1
ik AR 6 89.0
7 85.0
8 89.2
n=2
F£12 LoXxHET USHEIGERSS R (B )
AP S R EXT 5 (RN 2R (%) 89.2 iy
TR AR 88.0
A 82.7
. tC18 1 — h VU v U9 b DS K 13.6% B« A% 7 —L
B -
it HE 0.0
eV 0.0
n=2

X MERTIRARMOMEEZ G VFHIETHL-OBEMETD

- 127 -



#13 bLoxx oy BIMENGUERGER (EAAhHTE. pH#EDH V)

IIEoE HE 52 kD pH SR [ENIY 2R (%) i
5 86.8
¥R BRI 6 98.4
7 98.1
n=2
#14 7=<DbAET TMENGRERFER (X7 ) —=277k)
VNIFSES HIE x5 SEF BTN 2R (%) 5%
2kt . 74.0
-
i itk 95.0
n=2
#£15 7<bAET WINENGERRE R (EFEHHE)
x5 T TE *f 52 AN R (%) S
Vst o 1005
LG BRI 76.4
n=2
#16 7=<bAET BNENGRERRE R (BEFEfhEE, pHEH D)
IIFSE HIE x5 ¥ D pH RESEINES D) S
6 85.6
R BRI
7 75.3
n=2
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TR JEAEG BRI M A (R dh D% BRI T 3E)

B AR R S O R OIS MR AR IZ BT 2 0F5E

WFZES R &

T VAR —YERAEOWR L IR T S0

wrrefiEE 0 s () 'Rafahraet o X —RENERT BT

Hu

WHoEo g KRR ORER (i) REREREZEAROIEET  BENER
WHIEH 1 TEmE AR () REREREL ERAROTIEET  BENER
W1 Bl K (i) KRB fRRe 2 AT 7ERT  EENITER
WHIEH 1 WA 3 (i) KPR AT 7ERT  EENITER
WHEm A MR R— (M) RBxEERRL SRAENTIERT WFER
WHE A g %E (M) RBrEERR L SRAENTIERT  WFEE

WHEEE

TUNAX—%5| B ITAREMEOH D X R EITRFEFERMELE L THBEITND D
B GEZIYE) 12X V. Enzyme-linked Immunosorbent Assay  (ELISA) % H W\ CHllE
END, RENRLRDIMTREEPOEMBHIZHEZIRTHY . TOIHEDIZL - T
WENEELZ TG00, RFETIL, ZHE TITRERERME N - %1
E) DEEBCHRENHERINTERLAY 7=/ —/)LO—FiT&H 5 Proanthocyanidin

(PAC) ZEHLRBHIOWT, FERMEI AL EfEICERT 222 BB E LT, o
EOLRIZOWTHRE 21T 2, SFEIXRERMEIOMREIZB T 2RBREANIZBIT D
RHENSIZOWN TR Z21T o 7, HWFFERT TRA & 0T L Totir L 72 & BEE0KE & a3
[N ERER O E RS R 2 ool . FrE MBI ORIEIC I T 23 BREN TORHEN S IO
THERE L7z, REmORE R, FrEFEAMEIORIERR &%y FOFEIZ L > T, HFZH)
MRELRDGEPHERI NI, — T, U7 L Thll L7 B BB EM E 12 &
S TEICGREZMIE L2 5A 12T A RIABNITER S iz, R, Bk oRERER
2B DN 72 DI EEHARE 2 H L CTLEMIZ O W TR L7z & 24, &
FHIMIERAF T84H ETLRETH o7z, TR L 72 RE B BT AUk 2 258 B D 45258
FH T A To7c L 2 A, BIEFMICABERE MR S, RBREROLEIIAE
Tl holc, HEFMOZEENL, HIER Z & O SRIFEOZEMITERT 5 e S
b DT, BB OB II St L ME M2 H— L THEMT 5 %20
bHEEZ BN, PR EEEAFEHIRER E & e B HEOFHlIC @ A <
5T ENERTEI T, B B IR AV o0 5l = ) 3L (Rl EBR (2 D v TRl
FREEL L TIHMIAZIT O 2 LIk » T, KV EFEMEOESWREEORENLIZEIT 5,
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A. HEEM

BMFREIC X D R mFo RN (Fk2T7
E3H 0B HRFEFE1395) Tix, 284hH
DIFMEIRT LIV 2 Ete i & LT
TREASORRPHERE I TVDL, 284
HOFEMEID 5 HIN, #, hE, 21X, %
B, 2N I 0T BIXEERME
BESH., BE~ORRBEEMNTHNT
W5,

TULAX—Z5| T HREEDOH D F
YR B OREITIE, HEETICL @A
(LT, @mxnik)
linked Immunosorbent Assay (ELISA)
WA V—=v7EE LTRIAIATWD
UV, ELISATIIRAENR L 2D 4 I E
ZXET D HUROREREZFIA L, 2 < DO
MEHE OREMEOHBRHER S LTV DT
O, —RANTIMEEMERE W, L L7
O IR SITIXZFELER 22 AR i H
SNTHY | Z OIMED N REEJFM B &
BICHEBL 52 5880855,

AHETIL, 2N E TOMEEO T T/IE
LBAEDERSNDEBEPHERINTE
W) T = /)= ND—HETHLTaT b
7 =3 (Proanthocyanidin : 2L FPAC)
@ L BHI DWW T, FRE A BE 2 B
ERTHEHEEME LT, kD% E
ZOWTHRE AT 52,

AAE IR E AR O A IZ 31 53R
FEWNIZEBIT DR SIZOWCRHME 21T -
2o HBFFEETCRRAS & OHT L Cobr L7
BREAEE & BN R EER O I E G 2R 2 i,
BB FA B ORE IZF 1T D AHED S 12D
THEEIT- 72, £, EMHEORR
FENT I T D 5 O 72 D (R 4 HE AR
L BB EMEIZ OV TEME L 7=,

IZ & - T, Enzyme-

B. FHi
1. &b
1.1. EFHEEB

R AR PR FE TR O 2R &R A& TR
BEE U7 kg S A FUBIQC Material 231
O, INEEEEREE LTER L,

1.2. JIEBE 30 A R

KUAFEE &M TIENRR D I A %
Giefdin10aEl (a7 /8y &2 —5 Bk
10— A N A GIRE, B A =T 250k
oY, WBHIERIED LIEAM 7 —x
v MEFERTFEY A R bIEA L, HERE
ORI D= DIEH Lz, v —AX N4
TR EDOBIRTIERVWREHLI Y — ek
vH— CaRpEZE  IFM-700) 12X ->TH
Pt I B CRTFE LT, T OoBENT
IR CRIF LT,

2 B

Polyvinylpyrrolidone (LA FPVP) K15
IEHRA LR TEROREEZHEH Lz, FE
JEAEFO 3 HT I IR B AN A H B FE AT L o
FASTKIT Ver. I »» ~ (FASTKIT) & L <
X, BRKAERAITFEFTR DO FASPEK I
I (FASPEK) ZfffH L7,

3 EES

BB ST B YE SRR SRR
DIFEE-T, EHEAEEA (THEET
) O AR L AR MR A RN R R ER
FZAE LTz,

4. BEFMEIOEE
R JEAA B D AT 1B ENVE 29 > T E i
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L7, WHEOWEIZ~A 7T L —RY
— 4% —Multiskan FC (Thermo) Z{#H L.
Y 7 h v =7 Skanlt Ver.2.51 (Thermo)
B LT, sURHR o & o8 B % 3
BT,

5 HEFEMEREICKIT D AN E DFE
il
5.1 Ffixig
ARBFFETIEARL. BN, /N, WAt D4
HH ZFHle SR & Lz, EHERES R S
TV DAFL L IF &/ NEITFRAKAER TR
FTHQC Material 2 & #RakEF & U CHEM L7z,
EHERE AR ST AanEEEiIco»
TiE. WINENGERERIC X - TRl 21T - 7=

5.2. FEPBHT K 2 FHE

QC Material ® fh/E # & #1121, FASPEK
IZ R DM EDHNBFEHEH S TN DT,
FASPEK{Z -2V TlXQC Material D i & i 15
FR SN TV D FEEIT KT 5 B A
FHf L. FASTKITIZQC Material ® 534 it >
R EE D I % A L 72,

5.3. #MMEIXERERIC X 2 FFAH
EHRENTR S TR nWEEEico
WU, TEENE DR HUE & BB TR
L 7 A YEAIR T & - THSINEIY G R < 3k
AT o 7o WM OREMEREE U TITEEH
EETF A N 2B ORER M ZERE L
7oo SRBHIAEMEIRIR 25 ng/lg 705 X 9
RN L, PFT LTl U 72 A MR O I
BEVZ %9 2 [BIIN 2 34 L 72,

5.4 AHEHE DOFHE
HEMEMO RS OHEE Y 7 b

(A AR B AEE R # S ver. 5.52) 12
Ko T, 2By i oy o i CA LR o
I EHEE L, MR ERZE (RSDw 5 M
EM, RSDs ; #ififHif#, RSDa; HIMH)
AHEE LT, Fio, BEROARFED S )
LEMREX v FOENHIHEE (RSDL)
Rt L7z,

6. HMEEHE AT ORR & 7
6.1. BIEHFIZ OV TOFHE

QC Material/ NE\Z B 71 A& Toalbl & 55 &
50 mLiLE N TRA L7 EHZ D\ T,
wiE otk &EPVP K15%21 % (wiv) &
Tofl R T 21TV, P T LTI L 7=
QC Material/N22 D43 EIZ 64 % AR
Ze w Al L 72,

6.2. BEEHEMREOESLROKEL
QC Material/NZ 12, BEl2D a7 Sy 4
—%10, 25, 50, 75, 90 % (w/w) &7¢
% & 91250 mLimIRE N TIRA L7oilkl &
FEAMGICAE A Lz, BUBHTEE ORI HRIC X
> THI L, §fT L CTHhH L72QC Material
IINE DS HHEIZ R D [BIE A 3 L 7=,

6.3. FBEEHERRE OB ELE

B EIEOHHIEO DT D12, & Hh
U »HPVP K15% fifl iR IS W g L 756
PVP K15% RN T % (wiv) &L78d
£ 91250 mLiERE WIZIN 2 72356 O R
EATo T, RATTFTEEGEIS TR E
50 mLEILE N TIRA LziEHZ D\ Tl
HiEZ L o a 7o 7, 3k, 3, 41
W ORI T, BRERIZPVP K15% 1 %
(wiv) 7225 X O\ ME L 7= ik Tl
H 21T -7z, HhiH% OFHERE O s 1

- 131 -



fF47 L CHitH L 72QC Material/N& D 43 #r
fill & &> QC Material /N2 O ER
B O EIEZE I U TRl L7,

6.4. FEFHERAREOREM DT
B DL EMEDFAL DT DI, RKIITR
FTHAFIE CH B2 50 mLiLE N TR
A LT 2 N CTRAE L 7o, PRAFIF
DOIRJEEBOMER DT, HNOIRE % &
J& 7 — Ku H— (CHINO : MR5300) (Z
FoT, 1EFM L ICRER LTz, RIETR0,
7. 28, 84 ARITKEEHMFEE 2 L.
FASPEK & FASTKITD i %~ ~ T L 72,
i % O FEARECEE O AT LT HFT L CHREE
L 72QC Material/NZ2 D 73 AT & & FF-AM X
£tDQC Material/NZ2 DELEUE ) & [RIX3E
ZRME LU CHM L, ZENMEOREM I
FASPEK, FASTKIT: $IZRUry ¥
v MR LT,

6.5. FEEEEEARORIORER = MM
LT % FERR U TR B E R S
T, HAFZEET O 2B E TRl &2 1T - 7=,
RUTRTRENZOWT, FRBR=E2412 &
2l A2 AT o 72, R = I REAT I X FASPEK
FASTKIT & I L ey hoF v k&M H
U7z wHAMAE B 2 250 AL & 0D 73 LA T LT &
ST, fliE, WEEE, ABR=R 0L
WZOWTREHE L 7=

(ffy B~ DB E)

AHFFE T ILFEBREY A RF e & D
W NT 72N, BRI IS ELRE T AR
IR L722uy,

C. D. WMABRBIVELR
1. RFEFMEREICBTDAHENIO

FAfh
1.1. FEFEBNT X 57
FFLEINENEOF y T E DRI L
K O RN S &2 FK5-1,218 777,
FASPEK® [V |2 S\ TV LD EH
THT LT U RS RORE S IEE T
MTBHA KT A 2 TRENTZFHRERED
50—150 %DOHEFHMNICILE - 72V, Wi v k
DORSDw &£ RSDsIZ A& TOIEHE T10 %LL T
L0 BEOWEICBIT HREE & RI%D
FEEAR LY .5, —F T, RSDalz oW
TIHRFEDX X EHREXNRETH
FASPEK & [t LC, D% v X7 E%
W E k52 &+ 5 FASTKIT TOZE ) A3 K &
Mo Tz, RSDaDZERIZITHIEF »~ k DLot
WERDZ LICHRT2ER b EERLTY
D712, EHEEEO ME R EO SIS
& o TR DO IE % 1T - 72 FASPEK Tl
RSDad & S 7z & HER S b, F7-,
WP OEH THRSDLY FASTKIT & ke
i L CFASPEKZMEW MEH 25 esB S 7z,

1.2. HMEIGERERIZ L % 7

WAL TIR, MR & MR E
L CHINEMGERER A2 Ffi L7z & 2 A, [EIY
FIE50-150 % DHFFHANICIN E - 72 (F£5-
1,2), WMEGRER I3kt ko~ R Y
7 AMECRICERBLY RFTHGLH DT
. PR BRI E U 7Rk & FRT I
RTDMENRD D, Wx > M DORSDw &
RSDsIZETHIHEHE T10 %L F & o7z,
EINENNGERBR T, PFH7T LTl L 722 v
TR OPEFE TN ROMIEEITH Z Lick
> CLotB #7322 = LICH kT 2 IR il
E3N772, W v F TRSDalIE R S
7=, RSDLHEF v hT20%LAN & 72D |
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EHFECRHME L7256 L RIFEORBE 2R
L7,

2. FBEEFAERRSORM LM
2.1. JEFEIZ OV T O

MUZRT LT, B4 ZELRMIC
QC MaterialVNZ Z 1R G L Tl OfliHK T
i L728A i, WEh o6 EIR
BORINNHEER I N, NET VTV %
%G &3 HFASPEK Tl 10580EHH850ENC
INERBRH ST, B A ORMEMIZ X D
HREZ TR T WEHN AR S, —F
T, WRMHETIEE X v hOETORE
THEIED EH PRI, 2 ToRE
TERINROUENHER I N0, 220
B FE TIERERO A4 T o F R a a7
Ry H—F R LT,

2.2. BEFERREORALROKEL
RE2Oa a7 Ry X —DHREEZ T
RBA LT BHC W TR 21T - 725 5L
FASPEKTIi325 % (w/w) LLERA L=
B¢, FASTKIT CTiZ90 % (w/iw) LLEiR
A LERBIC/NEY VR BRI &7
o7z, QC Material/N&E OE IR 2 I8
L 725 AT RE O B BRI K o TR
RN BEZ T HAEERDH LD, 2.3
PIBE DO R TIXQC Material/hE & a7
Ry B — B BRA LR EHZ D W CRE
{172,
2.3 REEHEAREOMEED LR

K BEOHMPEO gD 7= ®1Z, PVP
K15% & & 7> C ik I fig L 7= 56
PVP K15% B MIRENT % (wiv) 72D
& 91250 mLiEIRE NI 2 7256 ORI
iTolz, M2 T L oIc, PVP K15%

& 57 U Ok I iR U 72 5Bk 2 D [A1Y
L LEPVP KI5ZREEENL % (wiv) &
72 % & 91250 mLiERE NIZHl 2 7230k
DAY 2 | ZFASPEK & FASTKIT D 3741 D
¥ v M THEINRO AR IR SR o
7o PVP K15[IKEMDORY ~—TH Y |
FIR COMHRICES T 5720, &
52> U O R ICHSIN L2 WA IS B
IR LRIE B F ST 2 R el

Niz, ZO7, ZEMTHN & R =M
fili TI1%50 mLi k& N CTPVP K154 1R A L
ToiB TR 21T o T2,

2.4 FBEEEARLOREMTE

R R BB O RF#20, 7, 28, 84
H 8 kS R BB 2 il L. FASPEK,
FASTKIT D i % » ~ THEl L 7245 % X3
s, EINEROFHOZOIZHERT 5
QC Material/N2& D43 AL XA 1 i PR AR
X A e fi 72 & L CFASPEK T12.6 % .
FASTKITT4.3 % DOZEBA R -, QC
Material ® 38 5t T & 2 FroK & B A0S0 T
TOFHETIZ, QC MaterialJfl & FLDOZEM:
IZDOWTIE, 4 CRE IRV TRLER30 N
HABNZH720, BEREEMD10% AN O
EHHZ LN TNWD Z ERRES LT
%0 FEAMEARI PN O QC Material /N D28 &)
IR ER B FRATIC L D E L IR TOZEH)
LRBREOEB NGRS N, —FH T, OF
7L Catr U7k B 3 3R o QC
Material/)» 2 O 73 BB 6 3 2 B =R I3
%84 H £ CIR FIFER SN o Tz, F
7o, MEEN TR ZRE LR T — 4
B —Ciisk L7 B BREEIX3.3 °C, &K
L7 °C, MRS °CThoTz,
TLZEHABHIAER CRFET D2 LICE ST
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TR 8AH FTIHMECTEX 2 Z LRI
77

2.5 FREEEAREORBRE M
UHFZERT D25 BR =R DA 2B T, KL
EHLA AR 2 %60 B LANIZ R L CRE
iz47 > 7=, FHEEA, B,C, DORHHEREH %
B4R T, &F v bOBRILEROEEIHE &
1 % flj 7 |X FASPEK T 105 = 2.1 % .
FASTKITT19.8 + 2.8 % & [RIUZR DK T A3 e
wWENn, —F T, WRHMHIETIE
FASPEK C95.7 + 3.3 %, FASTKITT92.3 +
6.6 % & [FIE O Y EN R S, Rl
R & 2 CELE O B ATIC Ko T, Hli
M. WEEwE, RBR=EmOZEIC OV CEE
i L7z. FEAGORER., WEEMICHERE
AR S, REBREROLTITIAE TIX
otz MIEHEMOLEL, WER I
O EHFOZETERNT 5 ATREE S H 5
7=, RBREE M LR OB T A
EMESME A — L CEMT D LEND D
LEZ LR,

E. &
A AEFEITRRBRE N T O RFE A B O A

IR DN S e HE L, =M R
M ORBOFRIEIZ SN TS L7z, 58
L7cidBHI84H F TLETH Y . HIERTE
B ATHIE ORI IC A T& 5 2 & 23He
RTET, ZO, FfEFEITRBRER
A4S0 L C ek B A HTE o BB == [ 3 [R5
EEETDLTETHD, WR LI-REEE
BERE R & 2 E M LR CRME 95 Z
ENTEIE, K RIEOHEY) 2B AR
ERTZEICEBNRDLEEXD,

F. REfaRRER

L

G. HrREE
1. FmsC¥E#R
L

2. FRRER

1) F ERER, TR, FER—. S
T, ARES, #EA, L5 . ELISA
B K DR B (BAEAE) ORIEICE
F D BRFER T O & S B HEORET
AARMILFFES BTHRE - FIF RS,
WEBBH#, 2021.

2) B EORER, FMEFSR—. LS. JEH
R BIug, ®BUR, LI - FEER
MEHRA O NEL B E BT 28 & R
ey S OHEE « 5558 [l eEf A LBl
W aES, WEBBI#E, 2021.

H. MBETEHEDBUFRI
1. FFErEUS

L

2. FERR R

L

3. i

7L

7| FHSCHR

1) WHEFET [RGRREECONT) (F
FR2T3H 30 HH R &K 1395, Ml 7
LV o BARR)

2) Taro Satsuki-Murakami, Ayuko Kudo,
Atsushi Masayama, Masami Ki, Tetsuo
Yamano. Food Control 84, 70-74, 2018

3) MIEESE ih, ERRILE: 34, 40-46,
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2005

4) ACHESS i,  RBRC SLBR BT R 75,

35-39, 2012
5) Bl B fh, KPirERFEHFHE 78,
37-41,2016

6) AR M, BfFES 60, 113-117

(2019)
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DS NP

&1 GBI PR E 10 AR

R 2 HEE
A 525
2. AATRTF— 55
3 OaFIND R — L=
4 a7 INDH — L—7
5 a7 INDH — ISR
6 A—XMHWDAE 24
7 O—XAMNATE IHF7RIL
8 O—XAMNWHTE AVERTT
9 hhA=7 r—=
10 hhx=7 aAVEF
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FASPEK
Control"* mPVP?

150

100
0
T2 3 4 5 6 7 8 9 10

FASTKIT

B (%)

Control ' mPVP~
150

100
0
1 2 3 4 5 6 7 8 9 10

B1 % R A S M O 5l

1 Fy FOHERIZK > THE

2 HMHKICPVPE1 % (w/v) #h0L THiH

=3 #17 L THIE L 7=QC material/NED S EIZ 3T B [EYRE
4 1, 2,4, 6-10[FREBRFALUT D= HEIURE(FEHAF

B4R EE (%) °
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=2 HHEERASEN

HH o AR AL
¥ 1  HhA 0.59g+QC Material /NE05g BEE 3
¥ 2 HHhA 0.5g+QC Material /hE0.5g BRET 3
Sta 32 ;3737]' 0.5 g+QC Material /N%& 0.5g+PVP K150.19 @k 3
¥4 QC Material /ME 1¢ BEE 1

AR PVP KI5 % 1 % (w/v) 30
2 M RE A =20 PVP K15 DEE 1% (wiv)

DEFll mais2 mElEs
100
80

60

B4R (%)

40

20

FASPEK FASTKIT
H2 RETEREMOMEELR

1 #HTLTHIE L= $84 (QC material/hE) [Zxtd B EIULE
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& 3 REMFTEARN

No. FRA®RAZE HH1TH
HE1 HhhAt 1g 2
#:# 2 HHF 0.59g+QC Material 0.5 g 2
¥ 3° HHA 0.5 g+QC Material 0.5 g+PVP K15 0.19 g 2
#H# 4 QC Material /MNE 1¢g 2
M EZEMA =% 0D PVP K15 BE 1% (wiv)
FASPEK
St 22 B3 —e—QC Material /hE
120 12
© 100 10 S
£ 80 g =
~ e
# 60 6 &
g 40 4 \é
20 2 O
0 — . o ©
0H 7H 28H 84A
HHARZOREBRH
FASTKIT
1 — 2 H#3  —e—QC material NE
120 12,
© 100 109
= O = ° 2
S 80 e 8 =
~ i
# 60 6 =
= 40 4 R
= 20 , 8
O
0 . . . . o ©
0H 7H 28H 84H
HHEARZOREBRH

3 #&EETEASNORE T

1 ERMIFRERFUTO=OEIREIFEH AT
2 H#2078. 84BEERHERFAUTOLOHEURRFEHFRT]
*3  QC Materia/NED A HTIE & REED 5 FH L - FE B O EIRE
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& 4 HERERMFEEREM

No. HA&A*

=
2
s

HzH1 HhAt 19

H# 2 HHA 0.5g+QC Material /hME 0.5¢

=¥ 3 HhhA 0.5 g+QC Material /hME 0.5g+PVP K150.19 g
¥4 QC Material /NE 1¢

R W w =

M EEMAZ=%0O PVP K15 EE 1% (w/v)

FASPEK BA mEBmCHED

120
100
80
60
40
20

EIREE (%)

X Inns I

12 21 2-2 2-3

FASTKIT “A =B =G "D
120

40

EIREE (%)

. IIl I|| I||
12 2-
X4 HEEERAFEMNORERZEMETE

*1 QC Material/NED 7 HT{E & FEEHD 5 FHH L =& B D EYE

2 HAMIFREHBRFRLUTO=HEIRERIFEHARA
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100
80
60
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5% 5-1 FASPEK TO R ZE LT RFEMNS

.. — AR TENS (%) EINES
RSDw*! RSDs*2 RSDy  RSDL (%)

i EERM 3.8 2.7 11.6 12.5 100.8
L EERM 3.1 0.6 10.1 10.5 97.1
INE EERM 6.4 1.3 14.4 15.8 96.7
BAEE  AMEYGER 4.0 0.0 16.0 16.5 104.8

F 5-2 FASTKIT TOEIULE LB FHENS

5E — BT HENME (%) EIES
RSDw*! RSDs*2 RSDgs  RSDL (%)
i EHEERM 3.1 3.2 17.5 18.1 NA
£l EEEM 2.2 3.4 19.5 19.9 NA
INE EEEM 5.9 7.7 31.7 33.2 NA
ZBELE  AMmEUGER 4.7 3.7 18.4 19.3 102.2

"L 3well DAIEMNSEH
"2 3HTHLLI S HHITOHENSFEH
NA mEREEAAFTEGVOFHAT
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TSR RS BRI IEE B A (R dh DL IR HEENT TR F )
A AR AT R S O MR A O F FEMERECR [ BE DAF5E
WFIE o HR S &

FRIVE H B A O SR R B ICBE 9 D 0

Fe A n HEE () st o X —REHEET BIETR
ﬁw“ﬁ% $H FE O RBRFRTEE HEHi=

WEoE T, )3

MRER
BB 2 REMBE TIX, BON 2 0MEOEHEMEE AT S0, oo
FESHALETH D, &%ﬁ%iﬁ%%%w&ﬁ%@&®%%ﬁﬁﬁﬁi AT
FEEEHFEDO—DOTHY . Codex CAC/GL 27 DERFEIETH 51FH>. IS0/IEC 17025
TIERBRAEROZ YL R T 2 FIHO—2IZF T 6T 5,

TR ERIE AL, R, ., EREREOERE VRO ATRHO-FETH

D, AHEEE (0A), Y/ 74 AbFvr-1 DIX1), ¥/ 74 ARFT -2
(DTX2), T b DT AT VFHER (DIX3) #mK LT 5, MHERFEOMRAELE L
T, OBETIE 20156 4 3 A7 a~ NI T 7 40—/ %07 NEESHTE (LC-
MS/MS) 12 & BHSERIMTIE N EA ST, L LR s, BUEERICHEE ST
5 TR BEREO O OINBRBEEHIT /R, ZOREOEHEELHERT S O %
TOMBRE RS> TND,

FI T, ARIZBNT, TR EREICET 2R EERO M 2y R
27 L LT, BTG A2 i 5 Z LT Lz, 3 Rt OYIFEETH L P
2 4RI, MARE 2RSS & L BT, 0A BED LC-MS/MS JHIE TIZ oMl ns~ b
Uy 7 AROFBELEZTHIEEFEIELL, TNEZT CTHM3EEIX, AR
BEOYEMEE M D7D Ok E ST D & L bic, TOFIKIC K - THIEE
PR L 7oA RO BB ARG L2, E 7o, v%)/ﬁzm%®%@%§ﬁﬁ
WIEFEZR T 24T 5 T2, WKk v~ 77 7 ¢ —@ME (HPLC-FLD) %%
L7,

ZORER, AR L IEMAERB R M 2y NRAZT 4 TOEROTZOIZ+57ICHE
ThLZLZMERTDHELBIT, BT LA vy F U 7iEZEM LIz HPLC-FLD % BA%E
L7z,

A.

i el ) N HBAzZe PR ERT LI LITED
TRIERTRIL, AR R T s T A MR, B 7 & OEAR 23 5]
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TRIENDIEBEHHETH DL, ERFTEHIL,
A A HE (0A), V)74 ARFT -1

(DIX1) . ¥/ 743 A FF -2
(DTX2) . ZH 5D AT LFHEAR (DTX3)
Thsn (LLF, 2 b Z0AREEMES),

bRETIX, THERFEOREICY Y
2EMERBRAEA S T& e, LaL,
ZOFEZIXERBMAEERTHZ LI
ST HMERIEENH Y o, 0ARE
WZRE T 2 AR DR S 7 & DR
Nholz, ZTOLO>7EFEFDL L, 2015
EIHICTRIERROATERELE L L TR
wrua~ N777 40— /80T NEESHT
1% (LC-MS/MS) 1T X 2 #6880 ik 238 A
EnT-, ZhERBRHCHBIED EE S,
FNETORREEHL gbhiz b OFEENN0. 05
MW (v RAz2=v }) TholHHIMHE,
AAIICSX0.16 mg OA/kglZEH S i,

BEHT TR LD T EIE. o)
LT AS B 7 Bk 2 BRI L » TIE
LWENGRFK->TLEY, 20D, %
T A5 1 B C U J0 T 1 0D A3 L e R 203 A2
Thd, BT, EEOEH P RES 1L,
ARSI L TW BRI E IR,
A HTIC X o THHME ORRHE &2 B <
ZlE, M AEMTORS AT S
TOIZHHEELWR D,

SINTRE EE O & BEFVE O — DI HRE R
NI D, Codex®DCAC/GL 27 (£ D
ANBLHNZ 2 D3do 2 3BT O BE 1 7T 12 B
THLHARTAY) ITBTDHHERFHE
L Gl iRk 7 a7 7 A~05 0
DEF LN TWD, £, ISO/IEC 17025
GRBR AT M O IEREBI D BETICRE 9% —
RECREIHE) 2B W T, AR RO R
UHEEZ RS D FIHO—>2 L LT, HiE

B A & BT e~ D BN 7 &2
FZFoh T, DRETIE, SEBEE
EHRE T 0 77 A8 WT, FREEIE,
‘AN, EeREF ORI ITD
NTW5D, ZAUCK L, FNHMEEHRA
WZOWTIE, BED L Z A EFHICEE
ENTWDHHERERRIZZRL . THIERR
MAOEFEMEZ MR T 25 9 A TORMBE R
Lo TWB,

Z 2T, AEFFEICBWT, FHMEES
RAZ B3 D /MG A B A N A 1
NAZT 4 %FT 5T &I Lz, 3FEH
B DOYIFEE T D T2FEEIX, mETH
A &R L TRERE 2T L &
H AT, OARE D LC-MS/MSHIE T Id 43 A7 il 23
~ M) I AR OEBEZTH L E
FIELTZ, THEZI CTHMEEIL, B
AR O Y E M 2 RS D 72D O 3 ATk
HWENLT DL LB, ZDOHIEITEL-T
AR BE R B U 72 B A Ok 0 B9 2 A
L7, £z, v~ NV v 7 2RO %r
AT IR WIERETR AT 24T O To 01T AR
su~ b7 77 =@t L (HPLC-
FLD) %Mt L7z,

B. FiE
1. BEHFMO D DOSITEDORFE
(1) BB« 55

KA T HATHBORMNSEHRZ T HA
EER LT,

LC-MSHT & F=hF U VK ONEEE, &K
ik a~ 777 0 —HAHX J—,
IR~ KERE T U T A
WX E L7 A NV AT HiEN6 AF L
oo LCMSH E®T =17 A (XSigna
Aldrich/»H AF L7z, 1 ppm OANRIR (&
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o 2% —)) &1 ppm DIXIVAIR (B
B A X — V) IXFEESNAAZERT
MH AT Lo, DIX2 R GEFE HE W E 1
National Research Council Canada?>® A
F L7z, REHRRSCLC-MS/MS O & #hHH 12
KRG EEMi111-Q Reference (XU
RT) ko THELCERMAKZ W,

(2) & T H A REO BB 7 15

RETHA BRGRLI-%, RN E T
LU B —THINLS AATE, Z ok g%
R HHE030655 475 - RLZEF0306552 5
DORIRE2IZHE > CTRILEE L=, 7275 L,
FRA IS X 2R R0, AR TR L
7=k (BiR) TIT-o7z,

(3) EFEHH Sk DR 715

DSH—FU vy (V—Z P AR
8 Inert-Sep C18 500 mg) %MW /= Ak
EBiE, HBB— RV v ¥ (Watersth#i
Oasis PRiME HLB 200 mg) % 7= CiEM
ODELEREH L (K1),

Atk AX =110 mL& /K10 mLiZ Xk -
ThH—h ) o Pkharvs o va=rrL
Tzo ITHE TP L To~F Y IR
2.5 mL. 7K2.5 mL., OARBEIRAFEAEAIE100
uL (1 ppm OA¥SWE. 1 ppm DTX1¥AWK, DTX2
AR E) E AR A AR LTI, &Rk
IR 0.1 pg/ml) DIRAIEZE T — NV
v VICEAL, EHEZFr.A1E LTe, IR
. RER Ao Tt nBRE I
40 %A X ) —/N2.0 mLEMZ T L, &
— hU o PICHEALTE, ZOEREZED
WL, oA Fr. A28 Lc, &
HIZAK4A 0 mLEHI— MY v VITHEAL,
BONTZRIEAEFr. A3E Lz, KIZ, 40 %

AB =40 mLx— Y v PITHEA
L. 6N EiEAEFr.ME LTz, &HIC
90 %A X /—/N5.0 mLE I — F VU v JIZE
AL, BONEHFr. A5 Lz, &bHIC
AK ) —N3.0 mLx— Y v IITHEA
L. bk Fr. A6 & LT,

Bt : A%/ —/L10 mL& /K10 nLic X -
Th—hr Vo vkarssra=rrL
Too () ITHE> TP L 7o~ F 5 YK
2.5 mL, /K5.0 mL. OAREIRAIEUEIAHL100
WLORBWE T — Y v PIZEAL,
ik ZFr.B1E& L7z, WIT, BB A-T
W2 U E B IZ90 %A Z 2 —/L1. 0 nL
EMATHBEL, I—FU v PIZEAL
oo ZOBMEZBVIRLTE, IHIZ90 %
AK ) —N3.0 mLxI— U v IITEA
L. U ELOBIETHLONTLERE ALY
TFr.B2E L7z, 612, A%/ —/13.0
n&E A —hU v PICEAL, BONEE
i &Fr.B3& LTz,

Cik: @QITHE> THM L Im~F ¥ 8
2.5 mL, 7K2.5 mL, OAREIR AAEWEIRIK
100 pLORAFWZE B — h Y » PIZHEAL,
WHIR ZFr.ClE Lz, Wiz, RAEA A -
TV U ORBREIZ40 %A KX/ —12.0
nLZMx TP L, 1—rU v PIZHEA
L7, ZOEEZBERVEL, GO
MR ZFr.C2L Lz, &HIZ5 %A X ) —
5.0 mlx I — U v PIZEAL, 6
NI EFr.C38 Lz, Ebic7k b=
NUNW/AH 7 —) (4:1) 5.0 mL& A —
MU DIZEAL, B O NTIEHR A Fr. C4
LTz, ST N=NUN/ AE ) —
JVo(4:1) 3.0 mLEA— RV v PITHEAN
L. fFbhicidikzFr.c5& LTz,

Dk Q) ITHt > THB L7z ~F 8k
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YiE2. 5 mL. 7K2.5 mL, OABEIR A EVERIK

100 yLORABWHE I — U v PIZHEAL,

WHIRZFr.DLE Uiz, WiZ, s A -
TR CARBREICTE =R L/ R

2 )—) (4:1) 1.0 mLZEMAZTHEBHL,

I— U v VIZEALE, ZOERELZE
DikL7z, BT R=RUN/ AR )
— (4:1) 3.0 nLEH— RV v VITHE
AL, ZhbickoTHELNEEEEA
DY TFr.D2& Lz, EHIC7E =RV
W/ AHE )= (4:1) 3.0 mLEA— K
Yy UICHEAL, BN ZFr.D3E L
7=

(4) LC-MS/MSHI &

LC-MS/MSHIE 2 1%, B ESAE P O UFLC
mEEK s e~ 777 (Kv>7 L~
20AD, F 4w ¥ — : DGU-20A3, A — k¥
v 75— : SIL-20ACHT, ## T LA — 7
> CT0-20AC, Y AT Ahay ha—3
CBM-20A) & . B & 7 #r &t (Applied
Biosystems 3200 Q TRAP) Z M7=, H T
Il Cadenza CD-C18 4 T & (NFE : 2 mm,
£ & 0100 mm, RLFEE 3 um) AW,
LC-MS/MSD I E el 2 £ 1ITR T,

2. MRERE OB M

(1) B - 33

MABHE, MEFEEORFE TR L
TeboEMHA L, BEEEITI0) LFT
bOEEM LT,

(2) BYBENERAER 0 F7 1k

AT FEFLOAR & EAE 2 [T L . KR
IZOWT2EIT D, G200 7% T E
SHT UTze odmid T1. W VEREm o 7=

DNTIEORY ] ThidE{b Lz oirik %z
WH L TiTo 7,

3. k7 u~ 7T 7 4 —#ABRHED
Rt
(1) BB - 3RFE
7oE ok kR K T b D9
Anthryldiazomethane (ADAM) X7 =2
Mo ANF L, PLCHOT7EZ =KV v
I%Sigma Aldrich?»b AT L7z, iRIERR
BT E=U LA ROFRITE L7 AL
LFEHMFE LD AF Lo, ORI
BIX1() LR OEMEH L,

(2) FFER b IE

10 mLAE /XA 7 JLIZADAM 2 mgZ (X720
LV, TERI00 uLE, A Z J—/1900
LA AR %, 0.2 % ADAMA % 7 — VIR
L L7z, ADAMMOIENY Lo &EIZSEUT
TR EAE )= VOBRMBEEEZT-,
A Y — 200 pLoSA T ILIZEEF 00
Lz & BRI FCRELEZ, i
(20.2 % ADAMA % J — L¥E{R200 pL%& % .
EIE. BT CURRRIES S8 7,

(3) T LAA v F v FHPLCEE &
RIELI-H T L AL v F o VHPLCEE &
OS2 X217, FEET, WThbE
ARERT LD AR > 7 (LC-10ADVP) 2H.
T H v —OCU-14A) . 1T LA —T >
(CTO-10ASVP) . - t# tH &% (RF-10AXL) |
Brov s ooV 2y 2 —
(77251) L6z 07 (7000) 21
KOS, F1H T LIFY—T L
P = ZA#Inertsil diol 5 um (4.6
mmi. d. X250 mm) 2, FH2A T L (FT w7
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T CEY—x Y 2
Inertsil C4 5 pm (3.0 mmi.d. X150 mm)
. B3IH T AT HAALZE R Develosil

C30-UG-5 (3.0 mmi.d. X250 mm) % F\ 7=,

(fi BT ~ D B RE)

FFRICHE ] L7 HEolb 7 E OB Y
WNE, EHEESTF L, BFFEOKIETO
FAT o T, FEBREFEMIIED b ik
WZHEVY, MELZIS U CREPIZER 1Tk L
77

C. D. WHAEBRBIUEL
1. BB 72 DT E OB
(1) [EFEFhH Sk o el
A~DIEDOKT T 7 a % LC-MS/NS
THIE LTz, %777 v a difaEni
A5, SN B — 7 mEEITGE
WX o THIIE L=, oo — 7 lfE
DOEFHE 100 %L Lt xnK 7T 7
3BT LHE—HEOR G E R 2~5
WZaRd, DS A—hVU v U EFIHLZEE
EETH 2 AETIE, OABEOE HE S T
HBHIXT D Fr.A5 7215 TH< . Fr.A2~
FroAd IZBW T HIEH BRI Nz, £
T, MHET O X &2 ) — e E K<L
L. 40 %A% /=) K DE5 1T
MolobTA (BE), $3To 0A BRI
Fr.B2 2 L7z, —J7, HLB — 1V
v VEFIA LB TH H CIE T,
OA BEDVEHE Sy Tod 5133 D Fr.C4 7217
T/<, Fr.C2 & Fr.C3 IZB W T HIAH
DR INTz, £ T, 40 9RA X J—)L
WX STt 2 A (D
). T_XTo 0A BEIX Fr.D2 IZIEH L
72 LLEDORERMNG ., UBEORFHEIBIE

EDIEIZOWTITH Z LIz LT,

(2) v MU v 7 2R OFHT

BiEIZ L o0k (Fr.B2) KO D ik
W2k BEE (Fr.D2) (22oW T, LC-
MS/MS 128 T 5~ U v ZAZhFOE
ERME L7, BRI, ETARETH
ARBE (77 7) &BIEKDTDIEIC
KoTET 5L LBl ~FH W
& EABH H 2 1T 72 o T2 AR Tl H ik
R LUz, 2O ICRE T ORENS
5 ng/mL L7225 K 9IZ 0A BEZIRINL |
LC-MS/MS WIEIZH L7z, 35417z 0A B
DOmfEZ . FRICHIE U2 EER (R
B A& =) K HmiE L gL
oo TOREREK 3 1ZRF, 0DS I—k
U % AT BRI A e U 72 B s
FROWE T, BEHEREK 2 RIE LY
BlTHAAWFD 0A BEDORE &K
T2 T/ H LC-MS/MS DA A AkizE
WCAF YTy ia rRROLA
Too ZOFEEIL, B A2 S 2o
Te AN K E RRECTh -7 2 &
5, v MU v 7 ZAROERED RIZEB N
TiX, DS I— h U v I ARTIH W
EEx LN, ZHucxiL, HLB 11— b
Vv V% Rz EAB R & e L 72 D B
HE OPE TIX, OA BEDEE (34 Yl
EICBITDRELFAETHY, BER~
U w7 ZRITRD N2 o T, U
FORERNG BE L2 BT S0
P CIIDIENERRNEDTZ DI KB A
MThDHEBZZBNT, £ T, UBEO
MREHI DB X 2 B 2@ H LT

ST,
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(3) 1EfE S & BB O 3T

WSt L7255 Wi s & - THRNEIIN G BR
BATo Tz, WINREEIX, A&7 T A 3k
FyEREE L L4 0.05 mg/kg & L=, FD
ERER 6 IRT, EEORRIT, Kk
O3 iR OFREHT 0A BEZ VSN L 723k &
HowieiERcho, TREITE] 200
U E AR, R TRICBIT S 04 B
DOERVBBD LR EBRENT,
—J . TEROERIL, K& 7 A3 EHT
OA BEZ NN L 7 & B2 W T ot Lig
AT TR TH D, TOFHEHITE
100 % ToH V., THIMERBFEREEICKT
L IEMES DELREAETH D 70~120 %I
+o#EA LTS Z ENRST,

A H2EOSHTE 3 HEfTY Z&ick
0. BNBELFMO L, TOMRER
T AR 15 O AT B T RE o Y 2
ELThH8~8.3%Thot, B, ZD
FHERICBWHESND 7 V—TH
%ﬁ R EATHoT-, Thbb, Gt

FPHMTHRE LR 7 ERUCMEE 2D,
Tﬁéﬁ AL I T 2 4G o 2R I
YEIXBRTHREE © 16 %A T, SR -
20 YA N TH D23, BAFE L7 oDk
X 0EEEL 5L TnWD 2
EBTREINT,

SIERRE L PR TR T D A RURH -
NEENORETHDL I ENLETH
5O%Lf\%®wgﬁ%§ﬁﬁ%mﬁ
IR T 5 720121, e O AR HE =X
Tffﬁé@*fri D HERNEEN 0 E
NTWDGHTER R R TH D, AR5
TR L 7o A REHI A Bk o B R
B CTh D7D, RAELOBE TS~ 1+
BuThrZ e THRIND, LItho

T, RWFETHIE L-oiETX. maR
B O M0 % M & IEFE IS 5 7=
DICEY EEEAL TS EEZBN
7=,

2. RREFBOBE A
(1) R & DHEH

PR L7 D 10 AE EAES
IIROTE L, RN RS 2 hATE R
WMLTHHr Lz, TOMEEX 4 125
T BONTRERE — TR E RIS
KoTRHMliLzE 2 A, BEDIES -
IFEE TIEZ (PAE>0.05) Z & AR
S,

W, AR EM E O A EICET 5 E
EELUECTHH D 1S0 Guide 35 (ZHIY | HE
BT D RS 2R L7z, Z Ok
. T OFE R A BRI EH L 7oRHE
| MO R E s (=

\/Msamong - I\/Iswithin
n

) &L MEDIE S

I\/lswithin 2
FITHAT B (=) 2 )

MSwithin

R BT, 2B, swldFA LADOMH
Loz 0 &Lz, WEDIBHOK
EWHELEMICEAT IR NS LT D
LB, % 0A BEICOWT, wy 2HH
PEIZBIT B2 A& & LT,

(2) HH L= Rt h S OFEAT

JIS 7 8405 Ti%, AMHIEEEHIZH W
D RAE OB E MR LT, BUBHRHAR
HlR7E (S) & HREREAM O 7= I TAE e
72 (o) DIRAZWITZ L xRDTWH
%
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IA

Ss 0.30

A A M A R U 7= Mt sl &2 v iz
FREBR T B BR 1T 2022 4R ICE M T
EThD, D2, HEERBROMR L
LTHEondolIRMTHDL, £ T,
FRA TR D Pl AT s R % Horwitz D&
ERITRATHZ LTk - T, #ABRTo
FEROIEHDE O TR A RD T, B
B D 0A BEO TR HTRERZ R T 2
LT DT, RREE TIIREMARZR
THEOBIRITHET 5, MiRkL LT,
L 7oA R, BB [ bl kR
BT 2HBRATOM R DI B> E DT
BD 0.3 LT ThDZ ENRINT,
T b AR BRI T M i
BRCOME D7D+ g A
HZ EDNRI NI,

3. B/ u~< 777 4 —BKHE

DIREY

OA & DTX1 1XH5E D aH % 7o
RN ADAM & FHD THOEEER L L
oo WEED T DL LTHT DAL v TF
7 HPLC O 3 HT7 L ELTHEHT S
Develosil C30-UG-5 (3.0 mmi.d. X250
mm), BEFEE LT 95 %7 A=KV L
(2 mM ¥E7 =" A K TN50 mM X8
E&4) ZHAWVT, 0A 3B X ONDIXL ¢ ADAM
B D E R A R E L7z,
WIWZ., F 1 BT 5THD Inertsil
diol IZF1F % 0A FEDQHOLIFHEMRILY D
rFraE) 2 5t U, BEAE o oA a1
IREED D 72T EYS IR 238N 5 =
EEHLNCLE, BT, FH2HT A
T D Inertsil C4ITFIT D 0ABEDHK
FHEERCHORFAREEREF L. K 10

DR Y TRAIETHLZ EEH L
MLz, bR ekich o
DAL v F U HPLC D3RS %t
L7ofB R, B 5 1SR d & 9 etk v &
ZBEEBRTDLEEHIT, TOBESME
LLTRI DEERMFEML LT, 20D
FIFITBNT, £, H1I AT LD 4~6
EmAN—NIy NLT, NI T A
~NEALT, D%, U2 VT A
TEL., ZONEZSE 3 1T LIEALE
LA, 0N HFHERIHITK 13 5
(2. DTX-1 #OGEHERIMITR 16 4312 H
L7 (K 6), ADAM % 7=kl
IRV T, FEERRIER ROy &5
Hrxt G sy & O BENREETdH 5 5A 0
HDHN, RETIEING Z BT/ HEY
HT ENTER, 212 L, ZTOKREIX
LC-MS/MS &t L T < idanizod, 3l
BT b O 9 A A e R o B R M
PO 7= 01TiE, L0 mIERE LS LET
boHEEZLNTZ,

ARV T, FRPEE BERAICE
TONAMBEEERPE M wy PRAZT
4RI D EaREANE LTS,
SR D2 H Th 5 HFI3HFEIX, F ¥
T A T DOARE D KGR 72 Sy Wik & e+
LHelblo, MEERRLIEKEZ T IA
P AR FORE O S VR BRI L7,
ZORER, MERBOXEMIZIRGFTH
LI EBNTRENTZ, — T, —RIYRLC-
MS/MSYETIE~ b U > 7 RWREB S HHED
EESICHEBETLZEND, BT HAL
v F 2 T E A & O T2 HPLC-HE e M s &
Et L. St 2 fsr Lz,
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AHFZE CIIOoRERE 2, AR AT M bk
BRONRA By NAXT 4 BRI T D TE
Thd, RMEEETITRERE ORI L
BIEMWFMIZE T LTHY, SAM 2y b
A2 T 4 IIMBICERTETH D, —F
T, SN D 53 T E O 7 Af &2 IEREICAT
DTeOITIR, AFEEBRF Lo otriseis s
R & LT, & B I IERHE 7 53 W7 1 O B %
WZH D M LD B D,

F. REREAEREH
L

G. #FZERHER

1. @SR+

7oL

2. FEFEEK
1 EFREBERE, BEER, #8HE #F L
MS/MSIZ X B8 &% 7 77 A 1 Nk H & (4
T FEERE) YT BT B ML &~ |k
Uy 7 2 RICET 585, &H27H
LC&LC/MST 2 7 7 (WebBAfE) 2022.

H.  ZnEIRTA M O BRI
1. FFFIUAS
7L
2. FEMHEE G
7L
3. O
7L
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31 LC-MS/MS D& 511

INT R —H

BAESRMT

BEH

75T N

A F oAbk
TV ——AF B
X7 mx s A

Ak (2mMERET > E=7 AR50 mMXFEE
)

B:95%7thr=hrU/L 2mMFXHT L E=0U LK
W50 mM X5 AH)

B: 40 %(2 57)—+5 %/53(14 43)—100 %(20 53)—-
60 %/47(21 53)—40 %(25 47)

40 C

0.2 mL/min

10 pL

ESI(—)

OA: 803—255(E & M), 803—113(fkR )

DTX-1: 817—255(F & ). 817—113( 2 M)

2 AEITBIT D 0A BEOIRHZEE)

7Ty ay W oElE (HRit, %)

OA DTX1 DTX2
Fr.A1l 0 0 0
Fr.A2 72+ 1 0 35+ 6
Fr.A3 18+ 2 1+1 32+4
Fr.A4 10+2 80+3 33+5
Fr.A5 0 20+ 2 0
Fr.A6 0 0 0
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# 3 BIRIZEIT D 0A O HEHE)

7T vy WHoRE (EEL, %)
OA DTX1 DTX2
Fr.B1 0 0 0
Fr.B2 100+ 0 100+ 0 100 £ 0
Fr.B3 0 0 0
F 4 CIEIZHT D 0N FEOTE HIZE)
7T vay BHoRE (HEH, %)
OA DTX1 DTX2
Fr.C1 0 0 0
Fr.C2 45+ 23 7+9 35+24
Fr.C3 8+2 3+1 8+1
Fr.C4 47 £ 23 90+ 9 57+ 23
Fr.C5 0 0 0
# 5 DIEIZHIT D 0A BEOVA H %5 H)
7T vay WHoRE (EEL, %)
OA DTX1 DTX2
Fr.D1 0 0 0
Fr.D2 100+ 0 100+ 0 100+ 0
Fr.D3 0 0 0
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6 IRINEILEUR O R

AT L 7= AR FI R (%)
0OA DTX1 DTX2
KR TR DI 106.3+ 7.6 96.9+5.5 102.4 + 3.8
Sy pT A TR 98.0 + 4.0 91.5+4.7 100.7 + 6.9
3 7 BN OGRS $
RSD (%)
OA DTX1 DTX2
SN E 5.8 7.1 8.3
# 8 WA B OB EVEIC T D ARHED S FEM
RHED S K FXEEREN S (%)
OA DTX1
Sbh 0 0
Unp 5.6 5.9
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£ I AAAL vTF 7 HPLC DIEESAE

IRT A—H PRSI
BEFEL (517 2H) 95 %7 hr=FrVU/)L (2 mM ¥B7 L E=U LK
W50

M XEes — 6:4
BE2 (Eansny TMTen) A6

95 %7 Fr=hrU/L (2 mM XBE7LE=7 LK
W50 mM ¥EEA)

T MR 40 C

Vit & 0.425 mL/min (B#EItH 1 X OBEIHH 2 & b
EAE 5 uL

JEhiL % K 365 nm

HOG R 412 nm

F2HTLILDET YT B oy
Hef ]
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AL

| MeOH 10 mL |conditioning

I— waste

| H,0 10 mL |conditioning

f———waste

| Sample 2.5 mL+H,0 2.5 mL |

——Fra1

| 40 % MeOH 2 mL X 2 |

——Fra2

| H,0 4 mL |

[————Fras

[ 40 % MeOH 4 m |

————Fra4

| 90 % MeOH 5 mL |

[———Fras

| MeOH 3 mL |
L FrA6

Ci&E
| Sample 2.5 mL+H,0 2.5 mL |

Fr.C1

| 40%MeOH2mLX2 |

Fr.C2

[ 5 % MeOH 5 mL |

Fr.C3

| MeCN/MeOH (4:1)5mL |

Fr.C4

[ MeCN/MeOH (4:1) 3mL |
Fr.C5

Bi&

| MeOH 10 mL | conditioning
waste

| H,0 10 mL |conditioning
waste

| sample 2.5 mL+H,0 5 mL |
Fr.B1

| 90 % MeOH 5 mL |

[ MeOH 10 mL |

; Fr.B3

D&
| Sample 2.5 mL+H,0 2.5 mL |

Fr.D1

[ MeCN/MeOH (4:1) 5mL |

Fr.D2

[ MeCN/MeOH (4:1) 3 mL |
Fr.D3

B 1 [EAEEH OFET v —
MeOH : A%/ —)L  MeCN: 7 h=h VUL
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R

HhSLA—=Tv
% % %
= 1 2 3
THYY— — KT A P P )
Aoy 8+ 2 2 z
N N FN

dnfa(1Ex1E)

73L7
BEE 1 LT RUTB — FHyH—
BE& M
&

B 2

X2 517 LAA v TF 27 HPLC & OHERE ]

A J—)ViEik BB DAL FR LR
alA AR

9

3HEUEDEWR~ MY v 7 ZNRITKITT
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SATIE (FRXE)

SATIE (FAxd{E)

1.6

1.4

1.2

1.0

0.8

0.6

0.4

1.6

1.4

1.2

1.0

0.8

0.e

0.4

OA

o
o o
o
0 °© o
Q " 0
O <] O o 0o
o (o] o]
o
o)
jich
DTX1
o ° o
o o o g
o0 o
o o
a o 0o 8 L A
i)

X 4 FRAFCE O BEMERHIIZ 31T D /3 Hr ks R
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Saw

1000004

10

g
g

B Sy TTREE

FLD BIHTL Hy 7B — BEE2
'’ (737)
BEE 11— 7A
(737
mRfiTHES
FLD— B354 #278

— BEE2

T L

B R TA

ooca

5 15 AAA v F 7 HPLC 2B T I8 0 % 2 ok

B
BRI

B

T OADE N
DTX1DHE

-

P

‘g
b
g

00

i
X

6 1T LAA vTF 7 HPLCIZ K % 0A 38 L ONDTXL D4y
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TSR RS BRI IEE B A (R dh DL IR HEENT TR F )

B AT E AR 5 O A OF MR 2 BT D i

SINTIEDBHZE K OV sk BEAL & A1 hG B R0~ i

WHIEEH 0 HEE (—) ARy ¥ —REHEFTRIFTE
WFFEo Rvr &t (EWF) PEEEM GO EEMEA
WHoeth 1 A =S (EWF) PESEDM GO EAEMEA
MREEE

B ORENZHART H72D12F, R - REZEOFEMEOHRRIPEE THLH -
O, BMHEAEICKS S MAEKBE IS EEHEME~OSMIARD T
Do —J7. HRRERRBRICBII 5 EEIK TH D 1SO/IEC 17043 Tl HRERBR O 51E
DRMENSHE LV /NELLFTHHEL LT, AMEEICLDIRERET L TW
Do % T AR B PR A BB P R I O 2R AT IE A S L. R OE
EIomESELZE2AME LT, FMEAREESHE (IDMS) O H % MK
LTS,

SEEIL, BRERZEE X RN ETNAT L —RIAYICKVBRB L
BREEBER AR 7 oV VKRR B4 TV )y, Zx=buaFit,
YT F AR L FMEARERESHE (IDMS) AW TERRE/R Lz T
AR 1T 4 1A 24 BAHFRRHEE 0124001 B O@mARERE (—FBRE) | B LU
AT OAR Y B Bl iHVE Th 2 BER SRR E  (SFE) 2RI L7z riEic K v 2
BEMNG L, RBAREZERT21CHZ0 . FINEIGRERIC Xk v TS 2 %I
A L. SR EIRIC T — K BRE & SFEVE TR ODHENE S D Z & biER
L7z,

A.

LT BRI R L. 2 Offie 1 L
L CH SO O RRERI T &17 5 = & 73

i el
Bih O e Z MRS D720,

{

=

BR - A OEHEIEOHERNELTH D,

ZOh, BEAERICE S < R
ZIEkk 2 I TR EEE B R O H LTI
0., ZFO—>& LTI EE B A~
DBEMBRD BN TWD, —T7, Sk
EEHRHE L 02 < ORI T,
i 54 & U CSINEBRE 0 43 Bl R b &

—TH D, Zhicxt L, HRERBRIC
B4 % [E BEHLAE T d 5 ISO/IEC 17043:
2010 (JIS Q 17043: 2011) Tix. fF54E
DAFEN S Z L VNS TDHHEE LT,
MaHAEEIZ X D RENZET B TWVD,
FAARAIRE &8s (IDMS) (X, Z0#fr
S GALG W DL E RN AR E AL G (B
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WK AW ERETH Y,
FRsb CHEfe e (IERE CTREE D KV o7
BITHOZENTEDLHETHD, 22T
ARFZECIE, [FFREOEHEMEE X v\ L
EELHZEEAMELT, IMSICL DA
fn R O @R 2 AT L T D,
SEE LG EE, RN LEtE
2 —RBHIEHN AT L — RT7 4 FIZk
D BA%E L 7o 7R R A ] oK o
JRNEYRA ATV ), Tx=
faFty, ~7FF w588 L,
IDMSZ W Tk Bk L 72 TAFER174E1
H 24 B AT &2 38 550124001 5 0 18 Fnk
Bk (—FRBRE) ) [Tk EERS
Wiz 280 E L, Mz
T, BREAMOKWVHBMHETH ZB
B R AR (SFE) 2RI L7240
EORMERF 21TV, SFETH Zkakkt
DHWTEITHO Z R BWNE LT, £
W% 53 2125720 . WINENT SR
IZL Y B S EREEICHHE L7z, B
PR IR NI IDNS 2 L7233 A T,
piEf (HE) AR o~ Y v 7 X
B IND Z EEEONETH B )
ERoTWDTeD, ZOFHEIZE VT,
<~ NI A~y F U TEEEALE
IDMSDOIEME S IZHOWT b #ET LT,

B. WFEFGE

(1) #MEIGRERIC & 5 —FulBiER &
UF SFE V£ D FFAf

K REEPRH TRU T THL Z & %
B Lz, MRl D7 70 7 LK%
WLz 0x ke L, 2 2ITxgR
HTHDHIZaLVEVERA, XAT V)
V., Jx=btuFtr, v T7FF U ER

VT4 7 VA NOREMEREME (FrAE
VKA, ATV v, ~TFTFF .
0.1 mg/kg, 7 =z=btuaFF: 0.2
mg/kg) 12725 K HIZRM L7z, ARE
Z, IDMS ZiEA L7z —FRBRiks L O
SFE (I K o TH 21TV, 5 DALk
AT L TR OITIED IERE S 2512
FEAM - bl L7z,
(2) BRI TR D 43 T
(1) THHMi L 7z 3 dris 2 v T, &
WihL et v Z =R HN AT L —
K242 X0 BA%E L7 SR
ZokRE (Lot 1 (120 °C), 2 (100 °C),
3 (80 °C) o 37, {RIEEIIEFREZ R
1) TOXMNRERESH LI, Bohi-
FEEIE. BRI B RO RN
JESE L bl LTz,

1. FBEM B L UORE

(1) &kt
WNENGRERIC L 2 —FRBiks L O
SFE {EDFHEI I, ¥ L THIR & Lz
M5 e O XK 2 Wiz, AT &
D YR IKRE T O G ERIIMR T
[RUUTChLZ 2B LT, £z, B
mdE A e v —REF SR N A T L
— T4 VIZX VB LR R A
Mz kB (Lot 1 (120 C), 2
(100 C), 3 (80 C) o 3 Ff, iREEIIME
FEZRT) bothidRe L,

(2) FEYEN

HE R REOSMERELEM L LT,
BET7A VAR AT
Jxz=btuFAFr, vxT7FAF (UL
TraceSure) ., 7 2LtV 5K Z (Traceable
Reference Material) Z MU 7=, IEiRA
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DIFEREME LT, MIETER 7 o e
URA-doy, 7x=z=buaFFz—d,
Toronto Research Chemicals #i~ < F 7
Ved EEAT V) -doERWE, VY
VUANA ZERERE LTV =T A
T AT T 7 — v E i,
(3)

TEr=KrU (AN), TE& I
(Ac). kx> (Tol), A X J—J
(Me) . 7K NapSO, (ZBAHALFHEAR U M
e 7 == -5 RIE S 2 v
Too MOFIRITAIE 7 L — Fa v, K
K & U2,

2. WMEREKR., NEERK, Y)Y
AL U UK
BEIEAEICE > TUTORK A
w7,

(1) RINENERBRIC L 5 —FalBRiES &
O SFE £ O FFAfh H

7a VYR A~do, XAT V-
do. 7x=brnFF-d, ~TFF -
di TG de Ac YSIR 2R L. PVEEYERRHR A
E L, 797 u—)v%& Ac I[ZIAfRE LT
Wi ZH L, EHICZ0—#% Ac I
FIRL T P AL ZIRIE A %R
Lz —FH. ZailtURAR, XATY
v, Jx=btunFAtr, ~T7F 4%
Ac |ZVfR SEBEIRGEIR A 2R L
oo SHIT, RIEKRGEIKR A WIEHER
A, 7778 —IKIK A, Ac ZIRE
HZ LR, MERER A 2L
7o BEBIAT A OFRRYEEIZ, 3(1)
BLO 3@ ITRTHMLHEIC L > TXK
AR A ALBE LTS B AL S RUEHAIR T D £
BIRE L E LD LT LT,

WIZ, HOELUDSIRIREELE ZD
EHAE A LN LR LTIk
B Z 3(1) BE O3 TR T RIALELE
WEoTRELT, BONTT T 7%
R % 2 R CRAlE L, Al o B R IEE
ARSI EDLZLIcED, ~FY v
7 A~y FREHEKR A-1 (—FRBRIE
M) BELO A2 (SFE M) sl L
77
(2) FREE IR A KRR 0 44T

(1) &L RBRIC, WAEHERIR B, BIKIREG
Wi B, 777 v — /LI B, MERE
W B, ¥~ U v A~y FREfiRiK B-
1 (—FHABREM) 3L B-2 (SFE ik
M) ZRB LU, el MEREE B H
DERTIREIL, 3G)BLO3WITRT
ATALBRVELZ X - T IR A A 2ok
BE 2 QLB L TR B A 2 BUBHEIR 0 4 J
WRE L E L RDE O ICHR LT,

3. T
WINENGRER 1 X 5 — A sBRIE O R
TIEHTEE 1 %, SFE IEOHE TlIoHr
%2 ZHWTLXKRTORIEL L, &
IWHEDRIME AT > 72, F7-. R
Ay FH 2K ROR R 0 K AT I X o AT ik
3, 4 xHW\,
(1) ZyFriE 1 (—FRBRE, RnEIGR
)
VKBRS gl RIKIR G VAIKAC. 4 mLds K
O\WEEHEVATEAO. 4 mLZ Nz CHrE L7z,
ZAUZAKI0 mLAENNZ TI54rFRE L7,
AN25 mLZ A0 CTHEREL . Wen| A L7,
A& EOFEREYITANIO mLZ Nz CHIRE L
7otk MBI AL, ZiicNaCllo g &
0.5 mol/LV MefztEiK (pH7.0) 20 mL%&
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Mz, 105MiIEE > Lz, Dk, &5
MU HANIO mLCar T 4va=vr Lk
Agilent Technologies®Bond Elut C18
FHHA— Y v (1 g ZHWT, &
LI Lo TELNIZANE L AN2 mlL% 18
T DB AT o T2, 15D NTZ ALK %
HE 7K NS0T &> THEAK LHE - RElE L7
#%. AN/Tol (3:1) IR¥#K 2 mLIZ&MEL 7z,
Supelco #LENVI-Carb,/LC-NH2 [& 48 fh 1 77 —
VU v (500 mg/500 mg) ZAN/Tol (3:1)
BIRLI0 mLCary T ova=r7 Lk,
AR Of K ZTEA L, & 5IZAN/Tol
(3:1) JR#K20 mLAEEA LTz, WK
ZLlE L TNk EezT 7 71—
FIRA 0.5 mLIZVWfR S8, BEHAIK & LT,
AUBHEIE T O R EHE A . GC/MS 12X
S THIE LTz, PIESRMFITLLTO#EY T
»H5D, HEE : 7890/5975¢ GC/MS ¥ AT L
(Agilent Technologies #l) 17 A :
DB-5ms (30 mX0. 25 mm, F&JE 0. 25 um,
Agilent Technologies Hl) . » 7 AR
FE 250 CT2oMkFFLIZEZ, +20 °C
/53 C160 CETHIEL, EHIZ+T C/
53T 300 CETHIRL. 10 ZrMifer,
WNEIREE - 250 C. M HBRIREE -
230 C (A A W) AT 27V
v RVAL XX UTHA A~V TA E
A1 pl. A A AbSME  BIL EEIC
AWz m/z:314 (7 a L URR), 324
(7 a )V VIR A-dyg) ., 304 (XA T
J V). 34 (AT V) v —d) . 27T
(Zz=tuFAr), 283 (7==tn
F A -d). 285 (=5 FA). 291
(v FFv-d). 18 (777 m—
V).
(2) Z3Wrik 2 (SPE &, WRINENNGER)

ZOKFEL 1 g ICSRFIREWHL A0, 15 mL
B L O WAEAERRIL A0, 15 ml 2 N % CHRE
L7z, ZAUUTHI 10 g @ NagS0, = hNZ .
AT LA 15wl HiHE (B A
) ICEBIEEA L, BRSO
SifdEE (R 7 10 PU-2080-C0,, 7R
7 2 :PU-2080 Plus, I FH— : MX-
2080-32, #—7 > : C0-2065 Plus, ¥
JEFHFE S« BP-2080 Plus) Z FVCHiH
AT o7, MHEMFILUTO®Y THh
% R 25% (v/v)Me /B I S b
F. R 080 °C. JEJ) : 256 MPa, WUk
VRE 0 2.5 mL/min, FHHEER ;20 min,
P 2 . PSS E H O c Bk L 72 0DS
717 5 (ARG EH, PES-10-1/16) |2
WR L7tk T AR T F 23 ZE L
oo FIL7-HHEZ, 60T 0
AN/Tol (3:1) JRIE10mL Ca 7 4 3
=27 L7z Supelco H ENVI-Carb/LC-NH2
A S — R U > ¥ (500 mg/500
mg) IZHEAL., &5 AN/Tol (3:1) iR
20 mL ZEALT, 2 HIK % lE
LTHBLNTESET 778 —/LIEK A
0.2 mL ¥R SH, REHAK & LT,

ABHA P O R EH % GC/MS 12X -
THIE LTz, PIESMFL, otris 1 &
CThd,

(3) MTiE3 (—ARBRiL, R RERE
M ZARFE D3 47)

PR SRR A ZOKFURES  glo AR TRV
#B0.4 mLZMA THE L, Zh kv
O TRIE, s & RIS HE N LT,
(4) ZrHrif4a (SFEE, BERIERAEH X
KB 53 HT)

PR SRR A B KRR glo N HEY
#B0.15 mLZ Nz CTHE L7z, 24 LD
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RO TRET., ohrike & RABRICSE N L7z,

4. 5k
(1) R DR
3 TRLULIEGH HIETHELNT MR E
iz, UToRIZ & > TREREZ RN
L7,
Ry Mo X Co XPXUg, (o)

CFg X ==

Ke My XMSD(C) )

=L, OB o BEEE AR
LB O REEIZ B 24550 (= 1), R« 38
BRI E T F6 1T 2 404 Rt G2 B HE D ARk A
Wt DAL, R MR ORI E
(2B D ot SR I ORERRARIC R 35
mFEEL ., M BREASREIE T O R EEIR G K
DEE, G RIEIREGH ORI E XS
WO RMBERERELORE, P SRS
RO B ERE L OME . My : R
WD L7 AR YERS IR D & M - #0Rk
B Mo o BESREIR R O NI ERRIR D
B, Thd,

(2) TRINENLERBRIC L 5 —FalBRiEs &
UF SFE V£ D #FAf

XD ICHEC T—FRBRE (OHE D
P L SFE & (1L 2) IZ X201
ERH L7, Bonifige, Zkik
~OTIPERE (VLB UKRA, XAT
). wT7F A4 0.1 mg/kg, 7=
—huaFAr: 0.2 mg/kg) LE#E4 2
ZEITRY, BONTIEOEM S 27N L
oo 2B, v MU v 7 A~y FRERER
R A-1 (—ARBRIER) BELOA-2 (SFE
EH) AW RIERE RIS X0l 21T
ST, OO, REMRIFITE A %
AW RER R b FH L7z,

(3) ZEAE IR A ) KRB D 43 #T

X (D ICHE L T—HFRBRIE (OHTE 3)
B SFE & (frit 4) 12X 500
EREH L, Soniofiix, RS
2B 2 BRI L g LT,

(ffw B~ D Fi fE.)

BOLE LR DDLETH Y,
FrlofmBlm ~DOREEZ HE L Lo
oo BEREBIORE~ORE L LT
X, FRHCAEREE (NB %) 2l
M Lo Tz,

C. D. HIFEFERBIVEL

1. —FHRBRIEOFAM

STk 1 THRLNERME & JHRED
E#F 1LIRT, ZORENS, KL
2 & o CHRBUMER D OSHHENE B D
ZEMRENT, A RIEOEHMAE D
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#F1  —FAABRIER JOSFEIEIC K 2 AnE] kR o b R
AHBRYENZ RS D oo CEEHARERZE, n=4, %)

MR —H lBRE SFE %
7 a )Lk A 99.6+0.9 100.0+0. 6
AT 99.7+0.3 100.27+0.5
TJrx=huFAtr 97.3+1.6 99.4%+0.6
~ 7T A 98.8+2.8 98.9+1.5

F2 —ARBRIEC L > TR O R EERAN OB P O RERE CFOE L HEERAE, n=3, ng/ke)

PIES; 28 Lot 1 Lot 2 Lot 3
V=0 2=0F: 0.058 =+ 0.002 0.068 =+ 0.001 0.066 = 0.001
BATV) 0.186 *+ 0.006 0.250 =+ 0.004 0.248 = 0.002

Trx=bhuaFtr 0.118 + 0.003 0.143 + 0.004 0.137 = 0.003

~TF A 0.108 + 0.004 0.134 =+ 0.002 0.131 =+ 0.002
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SFEIEIC X » THR D N B R A LK P O R KR E CPIOME £A7 MRS, n=3, mg/kg)

PIEJ;- 28 Lot 1 Lot 2 Lot 3
7 a)Le R A 0.059 £ 0.002 0.069 £ 0.001 0.068 £ 0.002
AT V) 0.187 £ 0.005 0.248 £ 0.002 0.254 £+ 0.008
Jxz=huaFFtr 0.112 £ 0.003 0.137 = 0.002 0.137 = 0.003
~T7F A 0.103 *+ 0.003 0.134 =+ 0.004 0.133 = 0.003

F4 —FHRBIEOPRR 2 51 LB R O BIGR - CEEME AR RS, n=3, %)

PIES; 28 Lot 1 Lot 2 Lot 3
ZA=02=0)F: P 58.3 = 2.5 68.8 = 1.1 65.5 = 1.5
BATV) 46.5 + 1.6 62.6 = 1.0 62.0 = 0.4
TJrx=bhuaFFtr 59.2 + 1.6 71.6 £ 2.0 68.4 = 1.7
~T7F A 53.8 + 2.0 67.1 = 1.1 65.6 = 0.9

FK5  SFEIED AT R 25T LCRUBHR R O RINGR  CEE R ZE, n=3, %)

PIES; 28 Lot 1 Lot 2 Lot 3
ZA=0=0)F: P 59.2 = 1.5 69.0 *= 0.8 68.2 = 2.0
BAT V) 46.8 + 1.2 62.1 = 0.6 63.5 = 2.0
Jrx=bhuFtr 56.2 + 1.6 68.7 = 1.0 68.7 = 1.8
~T7F A 51.4 + 1.7 67.1 = 2.1 66.3 = 1.7
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