SAREET, RERERBICBIA2MGHERZID D0 THY . REBEOEGIC
BRLTCSEZELLTTIEN, B, MEEONER & B E I35 RRERE & ORICHEIEES B
DA, BAEIRERRBRIENELT DI L2 THE T I,

BRI D RREDOMR D THLMED
FABRIE A S8 B i =

I AxAm~A 2 roilRiE (BED)



HIAu<A Vo RBRE (BEY) OBRIRER

(=]
1. BRKRURRBRIEDMT G #HE

BHEMTR DT I Aa~A L OONHEOBSRE B E L, SR EORT 21T 272, Bt Ro R
XEOHA, RORIRE OO O 3 B TH D, HIAa~A AL, RHPARPIE AR v
AT 515 BRO~Z 074 FRFEWE T, BINGEEEICBSWTEMHEREML & L TRRIN TR,
INAY VT NI T FEORGT LD A E MR #RE 5 YYE  (Bovine Respiratory Disease : BRD)
WX DRI L LTS TWD, b ONEICBIT 282N H . DREIZENTHFELD
IR ORIEPER IR A OB AEERM & LTl SN0 5, BRI, MEY R Y —Loffko =
v hDO—>TH5H 508 7= FH?D 23S rRNA I[ZfEA L TLFF UL (RNA D7 & FHE L, Hl
DX NI EERERET S Z LI, BE - HMEZHLET 2HEERZ R T LEX LN TN,

JEAETHHE R — A=V EN TV D EEMICB T 50 I An~ A v ORFERRIE (23515)
OEL, RITRTEBY THD, REH 2 g ICNEERE & L CLRERNMARPH] CE# L7-F 2 An
~ A VURERERZ N A, 0.1molV/L U g TIKE S U U LREEHR (pH £J4.5) THiHT 2, EHEIEAF
Yo TR, KEE AV VBEERHY E= LR NE= e n ) RUORBEAKRI =T A

MCX # 7 L) ZHRNTER L%, Bk o~ 77 - 2057 DRVEESHTE (LC-MS/MS) TF
B2 (BB, 20NN 7EE, BN 0.1mol/L U “ g “KFED U v AEEETR (pH 9 4.5)
EHWTEBY B 28— CE RN & BRI D 72 GRBH OB — MO R B A+ Th %
Z&, HEAETHERLELERAEZANTHND Z LB TH o2, ARFHIBW T, 20K
BTt sHE & L, fEE., ol EOE T 2 REt L, £ REFRNKRZ it ik
ERR L7z, &5HI2, LC-MS/MS D&t W T b st 21T - 72,

2. Wk A ORISR OB L e
STttty . HIxm~wA v
R

5347 1 CaoH76N2012
Sy 1 777.04
IUPAC#4: : (2R,3S,4R,58,8R,10R,11R,125,13S,14R)-11-[(2S,3R,4S,6R)-4-(Dimethylamino)-3-hydroxy-6-

717



methyloxan-2-yl|oxy-2-ethyl-3,4,10-trihydroxy-13-[(2R,4R,5S,6S5)-5-hydroxy-4-methoxy-4,6-
dimethyloxan-2-ylJoxy-3,5,8,10,12,14-hexamethyl-7-propyl-1-oxa-7-azacyclopentadecan-15-one

CAS No : 145435-72-9

S RO

il : 100-115°C

VPR« KIRIREE (=3.0%)

fiE B S (pKa) : 13.4

[Hi# : Sigma-Aldrich Certificate of Analysis-Product 32161 LotBCBW0825]

3. FLUEfH
AR 0330 5 6 5 (FRK 3043 A 30 H)
Bin a4 FEYEME (ppm)
DA 0.01
R D 5 A 0.05
DG 0.01
R DNER 0.05
D i 0.4
K D ik 0.1
2D R Bk 0.4
JoK 0D R ik 0.2
EORREH Y 0.06
K D& HE > 0.05




[S=BRT5E]

1. 3k
EOHAL KORFIEL ORI, @ ENO/NEIETCAT Lz, FBMOFEHRIUILL T L F
D FEihi L7z,

(1) Fomn

AREZRIRV BB 2 &, N> R Lo —%2 N THg—b Lz,
(2) KONl

N RT L F—wHNTIEIE—b L7,
(3) 4oiEh;

AREZRIR Y B ZRE . N R Lo —%2 N THgi—k L7z,

2. K - R

I AR~ A T AEHER © HiE943%., AlR115C (7 ~<T v KU v Fi)

TRy, TR RV, penF o EREEGREBRH (B HbRR)

AEIK, A% —/: LCMSH (B b5)

TURST K Bk, TUE=T EE8% (B LT A VAR HEER)

X : LOMSH (8171 /v 2 Fntiiiksl)

Helg - midERiks v~ N7 7/ (817 A v LFeigEiy)

1 molV/LEFIET v & =7 AR « MRk v~ N7 7 7R (BL7 A L AFEMZEED)

ANV BEERi Y E =R B VUN-E= v r Y RUOREAIKRI =7 A @ Oasis MCX (150 mg/6
mL. Watersf)

BiAEH  (MRfThT L)

T 4N —fFEANL TV (02 um) (GE~V RS T )

TUE=TK, TER=RIAKORAZ 7 —L (1:10:10) BHE: 7 E=T/K5mL, 7 r=FhFV
NS0 mMLKE N A Z 7 —L50 mLAEIREG LT,
TUE=TAKOTER=RYL (1:20) {BIR: 7> E=7AKSmLEO7 & b=k U /1100 mL% R
ALz,

TUER=TIRERAL )= (1:20) K : 7E=T/K5mL, A¥ /—/1100mLEZEA L=,

5 mmol/LEFfE T > & =7 AYSHR (pH4.0) : 1 mol/LEFEE Y & =7 AEEHRS mLZ 7B L CZRREI7KKI950
mLIZIEfE U, BEfE 2 O CpHA.0ICFREE L=, 7888 /KZ % CT1000 mLIZ L7,

Smmol/LEFET L E="7 L « A X ) —/VVEKE : 1 mol/LEFEET & =7 AEIKS mLEH Y . A X ) —/L
T1000 mLiZ L7z,

BEERGE © H I Aa~A U AEERI0mgZ B L, 7 & b C¥fiE L T100mLIZEZR L. 100 mg/L
VIR 2 B L T2,

TR ERNL . YRR Z S mmol/LEFiE T B =0 L« A X /) — )VIRIK CHEEAR L. 0.000625
~0.075 mg/LOYRE DV & B LT,

WINAREAESIR - AR Z 7' B CAIR L T2 mg/L, 0.2 mg/L&X 0.1 mg/LIAHK Z2 i L7,

,3,



3.

4.

HEfE

NS RT LA — MQ-700 (75 7 )
/Ki¥E 1 EO-200RD (77 X7 1)

REY T A Y —  PT3100D (RY b o)
LAY EER - STOOFR (KUBOTARY)

JBUE LS E - RotavaporR-100 (BUCHIHY)
LC-MS/MS

&£ E A A —H—
MS Xevo TQ Waters
LC ACQUITY UPLC Waters
7 — S JLBR MassLynx v4.1 Waters
E S
LC-MS/MS
LC&At
- InertSustain AQ-C18 HP (IN£% 2.1 mm, £ X100 mm, K783 um:
GLH A = 2 #l)
BEAMHE (mL/min) | 0.3
HEAE (ul) 5
717 KNRE (C) 40
SEH A?{Jii 5 mmol/LEFIE T > & =7 LYEHE (pHA4.0) o
Bif% : 5 mmol/LFFAT B =" L « AKX ) —LIHHR
REfE] (47) AR (%) Btk (%)
0.0 90 10
1.0 90 10
VAR =N s 9.0 5 95
14.0 5 95
14.1 90 10
20.0 90 10
MSZ:MH:
HEE—F SRM
AT ANE—F ESI (+)
Xy v 7 UEE (V) |2500
v —ZiEE (C) 150
RIASEHEE (°C) 400
a—2H A 3%, S0 L/hr
e B 7T A %3, 800 L/hr
aTa A Ty
e . +777.6—619.5
ERAA S (i) [a—@BFE45 (V). 2 UV a gk E¥—30 (eV)]
+777.6—158.2
[a—HEFE4S (V). 2P armpzxx—40 (eV)]
. . +777.6—116.2
EREAA () (2 HEES (V). 20 Y3 mRAR 40 (V)]
+777.6—83.1
[a2—2EFE45 (V), 20V arzxiXx—50 (eV)]
LREFEER]  (min) 6.5




5. &
HIABA T NERELIO mgZREFE L, 77 N AZEME L T100 mg/LISR AT Lz, ZOWIKRES
mmol/LEFFET =7 A « A X ) — VAR Cii BATR L C0.000625~0.075 mg/L D it I HEVA IR %
T L7z, ZOWIKS pLZLC-MS/MSITIEA L TR b B — 7 HifE s WV TRERZ B L. #Extin
BHEIC LV T I A~ A v ooGEEZE N Lz, SRIMEREOEREIL, FINRD25%, 50%. 75%.
100%. 125%. 150% & 73 2 FRUERS R 2 FIV TR R A2 VERL L 72,

e

6. WINEE DR Y

(1) oA (FIERE : 0.01 ppm)

AEF10.0g 127 & b TR U2 IR ERR R (0.2mg/L)  0.5mL Z3iNL L <IEA L7, 3047
[FB0E L 72,

) KOFFIE GRIFEE : 0.01 ppm)

B 10.0g 127 & b TR L2 BN AR (02mg/L) 0.5mL 2RI L L <RE L%, 304y
[ Jie

& L7,

(3) KD (AIEREE : 0.1 ppm)
AEF10.0 g l27 & b TR L 72 IS 2 mg/L) 0.5 mL 23N L L <IRA L7zt&. 304>
[ L7z,

(4) FofEl (10 g BE) (I : 0.01 ppm)
HEF10.0g Z80 K 40°CTHNRE L TRl S B 72 b DIz 7 & b o THi U 72 B AR HEVAHR (0.2 mg/L)
0.5mL ZFMML L <IEA Lz, IR CHERE I E/2%. 30 9MkE Lz,

(5) FofEl (5 gBEBY (GSIIREE : 0.01 ppm)
AEF5.00g 280 K 40°C TR L CRME S B2 b DIC T & b o TR L 7= 3 AR HEVANRR (0.1 mg/L)
0.5mL ZIL X <IEA LTz, IR CHEERE IW/-1%. 30 0MHkE L,

7. BRI OFH Y
W

Iz~ A L 2RENS T T L, AR UVBBIEEH Y =1 _ P UN-E= e Y
FUORESRI =0T L THE L%, LC-MS/MS TE &K UHER L7z,

,5,



(1) #liH

FOH R K OO IFIBOS G IE30EH0.0 g, ZFOREN OGE T3 E0.0 gE 72135.00 g4 R ) Fr 'L
100 mLiE LT = — T -T2, ZAUST ' FrS0mLZz A TREYFA X (10,000rpm, 2537[H) L7-
%, mLEELTZ (4,000 rpm, 1093F) . EEEEZRY 7oL BI00 mLA A7 T A2 TR . R
W27 ho25mLE R THIELE & RBRIC @2 L, [F100mLA 27 J 2 aiZgbhd, 7k ko
TER LI AN -HHES mLE2 R Y 7o v L il 5 mLg b F o — 7 IEMEC Sy B L | FElig 4 12.5 ul,
1 mol/L WEFET »E=7 AR Z25 pLivI L, K <IRG L7,

(2) rHtd

ZOVIR VBB E AR PN E = e ) RURBESKI =T A

AR UERIEIER Y B = LR B N-E v r ) RUESIRI =5 T A [Oasis MCX (150 mg/6
mL)] #ZA% /—/10mL, 7 b2 10mL Ca>rT 4 a=v7 Lk, (1) THONEKE SR
T LA L, MHRIEEE T, 2087 2%K10mL, A ¥ /= 10mL K07+ b=k U/l 10 mL
CHNERGEE L=, 7 =T AKROT7TE b=hrU /b (1:20) {EiE 10mL ZEA L, 2EHIEEZER -T2,
0—% Y —T/NRL—Z—%HT 40 CLLUTF TH 0.5 mL & CRME L, EREIE FCREAZRE LT,
ZOEEY A Smmol/L HEfET B =T L c AKX ) —VERIRICEARE L. EREC 1mL & L7260 2 RBRIA
WweE Lz,



[ 7 m—F v — 1]
L HFofpA  BUE10.0g
L BRORFE - #UEF10.0g
L HofEl - Bk 5.00g
I 7 bhr5omL M AETFTA X (10,000rpm, 2 53fH)
L mLsHE (4,000rpm, 10 57
L EEWIITE by 25mL Z A ARETFA X (10,000rpm, 2 43FE)
Lm0k (4,000rpm, 10 57
| EEiEEPPERI00ML A A7 T A2 Z/hbET, 7 N TER
AR VRIS Y E = AN B N E = e r Y RO EEAIR S =9 F A [Oasis MCX (150 mg/6mL) ]

| A% /—n10mL, 7 b 10mL CarsFysa=rs
L HEHE 5 mL (CHERS 12.5 uL. 1mol/L FEER T > & = 7 LA 25 uL & N LIRS LTI 2 1EA
I K10mL, A% /—/10mL, 7& h=hVU/L 10 mL THH
L 7rE=7AROTE R=FUL (1:20) Rk 10 mL TIAH (%K 2 R
AR GAEERS) |
%905 mL F T
| EBRKR FHE

| W% Smmol/L i 7T =T LG/ A X ) —/WVIZEA#E (1 mL)

8. ¥ MU v 7 ARNMEAEIRIK DO HE

~ Uy 7 ARIEERERORBMIC 7 T > 7 5B R L | K 0.5mL & THRUERE L7, Aot
st G B OUINEIGRER (2 35 15 2 [RIER 200%FH 24 5 B OPSIAEHERSIR (777 b U 8iHK) 0.5 mL Z01%
TERZE FHLE L S mmol/L FEfE T »E=U AER A X /) —/V ImL IZRREL7=b D%~ b v 7 AR
IEEYERRIR & LTz,

[(RERROEZE]
1. WESMH OB
(1) MS&MHOREE
MSMSIZH1T DA A AbiklE, WHMZRESIE— REMET L7z, I An~A ¥ U AEHERK (1 mg
/L) Z§H0.02 mL/minTA > 72— g UYEAL, BWEIRT VI —Y— A A OFEZHER L, E

,7,



SI (+) E—=RTIL, v a—H—AF & LTz 7e b A5G M (m/z 777.6) % HER
T&7 (K1) 23, ESI (—) F— FIZBW T, @URHAEAS 4 BB INRhrole, 2T EMN
5. ESI (+) &— KT MSMSEMa b T2 2 & & Uiz, A A ARRiIchki7 = —  BIEA5~6
SVOHIPHTHRET L7z, ZORER, 45VIZBW TR\ OBENFON /20, 73— EEIT4SVICHRE
L7ce 70, miz 177657V H——A A b Lz a7 hMA LU AFX vy E2al) Va Vg LF
—10~60 eVOHIPHTINM L, Al ZRSRMERE AR L7z, T ORIR, 30 eVICBW TGRS omE
#EMOm/z 6195 FREAA A NCTHZ L Lz (K2) , £z, EMEHAA AL, BOVIRENSES
iz, m/z 1582, 116.2, 83.1& L7z (X3) ,

Ubkozenb, ESI(+) E—RTHMEL, mz +777.62619.52 E &M . m/z +77

7.6—158.2. m/z +777.6—116.2. m/z +777.6—83 1% EMHADOMEA 4> & Li-,

MS2 ES+
100 777.6 1.13e6
|
. | o
700 720 740 760 780 800

Ml HIARSYA VU DIYAARAFY UAXRT M, I A~ A 0 0.1mgl
A%y CEIPH 0 700~800 m/z I ESF ¢ ESI (+) ,CV=45V (CV : corn voltage)



100

619.5

%

O T e e e m)fZ
100 200 300 400 500 600 700 800

M2 HIAxm~wAvorO7ay s s 47 v (BE&EH) . I Ao~ A2 01 mgl
TV —Y—AF miz 777.6
MESME  ESI (+) , CV=45 V, CE=30 eV  (CV : corn voltage, CE : collision energy)



100~ 116.2

158.2
°
0 a5 a5 I T a5 T m/z
100 200 300 400 500 600 700 800
100 83.1
2 |
0 ‘ T 2% an T m/z

100 200 300 400 500 600 700 800

M3 HIxAm~wA 0T aX s hAF X7 M (EMEH) . AIAxAe~v L2201
mg/L TV =Y —AF 2 miz 777.6
BIESAE - BSI (+) , CV=45 V, CE=40 eV (LX) | 50 eV(FIX)



(2)LCEH Dt

SR 7 AE. IWHMEDEVODSHR A 7 A A IR LTz,

BEHIZ OV T, BIRICHW 2 GHIREE, WNd 28 Kk O & st L7z,

FP. BIRICHWAOEMIAIE L LTTE F= FYAROA Y ) —L BINT HEEE LT K& O
DEEEZHBEF LI, WELTEHEONET I A~ A 20O SINITEMIRENZ A Z 7 — V&2 W= 50
B, E—Z IR BTz, i, BNT DL L CXEEL OWEZ WA 2 i 5 &, Bk
EWMUTEFRE D @O SN KON — 7 88ETh -7 (X 4),

WIZ, W 28 E LTXMT 2=y AROFERT - E=0 Aa it Lo, IR & U CE T v
T LEERAWE TR I Au~ A O —IBEREN-TZ (K5),

UL EOBEHERN S, BIKICHWAERIEEHICIZA X =V ERWS Z e L L, Fio, IR E L
THEHEE Y v =T LE WAL Z L e Licle®, BigEimT oMe L TEIR LT,

VT, BERY B =0 ABRIRIZOWT, 1, 2, 5 KTV 10 mmol/L @ 4 Tl FE 2 Lk L7z, & DR,
B OEFFRERITIERIENEWVIZEEL oz, B —ZFRIZ. 1~5 mmol/L TIFERENE VI E
E— 7B T < 7e o 7283, 10mmol/L T b7z B — 2 ME i Smmol/L & IZIXF%ETH -7 (X 6),

UbEDZ e, BEFHIZIZ, A#K 0 5 mmol/L Filiz7 & =7 AR (pH4.0) M OYB & : 5 mmol/L
FEFE T LB =T L« AKX ) —WIRIREFAWDZ L L LT,

¥ ABEMHZ VT 0.01 mg/L OIEMERSK (BENH B I iE) Zdife T ik LIIE (n=206)
Lt%%\H~7ﬁ%:u%in7mﬁnzmﬂfkb\Eﬁ&%ﬁfﬂmﬂ%fhoko



GMstd 10ppb CH3HCOOH/MeOH9/1

20210709012 MRM of 4 Channels ES+
6.88 TIC (Gamithromycin)
100 \ 5.22e4
. S/IN=328 l '
=S “\
I\ )
0 T T T T —— T ————— lime
2.00 4.00 6.00 8.00 10.00 12.00
b)
GMstd 10ppb HCOOH/MeOH9/1
20210709019 MRM of 4 Channels ES+
100 7.28 TIC (Gamithromycin)
\ 3.69¢5
° S/N=1404 |
\
L o B L B S N S 7 Time
2.00 4.00 6.00 8.00 10.00 12.00
c)
GMstd 10ppb CH3HCOOH/MeCN9/1
20210709008 MRM of 4 Channels ES+
5.37 TIC (Gamithromycin)
100 "‘ 6.08e4
SIN=305 | '
X ‘\
I\
O —— T ————— [ime
2.00 4.00 6.00 8.00 10.00 12.00
d)

GMstd 10ppb HCOOH/MeCN9/1

20210709004 MRM of 4 Channels ES+
5.63 TIC (Gamithromycin)

100 )
SIN=784 | 2.81e5

2 I\

I

[
G\HHHH\HH\“‘\‘\HHHH\HH e Time

2.00 4.00 6.00 8.00 10.00 12.00

K4 HIAn~A T UMEERIEO h—FNAFrrna~ N7 T A
a) Wilie ; A% 7 —/v b) ¥We; AX /—/v o) BiE;, 7 r=FVL d) ¥W; 7Er=FV
Jby JitiE 0.2 mL/min, 57477 7 A : InertSustain AQ-C18 (2.1 X100 mm, 3 um)

a)
GMstd 10ppb CH3COONH4/MeOH9/1
20210711021 MRM of 4 Channels ES+
100 9.1 TIC (Gamithromycin)
‘ 1.65e5
= i
O L L L A I R ““\H“)‘k"‘w“” ———— Time
2.00 4.00 6.00 8.00 10.00 12.00
b)

GMstd 10ppb HCOONH4/MeOH9/1

20210711029 MRM of 4 Channels ES+
100 8.24 TIC (Gamithromycin)
‘J\ 1.08e5
S 1
I'\
|\
T e Time
2.00 4.00 6.00 8.00 10.00 12.00

5 IAv~A TV UNEHERIEO N—F N VA Frrua~x 7T A
a) 10 mmol/L B 7 o E=TU L ; AKX /—)U b)l10mmol/L T > E=T7 L ; AKX ) —)L
FEH : 0.2 mL/min, )#7 %5 7 2 : InertSustain AQ-C18 (2.1X 100 mm, 3 pm)



Xl 6

GMstd 10ppb

20210818002 MRM of 4 Channels ES+
6.22 TIC (Gamithromycin)
100 f\ 8.11e5
A
S [\
\‘ \\\
O w““H‘w““w“"w“”“H\HHH“\“““H\Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00
b)
GMstd 10ppb
20210818003 MRM of 4 Channels ES+
100 6.30 TIC (Gamithromycin)
“/\\ 8.50e5
S A
o———r—Tr T T T Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00
<)
GMstd 10ppb
20210818006 MRM of 4 Channels ES+
100 6.48 TIC (Gamithromycin)
A 8.85e5
R \‘“ \\\
\f \\\
O T T T T T T T — Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00
d)
GMstd 10ppb
20210818008 MRM of 4 Channels ES+
100 6.65 TIC (Gamithromycin)
,J\\ 9.09e5
S A
/ \
O T T T T T T T T T — Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00

HIAa~A ¥ NERERRD h—F VA F > a~ NI T A
a) 1 mmol/L b) 2 mmol/L  ¢) S mmol/L  d) 10 mmol/L
PR : 0.3 mL/min, 77477 7 2 : InertSustain AQ-C18 (2.1 X100 mm, 3 pm)



(3) B

TICHI A~ A UREROBIEZR LT, O (5g)
5 25~150%FH04) . FOA. ROFFIL 4R (10 g)

< EERAH : 0.625~3.75 ug/L ([BIIY
c EEIRAH ¢ 1.25~7.5 pg/L (B0 25

~150%FH24) R OWRD AT « FEYEMEA @ 12.5~75 pg/L (IR 25~150%FH) Oy RERFH CrERR L7
B OREREIT. W 0998 UL ETH Y BAF B MEEZ R LT,

3500
3000
2500
2000
1500
1000

500

b)
7000
6000
5000
4000
3000
2000

1000

80000
70000
60000
50000
40000
30000
20000

10000

y =838.92x+0.4485

R2=0.9994 .

7

y =829.32x+58.169

R2=0.9994 .

o

y =919.18x+264.41

R?=0.9983 .

.v"‘..‘

20

40 60

80

7. AIAv~A TV AREROB] Bdh - = (ug/L) . s . ©— 27 mig)
a) WRPEHIPH 0.625~3.75 ug/L, b) 1.25~7.5ug/L. ¢) 12.5~75 ug/L



(4) 7ERRR
TR OR R R Z LU FITR LT,
FOFHA, KON : 0.0l mgkg [ FRABRAWK S 1(mL),FBRE R H OFEHRE 0.5(g)]
X [Tt AL S O E BBR AR & 0.025 (ng),/ T EAE S(uL)]]
LOfERG 0 0.0l mgkg [ RBRHEE 1(mL),/ #BR IR+ OFEHE 0.25(g)]
X Mt AL A o TE BBR AR Y & 0.0125(ng), A& S(uL)]]

2. BRI L O RS

(1) fHEBLC >V T

HIAO~A AR 10mg 2B LTI B b 2iAizd 24 eI Uz, g
M b —2 o877 hra2HnsZ L L,

(2) BT LEEROHT

ZIVIR VBBIEERI Y B = LR B N n ) RUREASR S =8 T A1 Xk 285 [Oasis MCX
(150 mg/ 6 mL) ]

I EM TH LTI A a~ A VORI T K& LT, WERMER A A 22T 7 A085lEME
A AL M T DENRTHD EEZ DD, BBEELFL ERLI =0T MOV THRFT 5
Zel L, ERITACHIAR~YA ¥ U EHRFFT D72 OIITREEIRRBIC T 2 M EN H D, HH D 1T
WHMAL O B85 A A 28T 7 DTRFF T 5720, 7 b UoHHRICEEZ I L CAaRT L, Bif7R
ENEEZHTND (BB 2),

ZIZTET, TR ORISR ARNL CAR LIESGEI, HIARYA LU E2 T L0 HEILT
LR LT, HIAR~A T Sng ZEEB LT & o (1:400) 1RIK S mL ML TH 7 Al
AR, iR EEE->72, K 10mL, A% /—/b 10 mL K07+ b=k U/l 10 mL TIEXRFES L, &
MR ZTRR LTz, 7 E=7K, 7= I AKRORAF 7 —/L (1:10:10) {BiK 10mL 21z, &
HikZ > 7o, BRIL 2B IMIR A NEHRZRIE L, I A~ O —27 OFELfHER LT,
WTFnoZa< 77 A RCU I A A O =7 3R ST, RS An~v A v
BT APLEEH L TR EEZ BT,

HIABSA T DT ASDIBNMREFEZFHO LD, A T VBEL RO DILEND D EBZ B
Too FTo, BEORBRIEICBW L, MHEIZ 0.1mol/L U EEEFEEKR (pH4.5) & MW T\ oz,
pH OFREEDM, WOIGFNRME LB X, £ 2T, LC-MS OBEFHOUIEE LTSN TS |
mol/L FEfET & =U L& @R L THRFTZ1T o272, 78 b AHIIRICER R MR AN L CTafT L7256
(2. HIARRA LU 2N T DPLERTE S0 BR L, $72bb, HIAn~A 5 ng ZliR
1 mol/L HEFR T > & =7 DRIEKR O T & by (1:2:400) 7R 5 mL (ICERMR L C Eid & W CHEEE 1T -
Too WWHIKZEJE LIZAER, I Aa~A OB T A EOEIEIE 99.840.5% (n=3) T, MV
LBES BIFChoTz, Zod, WK LIAMIE, Ve OK10mL, A% /—/L 10mL X7 =11V
/L 10mL) % LC-MS/MS CHIE L., RSN I A~ VRN AT AP BIEH LN L 2R L



72

N T, IR O MR 21T o T BT LB AKX =N R OT & 10 mLTHERSE%, 72 o T
TR LTI A~ A VU ERERKR (1 ng/mL) 5 mLIZ, HEl£12.5 uL., 1 molV/LEFEET > & =7 AIRIR2
5 WLEFINUIRA LR e Al Uiz, 7o '=T K  BHEIREE (1:20) TR L7Z & & ORHIRILE
FUIR LTz, T Au~A 2L, WTFROBREIZBWTH5 mLT80%LL EDEIERTH 7=, FFiTT
YE=TK:TER=RUL (1:20) THEHLZBRIZEIEROGFHMEITERREIIVEE o7z, 20
Zemb, TrE=TAK TR R=RUL (1:20) BIEIO mLTH I AR~ A L 20T LBEHT
HZEbLT,

Fro. WBHHCRO ST EO I 2 R ET D720, K AZ = kT =K A4%10 m
LAWHRNZEE T 2 Z &I Lz, @R L7 SREEZLC-MSMSTHIE L, ARSI Ae~v A v
AT DINHEH LN D & &fEE L, e, B~ N v 7 ZARFET 25612810 5., BigY €
=7 MEOFRMOMBENEZ SOWD TR Lo 7=,

HIARYA LS nghk 770738 CROFA, RO, 40l (10 gl ) o7 & k4l
HRIZEIE LT b DIZHONWT, T.RQ)DEMEEZITW I 7 LOEIGRZ MR L7z (n=2) . BEIERIEL, 914~
98.0%& 72V . ERETIZBNWTH BREGRFR TH o7z (R2) .

#F1 AR UBEEM = AR B U N-Eo e n Y RUKREAEI =D T A5 OEHRI
[ELER (%)

Vo VR -
0-2.5mL 2.5-5mL 5-7.5mL 7.5-10mL &5

TUE=TAK: TER=FUL (1:20) 79.9 13.6 0.1 0.0 93.7

TUE=ZT K AZ 7 —L (1:20) 87.9 1.6 0.2 0.0 89.7

TUVE=ZTAK AKX ) =)V TEF=F

UL (110 10) 75.0 6.0 0.5 0.0 81.5

#£2 ALK UBEEH O E AR P UN-Eoar e ) RUREAIKRI =8 T A0 5 ORIEE

e, B (%)
1[AH 2\ H
O | 98.0 91.6
KON | 91.4 92.2
O 919 94.3

(3) ZOfOKEHET — %
O AU DN T

WEZ T ® b THIHE ., EOSHEL TE O EBIRICOW T, M Ao LB AR Lz, 15
LN EBRIZWTHOREHIB W T LR ASEO NI TR, AAT T A TERARETH--, F
7o MR A LT ARERS I (10 pg/L) & fke Al ofEEER (10 ug/L) ZHE L, MEZ i Lz &
A, E—ZHEREkIE 1.03~1.06 L7207 LD BRI TIERRE ~OWAE X2V EB X b,



QH T A~DOW M

FTEMCHHLT I Aa~ A VUG 5 pg/l #DOH T AR 27T 23, @KV F ~F 7
NFuxFLofizzrs2a @RY Fa’ LB A T T 2 alC At 24 FEBIC Y — 7 miE L e
WLz (F£3), B, I Ru~vA T UE, R 7L VBIESRFICBWTLEETHDLZ ENT D5
Mo TS (R 7L S 7 Lo 10 pg/L OEEHEZEIKIZ DWW T, FARE % O v — 7 [HfE : 8,634
+248 (n=10), 69 FFfi DO — 7 5E : 8516259 (n=10)), £Z T, AU 7 'L U BKRIERHOELE
WROE — 7 W T 2O @O — 7 HfEkZ#a Lz 2 A, OF 7 AT 061, QFV T
FZ oA F LU BTIT101 ERo7cZ b I AR~ VI H T A~OWEMERH D &H
Wil7e, 2O &b, SHRRCIERERRRIRY 77 2AF v 7 ”OBMMEHWS Z L L LT,

#3224 FHEZOE— 7 HE

ART7S5Z2a | E—JEE (0=3) E— 7 fE/@— 7 HifE
@ 1,978 255 0.61
@ 32724122 1.01
©) 3,237+266 1.00

@RVTF I IAAREZF LA LT T T 4N H—DBIBIZHONT

77 LK ~DAMERE T 272D L HWOND A T T AT 4 )V F—~DWFEMEIZ DN
THEFL7Z, 0.00125 mg/L 75 0.0075 mg/L OFPHOREAIZDOVT, 0.2 um O PTFE 7 ( /L4 — AHif
DHEEWICBITHE—IBEZIEE L., M 8 1T L), BE—7iERIZIER%E Tho7 2 &b,
EHERIR Tl AT 4 W Z—~DOWEITRD IRV EHIMT LTz, 72, RBRIEORFHZB W TILY
A VB — BIIAT R o T,

X8 HIAT~AT LD —7BRED G
O :02umPTFE 7 4 VX — A, @ : 7 4 VXA —Aila/a L
Bl . WX Aa~A 2 @2E (ug/l). il ©— 27 mig

@H T 2RI IBT D AR OB

2. REBRRIGRENEORT. 2) 77 AEROMRFHIIB N T, IINT 5/ E2 FRMICEE LTI T 200
DEUE AR LT, Pe I WSS BRI L . SR E NEHIRERIEL, TIAr~<AL D
V—7 OFEEZER L, W Zo~ s T A RO I AR~ A VDY — 7 IR SR o
Too Flo, HIAB~A T2 Sng Z X, 1mol/L X7 V= LEERME T > (1:2:400) {8
W5 mL I L CRIBRICEMEL . BONTIEHRENE LTERR, I Aa~vA DA T L5060
EIYHEIX 89.5% CThH - 72,



3. IINENEER

FORIAL RO L OO IR O3 &5 Z 3EHZ W T, SEBRIED 7. REBRIEIR OFRBLUZAE - THRN
UGB 2 Fehn LT, X =0 7 DHERGOREMIL. BEHOWMEME (A/B=90/10%) OMALOELET
TR LR Tolo, BEIMEB (5 mmol/LEFRY »E=0 L « A K ) —VEHK) THEELT,
EINEGRERIZ T 2B RBMO T T 7308k IINEE B 100%HS D~ ~ U v 7 A RIEYE
VSR S ONENER 100%FH 2 OV BEFERIRORERN 72 7 a~ N 7T &K 9~13 IR LTz, £, &8
DT T U IR OTaE I b A AU AT U R AAT ¥ VHIEIC L B RENR b= A A
rua~ 77 L5EK 14 K5 IR LT,

(1) IR
B ORBHE R A2 RAUTR LT, BT LMo BW T, A A~ A v OERLZIET
HE—=7IXROONT, FHMLFEEE T L,

4 BRVEORAT

j HEE—H OB HED E—vmEH Gy .
No.| pwsmian | mes | ooot | 8T GERE | g |DRXE EE S AFMRERE | WRED | e s
(ppm) ® BEOF [ n=1 n=2 F1 (a) n=1 n=2 F4y (b) | e (a)(b)

1 |HszA=AIv F DA 0.01 0.01 ERER | 0.01 <0333 Lt 2 2 2 3293 3304 3298 0.001 O

2 [HzRERA IV B 0.01 0.1 X%E | 0.01 <0.100 HiE 5 4 4 4079 3899 3989 0.001 O

3 |Azzra=ALy B 0.01 0.1 E%E | 01 <0.100 T 22 11 17 49604 50015 49809 0.000 [e)

4 |[HzRORALY 2l 0.01 0.01 ERER | 0.01 <0.333 HiE 0 0 0 3441 3866 3654 0.000 O S EB10g

5 |[#AzxpRAIY 2L 0.01 0.01 ERER [ 0.01 < 0.333 [t 0 0 0 1845 1911 1878 0.000 [e) AHHBES g

*1 7T 7 BB AR ONAIZEA U TRIE L7 #E R Sl L 72,
*2 RUBHh OB TRHEREL ) YIS D K510, 7T v 7B ORBRIEE CIRI LI EEEIE (7 8 Y v 7 ARINEERR) 2 vz,
*3 0 mEH (&) WA, EY—2 OFRRHOFMEEEAT 255103 TO) L WA L2WEAITE X 2L,

(2) B, HEROERRR

BN O TR EE OGRS R 2 RSIR LTz, BEI176.4~92.3%, PHTHIEIZ2.8~6.6%TH V. fifiL
DOFEHZ BN TS RARERNE LN, £7o, EERFIRE TOS/NOFLfEIL3,139~5,186TH U |
AL HE AR LT, ORI OSHTREHEIC OV TR, 10 g TS gt L7, 5 g TobraFiL
TS EICB W TETORE - fMTREOWENRD b,

£5 B, KBELROEERA O

= p N . 24 P u 5 2
No.| sEsZiat mee | TERR | SR | mNRE | RERA BER LR 56) RIE | TR SN . %
&= L 2lE n=1 n=2 n=3 n=4 n=5 (%) (RSD%) [ Max. Min. FiyiE

1 |HsRAZA LY HDOHA 0.01 0.01 0.01 SIN 746 86 0.9986 84.5 90.6 89.2 90.0 89.1 88.7 28 5682 | 1419 3550

2 |[HIRARAIY RO R 0.01 0.1 0.01 SIN 801 " 0.9989 89.9 88.1 91.7 92.3 99.4 92.3 4.7 5887 | 2343 4115

3 [HzRARALY lz30lin 0.01 0.1 0.1 - 923 198 0.9987 87.4 89.4 90.6 94.4 92.0 90.7 29 -

4 |fsREvAos 408 001 0.01 0.01 SIN 829 58 | 09992 | 764 | 711 | 718 | 802 | 825 | 764 66 | 7928 | 2443 | 5186 |s#AEE0g
5 [fszov4os [ omm 001 0.01 0.01 SIN 835 4 09991 | 855 | 772 | 818 | 860 | 827 | 826 43 | 4352 | 1925 | 3139 |miisliEs5 e

*1 EERBROFAMO 72 DIZS/NE RO TZGEICIE TSN Lhtdk L7z,
2 HFoNZENEOH CRAEE 525 —27 Max.) KOGUMEZ 525 E—27 (Min) OZNENDSNERDT-,

(3) Bt~ b U v 7 ZADOME~D B

A~ b U v 7 ZOWE~DOEBIZ OV TG LR A2 K 6 1R L, RINENGRER IS 5 B[R
K 100%FHSIREIZ/R D X ICHRE Lz~ b U v 7 AUSHERERRIZ OV T, BB ERRIC 5
— 7 HfEE RO 2 A, I 0.86~1.06 TH -T2, F7-. INMEIGRERICBIT2EEELFEK 6 T
ROV —Z7 HHELTRLUTHIEREZRD, RTITR LT, #HIEEEIX85.6~103.1%Th -7z,



#£6 e~ LY w7 ZAOBPE~DEE

5 N RAEAT E—VER @
No.| HBIEIEE 2842 EERR | EER | RMERR il Py T T BB E—omm| W%
g/kg) (ppm) (ppm) (mal) | BEos J547 - - : - - - — o
9 ] n=1 n=2 iy n=1 n=2 iy | (@O
1 |#zzER4oy 4 DHH 0.01 0.01 0.01 0.005 Eil 2 3203 | 3304 | 3296 | 3798 | 3857 | 3828 0.86
2 |HzrETALY RO BT i 0.01 0.1 0.01 0.005 El 4 4079 | 3899 | 3985 | 4030 | 3908 | 3969 1.00
3 |HzzATALY RO BT i 0.01 0.1 0.1 0.05 El 17 49604 | 50015 | 49792 | 46888 | 46767 | 46827 1.06
4 |AizzxpzAy 4 DhsH 0.01 0.01 0.01 0.005 [t 0 3441 3866 3654 4112 4194 4153 0.88
5 |AzRATALy 4 DRER 0.01 0.01 0.01 0.0025 E 0 1845 | 1911 | 1878 | 2071 2121 2096 0.90
1 PINEIGERBRIZ 31T 2 ERER 100%FA S REIC/e 2 & 51, 77 & 7 B ORISR TR L 728 MERIE (< b Y v 7 AUIIEEIERIR) K ORI C

BT EERIR (VRIS A AER LTz,

*2 b Uy 7 AR ER IR K ORI MR TR ONENC AZ AT 2 [P BIE L 7oA R HREM L7z, (MBS U CRIBEAZIT 2 72,)
*3 T I E—I BRROONIHETIE, ~ MY v 7 RARIMEERKE O T T v 7 = LIVl E VT,

¥ < MUy 7 ARNEREERITRBR Y B 07 T v 7 BB O REREIE A2 O TR L 7=,

*5 < b U v 7 RARIEEERIE OB ERRICHT 5 v — 2 Wil CUTES) Dz RDT-,

®T MIEEE

i B (%) | s @il | WEEE (%) g
PO (ERRA) 88.7 0.86 103.1
RO [T (E BERFY) 92.3 1.00 923
RO AT (F1E(H) 90.7 1.06 85.6
oSN GE RIS 76.4 0.88 86.8 10 gbRIX
O (IR 82.6 0.90 91.8 5 ghRiL

4. ZOMOREBRIERFHIBEE S 5 FIH

(1) FMRBRIEIR O AIRER O MG

LA, KO, OB (10 g 50 OUMEIGERERE L O~ b U v 7 ZARSHIHEAEARIZ OV
T, RBRRIEE 2 AR L CEEIT o7z, BONTEEEROIMTRE, ~ Y v 7 ZARIEERIRO
ARSI ISR 2 B — 7 I T oMY Th o7, FORBA : 87.3% (RSD : 5.5%, & —7 [k
bb 2 0.86) . KD : 90.7% (RSD : 4.6%, B — 727 ffElk @ 1.04), KO (FEHE(HE) : 86.7% (RSD :
1.6%, v —7mifEk : 1.03), 4O (10 g BRE) @ 77.6% (RSD : 7.7%. Y— 7 ifgkt : 0.87), 3.0
[EIGRERAS S & IZIEREDFER DG BT,

5. #5

JEA TG R — L= SN TV D BEMICBIT DN I Au~ A v OERERRE (251%)
I, AT 0.1 mol/L U R IUKSES U U ARRHETHK (pH 9 4.5) ZHWTHB Y M2 —I2o#T
XN & REHRIEN D 70 S RELO Y —MEOFERN A+ Th 5 2 &, BAKRFE TIEH L 7= 2 E RN
KERANTWD ZERBETH -T2, ABRPHIBWTIE, ZOERERBROFIEESE L L, s,
INFREIREOET 2 Uiz, F/o. LERNAEEZ AW W iikE et Lz, AlEl, B L7=RBR
EIXHHVEBLC T2 R 2 AW TR Y . MHERRCAEN 28— 2o BrEelc Lz, £, REHREEZ 5
~10g IZEE L THOTAliE Th o 72,

LD OFMENGAER 1L, AREHERE Sg LN 10g DEFAITHOWTEE, BE, fEl~h ) v 7 2
DB LTz, WTINoHES., BIEETH D EE 70~120%. JHTREE <25%% i/ L TV 723,
10 g DA ITHHBERF ORI RO TR E 2 2720 GUEHRIREIZ S g N EFE LV EHIBF LT,

WTHILDOREHZB W TS, HRZOEREWIX, BEHOWHARICERRE CH -7z, TDD, 5
mmol/L HEfE T E =T AEFA X ) — VIS HZ L& LTz,



Flo, HI ATV A TV UBZTTA~OWENPHER SN2 END, AIRERIRY 7T A F v 7 BOIM
AT 20ENDH -T2,

Bi%E L= iEE VT, FOMRE 3 BMORMEGRER 21T o 72/ 5, BIUE, BB K OO TR E
DEEMEZRZ L2 &, ARBRIEIL, SFEMICEHATRETH 5 & Hlr Xz,

O am]

GHEMTOH I Z2a~ AL RBREL LT, A Ruw A 23BN T2 oo Thi L, Bk
W7 B AEE R, AVRVBEEM Y =L _ B -N-E=aen ) RURBEAKI =
7 LT L 721%, LC-MS/MS TE &L OGRS 2 HIEZR% Lo, BZ Lo BEZFOfn. Ko
il R RO R O 3 i A L7 fE R, B 82.6~92.3%., HHTHEE 2.8~4.7% D BAF /RN 5
Nz, 72, FEERL LT, 0.0] mgkg #%ERRETH S = L AR SN,

[2E 30Hk]

1) (B8) BREDETITEKEDIZB T 2EERBTHW oL, BETBHER— L —
https://www.mhlw.go.jp/content/000361439.pdf (45F1 4 4£3 A 18 HEIE)

2) Mty | BOFREEL, KAE T, BART., MILYE., LC-MSMS IZXE D EKEDT O aLrra<wy
SHTEDRRFE., AARRMEFTREE, Vol.26(3),125-131, 2019

,20,
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