SAREET, RERERBICBIA2MGHERZID D0 THY . REBEOEGIC
BRLTCSELLTTIEN, B, MEEONR & B E - IXERRERE & ORICHEIEES B
HHEICIE, BAELITERRBRIENELT DI L2 THE T I,

AR T D RREDOMR D THLMED
FABRIE A S8 B i =

I Am~A 2 roiliRiE (BED)



HIARu<A VU RABRIE (BEY) OBRITRER

(kS
1. BRRUGRBRIEDMT H %

BT DT I Aa~A TV OONHEOBSRE BN E L, TR EORT 21T 272, Bt Ro R
XEOHA, RORIEE OO O 3 B TH D, I A~ A L, RHPARITE AR v
AT 515 BRO~Z 0874 FREVEWE T, BINGEEEFICBOTEMHERM & L TRRIN TR,
INAY VT S T HEORRGET KD A R 2R A YYE  (Bovine Respiratory Disease : BRD)
R DIRFE L LTSN TV D, ZnbOAEICBIT 283N DREICEWNTHART
RO IR A OB A EKS & LTl ST 5, MERBEE. Wi ) R Y — Lok =
v RO—2ThH% 508 7=y FHD 23S rRNA ITFEA L TXTF UL (RNA OFS7#BAE L, A
WO NI EERERET S LICLY, BE - HHZHLET O HEFENZ R T LEX LN TN D,

JEAFHBE R — L=V EN TV D EEMICB T D0 I 2a~A v ORERRE (B2515)
OMEIT, RITFRT LB THD, W 2 g ICHIEEME & L CLERNMAKPH] CE#R L7z I A n
~ A UREREM AN Z . 0.1molVL U R TIKFEN U U LREER (pH £94.5) THItHT 5, EEIIAF
Yo TS, KEE AV VBEERi =L RU B N-E =R Y RUREAEKI =T A

MCX # 7 L) ZRANTER L%, KKk o~ 7T 7 - 2057 DREESHH (LC-MS/MS) TE
B425 (BB, 20NN 7EE, BN 0.1mol/L U » g “KFE D U v AEEETR (pH 9 4.5)
EHWTBY B 28— TE RN & SEHRIE DD 72 GRBH OB — MO R B AR+ Th %
Z &, HEAETERLZLERIAEZANTOND Z EBRETH o2, ARFHIBW T, 20K
BRoOFGEEABE L U, S, Skl E oL 2 mEt Lz, £, ZERAMEEZ FWIRWair ik
BRI L7z, &5HI2, LC-MS/MS O Hr&tHc > W T b Bat 21T 72,

2. Wk A ORISR OB L= rEE
SHRtEGbEY) . HIAu~vA v
i

533 0 CaoH76N2012
Sy 1 777.04
IUPAC#4: : (2R,3S,4R,5S8,8R,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-yl]oxy-3,5,8,10,12,14-hexamethyl-7-propyl-1-oxa-7-azacyclopentadecan-15-one

CAS No : 145435-72-9

SMBL: BEORR

Al 0 100-115°C

TR RNE  OKIRAREE (=3.0%)

fiEBE TS (pKa) : 13.4

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

3. FLHUEfH
ARIE 03305 6 5 (ERK304-3 A 30 H)
B4 FEYEME (ppm)
DA 0.01
R D A 0.05
DG 0.01
R DNER 0.05
D i 0.4
JK D ik 0.1
2D R Bk 0.4
JBK D R ik 0.2
EORRE Y 0.06
K D& HE > 0.05




(BRG]
1. Uk
EDOFHA, KOS CEOIEN X, BREIENO/NEETAT Lz, F8MOREHRBUILL T D & B
0 ki L 7=,
(1) 4N
AIREARIR Y B 2R &, Ny R T Lo X —E O THITIE — b L7z,
(2) KON
N RT LA —E D TIEIE—{b L7,
(3) ol
AREZRIR W B 2R E . N R T L A —E RO TRIEIE b L7z,

2. K - AR

I Au~A TR - FiEI43%, @R115C (7T R v T

T bh, TER= NI, p-onF Y0 R EEGER (BR ki)

HEK, AZ 7 —/L: LCMSH (B b5

TUE=T K Rk, TUE=T EE28% (B LT A L LRGSR

X : LOMSH (L7 A v 2 Fetiski)

FElE « MRk s o~ b7 2 7H (8L 7 A v AFkgER)

1 moVLEEET =0 LK - w7 v~ 77 7H (BL7 A v AFDGHEEER)
ANKRUVBBEEM Y E =R BN B e U RUHREESIRI =4 T A Oasis MCX (150 mg/6
mL. Watersf!)

BiAEHR  (MRfhs L)

T4 NH—fFEASRL T (02 um) (GE~L A7 )

TYE=ZTK, TER=RIAKRAZ 27— (1:10:10) JBIE: 7 E=7/K5mL, 7 =KV
NS0 mLE DN A & 7 —/L50 mLAIRG LT,
TUR=STREOTER=RU L (1:20) B : 7 E=T K mLEOT & b=k U /L100 mL% &
AL,

TUE=TIRMEORAL )= (1:20) R : 7>oEF=T/K5mL, A% /—/100mL&E{ES L7z,
5mmol/LEFET & =7 L¥EHK (pH4.0) : 1 mol/LEFIET &= AWHKS mL% 70 B L CABE7KKI950
mLIZIAfE U, HEfE 2 O CpH4.0lZFR%E L=, Z8%4/K 22 C1000 mLIZ L7,

Smmol/LEFAT =7 L « A X ) — VYA : 1 mol/LEFEET =7 AEIKS mLEHR Y . A ¥ ) —/L
T1000 mLIZ L7z,

BEERGE © H I Aa~A VU AEERI0mgZ B L, 7 & b C8fiE L C100mLIZEZ L. 100 mg/L
VIR 2 L L 72,

W AT . FEYEJRIE 45 mmol/LFERR T L B =7 L+ X X ) — VIR CIE A L. 0.000625
~0.075 mg/LOURE DOEHE 2 il L7z,

NSRRI - SRR Z 7 ' F o THAIRL T2 mg/L, 0.2 mg/L& 0.1 mg/LIAHK Z2 il Lz,

,3,



3.

4.

JEiE

N RT L A—  MQ-700 (75 v )
K : EO-200RD (7 A )

REVF AP —  PT3100D (K'Y b i)
Ly B © STOOFR (KUBOTAY)

JRE HEAELEE © RotavaporR-100 (BUCHIHY)
LC-MS/MS

2L 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 — > z#l)
BEMAMHE (mL/min) | 0.3
HEAE (ul) 5
717 KNRE (C) 40
S A?{Jii 5 mmol/LEFIE T > & =7 LYEHE (pHA4.0) o
Bif% : 5 mmol/LFFAT v FE=7 L « AKX ) —LIHIR
R (99) AR (%) Btk (%)
0.0 90 10
1.0 90 10
VAR =N e 9.0 5 95
14.0 5 95
14.1 90 10
20.0 90 10
MSZ:1H:
HEE—F SRM
AT AE—F ESI (+)
Xy v 7 UEE (V) |2500
v —ZiRE (C) 150
AR E (°C) 400
a—2H A 3%, S0 L/hr
I YEs B 7T A %%, 800 L/hr
aTa A Ty
e . +777.6—619.5
ERAA S (/) [o2—BFE45 (V). 2 UV armxx¥—30 (eV)]
+777.6—158.2
[a—HEFE4S (V). 2P armpzxix—40 (eV)]
. . +777.6—116.2
RHEA A (mr2) [2—BIE45 (V). 2V Y3 T RAF—40 (eV)]
+777.6—83.1
[a2—EFE45 (V), 20V azpxix—50 (eV)]
LREFEER]  (min) 6.5




el

5. &

HIATA T NEEBIOmgZREFE L, 7' N AZEME L T100 mg/LISR AT LTz, ZOWIRES
mmol/LEFfE T =7 A « AKX ) — VIEHR Cii BATR L C0.000625~0.075 mg/L D St R EA IR %
TR L7z, ZOWIKS pLEZLC-MS/MSICIEA L TR bl B — 7 HifEa W TRERZER L. #Extin
BB LV I A~ A v oroGEEzEN Lz, BRIEREIOE &L, FINRD25%, 50%. 75%.
100%. 125%. 150% & 72 2 BEHERS R 22 JHV TR st 2 VR L 72,

6. WINEEIOFRR

() 4omn (FSIRE : 0.01 ppm)

AEF10.0g 127 & b TR U2 ERE R (0.2mg/L)  0.5mL Z3IN L L <EA L7, 304
& L7,

(2) O (BRI : 0.01 ppm)
AEF10.0g 27 b2 TR L2 IRINAERESR (02mg/L) 0.5mL 2L L <IEA L7z, 304
1k
& L7z,

(3) KO (AP : 0.1 ppm)
#EF10.0 g 1277 b o T L 72 IRINAFEMEYSHE (2 mg/L) 0.5 mL 2L K <IRA L7, 30 4>
Fﬁﬁﬁ&[ﬁ l./f:o

(4) FolE (10 g BRI (RINEEEE : 0.01 ppm)
AREF10.0g 280 K 40°CTHNE L CRMR S B 7= b 0l27 & b o THRL L= WS AFEHERRIR (0.2 mg/L)
0.5mL ZHML L <IRA Lz, RIRCHERN SE7-%. 30 o kE Lz,

(5) 4fghs (5 g0 (WINPEFE : 0.01 ppm)
PEF5.00g 2880 K9 40°C THNME L CRE S E 72 0127 & b o THH U 72 3o A HEAE (0.1 mg/L)
0.5mL 2L L <IERA L7z, FRIE CHERE SE7-1%. 30 oM kE Lz,

7. BRI OFH Y
AL

HIAa~A o EREINSL T2 T L, AVR VBB E =R -N-E= e R Y
RUOHEAGAI =0 T L THE L72#%, LC-MSMSTERK OHER LT,

,5,



(1) #iliH

FOH A K OO IFIBOS G 1L 0.0 g. ZFOREN O5E 33000 g 72135.00 g4 R Y Y 'L
100 mLiE LT = — T -T2, ZHUST ' FrS0mLZz2 Iz THRETFA X (10,000rpm, 253[#) L7=
%, mLEEL7Z (4,000 rpm, 1053[) . EEEEZRY 7oL U BI00 mLA A7 T A2 TR EE
WNZT 2 ho25mLZ R THIEE & RBRIC B ZEI L, F100mLA 27 T A aiZghy, 7k b
TEAR L AL HiES mLA AR Y 7'a v L S mLis 0T = — 7 I IEREIC R L BERE 2 12.5 ul,
1 mol/L FEFET =0 LK Z25 L L, K<IRA LT,

(2) K

AR USRI =R P N-E e e Y RUEESKI =T A

AIVIR VR IER Y B = VR B N-E v r ) RUOHESIRI =4 T A [Oasis MCX (150 mg/6
mL)] #A% /= 10mL, 7 b2 10mL Car7 4 va=v7 Lk, (1) THONEKE SR
T AZAR L, IR T, 2O T 2%/K10mL, A%/ —/L10mL X O7 & =KV L 10mL
CHER S LTz, 7o =7 KEOT7E h=hkU/L (1:20) B 10mL ZEA L, DIEHKER ST,
=% U —T /R —Z—ZHNT 40 CLLT TR 0.5 mL & THME L, ERXIEF G abrE LT,
Z DB Smmol/L HEfET B =T A - A X ) — /VIRIRICEERE L, EREC ImL & L2 b0 2R BRIE
e Lz,



[HiE7 v —F v — 1]
L oA BE10.0g
L RORFE - #UEF10.0g
L 4ofEl - Bk 5.00g
I 7 bhr5omL MM AETFA X (10,000rpm, 2 53fH)
L SyEfE (4,000rpm, 10 53)
FRWIET & b 25mL M Z AT S A A (10,0000pm, 2 53ft)
L SyEfE (4,000rpm, 10 53H)
I EBiEEPPEI00ML A A7 T A2 Z/hbET, 7 N TER
VIR CIRRER Y B =AU B N E = e R Y RUREAR S =4 T A [Oasis MCX (150 mg/6mL) ]

—

| A% /—n10mL, 7 b 10mL CarsFysa=vs
L HHHE 5 mL (CEERZ 12.5 pL. 1mol/L HERR 7 > & =7 AYRIR 25 uL Z Wi LIRA LT IRk &2 1 EA
I K10mL, A% /—/n10mL, 7& b=hkVU/L 10 mL THH
| 7rE=7AROTE =RV (1:20) Rk 10 mL TIAH (&R Z R
iR AR |
%905 mL F T
| EBRKR FHE

L B % SmmolL BiE T v F=7 AEH A X ) — VIR (1 mL)

8. ¥ MU v 7 ARNMEAEIRIK DR

~ MU v 7 ZRIEERIE OB 7 Z 7 3B R UL K 0.5mL & CRIERME L2k, S5
XGRS OUANEILERBR I 351 2 UL 200%F0 24 18 OB EAE R (77 b U%iR) 0.5 mL 2Nz
TERKE FHZE L 5 mmolV/L FEfR Y E=U L EHA X ) —/V ImLIZEM LT bDE~ M) v 7 AW
JEEAERSIR & LTz,

[RRROEE]
1. WESHORGET
(1) MS&MHOREE
MS/MSIZH1T DA A Ak, PWHZRESIE— REMaf L7z, I An~A o U AFEHERK (1 mg
/L) Z¥H0.02 mL/minTA > 72— g UYEAL, BWEIRT VI —Y— A A OFELZHER LT, E

,7,



SI (+) E—RTIL, v A—Y—AF & LTHEHUR 7T e b AINSFMHH]Y (m/z 777.6) %
T& 7 (K1) 25, ESI (—) E— RiZBWTIEL, BEUIRAIEA T BHER IR 2Tz, TDT &M

. ESI (+) &— T MSMS&MHZ LT HZ & & Lic, A A ERICER#ER 2 —  EHEEZ5~6
SVOHIPH THET L7z, ZORER, 45VIZBW TR\ OBENFON2/2H, 73— EEIT4SVISHRE
L7, 720 miz 1717657V i—Y—AF Lz ad ) "M A AXxy o a2al) Vg VTR LF
—10~60 eVOHIPH TINM L, Al ZRSRMERIE AR L7, TORR, 30 eVICBW TGRS SN oEE
BMOmM/z 619542 FEE&MA AT HZ L e L (K2) » £z, EMEMAA A %, @WRENSES
iz, m/z 1582, 116.2, 83.1& L7z (X3) .

UboZ &inb, ESI(+) E—FTHMEL. mz +777.6—619.5%FE &M, m/z +77

7.6—158.2. m/z +777.6—116.2, m/z +777.6—83 1% EHEHOMMEAL F > & LI,

MS2 ES+
100- 777.6 1.13e6
o
) iz
70 780 800

Ml HIARYA VUV DIAAFY U AT ML, HI An~A 2 01mgl
A UHIH 0 700~800m/z W E SR - ESI (+) , CV=45V (CV : corn voltage)



100

619.5

%

A L L A LA RS A R n s A LA A R nannnnnana il 01 V)4
100 200 300 400 500 600 700 800

M2 HIxm~wAorO7ay s s A7 ML (EEH) . 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
o
(0 a5 a5 I T a5 T m/z
100 200 300 400 500 600 700 800
100 83.1
< |
0 ‘ T 2% an T m/z

100 200 300 400 500 600 700 800

M3 HTIxAmn~vAvrorayZ s hAF X7 My (EEH) L FIAr~Y A2 0.1
mg/L TV =Y —AF 2 miz 777.6
BIESA: - BSI (+) , CV=45 V, CE=40 eV (LX) | 50 eV(FIX)



(2)LCEH Dt

SR 7 BE. WHMEDEVODSHR A 7 A AR LT,

BEHIZOW T, BIRICHW 2 AR, A3 25 82k O 2 fst L7z,

FP. BIRICHWAEMIAIE L LTTE F= FYARA Y ) —L BINT HEEE LT 8K O
DFLETERFI LI, WIELTHELNIET I A~ A 20O SN ITABIRBLC A & ) — V& W53
B, E—Z IR BT, i, BT D L CXBELOWEZ WA 2T 5 &, Xk
ZWIMUIZ R EVEWS/N KO — 7 BETho7 (X4),

WIZ, W 2 e LTXMT 2= AROEEET VB =0 L E MRt Uiz, IR S U CHmE T~
FoUAEEANETRT I A~ O —IEEERE NPT (K5),

PLEORKGEHRER D, BIRICHW A AIRELZIIA X /) —VvEHWAZ & & L, £7-, WL L
THERET v E=U L H0DH 2L & Lizie®, BiREIRNT 5 e L GRIR LT,

FEWNT, BEEET B =0 AEIRICOWT, 1, 2, 5 LN 10mmol/L @ 4 FRYRSE 2 ik L7z, & DfER,
E— 7 ORFRERIEREN S WIZEEL hoTe, BE— 7KL, 1~5 mmol/L TITERENFHOITE
E— 7 BITE T 7227203, 10mmol/L T H 7z B — 2 ME i Smmol/L & IZIFA%ETH 72 (M 6),

UbEDZ LG, BEFHIZIL, AWK : 5 mmol/L HilET & =7 LA%IK (pH4.0) M O'B K : 5 mmol/L
W T =T b« AZ ) —VERIREM WD Z L L Lz,

¥, ABEMEZ VT 0.01 mg/L OFEHERTK (BEMH B MR 2kt THE D I LIIE (n=206)
L7, B — 7 [Hiff : 8,498+£227 (RSD :2.7%) Th V., BIF/EE CRIERRETH -7,



GMstd 10ppb CH3HCOOH/MeOH9/1

20210709012 MRM of 4 Channels ES+
6.88 TIC (Gamithromycin)
100 | 5.22e4
a SIN=328 I '
3 ‘ ‘\
| \\
O N T “\\““\‘ RV —— Time
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.?8 TIC (Gamithromycin)
H 3.69e5
< SIN=1404 |
|
I\
O+ ““\HH\"“\'?‘\‘ T T —— Time
2.00 4.00 6.00 8.00 10.00 12.00
¢)
GMstd 10ppb CH3HCOOH/MeCN9/1
20210709008 MRM of 4 Channels ES+
5.37 TIC (Gamithromycin)
100 ﬂ 6.08e4
S/N=305 “\ '
S ‘ \
|\
0\““““\“‘\““\"\““ T ) Time
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 ﬂ 2.81e5
SIN=784 | e
2 I
I
'
O+ ““\H“\HJ‘\‘\HH I A DRI —— Time
2.00 4.00 6.00 8.00 10.00 12.00

X4 HIAa~A U MEHERED N—2 N A Frra< KT TN

a) HEli ; A X/ —/ b) ¥l AZ/—/b o) Hilg; 7 br=FU/ d) F; TEF=FY

Jv. WiEE 2 0.2 mL/min, Z34T %4 7 4 : InertSustain AQ-C18 (2.1X 100 mm, 3 pm)

a)
GMstd 10ppb CH3COONH4/MeOH9/1
20210711021 MRM of 4 Channels ES+
100 9.11 TIC (Gamithromycin)
\ 1.65e5
.
o777 T J‘\‘VH\H —— 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)
I 1.08e5
2 I
° I
0\\\\\ 71— Time
2.00 4.00 6.00 8.00 10.00 12.00

5 HIAa~A T UEREREO N—F VA F T a~ NTT A
a) 10 mmol/L FFfE7T > E=U L ; A /—/L b)l0mmol/L XET E=U L ; AKX ) —)b
JEE 1 0.2 mL/min, 23477 7 2 @ InertSustain AQ-C18 (2.1 X100 mm, 3 um)



a)
GMstd 10ppb
20210818002 MRM of 4 Channels ES+
6.22 TIC (Gamithromycin)
100 I 8.11e5
R \\
)
0 — YA — — — 7 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)
A 8.50e5
S A
[\
O\H LA L I ‘\‘"\“ L T wwwwaime
5.00 5.50 6.00 6.50 7.00 7.50 8.00
c)
GMstd 10ppb
20210818006 MRM of 4 Channels ES+
6.48 TIC (Gamithromycin)
100 A 8.85e5
R
0 — — ~— — 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)
I 9.09¢5
R \
I\
0+ T T T T T T = T T —— T Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00

K6 HIAa~A LU MEMERIRO h—F VA Frra~< 7T A

b) 2 mmol/L

¢) Smmol/L  d) 10 mmol/L

a) 1 mmol/L
Ve : 0.3 mL/min, Z3#T 7% 7 A : InertSustain AQ-C18 (2.1X100 mm, 3 um)



(3) MR

TICH I A~ A VAMREBROBIZR LT, FOIEN (5g) « EERA : 0.625~3.75 ug/L ([EIIX
R 25~150%FH4) . FOMHKE, KOMFEE OADfE (10 g) - ERERA 0 1.25~7.5 ng/L ([EIILER 25
~150%FH2Y) M ORIl « JEHEME A : 12.5~75 pg/L (AR 25~150%402Y) O FEHRIPACrERK L=
BEROREREIL. Wy 0998 UL ETH D BIF/RERMEEZ R LT,

3500

y = 838.92x+0.4485
3000 R?=0.9994 .

L
2500
2000
1500 o

1000 e

500 ¢’

b)

7000

y =829.32x+58.169

»
6000 R? =0.9994 '

5000 -

4000 9
3000
2000 e

1000 L)

80000

70000 v =919.18x +264.41

2 ! ]
R*=0.9983 .*

60000
.'-.
50000
40000
30000

20000

10000 L4

7. HAIAv~A T UREROB] (B : JRE (ug/L). fitdh : v — 7 mfE)
a) IEFEHIPH 0.625~3.75 pg/L, b) 1.25~7.5pg/L. ¢) 12.5~75 pg/L



(4) ERRA
ERPRA OFFE R EZ LU TICR L,
FOFHA, KON : 0.0l mgkg  [FRABRAEE S 1(mL),FEBRE R H OFEHRE 0.5(g)]
X [Tt & O E ER AR Y & 0.025 (ng),/ TEAE 5(uL)]]
FORER 0 0.0l mgkg [ RERISHEE 1(mL),5RERIEIE T OFEHR 0.25(g)]
X [Tt 8 A O E EBR S Y & 0.0125(ng),1E AR 5(uL)]]

2. MBS OB

(1) fhHEEHZ SV T

HIAT~A L AR 10mg 2R L TT & Mo B MA T & 25 HRMITHR Lz, HITEEE,
BEME b —IC AR 7 b2 lnd e & L,

(2) 717 BEERORMET

VTR BB E =R P UN-Eo e r Y RUEEAKI =7 T A1 L k8 [Oasis MCX
(150 mg/ 6 mL) ]

I LA TCH LTI A a~ A ORI T K& LTE, SEEER A A T T 2055
A AL T T DENNRTH D EEZBNDN, 2EELFL ERI =0T MO THRFT 5
ZEb i, ERATAIHI A A VU RFET DT OITIIMBRRREIC T 2 LE R & 5, HHL 5 1T,
VAL AW B RS A A 5T T DR 5720, 78 oIS Z RN L TAT L, BiF
EEZHTND (BB 2),

FZTET, T N AHRICEERNL CTAM LIEGAIS, TIAu~vA V20T ANBEILT
XDHDMET LTz, I Ar~A T Sng ZEHBER VT & R (1:400) JRBIE SmL IZIEfiE L CTH 7 LI
AL, iR EH -7, K 10mL, A% /—/L 10 mL XO'7 & b=k VUL 10 mL CHAERZES L, %
MR EBRR Lz, 7oE=7K, 7 =bFUAKOAF 7 —/L (1:10:10) (&K 10mL 1%, &
HikZ R > 72, SRR L 72K iR ORI A IE L, HI A~ A VO —7 OFEEHER LT,
WFNDOZ < h T ARICE T I A~ A 0O — 7 3R ENT, RSN TI R~ A
DT EPBRH L TWenwEE x bk,

HIAOA~SA T DAT L~ORVMRFFZG5D D7D, A T VREEZFEOINERNDDH EFEZ B
Toe F7o. REORBRIEICBOTIE, HEARIC 0.1mol/L V) SR EE R (pH4.5) AW T\ =728,
pH OFEE DM, HOIIFNMLIE L FZ 27, £ Z T, LC-MS OBEHHIOTIGE E LTILHESATWS |
mol/L FEfET & =0 L& @R L THETZ1T 72, 7 b AHIHIRICER R MR AN L CafT L7c%a
W2, I AR A2 AT LN6EIRTE L0 LT, $7bb, AIAu~A v 5ng ZHEE,
1 mol/L BEfET &= ARIRL O T & by (1:2:400) IR 5 mL (28R L C Efd & R CHEEE 4T -
7o WHIRERE L7RER, I A~ v Oh 7 A0 60EILEIE 99.8+0.5% (n=3) T, #VIiK
LIBE S RBIFCh o7z, 728, WK LICAMIK, Pl OK10mL, A%/ —/L10mL K7k =11V
JL10mL) % LC-MS/MS THITE L, SR SNIZAT I Au~A L VBT A HIEH LN L2 R L



72

W T, IRHHIRBEO MG 21T o 12, BT D% AL ) — VT ¥ b 10 mLTHidtidg, 72 b T
PR L7 I Au~ A U ERERRIE (1 ng/mL) 5 mLiZ, FER£12.5 pL. 1 molV/LEERET > &= AIRIKR2
5 uLZEIUIRA LIciRE AR Lz, 7o =T K AR (1:20) TR L7 & & OREIR %
FNR LIz, I Aa~A 203, WTROEBEBICBWNTSHS mLT80%LL EDREINETH 72, KT
VEZTK TR MUV (1:20) CEBEH LZBCEIEEOAFHMETBRREISGEVME & /e o7z, 20
b, TryE=T7AK TR R=RUL (1:20) BIEIO mLTH I A0~ A L0207 LT
HZ kbl

F7o. B SRO EEC PO IHEM Z BrET D720, K, A% =V EOTE b=k U /L%10 m
LEWHANC@IR T 5 2 &1 Lz, 8K LIS A2 LC-MSMSTHIE L, RS- I A~ A v
WA T BINBEEH LN 2R LT, e, B~ M) v 7 ANFEET D568 5., BT
= MEOTMOMBEVEZ OV TR Lo 72,

HIABVA LS ngh %7 70736 CEOFA, RO, 40fshi (10 gl ) o7 & ko 4h
HRICIRIR L2 b DIZ W T, T.R)DEIEZITWD T ADEINRZHER LT (0=2) , FLRT, 91.4~
98.0%& 72 1) | FEERBIHHIZIB W T RIFRERTho72 (R2) .

F1 AR UBEEM AR N-Eoae e ) ROHEAKRI =8 5 A0 5 ORI
[ER (%)

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

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

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

TUVE=ZTHK AKX )=V TERF=F

Y (- 10: 10) 75.0 6.0 0.5 0.0 81.5

#£2 ANBUEBEEH O E AR P U N-Eoar e ) RULEAIKRI =8 T A0 5 ORITER

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

(3) ZOfOKEHET — 4
O Az >V T

WEZ 7 b THIHE ., EOSEL TE O EBIRICOW T, M S0 LEM ARG Lz, 15
LI EBRITWTHOREHZB W T LR ASEO NI T2, AAT T A TERRETH-Z, F
7o, Mk A LI ARMERS (10 pg/L) & fike ARl oA (10 ug/L) ZHEL, MELZ i Lz &
A, =7 HEREkIE 1.03~1.06 E72o7Z LD, BEHEREK CTIIRR ~ORAE X2V EB X b,



QH T A~DOW M

TERCHERLIY I A~ A BRI 5 pgl #OHF T AMART T2, @KV F ~F7
NAvexF L oAz TS2a @R Fa LU A X775 23 AfL, 24 RRIZICE— 7 S 2 e
WLz (F£3), B, I Ru~vA U, R 7L UVBIESRFIZBWTLEETHDLZ ENT D5
Do TS (KU 7r e L BSAL T RO 10 pg/L DFEMEFRIRIZ OV TC, FRRE % O v — 7 [HfE : 8,634
+248 (n=10), 69 FFfH#E D — 7 & : 8,516259 (n=10)), £ Z T, AU 7’ L BRI OELE
WROE — 7 @B T 20K V@O Y — 7 Hig 2GR Lzt 2 A, OF 7 28T 061, @KV 7
770 FdnxTF LTI 101 &Rl D HI AR, NI H T A~DWELEND D &)
Wrilic, ZDZ&nb, IRICIIFEERIRY 77 2 F v 7 #-omMzHns 2 L & Lz,

#£3 24 WO Y — 7 mE

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

@RV F FIINFuF LA LT T T 4 L2 —AEITHONT

71T LRI ~DHABZRT 27O L HNWOND AT T AT 4 V2 —~DOREMEIZ DU
f@%LhJWM%mww%ﬂmmmmmmﬁlmﬁiﬁ:owf(uum®PHE74w&—%ﬁ
OHBIZBIT A —7MEZE L, K 8 [T X912, B — 7 X HFEThHholZ b,
EEAETRIR ClE, AT 4 V2 —~ D] mb%hﬁwt#MLto&%\ﬁ%%®@ﬁ_kw1
S IV —AIBIIITD IR T,

0 1 2 3 4 5 6 7 8

X8 HIAR~A T LD —MEDHLE
O :02umPTFE 7 4 VX2 — A4, @ : 7 4 /L F—Aih7e L
B« T I Am~A T RE (pg/L). b« v — 7

@N T LFERLZB T B AR O

2. RBREWGHEIEORE. (2) 77 DEROBEHZB W T, INNT 22 FRICELL T T L0005
DEMCREZ R LT, e AW RIS ERIL . AR LA O HRZR E L, TIAr~vA 2O
V—7 OFEEZER L, WInoZo~ 7T A RO I AR~ DY — 7 IR SR>
7o £7o, IR~ A T2 5ng ZXW, Ilmol/L T U E=0 AEERMLOTE M (1:2:400) 172
#% 5 mL (CEE L CRBRICEMEL . B oK AZNE LIERER, I Aes A3 DA T Lnb0
[ =R1T 89.5% CTh > 7=,



3. IRINE AR

FDOFFA, KON O OREM O3 &bl 2 BN W T FEZBRITIEDT. RBRIAIR O FIRURE -~ CTHRN
I ERER 2 F2hii LTz, X =0 7 DG OREMIT. BEHHO MBS (A/B=90/10%) DORALDEEET
IRVESR Ue o TeTod, BEEB (5 mmol/LEFIET »E=0U A « A X ) —)VIRIKR) Tl LT,
BMENGRBRIC BT 28 BMOT 7 7 3B IINEUEE, B 100%HY O~ ~ U v 7 AUIERE
VIR B ONBISLER 100%FH Y OVEBHEERIROREN R/ n~ N7 T 22K 9~13 [ R LTz, . &8
DT T VREOT AR NAF AR ¢ VRO ARy VHTEIC K D IEN R h—F A F
sua~v N7 L% 14 LV ITRLTZ,

(1) =R
BRPEORFHER 2 BHIR L, BT LI oREHZB W TH, A AR~ VU OEREIIET
HE—ZIIRO LT, FHMEEREE T LT,

#4  FTRMEO T

e ] PEE—Y OHRHEDIE E—VEH (&) \

No. | S#ixRILEY BRE ﬁisfj ﬁf,f Bt 4 e | BHRE I509 EAVPRES I ET T B (EY) a’if{;:g # &
(ppm) i BEDH [ n=1 n=2 FH @) | n=1 n=2 EH () | @) |

1 |Azrovqsy £DOHA 0.01 001 [=mm#£][ 001 <0333 | m 2 2 2 3203 3304 3208 0.001 &

2 |[AzRORALY B 0.01 0.1 z%m | 0.01 <0100 | mH 5 4 4 4079 3899 3989 0.001 o

3 |AzrOvwALy EN 0.01 0.1 a2 | 04 <0100 | m#® 22 11 17 49604 | 50015 | 49809 0.000 o

4 |fizrERALY +DIEM 0.01 001 [®REBR| 0.01 <0333 | mm 0 0 0 3441 3866 3654 0.000 O |##sKEi0e

5 |[HzzozAvy |4 osEms 0.01 001 [=mmm[ o001 <0333 | mm® 0 0 0 1845 1911 1878 0.000 O |sirteiEs e

*1 7T 7 BB ARMERRONRIZEA U THRIE U725 Rh &3l L 7=,
*2 RUBHhOREEAS TRHMEREL ) FYSICe D K510, 7T v 7B ORBRIEE CIRI L7 EEEE (v 8 Y v 7 ARINEERR) 2 vz,
3 mEHE (&) WA, BEY—2 OFRRHOFMEECEAT 2 5510E TO) L WA LRWEAITIE X 2L,

(2) B, HEROERRR

BN O TR EE ORGSR A2 RSITR LTz, BEI176.4~92.3%, PHTHIEIL2.8~6.6%TH 0 il
DOREHZBW T BAF RN SO, Fo, EERTIRE TOS/NOFEIEIX3,139~5,186TH ¥ |
AL FEAE AT R LTz, ORI O SHREHREIZ W TR, 10 gk S g2 Miat Lz, 5 g CoMrz i L
TG AEICBNWTHETOEE « MTREOSENRD btk

K5 OEEE, RN OVE R OFHA

e ] o p e PE— 2

o, SRS 284 Tigﬁj ﬁ,ﬁf .ﬁ(;::;:)& iiﬂfiﬁ RER B4R (%) B | BHTRE SIN .
& taz Rl Pl n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | Tl

1 |[#Hszxovqvy FOHBA 0.01 0.01 0.01 SIN 746 86 09986 | 845 90.6 89.2 90.0 89.1 88.7 28 5682 | 1419 | 3550

2 |AzzEALY BROFF 001 0.1 0.01 SIN 801 11 09989 | 899 88.1 91.7 923 99.4 92.3 47 5887 | 2343 | 4115

3 |HzRERALY [lii ] 0.01 0.1 0.1 - 923 198 | 00087 | 874 89.4 90.6 94.4 920 90.7 2.9 -

4 |AzzOw4LY 4 DisH 0.01 0.01 0.01 SIN 829 58 09992 | 764 711 71.8 802 825 764 6.6 7928 | 2443 | 5186 |H#iEt#E10g

5 |HsRO=ALy |¢wﬂ§ﬁﬁ 0.01 0.01 0.01 SIN 835 41 0.9991 855 772 81.8 86.0 82.7 82.6 4.3 4352 | 1925 | 3139 |[/HiruEs e

*1 EERBROFAMO 72 DIZS/NE RO TZHEICIE [SN] Ehtdk L7z,
2 HFoNZENEOH CRREE 525 —27 Max.) KOSoMEZ 525 E—27 (Min) OZNENDSNERDT-,

(3) B~ b U v 7 ZADOHE~D

A~ h U v 7 ZOWE~DEBIZ OV TG LR A2 K 6 1R L, WINEGRERIZIS 1T 5 B[R
H100%FHSREIZR2 D X OISR Lz~ b U v 7 AUHERERRIZ OV T, WEEERRIC 5
— 7 WA RO E 2 A, HREIE 0.86~1.06 TH -T2, Fi-. INMEIGRBRICBIT2EKEAE2#EK 6 T
ROV —7 EHELTRLUTHIEREZRD, RTITR LT, #IEEEIX85.6~103.1%ThH -7z,



#£6 RE~NY w7 ZADOBPE~DEE

e ; e | EEER E—vER &S ?
No.| HFHERIcAN aRE el el Riocell B S =Ty BN IETORPPE DT T BREEBHR E—omm| %
okg) | (e PP g | EEoml |77 [T [ 2 | mm | 1 | o2 | wm | BORT

1 |[HIROTA4LY F0HA 0.01 0.01 0.01 0.005 [k 2 3293 3304 3296 3798 3857 3828 0.86

2 |[AzRORALY R D BF ik 0.01 0.1 0.01 0.005 [k 4 4079 3899 3985 4030 3908 3969 1.00

3 |[AERORAIY R D FF sk 0.01 0.1 0.1 0.05 i 17 49604 | 50015 | 49792 | 46888 | 46767 | 46827 1.06

4 |[AzRETAIY L2l 0.01 0.01 0.01 0.005 [EiLid 0 3441 3866 3654 4112 4194 4153 0.88 SHEEIE0 g
5 [#zzoeqsy 4 DEls 0.01 001 001 00025 | @i 0 1845 | 1911 | 1878 | 2071 | 2121 | 2096 090 |prstiiEs e

*1 PINEIGERERIZ 31T 2 ERER 100%FA SR EIC/e 2 & 51, 77 v 7 3B ORISR TR L 72 MERIE (= b Y v 7 ARIAEIERIR) K ORI CF
BT EERIR (VR ERIR) A AER LTz,

*2 b Uy 7 AR ER IR K ORI MR ONENC AZ A 2 [P BIE LA R BRI L7z, (BN U CRIBEAZ (T2 72,)

*¥3 T I E—IBRRO LN HATIE, v MY v 7 RARIMEERE O T 7 v 7 xR LIVl E VT,

¥ < MY w7 ARNIEREERITRBR Y B O 7 T v 7 BB ORISR A2 O TR L 7=,

#5 < MU v 7 AWNEEEE IR OV EAIR IS 5 B — 7 i CUTE ) DERD Tz,

®7T MIEESE

i HE (%) | s @ik | WIEEE (%) g
PO (ERRA) 88.7 0.86 103.1
RO [T (E BEFRSY) 92.3 1.00 923
RO AT (HHE(E) 90.7 1.06 85.6
HOREN GE RIS 76.4 0.88 86.8 10 gbRIX
HOREN (BRI 82.6 0.90 91.8 5 ghRiL

4. ZOMORERIEMRFH BT 5 FH

(1) FARBIARORREE R OB

FOHmAL, KO, OB (10 g 50 OUMENGERERE L O~ b U v 7 AFSHIHEAEAEKIZ OV
T, RBRRIEE 2 5 AR L CEEIT o7z, BONTEEEROIMTRE, ~ Y v 7 ZARIMEERRO
TR YE IR 65 B — 7 RS HII LA T i@ » Th o 72, DA 1 87.3% (RSD : 5.5%., b — 7 ik
tE 0 0.86) . BKOF& : 90.7% (RSD : 4.6%, B —7 gk : 1.04), KONFNK (M) : 86.7% (RSD :
1.6%., B— 7m0 1.03), FOHEF (10 g £H0) : 77.6% (RSD : 7.7%., B— 7 imfdk : 0.87), 3.4500
[EGERERE e & IRIE RSO RBE BTz,

5. B

JEA B E AR — D= DB SN TV A BEMICBIT D H I An~ A o ORERRE (B3515)
WL T 0.1 mol/L U VEEIKSES U U ARRETHR (pH 9 4.5) ZHWTHB Y B2 —I2o#T
TN & RBHRIEDN D 72 < REBLOY M OMRD A+ CTh 5 Z & KR TR L 72L& [T
EKERNTWD ZENFETH 7=, ARFHIBW T, ZoEERBROTEE22E L L, bEg,
INFREIREOET 2 Uiz, F/. BERNAREZ AW W iika et Lz, Alal, B L7=iBk
BITHHRE T ' h o2 AW TR Y, HERRCIE 2% — 20 TRl L, E7-. SREHRIEZ 5
~10g IZEE L THOHTAliE Th o 7,

EORER O TRINENGRRR L, SEHEIRE 5g KN 10g DBEAITHOWTEE, HE, Rk~ ) v 7 *
DB LTz, WTINORE S, BIEETH HEE 70~120%. JHTREE <25%% i & L TV 723,
10 g OGAITITHHHEAERE OB OIR T2AE 2 Ltz 720 G UBHRIUE I S g V2 FE L &l L7z,

WFNOREHZ B W T | HRZOREYIT. BEHOYIRKICEMRECH 72, DD, 5
mmol/L R T T U LG/ AKX ) —VIZIRIRETHZ & & LT,



Flo, HI ATV A VNI TTANOWENPHER SN2 END, AIRERIRY 7T AF v 7 BOIM
AT 20BN -T2,

Bi%E L7 iEE VT, FOMRE 3 BMORMEGRER 21T o 72/ 5, BIUE, BB K OO TR E
DEEMZRMT- L2 e, RBRIEIL, SEMICEHATRE TH 5 & Hlr Sz,

[ am]

GHEMTOH I Z2a~ AU RBREL LT, A3 Ruw A 23BN T oo Thill L, B &
W7 v AEE R, ZAVRVBEE Y = L_o B N-E= e n ) RUREAKI =
7 LT L72% ., LC-MS/MS TE &L OGRS 2 HIEZBR Lo, BIZ Lo BEZ 0N, Ko
JFl & OO BRI O 3 B ZiiH L7z fE R, B 82.6~92.3%. DHTHIE 2.8~4.7% D BRI 72 GR35 5
iz, Flz, EEBEHRE LT, 0.0l mgkg ZHEFHETH D Z L BFER ST,

(2% 3R]

1) (B8) BREMNETITEKEDICB T 2EERBTHW oL, BETBHER—L—
https://www.mhlw.go.jp/content/000361439.pdf (£F1 4 43 A 18 HRHIE)

2) M SRR, KER . BART. #ILE, LC-MSMS IZ XD &KEMT O v Ta<y s
SIHTEDBRFE . A ARG ETFFREE. Vol.26(3),125-131, 2019

,20,
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