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H

1. [FC&HIC

A, i A SRR O ZBE R 2= A G IEEHIIR A DGR DAL TR R AL ST S s S5 F 45 23
PR L, BMOKPEA T, TV OIRANIZIEEHEGH L |, R AL THRESEAZToC0hHE
ZAHTHDL. WEIIRADRBDLNTZEHING, IRASERYED WIS E LT, TAATF 2, AL A
IF v, 2TV IAIF v T ), ERa =L T R R R OE LR U O 6 DT I, 3PRBmES
TW5. BUE, SHTEEL UIINGREIER y O— &kt G LU, Aok i o s 2 IS
WHA, IEEHFCONHHEITHNL SN TELT, SITEMBIIRHE LR TWD. 2072, 5%, BAT)
878 K038 ST oy M ik GRA TRV, R AT FEHED) Je O LC/MS/MS? 1% 53 |2k O 5 B [
= G MR M ORI G IR b i GG PR 2 PR KL, M 5% KRR 45 O Rl D S i 72— F 3 ik o
MeSLZA Rt , BRAFRE 2SO TEOMEZ R T 5.

BB, B OREEREES LU TUIT A2 F TR EDICB N TUIT ANAZF > Bla, TN F
Blb, 8,9-Z-7 /X A7 F > Bla (1 8,9-Z-7 /X A7 F L Blb DI-FN T, BKEMIZB W TUIT /IAZF 2 Bla,
8,9-Z-7 /A F > Bla OIFITHIH D72 TS, FoAINAT T ALEMS THD 22, 23-UeRa T
AT F v Bla(Bl4 A~V AV F > Bla), =7V /AT F b EK D ThHTTY /AT Bla, ELRIV
IZBWTEE LRIV T ROV R T ORFI TR 2SI TS, LnLARRD, BT EVIZEB W T
WX HT R Gk sy ELCUET N A7 T Bla, A~V AV F 2 Bla, TV /A7F > Bla, ELRN U T L OEL
Vo MEHWTER FROMEBENSNTNDLZE, ROBIUE, 20 5 STt Ry DA OERER O AT
LR EE 22 2D, ISR RS IcaT 2y, = LT N R AN 2 C R & A R LT

2. MHRUVAE

(D
Tl LT DIRIR D ZE e 2= A & IR BE K ORI & BB 2 2 D 0 Rk & LTz,

2) AHRRAES

TINATFvn TRAZF 2 Bla

ALYV AT F 22, 23-PeRu T UL AT Bla(Bl4 A~V A2 F 2 Bla)
TFYIAIF s 2FY ) ATF - Bla

U RSTATBOE N R RO PE Y B 42 A T L o — AR A £ A A
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a7/ ar /v
o= 7 R BRa= LU R
LRy LRI T KO R TT

3) REFOHH

(1) R 7 AT RS (I 99.2 % (N7 /3 AZF 2 Bla:92.3 %, 7/3A7F 2 Blb:
6.9 %), MRMIKTIE), A~V ATFAEUEN, B 96.0 %, Dr.Ehrenstorfer GmbH), =7 J A7 Bla
PEYE L (W2 99.9 %, ARMIZE THE), LR REYE L (WL 56.6 % (NELRY T :31.6 %, BRI I
25.0 %), FOEMSE T¥), o7 /AR N, (Wi 93.8%), Dr.Ehrenstorfer GmbH) & "' R =/L 7 hF K
FEHE L GMEE 92.5 %, Dr.Ehrenstorfer GmbH) 10 mg %% #LZ AV IEfEIZ E > T 100 mL D& &7 7 A2 A
I, AZ =NV EINZTEEDL, BITHERE CRIAEBLZ N2 CEAEERR AR B 72 (2O | mL 134 23K
%100 ug (72721, ELRIACBELTIE LR T - TOAEEELTI00 ug) 25 /5. ).

(2) IRAFEUEN A FEYEIFIR 10 mL % 100 mL O 87T A AN, FITHEMRECTAY /— L&z T
IRA MR AR U772 (Z0R 1 mL 1345 23 A 10 pg (72720, EVRIACBE L UIEL R T - T 4&
wELT 10 ) 2B A7 5. ). EHICERL T, BABEERIK O —E&E2 A%/ — /L CIEMIZHARL, 1 mL
FICA IR LU TENRZERN 1~1,000 ng(7272L, ELRACEALTZELRC T - TOE4EELT 1~1,000
ng) G A T ORGIEEIRZ TR L7z

(3) IR K ORI R L A% ) — v ix LC/MS H, B 72 h=R 3R & R 3K 4y
Hrflz e, KRt L T D LA OFREEIC OV TR E Ve,

(4) 7K :KHKs8IEEE (ADVANTEC AQUARIUS PWE-500) CHiBLL 7= JIS K 0557 (ZBLE T2 A3 FH4 D
KZEHW.

4) HERUVEKE
(1) Wikr7a~rr o747 MV 53R (LC/MS/MS) : Waters Quatrro Premior XE

7172 ACQUITY UPLC HSS C18 (N8 2.1 mm, X 100 mm, HifE 1.8 um)
(2) MBEW AL ASONE US-4R (F&15JEH 2K :40 kHz, Hi71:160 W)
(3) B—XJ—=x /KL —%—: BUCHI R-200
4) ZirEFnES> LA —R)>» 7 A Varian Chem Elut (5 mL )
(5) 7I77A I —Ry —NH, g — )P hT A

. Supelco Envi-carb/LC-NH, (500 mg/500 mg, 6 mL %)

5) EABRIRIE

(1) #fi

SIMTEEE 5.00 g Y &% 10 mL O &ET7 T A AN, TRV 3 mL ZEES®ET7 7222,
AR ECRZMZ TRV, I, BE R Edd VT 5 o M S A A2 U iR e L.

(2) ¥ 1

K 5 mL 2 EFEICZAMETWEI - —R) P BT AR, 5 5 RHRERSE7-. 100 mL 072+ 75
2@ —N P BT LD FITEX, FifE=F /L5 mL T4\, EKE D —R BT NI Z, §R D
FETAHID FERICETHAETIEH S, KA 40 °C UL FOKIE ETIZE AL W45 E CRUTE i
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LToth, BRI AZESTHEL, 7TEh=N/L =Lz (3+1)2 mL 2Nz CTEREMERP L. Yi%iR
WA R 2 It 2R IR & LTz,

(3) K #2

7577 AN —RY —NH, fE@ I — o hT 8%, THTEh=R/L—RMLT2 (3+1)10 mL THHEFL
72. 100 mL O72F 77 Aa%FA—RN v 750 FIZES, EHRREZ R —N P 17 MR, K
7 eh=RFL—MLx (3+1)5 mL §°OC 5 [EIPesL, TRKANERE D —RN Yy BT MM, WD T
TAFID ESHICETHETHRIIESE. iR E 40 °C LI FOKB ETIFEA ST T2 F THRIEERNEL
Tot%, BEH A LESTHEL, A¥/—/V 5 mL ZIEFICNZ TEREWZR U, TEERO — E Bx AX
J—)VTIEREIZ 5 A IRL TRk a~hr o720 7 ZRVE 85581 at (BLF TLC/MS/MS J &), ) 12k
L EHARE LT

(4) ks~ F7820 5 NRVE BB LA ME
FREHA K R A UE 45 5 WL 2RIk 7o~ T 7 205 DRVE BN EHCIE AL, 2 1 OHIE S
e CERIRGR 70~ 7 Z A (LLFISRM 7~ T 58180, ) 21572,

!

#1 LC/MS/MSHIE S

VN Waters, ACQUITY UPLC HSS CI18(N%%2.1 mm, £X100 mm, F7f%1.8 pm)
IRBER A: 0.1mmol/LEEE T > B =0 ARIE-0 1% E FRYRIR(1+1)  B: 0.1%X B 7 b =R LIS
VAavi==aN 0 min (50 %B)—15 min (95 %B) —20 min (98 %B)—30 min (50 %B)

ik 0.2 mL/min

717 LG IR B 40 °C

AFARYE TL7haAT L — A AbiE (ESD)

£—K RNOTAT

FYN_R— g H A N, (800 L/h)

a— A Ar (50 L/h)

AT PRIRE 120 °C

FIN_—a R E 400 C

X7V —EE 3.0kV

ao—EFE F2DERY

aYVar T RLF—  R2DEEY
AT F20LEY




LC/MS/MSIZ XA IR AR o 3R o [R] Rl iE 39

22 T=H—AF

TV —Y— T I A Tad IR F B aYvar
=2 24 AA CGERM) (ResR ) (V';@ TRLF—
(m/z) (m/z) (m/z) (eV)

TINATFBla 891 305 567 20 25
AL AZF 2 Bla 893 307 551 25 25
TV AT Bla 915 186 298 20 20
a7/ 395 213 192 35 25
o=/, 7 IR 356 177 147 20 15
LR 329 161 133 20 10
LN 1T 373 161 133 20 10

(5) # &

5072 SRM 78~ T LB EIOE — 7 HFE 38 32RO TR ERZERL, 3P o4& 2
WErBE Lz,

B, EEEOMELX 1 IR,

[ #rak kL 5.000 | 877522 10mL (PLEZEY 5 g2 &)

— 7&h=krL 3 mL

— EEETAKEMNZS

| i | s peahs 4y

— i 5 mL

I a1 | atkhads. so e
ZHMTNED I —N P T A (5 mLA &)

— 5 mLx4[n], FEiz=F /L

| T | FEE—T LA A N, CHAE

—7®h=RL-ML (341) 2 mL FfE
— IR R BT

I 2 |

TT77 AN —RY —NHIEB I — R o T 2
(7Er=FL-brm (34+1) 5 mLx2E FAHEve4)

=7 Eb=RL-LE (3+41) 5 mLxS[E]

| A | 7Er=F-brzr G412 E, N, T

—5mL A¥/—/V

| AR | vt st AR

[ LCMSMS |

1 B ORIED —F ik 7 m—
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3. WRBIUEE

1) REORERVAVTLEEENEREREDOEE

LC/MS/MS (2T 27260 OB 1 LT A1/ WA Y TGC/MS 1282 38 % o — ik Brik (R IEW) |
KO BE M D TR I DI Ay~ N T 7 B BT etk —F ik #5512, LC &ML T
W32 ESP D&M E S BT, MS/MS 12T B4 1% Waters 00>/~ k Quan Optimize Zf# i L T4
BREOREE=— &K Na—EBEELREL, EELTo. ELE=X—E&HLT AV
F Bla, A~V AZF v Bla, =7V /A7F 2 Bla K OuT /AL T E IR SIS ZE=
S —E BT~ 7. F7o, B. Wittrig DYIXE B LR O FHO T 0¥ VA4 2 E B
ELTRLTWDN, BRI T B, Wittrig Y OfERE—F L7z, LIV IR OE =L 7 b o R i
—HEEOAH L. TIVUFE EBICB T OHMEECAA IR EORESRENRRDI-DEEZI LR
7-.

2) BRERDEK

2.3) D (1) L) 1> T LIRS HERR % 5 uL, LC/MS/MS IZHEAL, 55472 SRM 7a~
T ALY =7 IR UL &% R TRERRZ (ER L2, ZOREE, LR 113 0.0028~2.8 ng, ELRY>
1% 0.0022~2.2 ng, EX=/L 7 FRi% 0.005~2.5 ng, LU DE 2BV TIE 0.005~5 ng Dl
PHCE BRI Z R L.

3) ZBHMITVESILA—NIYPASLDOBHES DR

ZANET T £ — NP BT DOV TR OFE H 23 B2t 217 -7

FREIELLTCImL FIZENEN 2 ug(EVRIACELCEIEL N T - T O&EELC2ug) ZE5H T
IRGEERZFEL, Z0#E 1 mL % 100 mL D72 T B 7 7 ATIEFEICAI, BRI AZ K> THELZ.
KK 5 mL M2 TEREMEZED L, 2.5) D (2) ORFR 1 IZHEW, FERE=F VI KD 5 O a1 T -
7.

ZORER, £ 3 DEEBY, FEIKIT 0~20 mL IZEML, ZALIEOE 3 ITITE SV o7z, BLED
fE RS, RIETIIEER T L 20 mL TIAEH 5287,

#£3 ZALET \%53‘:77~FU%/“7?A§§%\‘§6?§&@§7\ (%)
A 0~10mL ~15mL {/iﬁglo_l njle ~25mL oar
TRA7FBla 84 14 3 0 101
AL AT FBla 81 13 1 0 95
T ) A7FBla 80 18 8 0 106
=0 87 16 0 0 104
=L 7 RN 99 6 0 0 105
LRI T 80 17 7 0 104
LRI 85 14 3 0 102

a) n=20F-¥JEIVR
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4) 57740 H—RY—NH, BB H—LIJY DS LOFTHE S DR

2577 AN —R —NH, FEJE 7 — P 5 LSO TR« Yeideilk K O K o i U 43 12 B 5
Rtz T -7,

FEEELTCImL HIZENTN 2 ug(EVRIACBELCEELN Y T - TG EELC2ug) 25875
IRAGHEMERZFITL, ZOHR 1 mL % 100 mL D2 T 7 7 A IEMIZ AR, EHE T A%k THLE LTz
TER=FIL =ML (3+ 1)) 2 mL ZIA TERBW AL, ZO#E% 2.5) O (3) DR 2 (2fEw, 7
Th=R/— MLz 3+ 1) LDV 5 DR EAT 72

ZORER, £ 4 DLBY, FEIKIT 0~25 mL I ML, EALLIBEO B 323 S ivie o7z, BLED
FERD, RKETIET®Bh=RL—MLx (34+1)25 mL T+ 528807,

#*4 7‘5774’]\73“—%‘/—NH2$§)§ﬁ“l\U‘)“/“?‘J?A)(:%‘Hé‘ZﬁiHjE% (%)
. v E‘/\El

RIS 0~10mL ~15mL NZO{;EEIH Ll]3«25 mL  ~30mL aE
TRATFBla 16 76 9 0 0 101
A~YLAZF 2 Bla 37 67 0 0 0 104
TV AT Bla 9 77 19 10 0 114
= 96 3 0 0 0 99
(SN =Ly P = 2 114 0 0 0 0 114
=N 93 5 0 0 0 98
LRI 103 0 0 0 0 103

a) n=20N PR =R

5) FBIRMEDHE

R IS B 35 P O LIRS & IR EH T 4 B L LT 4 400 g/ #H 2 Fik (EL R AT L
CHELIY T - TOAEELT 400 pg/kg 1% ) 2UMIL, 2.5 1050 5 A TERED fi £ CRM L
VIS M BT S R LT R TSI & A e L, 7B AR O 0 BERE OO 7 IS BT B R AT
fo. R RES S IRLI. —RUSAA AR BT SR A 575, EH AR 510
AR T LS TS0 |

FIEIZ U T Welch 0 1 A RATE ST o725, WERDFBERS G L =)
JAIF v Bla, EXBZAT IRV REOEL MY T, RE G IR O =7 ) A7 F 2 Bla KB LR
L ICELCH EENRDOLINT. A EENRDLNTAEDS L, ik R EEE 2= A E A IR oy ~n
=T PR IEAFEAEIC IO EI R DR F AR B, Wtk o 5 FE R 35 I E O B O k8
AIEER D= )22 F L Bla RO LR T IREN RO F AR L7, BILEOME FLos A s
BN IO LS, Ee, EILEOIE FORLIGIE EOIROHNRTN M, X ik 4 £
LA 21752 L L LT,
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K5 AHIRIEORES

- ) 2b) I (& fer 7T 42\ )
B AR i (éujjg[jliﬁg) @léij EIES (5(1;3%%)%1&)

TNAF L Bla 400 96.0 95.5

A~V RATF 2 Bla 400 94.7 91.7

A U‘/)W?"/Bla 400 89.3 102.1
a7/ 400 84.2 79.7

o=l 7 IR 400 96.8 90.4

ELRV T 223" 88.2 103.6

ELRT 1777 99.6 102.7

TNAZFBla 400 100.2 99.5

A~V RATF L Bla 400 102.8 102.3

_— =7V /A7 FBla 400 83.5 92.3
R A IER a7 400 103.0 96.8
ERE= LT R R 400 110.9 100.4

ELRV T 223" 89.8 103.1

ELR T 177" 97.3 88.0

a) ELRIAIE LRI T - T OA EELT400 pg/kgfH Y SN
b) n=3DF-HEN[L

6) Yh)YIRADIEE

IR D Z B [ 25 AR S MR BE (3 FEFH) B ONBCIRAE A IEE (2 FiEH) & W, ARIEIC RO L7230 S I
% 5 uL, LC/MS/MS (ZiEAL, E&E T AL —/OF WEMRLI-EZA, PiEY —7X580 Lo
7.

KRR IEA 100 ng/mL & A T HIEHER (ELV RSB L TUIE LRI T - T O& EELT100 ng/mL) &, {8
W OGERE R 2= A NEE R IR E A IEEHI B L T 2.5) I20EW IS U723 I 2 45 2 3R 28 100 ng/mL
Y (EVRACBELTIEEL R T - T OAEEL T 100 ng/mL FH 2 &) DR 127225 KO IR HE R A2 TN
LT e 2 L~ Ny 7 A R D4 SR B O I K - RGN RO F DR AAT 72, fi kA2 R 6 1TRL
7.

TEAER L, BT RO I R 2 N USRS BV T, B R 3RIZ OV T Welch @ ¢ UEZ A 5 K U

5 % TITo72L2A, RO FIER = AES L CIEA B Z2ITRO LR T20, R E S IEE o
TRAIF v Bla, A~UVAZF > Bla, T7V/A7F 2 Bla L OE_a= L7 " R TIEIA B ENROLN
7o ZAUTIRR O FRE R 25 A IR EHT R THROIRE S IR BHI B |, 23, YA, IR EOE A &
INZ N, FEISREHATK T O~ R o7 A LD RN ENT R THDHEE LN,

725, RN R OEIGITE %/ NINE DO THYE BEICEEL KT T L TP RN EE 2, FER2D
A REAEIC LD~ Ny 7 ZAD B O [l E & TR - T IROBAGR EREECH L7290, 23t R4
W 2 T2 BHAIR O BB IS ) D E B T Dl oT.
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el

F6 WK U R DA BED e

TSA7FBla 100 101.4 105.3
A~V A7FBla 100 100.4 104.0
7Y 275 Bla 100 101.0 103.1
REE=RESER o . 100 105.4 106.3
Ea= /L7 R LR 100 104.6 108.1
ELR> T 567 58.6 60.4
ELRT 44 45.4 45.4
FNAYFBla 100 101.4 106.4
AL A F 2 Bla 100 100.4 107.7
N — =7 U\/)‘ﬁ?"/Bla 100 101.0 106.7
aF 100 105.4 107.7
B _Ro= /L7 EIR 100 104.6 110.7
ELRU T 567 58.6 61.4
ELR T 447 45.4 46.4

a) ELNAIEL N> 1 - L O4 meL 100 ng/mL
b) n =30 FHIEIL
¢) AR I AR ER 2 RN L 726 D

7)  Ehn[E IR AL ER

AR OFFER 2 HE A LR (3 ) K OVRIRE S IEEE (2 fiE) 12, K REELTENZR 400 KT
4,000 pg/kg F2Y4 & (ELRACEL TEIE LR T - DA 8EL T 400 pg/kg £77213 4,000 pg/kg K24 &)
WL, RIECHEST 3 ST 21TV, SO ORI R, 8 U (g 22 5 O T o 158 U ffF 2
ZFRTIORLUTC. & BRIEOFEE AT EIL 77.0~107.9 %, ZAHOMHE (R 2 (RSD) (X 0.1~9.1 % T
BV, BT BIEE K OO TR EE 3 S o7z,

72E, IRAREER B O I E GRER T O IRIR O FZEER 25 HE & IBEHZ 35175 SRM /e~ 7
LDO—flEX] 2 (TR,
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E AR AN EINGE: S
. e whEY EfrEa EYERE DT e 22
HEH’%@ %1% (ug/kg) (%) <%) <%)
T \AFBla 400 98.6 8.7 88
4000 91.8 4.0 44
LRV AIF U Bla 400 97.3 6.6 6.8
4000 96.1 14 14
=Y AT Bla 400 96.1 0.9 1.0
4000 88.1 33 3.7
a7 400 90.7 0.4 0.4
FRER = AR 4000 915 27 3.0
SR S 400 953 13 13
4000 104.5 3.0 2.9
EL 1 223" 99.1 0.7 0.7
2233Y 88.9 25 2.8
LRI 177" 939 1.0 1.0
1767 89.9 0.7 0.8
TNAFBla 400 87.9 42 48
4000 90.2 24 2.6
LRV AIFBla 400 875 79 9.1
4000 92.8 2.0 22
7Y ) AYF > Bla 400 92.6 4.0 44
4000 85.9 35 4.1
oy 400 89.8 56 6.3
FRER =R E R 4000 88.4 19 21
[SENCEVI A SN 400 96.2 24 25
4000 100.5 2.7 2.7
e T 223" 97.3 54 55
2233" 85.9 4.0 4.6
ELh T 177" 95.7 43 45
1767” 88.8 12 1.3
T NA7F 2 Bla 400 98.8 45 46
4000 93.6 2.8 3.0
A~ AYF U Bla 400 90.1 33 3.7
4000 1023 33 32
7Y ) AYF 2 Bla 400 89.6 1.6 1.7
4000 94.1 0.1 0.1
nF 400 86.5 13 15
FIEE = AR 4000 97.2 0.9 0.9
[SENCEVI A SN 400 91.4 1.9 2.0
4000 98.2 2.0 2.0
EL 1 223" 90.0 13 14
2233" 2.5 1.8 2.0
ELh T 177" 90.0 3.6 4.0
1767" 942 0.8 0.9
T \AFBla 400 932 3.0 3.2
4000 100.9 3.0 3.0
ARV AIF U Bla 400 97.4 23 24
4000 98.4 12 12
7Y AT Bla 400 943 24 2.6
4000 9.5 0.7 0.7
TR A AR a7y 400 85.6 47 55
4000 96.5 0.7 0.7
S S 400 96.8 1.6 1.7
4000 99.1 0.8 0.9
ELh 1 223" 90.4 2.7 3.0
2233" 97.9 1.6 1.6
LRI 177" 93.8 3.5 38
1767 96.9 1.1 1.1
TNAF 2 Bla 400 98.7 15 15
4000 89.2 0.5 0.5
LRV AIF U Bla 400 1032 2.8 2.7
4000 84.5 34 4.0
7Y ) AYFBla 400 87.2 0.8 0.9
4000 84.6 2.0 24
) oy 400 103.4 4.6 45
R & AL 4000 90.2 20 22
[SENCEVI A SN 400 107.9 1.8 1.6
4000 100.8 33 33
e T 223" 90.7 2.8 3.1
2233" 77.0 6.8 838
ELh T 177" 995 3.7 3.7
1767” 82.3 3.7 4.5

a) ELNUEELRNC T - TOEEELT400 png/kefl S B2 RN
b) ELRATE LRI T - T D& EELT4000 pg/kgtl X4 B2 RN

o) n=3DTHEILE
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(A) (B)

Peak No.

! ﬂ |

[@)}
Intensity / arb.units

Retention Time / min 200 Retention Time / min 20

(=]

Peak No.1: 7/3A7F > Bla
No.2: AL AZF > Bla
No.3: =7V /A7F > Bla
No.4: v7r /v
No.5: B_Ro=)L 7K
No.6: EL R T
No.7: LR TT

2 IRINENGRER T B 7z SRM Za~ 7 7 A0 —1f
(A) TRAIEAERR (£ 3L 1T 2,500 pg FHY &)
(ELRACBLTEE LRI T - T oA EELT 2,500 pg #1324 &)
(B) #UBHEIR (IR D F e 25 A A BEEE, 0B 400 pe/kg #7245 SE7N)
(ELRIACBELTEIE LRV T - T O & EEL T 400 pg/kg FH24 &)

8) EETRRUKRETIR

R 0 Z2 i [ 25 A A IR R e QWK A IR 2 WG, ikt h o & BRo G/ RELTERE
10 pgkg (ELRIAZBALTIEL R T - TTOAEELT 10 pg/kg) (272550 LT 7 SO THBR
EEML, & RIEOE R T IRE O FROMZBRBAIT 7o R a2 K 8-1 KUK 82 IR, &k
PRI (R 22) <10, 72, B FIRIT (BEHE(R 22) x2xt (n-1, 0.05) EL OREND DO T, KIEOER T
PR K OV Y BRI 10 pg/kg FREE KON 3 pg/kg FREE &HEE STz,
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#8-1 WIRDOFPEREZE A IR P OF IO E R FROME  (ug/kg)

3L GHBEY T EEEY EERE T FRY B TR
T RAZF L Bla 10 9.6 0.7 7 3
A~V AZFBla 10 9.6 0.4 4 1
TV I)AZFBla 10 9.9 0.3 3 1
=S 10 9.7 0.4 4 1
o= /L7 R 10 9.5 0.3 3 1
BRI 5.6 5.1 0.3 3 1
LR 4.4% 4.2 0.2 2 1

a) HEEOGHE

b) EVRIAIELRI T - T OA/EELTI0 pg/kgtH X &2 TN
c) TROHMTHRERD L E

d) EHERAZ<10

e) IEME(REx2xt(n-1,0.05)

7282 WRE G IR D& JEIED E & T RO (ng/kg)

EIEA S EY EYEREY EERZE T8 TEY B TFRY
TRAZFBla 10 10.6 0.6 6 2
AV AT Bla 10 10.7 0.5 5 2
T I ATFBla 10 10.6 0.5 5 2
=AY 10 9.0 0.5 5 2
ERo=,L 7 IR 10 9.3 0.2 2 1
LR T 5.6 4.6 0.4 4 2
LRI 4.4” 3.9 0.3 3 1

KMHFa) ~e) 133£8-12 51
4. F&EH

REALH D IR D — F 3 HTiEIC D 2 Y MEHERB DT ORI A TR LT1=L 2 A, IROFERET-.

1) O EVER O T2 FEOR R — oD ICBIL T, i - IR o% -y AL
FER, IR RIS AT WESY =N BT AL 20 mL, 7T 7 7 A M —R > —NH, &g h
—R)y T BT AT 25 mL 23 Y Tho7-.

2) E—JmifEEEmSE W TR EREIERLIZEZA, LRI TIE 0.0028~2.8 ng, BV T
0.0022~2.2 ng, B = L7 hFIR1Z 0.005~2.5 ng, TH LA D% EERIT 0.005~5 ng O PH TR
LTz,

3) 3 FEBOWROFEER 2= HE G IR O 2 OB E A IEEHZ DWW TARIEIZIE > T R IKO M)
T2 TR LT R, EBA E T I — 21377
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Simultaneous Determination of Agricultural Chemicals in Fluid Fertilizer by Liquid
Chromatography/Tandem Mass Spectrometry (LC/MS/MS)

Toshiharu YAGI', Masayuki YAMANISHI' and Yuji SHIRAT'
' Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department

An analytical method for simultaneous determination of agricultural chemicals (abamectin, ivermectin,
eprinomectin, rotenone, piperonylbutoxide and pyrethrin) in fluid fertilizer (fluid home garden-use mixed
fertilizer and fluid mixed fertilizer) by liquid chromatography electrospray ionization-tandem mass
spectrometry (LC/ESI-MS/MS) was developed. The fluid fertilizer that contains agricultural chemicals was
purified with macroporous diatomaceous earth cartridge column and graphite carbon/aminopropyl —
silanized silica gel column, and analyzed by LC/ESI-MS/MS. The LC separation was carried out on a C18
column using solvent gradient with formic acid ammonium solution (0.1 mmol/L) — formic acid solution (0.1
v/v%)[1+1] and formic acid acetonitrile solution (0.1 v/v%) as a mobile phase. The determination was
performed in selected reaction monitoring (SRM) mode. As a result of 3 replicate analysis of 5 fertilizer
samples (2 kinds of fluid mixed fertilizer and 3 kinds of fluid home garden-use mixed fertilizer) spiked with
each agricultural chemicals at 400 and 4000 pg/kg, the mean recoveries and the relative standard deviations
(RSD) were 77.0~107.9 % and 0.1~9.1 %, respectively. On the basis of 7 replicate measurements of spiked
samples, the LOQ values were 10 pg/kg in the fluid home garden-use mixed fertilizer and fluid mixed
fertilizer. Those results indicated that the developed method was valid for the determination of six kinds of

agricultural chemicals.

Key words agricultural chemicals, fluid home garden-use mixed fertilizer, fluid mixed fertilizer,

simultaneous determination, liquid chromatography/tandem mass spectrometry (LC/MS/MS)

(Research Report of Fertilizer, 4, 36~48, 2011)



