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*1 KRB SEARBTAENIFERT AL Rl

*2 KRB SEARAGEANTFERT B EAL A5

Determination of Indoxacarb and Fipronil in Oolong Tea Leaves
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e, ST ORKEIC L o TlLiEm — AR
EERHEH L CREEE~OBEAMEEZHET D Z &0
W25 E b TR S, WRRBRIEORG N LI L
EZz o,

KO BE - FRBREOBR TRIZ OV T,
tFE, DT A VEOTMER DL SN, D
B D 7 DEMAG DY FERRF I TS
20 @FEOMETIE, /T 774 FI—KL (GCB)
|ZF LTI N U b ) A
(PSA) #iJg 71 7 LD T GCB 7 7 A% @ik L7
BRERAHTHD EHESRTND Y, £/, &
T A VOBREIZIZV BTN T T MK B RN
AHTHHZERBHEENTHWS ), 22T, Zh
SO TREZMAEDLE -y —a U REFDA
REVDNLTEBLIOT 4 7o =L ORBRIEIZONT
Bt Lz,

ik

1.8

AV RXYT7 MP EEHES (FE 99.0%) F5 X
V7 ¢ 7o = )UREEE (MU 98.0%) (X FnYEHisE T
¥ (bR ARV, BEHEMNZ 1000 pg/mL 1272



X517 bTHEML, BRI E Lz, &I
WHIKE, AV RXY I ALTBIRNT 4 Ta=10
WRELN 5L (> FE¥¥ BT 1100 ug/mL, 7 «
Z'm =)L :20pg/mL) 12725 K HIIRA L, IREE
YR & LT, IRGARMERIRIEL. GC-MS 23 #r I
7k brin-~FH o (1i1) 2, LC-MS/MS 4t
AW AZ ) —nvaHWCHRLEZ, 72 =KV
N, TR Py nnFHUoBRIORAZ Y
—iE, FOEAIBE T (BR) SR8 R e A 2 i
M L7z, b b Y o s GREEERBH) | SR
B b U v A GREERIERERA) . U UmAkEZAY
v (FEfk) . UV UEETKRFEH Y A Rk | BE
7 rE=0 L (Ffk) BLOLCIMS A%/ —)L
WL AR T (BK) AR L7z, WMRKOE
FZAZ1E Millipore #1:8L Milli-Q & 27 L& L7,
WRAD T DX, A7 2Ty U by ) a7
JL (C18) #» 7 & (ENVI-18, 1000 mg, SUPELCO) .
GCB/7 X/ 7a v Uk U 7L (NH,) FE
J& 7% Z 2 (ENVI-Carb/NH,, 500/500 mg, SUPELCO) ,
GCB/PSA #iJg 77 7 2 (ENVI-CarblI/PSA. 500/500 mg.
SUPELCO). GCB # 7 & (ENVI-Carb, 500 mg.
SUPELCO) BX WU A7 N7 F 4 (InertSep Sl
1000 mg, ¥—xT A = % (KR) H) AL
7=

U URRREERIL. UV UBKFE WY U AB2Tg B
FOY R TKFEA Y U L3029 2EDED KK
500 mL (Z¥EfRE L KER{E T R U U A2 HWT pH %
7TO0ICFR#EL=%, KEMATLIL & LT,

2. 538
REHIA V RV IALTRBIO T 4 o= La2s
Fonry—nm U RKEE KBIFNTAT LT,

S B/EBLUMER

BE VA P —I% KINEMATICA #1454 Polytron
PT10-35, im.D /oM 13 A N2 TR (k) % Himac
CR20GIII Zffi ] L 7=, LC-MS/MS (% LC #B451c (]k)
EERIERT R Nexera % fif 2 72 AB SCIEX £
4000QTRAP % fifi ffl L 7=, GC-MS % Agilent £ 5973
inert systems 33 X O Thermo Fisher Scientific £1:4
Polaris-Q Z{f f L 7=,

-31-

4. DHEH

4.1 LC-MS/MS
[LC ]
77F 2 : ACQUITY UPLC HSS T3 (1.8 um; 2.1X100
mm ; Waters #£84) . 7L 1 Z L : ACQUITY UPLC HSS
T3 (1.8 pm; 2.1X5 mm ; Waters £-:8) | BEIFH (A) :
0.5mM FEEfET > & =7 LKIRIE, BEIHE (B) : 0.5
MM FEfR T VB = WA K ) — VIR, it 200
uL/min, 717 AEE : 50°C, AR :5uL, 77 ¥
(B%) : Omin (35%) —7-16min (95%) —
16-26min (35%)
[MS/MS 7]
A A AbT— K ESI, §MAT AR 500°C, HIE
E— R:MRM, A A AbL&EE: A > FXHTALT (+
4000V), 7 Fr =/ (-4500 V).
BLUOa)—Vagrapq ¥ — A U REXH DT

(m/z528/203,55V), 7 « 7' 1 =)L (m/lz —435/-330,
-22V)

T b

A= 4

4.2 GC-MS (NCI)
#1722 HP-5MSI (0.25 pum; 30 m < 0.25 mm; Agilent
8 | BT LREE :50°C (1 min) —25°C/min—125C

(0 min) —10°C/min—300°C (8.5 min) , V& A @ -
250°C, F T AT 7 —TF A RE 250°C, FEAR
IUL (A7 YV RV RA)  Fx U T HA AU T A (2
VAH Y v 7 r—_1.0mL/min) MS A 4 U IRIRE -
150°C., PUEMRIEEE : 150°C, A A 1bik : AL A
FAkE (NCD . RUGH A« A X HrE— R
SIM, =XV 7 A4Fy A REH DT (M
497). 7 47 ua =, (m/z366)

4.3 GC-MS (EI-SCAN)
717 2 VF-5MS (0.25 pm; 30 m X 0.25 mm; Agilent
8L . BT AIREE :60°C (1 min) —8C/min—280°C

(5min), FEALRE :250C, "I AT7 7 —TF A
VIRE 1 280°C, HEAE 1uL (A7YU v R L RA),
XY VT HA A~V UAL (aAZ L b7a—, 15
mL/min) . MS A A4 U JRIEE : 250°C, A A A1k -
El. A4 Ab&EE : 70eV, /3HrE— K : SCAN (m/z
45~550)

5 HERB DR



5.1 @Ba—FHARE
[ AT 3 K O]

WA RBRIE Y ICHEL THT o 72, B 5.00g &
HDEICIEMICPERE L, KK 20 mL 2z T 15
SyikE Lz, 272 b=k U 50mL ZA0% .
1 AT FTA X L7, m05HE (3000 rpm ;
1040) L. FiEEART T 2A2CEIR LT, @i
BENOEEMZTE =N L20mL Z M, 153
FARESTFA XL, AL, BoNToAIRE
o RiEEAaDLE, 7 b= M) AEIZ TEMIZ
100mL & L7z CHLBhH#) . WRICHAR R 20 mL %
v, AT Y 7410 g XOV0.5 mol/lL U FEfE
TB#Z 20 mL 202 T 10 pfilfR & 5 L7z, 30 4y fl ik
BLtk, 7 =MV vEEMKE LT,

[ 4]

i HA 2 38256 > T GCBINH, FEE I 7 A TF
LT, BRGZOBREWE T N vn-~F¥ 2 (1:
1) IZE LT, EMEIC 2 mLicL7zb D% GC-MS
MBI GUBF0.5 g/mL A1) & L7z, 72, i
X GC-MS (NCI) T{T»~7=, ¥£7=. LC-MS/MS 53 #r
IZ2WTIX, GC-MS FRBAIK 0.2 mL % IEfEIZEREL
LTEFERIM FTHEEL, AFZ /,—103mLB L]
FERLK 0.7 mL % EREICHN 2 T LC-MS/IMS i BRik
L7 GREFO.L g/mL FH2Y),

5.2 HERERZE

BEFNEZ X 112 LT,
[, HEAT I K OMEAK]

RRLOEE — A RBRE & R OBEIC LV R
157,

[H5 8]
1. C18 7 A7 h=FYU 10 mL ZiEA
L. MHKIZE T, oA T A L TELNE
R eEEEZFEALZE, 72 =Y L5 mL T
DA D L ERWEH LT, JFETH T AIZIEALL,
BE K A 40°CLL T CliE L 72, H2[E 4 2 BRI 7
T h=RrU3 mLEMT, BEEREHL, b
L lml 2B LTRSS IR S8 7,
¥l 2 : GCB/PSA fliJg@ 7 7 A8 XX GCB 7 7 Al
TER=RrUM LT (3:1) 10 ML & FLEIE
AL, MEHEITHE T/, GCBIPSAFEE N 7 LD FHb
\ZGCB W 7 L& L, NFa—bv=FR—/ILF
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it

Uk} 5.00 g HRIR

FEHLK 20 mL, 15 4y #iE

T r=hUABOmML, REITA X145
4y BE (3000rpm, 10 4))
TER=RUL20mL, HFETSAX15
T h=htU100mL ESR CHEHHITR)
T - Wik

HLIH H i 20 mL $7ER

HAbF FY UL 109 . U ERREMENR 20 mL
&5 1045, 30 4riiE, AKEEEE (Mhibik)
Rl 1

C18 & 2 (1000 mg)

TEr=FULEmML

BIEERE, 7 b=k UL 3mL, BEFE 14,
il 2

GCB/PSA ##/8 77 7 2 (500/500 mg) + GCB % F 4 (500 mg)

kv 1mL

TERr=FUA/ Ly (3:1) 40mL

WIERE, 7 b 10 mL

BEBRE, 7T Fui~FYr (317) 5mL

WIERE, 7' boi~XP v (3:17) 4mL, HEERK 15
F5#d 3

U B HNTT 5 (1000 mg)

T R r~FH o (3:17) 20 mL

IR

T hvi~FY Ly (L1) 2mLESR (GC-MS HRAERK)

A% 7=l (3:7) (LC-MSIMS st BRiK)
Ly
M1 EABREDOFIE

ICRE L7, B 1 CHONEHRREEEEZEAL
7-#%. 7 bh=FrIU /b (3:1) 40mL ZiEA
L. &M% 40°CLLF T 1 mL LLFICi#ME L7,
ZhicT7E R 10 mL 12T 40°CLAFT1 mL
PUFICHME L, RICT & b > n-~F 4 (3:17) 5mL
Nz CRAME L. BLE T 2 ERNZ T & b oin-~F
v (317) 4mL ANz TEBEERS L, NERS %
Wi S,

KH 3: U BT AT M in-~FH
(3:17) 10 mL #{EA L, JHKITHE Tz, HHE 2
THELNT-RREEEEEALLE. 7& -~
¥ (3:17) 20 mL ZEA L, ¥R % 40°CLL



T 1 mL BLFICHEME L7z, RRXE FCRE L,
EMEZT® b rn-~FH% 2 (1:1) 2mL 20z T
GC-MS Mgk (GUEF 05 g/mL fHY) & L7=,
LC-MS/MS H#BRIK & 50 & RIERICFHEE L7,

6. IE R

LC-MS/MS 73 #7 Tl IRAIEER K 2 R K T 10
FIHM LT b DO ERERIHEH Lz, 1 FEH
HINTEIONT7 4 Tuo LoBREHROGKHIT. Fh
Z# 0.20~5.0 3 L 11 0.040~1.0 ng/mL & L. Fl%iE
JEIZHBNWTH SINIFLI0LL ETH D Z & Al Lz,
GC-MS 74T Tlk, = R U v 7 A RIEAREGIR & fil
ALz, =NV v 7 ARIMEERRIT, 4> R
HNTBIONT s o=l Ennwy —o
FRENSFIR U7 1 g/mL 824 ORRBRIE & IR AHE U
Wikw 1: 1 TR L7z, 4 V' RE B ILTEB LT
74 7R =V OREROFEIL, EhEi 1.0~10 B
L 1U'0.20~2.0ng/mL & L H&IRREIZBNTE SIN
T10LLETHDZ EEME LT,

1. 2%

S PESEAR L. IS T A A > REhL
TRIVT7 4T EENREN 0.01 5 X0 0.002
Mglg (2722 X 5 IZREHZ U L, 24 BRI T 4 R
TA NRENDE P NRBREFEm L=, $72%b
H, 5.00 gDy —a U EEILA V RXHF LT B X
W7 4 7 =)V&ZE4 010 35 L0V 0.020 pg/mL
GERAT b UIRIEZIEMEC 0.5 mL #ANL. 30
SERE L T L, BRTELNET —4
MOHEE JMTHRERSIOENEELRM L, 72
B BB, W — A REBRE T 24
X o TPMTH2 T3 B FEHE L S R aBRE T,
IHTHF LI K-> T, PHMT#2 T6 HFZEM L7,

(A) %N —FFakBRYE  (B) Sk BLikBR L
X2 GC-MS fikBriie (R 0.5 g/mL fHY)
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1. B RO

WA RRE C b v GC-MS HRRBRIRIZ 1X.
FHER M < FeR STz, 72 b 3k 0.5 g/mL
M2 D K97 brn-~FH v (1:1) Wik Tl
LA, EHETEAEZRET DL L BICHAILRE
MnZLRBb b (K2A), REHZ X - Tix, &8
BEWBRAZIT > CHOUWEDOWMNINER O H
ST, BB VERE L EBICKEN R WSE
GC-MS FHIZIE# L 0.5 g/mL #0224 0 #BRIE 2 V7=,
LC-MS/MS AakBai i, 306 0.1 o/mL #H241272 % &
INCAF ) — VB LOKTHB L7, YkaBRiRix
WA T, AAEM LR bR o7,

S BARBRIE TR 57z GC-MS AitBRi GRAEL 0.5
g/mL %) 13, A TH Y ARLED LR b
notz (K 2B),

BFEDOFREIZIL GCB/IPSAFEE B 7 LD FHIC
GCB /1 7 A% BMT 2 TEMNEHTH-T-,
GCB/PSA fiiJ@ 51 7 5D . Tid, BRI R A mEN
BAFT D0, MUZAaRILTEHO GCB 7 7 A THRE
SNtz, BEEGIL, ARREDNFEIZIGCB T L%
GCB/PSA fiifg 71 7 A D FHICIEM LT HE 1Tk D
HHhTHDHERELTND Y,

RO TR Z&TH B AaEmI I ERIK 5%
745, COBREBZEFIVI DIV T HCLD AT
A VIRETIENAD TH o=, KERBRIEDORR
RIZDUW T, GC-MS (EI-SCAN) THfr L= & Z A,
N7 2 A ICHYTHE =7 BEELTRBY, 20
R BHER SN (K 3),

Pop B —F R

X3 GC-MS (EI-SCAN)



%1 ZAMETHHR

B —FEAERIE W R EERE
LC-MS/MS GC-MS LC-MS/MS GC-MS
AVREHALT  T4TAZIL AVERYHLT T4TAZIL [ AVRFHHLT  T4TEZIL AURFHALT T4TBZL
HE(%) 80.4 86.9 81.9 84.1 82.9 81.1 78.8 77.6
BHTHRE (%) 3.9 43 4.5 41 8.1 6.5 6.2 43
ENFEE(%) 6.6 55 11.2 6.4 13.0 7.2 8.9 6.3
2. Z 4T 2) Kanrar, B., Mandal, S., and Bhattacharyya, A.
WE— A RBRIE S L Ok RARBRIE O 2 Y VR O S Validation and uncertainty analysis of a multiresidue
RERLE (£, method for 67 pesticides in made tea, tea infusion, and
WHEO 7 v~ b7 7 AMZBWT, BREIZONT spent leaves using ethyl acetate extraction and gas
ML 25— 138O LN hoTz, BE, JHMTH chromatography/mass spectrometry. J. AOAC Int., 93,
BB IOENFEICBW TS BEHEAwHZL TR, 411-424 (2010)
WTNOFIEIZBNTHA VY RF AL TBLOT « 3) mEHER, THESRT, &eIAE, HorliEE
T =V OREEEGYEOHEICEN TS 5 2 ThORY Ve KBIBLIE « R DI BRI —F oiTic B T DR
PEDR STz, EOME, BIRERERERE Y ¥ —Frk, 11,
/AR B IEL 1992~2010 4 D i AZS H O 5L R T HE 102-108 (2010)
ZED Lo, 116 BED 5 B 3 BRI H (R 4) FRJIEN, B, BIEER, R ARE, MEE—
WO LI, ZD B 2 BN —REETORIBTH - BB - ARG A A (SFE) B3 X NGC-MS Ik %
mEHELTWS D, K ORBEEIE—F oEORE, B HAETFHES,
ZOZ N —HEETOBEEMELHETE D HIE 53, 139-145 (2012)
FEETHDLIEEZOND, —HEEDL DI NITENLL 5) HEEERE, AT, MHY 27 : LC-MS/MS 2 X
TOWRETOREREFGMEOHEIZBNT, KiItor DREAR TR OB RIE-FRBE, AARRMMEE T
fh e L CEaFE, T oA VEOLBEORMER T 256,19, 104-110 (2012)
EleZ Db, WMBRIKORR TR ZEEIIT O LEN 6) Pang, G.F., Fan, C.L., Chang, Q.Y., Li, Y., Kang, J.,
b5, WEABIEZTINAGOFE, V7oA FEORE Wang, W.W., Cao, J., Zhao, Y.B., Li, N., Li, Z.Y., et
AT ISERDIVTI Y | TSR~ DRI 72 D al. High-throughput analytical techniques for
FRRH D, multiresidue, multiclass determination of 653
N6 s, WERBEZAS  REY LT pesticides and chemical pollutants in tea--Part IlI:
BLO7 4 e = VA DORIEIZONTE, — AL Evaluation of the cleanup efficiency of an SPE
& BN AVLLT O T o B A M ) E | i cartridge newly developed for multiresidues in tea. J.
FRETH D EHEINS, AOAC Int. 96, 887-896 (2013)
7)  NRRERAC, KREEGETS, AATEREZE, SERE, KT

SRR
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3 CHDHWEOFBRIEICHOWTY [ERK 174 11 A
29 ARZEHE 1129002
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[, B OERS o dEAKS TR O 7R R R SK 9B (1992
4 A ~2010 4 3 ), BinfEsHEEs, 54,
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