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i ippy)  ED -(ppb) R H(ppb)
acephate 200 cis-chlordane 20 a-endosulfan 20
acetamiprid 50 trans-chlordane 20 B-endosulfan 20
alachlor 50 chloropropylate 300 endosulfan sulfate 50
aldicarb 50 chlorothalonil 20 endrin 20
aldicarb sulfone 50 chlorpyrifos 60 EPN 80
aldicarb sulfoxide 50 chlorpyrifos-methyl 60 esfenvalerate 100
aldrin 20 chlozolinate 25 ethion 60
allethrin 50 clothianidin 50 ethoprophos 60
alpha-cypermethrin 70 cyanofenphos 100 etrimfos 50
azinphos-methyl 100 cyazofamid 50 fenamiphos 60
azoxystrobin 50 cyfluthrin 80 fenarimol 70
o-BHC 20 cyhalothrin 50 fenazaquin 50
B-BHC 20 cypermethrin 200 fenitrothion 60
6-BHC 20 cyproconazole 50 fenobucarb 50
bendiocarb 50 2,4-D 50 fenpropathrin 80
benfluralin 60 0,p-DDD 50 fenpyroximate 50
benfuracarb 50 p,p-DDD 60 fensulfothion 100
bentazone 50 0,p-DDE 40 fenthion 100
bifenox 70 p.p'-DDE 20 fenvalerate 200
bifenthrin 80 0,p-DDT 50 fipronil 10
bitertanol 5 p,p-DDT 20 flazasulfuron 50
bromophos-ethyl 60 deltamethrin 80 flucythrinate 150
bromophos-methyl 100 demeton-s-methyl 60 flufenoxuron 50
bromopropylate 70 diazinon 60 flusilazole 50
bupirimate 200 dichlofluanid 50 flutolanil 50
butachlor 50 dichlorvos 60 flutriafol 50
butocarboxim 50 dicloran 60 fluvalinate 80
butralin 200 dicofol 100 folpet 360
captafol 25 dicrotophos 50 fonofos 60
captan 80 dieldrin 20 formothion 200
carbaryl 50 difenoconazole 420 halfenprox 50
carbendazim 50 diflubenzuron 50 haloxyfop-methyl 50
carbofuran 50 dimethoate 60 heptachlor 20
3-keto carbofuran 50 dimethomorph 50 heptachlor epoxide isomer A 20
3-OH carbofuran 50 diniconazole 80 heptachlor epoxide isomer B 20
carbophenothion 100 dinitramine 50 heptenophos 50
carbosulfan 50 diphenamid 50 hexachlorobenzene 20
chinomethionat 60 disulfoton 60 hexaconazole 70
chlorfenapyr 25 ditalimfos 60 hexaflumuron 50
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chlorfluazuron 20 edifenphos 50 hexythiazox 50
imibenconazole 50 omethoate 200 pyraclofos 100
imidacloprid 50 oxadiazon 50 pyrazophos 100
indoxacarb 50 oxamyl 50 pyridaben 360
iprobenfos 60 oxycarboxine 50 pyridaphenthion 100
iprodione 100 oxythlordane 20 pyrifenox 80
isazofos 50 paclobutrazol 50 pyriproxyfen 50
isofenphos 50 parathion-ethyl 60 pyroquilon 50
isoprocarb 50 parathion- methyl 60 quinalphos 60
isoprothiolane 100 penconazole 60 quintozene (PCNB) 20
isoxathion 100 pencycuron 50 quizalofop-ethyl 50
kresoxim-methyl 50 pendimethalin 50 salithion 60
lindane 20 pentachloroanline 20 tebuconazole 50
lufenuron 50 ls\i[lle};}}ll?cli g) entachlorophenyl 20 teflubenzuron 50
malathion 80 permethrin 500 terbufos 60
mefenacet 50 phenthoate 60 tetraconazole 50
mephosfolan 100 phorate 60 tetradifon 50
mepronil 50 phosalone 100 tetramethrin 50
methacrifos 60 phosmet 100 thiabendazole 50
methamidophos 60 phosphamidon 100 thiamethoxam 50
methidathion 60 pirimicarb 50 thiobencarb 50
methiocarb 50 pirimiphos-ethyl 60 thiodicarb 50
methomyl 50 pirimiphos-methyl 60 triadimefon 70
metolachlor 50 pretilachlor 300 triadimenol 50
metolcarb 50 prochloraz 200 triazophos 100
metribuzin 50 procymidone 360 trichlorfon 100
mevinphos 60 profenophos 100 trifloxystrobin 50
mirex 80 promecarb 50 triflumizole 50
molinate 50 propanil 50 trifluralin 60
monocrotophos 60 propaphos 50 vamidothion 400
myclobutanil 150 propiconazole 50 vinclozolin 40
napropamide 50 propoxur 50 XMC 50
nuarimol 50 prothiofos 60

PRI (GC/ECD) ~ Jadf e B/ TR i
FFOL T (ITHIES (GC/PFPD) ~ S ARt AT BR(GC/
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Rhizoma) ~ #4125 (’[|¥1)(Chuanxiong
Rhizoma) ~ FIE1(Glycyrrhizae Radix) ~ !

Zy(Paeoniae Alba Radix) ~ & H*HF '1(Rehmanniae
Radix) ~ JHFF]=" (Cassiae Semen) ~ % (7
% )(Jujubae Fructus) ~ 7 FI‘, [~ (Armeniacae

R4y (Poria) ~ [l & (Citri

Reticulatae Pericarpium) ~ :F'ﬂﬁ(Astragali

Radix)“%ﬂ’ﬁlﬁ}(Angelicae Sinensis Radix) 127
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1. ?JEUEE(SA ﬁl %9 cm* 11 cm) ~ "mﬁ’?]qﬁ%
~ J15 (500 mL) ~ ARV~ S5k
(500 mL) ~ £ Z AL 250 mL) ~
P0.22 pm*0.45 pm > Nylonff®T) ~ [
TR Fi(300 mL* 500 mL) ﬁ/f’&%ﬁl'ﬁ'—ﬁ' ElY
[F1(500 mg/6 mL) ~ $74#5(250 mL) «
2. i’ﬁﬁﬁéj{%f?f (Rotary evaporator) °
3. T (Blender) ©
4. B fE#S(Grinder)
CEE
L S ARt BRI = IR (GC/ECD)
(Varian 3600CX) °
2. AP E A ’f"fﬁ% & [ERH R (GC/
PFPD)(Varian 3600CX) «

Amarum Semen) *

-

3. wﬁ'F@T’T@’TF B (GC/MS)(Agilent
Technologies 5975) -
4, E }f?’ &ﬁ”@%ﬁﬁ%ﬁ@? F(LC/MS/MS)
(Waters Quattro Premier XE)
=T
(AR 09
i}{%’ﬁi%#ﬁﬁ“’tﬁﬁm J105°C iz 1 'J\E\JJ? » K
HIZJ?%%E'PJWHJ K FE?' i o HV’IH’??E‘%”#S g fF'['
j}{\‘ulj\{lfjg{ -/ F85; E,iﬁH[ , *HPE El jj{\%j,i;g
TII0SCHZRS | HTHZBRES he)  PR
be 8105 C iz » J[S[sﬂl Eﬁ%ﬁfgw
@ fuj S l/i’ﬁﬁg[ﬁ[fj %iﬁ_}O.ZS%
,n’bLF’ FLEL R Véé%;’rﬂdﬁ?%iiﬁéiﬁéfl
e
T
U BB 950 mg > REFEFAL > 15050
mL A B> 1T VR AR g
l%’ﬁ?f@“l’* "ﬁ%%%ﬁﬁl}’?é@ [ AR
e -
(el F#EERE
1. # 3
**ff’ﬁﬁ%ﬁ%’ﬁﬁ'lo g fF'[' Rk ﬁé%#ﬁ > 1740
mLiﬁi = ?@ 1105764 » \JEFHOO mL >
PIISRTESESRTL O 88 0 B 7] AT RS 3
SR > )T RS > 2 e
Bl HFIJUF'\}2OO mL ° FV50 mLF ™
SIS o IpBEF B f“‘ﬁiﬁ’%\’&lo mL T
RSO mL > JpL =« FI'] 2 ghF'“é‘aSO mLf{'
R Hf"é - E‘F"’?ﬂ@’ VIfE A
)[ﬁ IRl o SR ERGEAT40°C ?’ﬁ LAY
f>:wm’%?%ﬂn:u%@ﬁﬁwgﬁ
210 mL » J[JEFH E‘V([Tz TVFHIVR2 mL
B2 BIZHE) TR mL > 5
Fifk(I) > I JGC/PFPD[E}EH PIIVE TVik2
mLI"| Zugi v = Bz B P gl S mL >
720.22 umi’EL[lel VA B AR (D) » JLC/
MS/MS (Rl -
2.8 ("
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acephate cyproconazole halfenprox parathion- methyl
acetamiprid 2,4-D haloxyfop-methyl penconazole
alachlor o,p-DDD heptachlor pencycuron
aldicarb p.p-DDD heptenophos pentachloroanline
aldicarb sulfone o,p-DDE hexachlorobenzene Isllljglll};(ljg entachlorophenyl
aldicarb sulfoxide p.p'-DDE hexaconazole phenthoate
aldrin 0,p-DDT hexaflumuron phosalone
allethrin p,p'-DDT hexythiazox phosmet
alpha-cypermethrin deltamethrin imibenconazole phosphamidon
azoxystrobin demeton-s-methyl  imidacloprid pirimicarb
a-BHC dichlofluanid indoxacarb pirimiphos-ethyl
B-BHC dicloran iprodione pirimiphos-methyl
5-BHC dicrotophos isazofos prochloraz
bendiocarb dieldrin isofenphos procymidone
benfuracarb difenoconazole isoprocarb profenophos

Dr. Ehrenstorfer  bentazone dimethoate isoprothiolane promecarb
bifenthrin dimethomorph kresoxim-methyl propanil
bromophos-ethyl diniconazole lindane propaphos
bromophos-methyl diphenamid lufenuron propiconazole
bupirimate disulfoton malathion propoxur
butachlor edifenphos mefenacet prothiofos
butocarboxim a-endosulfan mepronil pyraclofos
captafol B-endosulfan methacrifos pyridaphenthion
captan EPN methamidophos pyriproxyfen
carbaryl esfenvalerate methidathion quinalphos
carbendazim ethoprophos methiocarb quintozene (PCNB)
carbofuran fenarimol methomyl quizalofop-ethyl
3-keto carbofuran fenazaquin metolachlor tebuconazole
3-OH carbofuran fenitrothion metolcarb teflubenzuron
carbophenothion fenobucarb metribuzin terbufos
carbosulfan fenpropathrin mevinphos tetraconazole
chinomethionat fenpyroximate mirex tetradifon
chlorfenapyr fenthion molinate tetramethrin
cis-chlordane fipronil monocrotophos thiabendazole
trans-chlordane flazasulfuron myclobutanil thiobencarb
chloropropylate flucythrinate napropamide thiodicarb
chlorothalonil flufenoxuron nuarimol triadimefon
chlorpyrifos flusilazole omethoate triazophos
chlozolinate flutolanil oxadiazon trichlorfon
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Hew Bt 70
clothianidin flutriafol oxamyl trifloxystrobin
cyanofenphos fluvalinate oxycarboxine triflumizole
cyazofamid folpet oxythlordane vamidothion
cyfluthrin fonofos paclobutrazol vinclozolin
cyhalothrin formothion parathion-ethyl
azinphos-methyl diazinon etrimfos permethrin
benfluralin dichlorvos fenamiphos phorate
bifenox dicofol fensulfothion pretilachlor
bitertanol diflubenzuron fenvalerate pyrazophos
. . bromopropylate dinitramine heptachlor epoxide isomer A pyridaben

Sigma-Aldrich ) o o .
butralin ditalimfos heptachlor epoxide isomer B pyrifenox
chlorfluazuron endosulfan sulfate iprobenfos pyroquilon
chlorpyrifos-methyl  endrin mephosfolan thiamethoxam
cypermethrin ethion pendimethalin triadimenol
trifluralin

Wako isoxathion salithion XMC

I JUik2 mL o 3= A e 15R10
mLYEREAY TR GRS SV - e -
FIFITe 158 2 2 R FIGEG < 7, w10
ML VP RS i S B
[t BIRGRp S o 1) e
%5 mL » AR - 1] GC/ECD ]

7o

()55 AR

1.

2.

ME'FWTI* [l ?ﬁﬂé’mﬁuﬁg (GC/ECD)
(L) DB 608=" A= » 0.83 pm > 7]
#0.53 mm x 30 m

(2){fEI % © ECD-Ni63

(3)77 k%
a=5Es £ 250C
b. [ERHIES /T Rkl 300°C
TR - EEIEE 180T ;rsjk,%*

6 minix > I'J10°C/minF| If} gh & =
280°C » #§#19.5 min

(A= FFFEAS © 1 pL

(S)EN = FEA + 2

K AT B TR 6

PFPD)

-7’? ) 15 mL/min

R R I (GO

(17 DB-608= A 1IPF: > 0.83 pm » ']
#0.53 mm x 30 m
(2)[{RFIEs © PFPD
(3)73 A%
ai= Py - 250C
b. (FRRIHS /T Rk 1 3007C
c. g*fr’TFh FL ’élﬂ; W 170°C - Ffa1
min& > ) 10°C/min#| gl 3 =
230C - ﬁ?@l miniz > F]I'J10°C/min#|
W= =260C > }‘?ﬁﬁE@ minix o &%
FJ10°C fminF| JEh 5= =270°C
(40 PR 2 2 pL
(5)&h f’q’ﬁ,%?‘?f D F% > 10 mL/min

3. %‘ﬁ[F@f’T i F(GC/MS)

gﬁ”F’T’Fh DB-5MS > 0.5 pm > [*|#0.25
mm x 30 m

(2)75 FrlE
a iz 4 250°C

b. (FRRIHS /T Rk 3007C

cRFITEE © SR TOC « 2
min? > I']25°C /minF[JE =R = 130°C »
FINJ2°C/minF| i = 140°C » =



{lE NGk S

I'125°C /min+] J§ ﬁ} =300C > ilf*ﬁ?
10.2 min
(30 ~«H’§§‘¥T 3uL
4)@&:#?5‘% Zv3%¢ > 0.9 mL/min
4. fFspEAfe f FF' 25, (LC/MS/MS)
1)@*7F’?Fh UPLC T3 » 1.8 um o> [']#E2.1 x

100 mm
2SR T AT
Vg 55 M
a.%éﬁﬁl??ﬁﬁz A
VPS50 mL¥ 450 mLiEL 7 i o
*IEPESH0.19 g o TR IS T
?J%iq%ll}'_ﬂﬂ ’ t’V?’ELf&[‘ﬁH%E{,ﬁ[ FL?JQ kA

b~%F‘}Jﬁ[¥g‘,?§B
ZVPITH450 mL¥E-50 mLyL £ % -
B! Eﬁf’&%@o 19g> i?\\’ﬁjlﬁﬁﬂ’,gﬁi 24t T
VG » VIR SV B

eV IR fF
[ [#)(min) A (%) B (%)
00.00 - 00.50 95 5
00.50 - 05.00 30 70
05.00 - 15.50 1 99
15.50 - 17.50 95 5

d.yfifl © 0.4 mL/min

(3 iié}j‘?ﬂ%‘f :7uL

(4)== F1Ers Fh FEYCapillart voltage) : 3.0 kV

(B)HES" {’Fu}_ 7 (Ton source temperature) :
12°C

(@2?{&%}@’%*@@@(Desolvation temperature) :
450°C

(7)%%%;’??%%@@0% gas flow) : 50 L/h
3?»<ﬁ§"jcﬁﬁﬁ,’f\hﬁ(Desolvation flow) : 900 L/h

(i
1. EE

ﬁ%’ﬁ‘ﬂﬂjﬁ' JGC/ECD ~ GC/PFPD ~ GC/MS*

LC/MS/MS:E i 55 77 » Iﬂ%ﬁﬁfﬁ%ﬁf*iﬁffz

BT i P I/;t““ﬁﬂgajrf FF' qﬁlbﬁltﬂ%

%@M%wvo
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SRS GC/MS LC/MS/MS
(% of base peak)  VAFEIE VAR
>50 +10% +20%
>20-50 +15% +25%
>10-20 +20% +30%
=10 +50% +50%

2. LE

(1)@;%%{1?0%‘[‘3&’]1‘“%?: % > I'JGC/ECD ~ GC/
PFPD K LC/MS/MS IV fYE IS5 RS -

(2)F B 1 I 7, AR v s SR i
[ P > RS e SR
T o R YRR TSR ER |
P'” ‘“fE‘T ENTINELE
ﬁﬁ‘?ﬂfli N ﬁi'r(ug/g) =CxFxV/

W

C: p[ﬁ&%i@{%ﬁhqﬁd\r@ﬁ%ﬁzﬂ F'
g6 V2% (ng/mL)
PR
V: ﬁﬁi‘ﬁf‘%’éd&?"?ﬂﬁ?(mm
W o SV TR B
Y &%72?1%% i Nﬁ*ﬁi‘ﬂiﬁ%ﬁgp
N}mgwaﬁ B -
AT
LJﬁPm#ﬁ%%Fﬁﬂﬁ 3t 1
Bt~ HF R B F IR 3 0F
PR TR AT ﬁa?ﬁ'f" IR R
-
& i
P SR R > HIR T AL
P RO -
S #71R
PRI TER PR - 1=~ (G5HaT
BV BB IR TR
S PR SR -
) ;LLE B T—\\u[[[ﬂiqsr
FES E'}'Z“’ E“f‘%iﬁ#[ » TR eyper-
methrin ~ fenvalerate  permethrin ~ ethion -
parathion-ethyl - profenophos ~ carbaryl -

carbendazim ~ carbofuran ~ methomyl &
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AffBErPES g 5

TR T T B R
e Efi,ié@ R

ug/mL

aldrin 0.02  0.0253 0.0155 0.0237 0.0171
a-BHC 0.02  0.0281 0.0143 0.0258 0.0166
y-BHC 0.02  0.0237 0.0153 0.0223  0.0167
cis-chlordane 0.02  0.0238 0.0161 0.0225 0.0173
p.p’-DDE 0.02  0.0245 0.0165 0.0232 0.0178
o,p’-DDD 0.05  0.0609 0.0385 0.0571 0.0422
p,p’-DDD 0.06  0.0734 0.0447 0.0686  0.0495
heptachlor 0.02  0.0229 0.0149 0.0216 0.0162
heptachlor epoxide 0.02  0.0228 0.0163 0.0217 0.0174
quintozene 0.02  0.0281 0.0143 0.0258 0.0166
pentachloroaniline 0.02  0.0269 0.0154 0.0250 0.0173

thiabendazolef& ¥ If”{[j?ﬁrg( ﬁ fEa v Fﬁ#‘i?ﬁmé
HLINR) ImL s (R~ (S)HETHER IV -
Fy D AR YE SRR L o B I

T F'Hﬂ B (il i‘pym%o
o P Hise S
we e BROFIOTROTR
(ng/mL) %
cypermethrin 0.3 127.15 80.65 119.40 88.40
fenvalerate 0.3 126.07 77.89 118.04 85.92
permethrin 0.3 129.00 80.06 120.85 8822
ethion 0.3 12597 8531 119.19 92.08
parathion-ethyl 03 122,56 84.14 116.16 90.54
profenophos 0.3 121.97 86.52 116.06 92.43
carbaryl 0.1 136.65 66.33 12493 78.05
carbendazim 0.1 119.16 67.98 110.63 76.51
carbofuran 0.1 129.74 68.97 119.61 79.10
methomyl 0.1 12548 69.50 116.15 78.83
thiabendazole 0.1 120.05 7791 113.03 84.94
S.EIwIPT
B PSSR T S AT
%ﬁ@ﬁ?@ﬂW’.&%VWﬂaE

Fwﬁm@m?&*ﬂFH[

6. SR I
5120 B B L 5
,#ﬁ{ JD llqr ﬁ%?ﬁly JD llqri ;FEM*EH,.,g\
TR o H I E60-140% © 5 il
f [?ﬁﬁﬁff “[ipermethrin ~ ethion - parathion-
ethyl ~ profenophos (0.3 pg/mL)* carbofuran
(0.1 pg/mL)ELFERTHE AL mL > A2

%1 Ik ?Tﬁﬁﬂ i BBL %%r?l - BSL
%
cypermethrin 11.11 8.54
fenvalerate 10.98 8.42
Permethrin 958 740
ethion 13.44 10.37
parathion-ethyl 10.58 8.27
_profenophos 1247 939
carbaryl 17.94 13.80
carbendazim 16.40 12.61
carbofuran 14.24 11.05
methomyl 13.48 10.49
thiabendazole 17.38 13.36

COAT IR -
7.

S fHE Y20 AR > 2V EH AR
S0 MR hE Y R A
AR < SRRRAE R HISHEAR (2 1 CV)
U RV BRI AR A

WYL ﬁE”?ﬂﬁﬁﬁiﬁﬂﬁ
[ o
Wi Epm)  CVEFI%)

1 10

0.1 20

0.01 50

A5 R B G

— » B IR ERERE

T+ FE BB 2 lﬁ%lﬁ' Hliﬁ‘\q"(F |
s Al =S~ T 3B E 88 AfflFIE7E @
I? R = ,*:rvgafg 53 BB R BT =
W‘S‘ﬁfg@ YR ED e 995 R AR [Ee - F1B5(] ?') :
JEIE" : El“g AR P NRGTR)
M5 PR3 UL B R lzfgrll;ﬁﬁﬁﬁ
20|’5F irL240|'qc1a%§@ Fidﬁ’,@ﬂ96/%mh%%’
(ERE U o p U Ft R I E = F%fJI'T'TUHI
%m&gg@‘r RERNTIE S U < i SR R T
EI RL20fF % - PII=fl i3 R R RL

» B A ARG R
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A AR 1278 e VS R - T
P )S 1454.57-17.79% - Eiw\”%‘ﬁg[;’yz]ﬁt[@ .

e 7 TF L 1@’?‘7 ﬁﬁl TRE AR L
&F)JP\[FA J{E‘-{ %j' 5&4/%5‘5 ?‘Ff\l r[E-' ﬁ%gfﬁﬁﬁﬁ
ﬂ*?%ﬂﬂﬁW%ﬁ&ﬁvﬁa AR

\L'pﬂ\fl}ﬁﬁ[iﬁ‘/u ’ffﬂt‘é'ﬁ” LIZGRC A
ES ’E,I‘Eﬁﬁ V4

= - ERIERmEE

S W$HW&$%%ﬁ%3?ﬁ
dFE o AEER VEREE S E,I |7F*E'F1CNS 13570-14
ISR 12— SERFIRED™
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Survey on Organochlorine Pesticide Residues in Raw
Materials of Traditional Chinese Medicines (VIl)

YA-HUI HSU, YI-HUA CHEN, YI-CHU LIU AND CHI-FANG LO

Divison of Research and Analysis

ABSTRACT

The evaluation of pesticide residues in raw materials of traditional Chinese medicines (TCM) is
essential for the quality control of TCM. In this study, the contents of pesticides in 12 raw materials
of TCM, including as Dioscoreae Rhizoma, Chuanxiong Rhizoma, Glycyrrhizae Radix, Paeoniae
Alba Radix, Rehmanniae Radix, Cassiae Semen, Jujubae Fructus, Armeniacae Amarum Semen,
Poria, Citri Reticulatae Pericarpium, Astragali Radix and Angelicae Sinensis Radix, were investigated.
Twenty samples per raw material of TCM, totally 240 samples, were tested. The residues of 215
pesticides were analyzed by GC/ECD, GC/PFPD, GC/MS and LC/MS/MS. The result showed that the
organochlorine pesticide residues in all 240 samples complied with the limit. However, 14 samples
of Citri Reticulatae Pericarpium, 8 samples of Chuanxiong Rhizoma, 7 samples of Jujubae Fructus
contained pesticide residues. The results could be provided as the reference for the regulatory

authority.

Key words: traditional Chinese medicines, pesticide residue



