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Houtongling Preparations
ZHANG Mei' ,DONG Wenjing' ,WANG Rong',ZHANG Yao’,YANG Jianxing’ ,LI Zhi’,WU Shaotao’,MA Guijuan’,TIAN Yu',WANG Qing’
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and Research Institute,Yinchuan,Ningxia,China  750000; 3. Ningxia Medical University,Yinchuan,Ningxia,China 750004 )
Abstract: Objective
and Houtongling Granules. Methods

To determine the heavy metals, harmful elements and prohibited — pesticide residues in Houtongling Tablets
The contents of lead, cadmium, arsenic, copper and calcium in the Houtongling preparations
were determined by the inductively coupled plasma — mass spectrometry (ICP — MS) method. The content of mercury in the
preparations was determined by the atomic fluorescence spectrometry (AFS) method. The residues of 33 prohibited pesticides in the
preparations were determined by the gas chromatography — tandem mass spectrometry (GC — MS/ MS) and liquid chromatography —
tandem mass spectrometry (LC — MS/ MS) methods. Results Lead, arsenic, cadmium, copper, mercury and calcium were all detected
in the Houtongling Tablets and Houtongling Granules, while 33 prohibited pesticides were all not detected in the above
preparations. Conclusion The contents of heavy metals and harmful elements in Houtongling Tablets are all within the safe limits,
while the content of mercury in some batches of Houtongling Granules is over the safe limit,which has a certain potential risk and
should be paid attention to. The safety risks of pesticide residues in the two Houtongling preparations are low.

Key words: Houtongling Tablets; Houtongling Granules;heavy metals and harmful elements;prohibited — pesticide residues
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EETRAY (32 [ Perkin Elmer 23 7] ) ; TQ8040 S AH (A -
= DU AR AT S KA ( H AR B HE2) 7] ) s BUCHI Ro-
tavapor R — 300 #Jiig 4% 7% K AL (% AL B A w] ) 5 SIGMA
3K15 B O AL (72 [ Sigma 23 A ) 5 Organomation MULTI-
VAP B A WAL (ZEH Organomation//_\\ﬁl ) ; Vortex — genie
2RIMERTR A fr (SEE SIAH] ) .

1.2 X%

il IR (L2 4t , 22 [E Sigma — Alorich /A H)) 5 i HAL A
(Pegrat, E 255 A=A FRA R s R il (S
1 GBW < E > 080129 — 14062, B 5 4 100 pg / mL),
EFRUETR W (L5 GBW < E > 080119 — 15061, Jfi &
WA 100 we / mL) , bR E W (L5 GBW < E >
080117 — 15022, Jit & ¥k FE 4 100 pg / mL) , SRR ER
W (5 GBW < E > 080124 — 14124, JFi e & H
100 wg / mL) , Hil A (154 GBW < E > 080122 -
18121, FHEHeEE 9 1 000 pg / mL) A5 FRAEA TR (L5 H
GBW < E > 080118, Jii i ¥ J& 4y 1 000 pg / mL) , ¥4
o T B 2 B AY B s K B 4l K o CDAA - M -
490360 — JA - 1 mL 33 R R 2518 4R (GC - MS/ MS 4,
100 mg/ LT 2,1 mL),CDAA - M - 490361 - JA - 1 mL
30 Fl 4 25 1R A5 (LC - MS / MS 41, 100 mg / L T 201,
1 mL),CDAA - S - 412134 - JD - 1 mL = Z& 5L ik ik
(AR, 1000 mg /LT K5, 1 mL ), ¥ [ |20 52
B R B A B2 B M 7 R (ISR S AIURE ™ i A S,
W1,

2 FHESER
2.1 EEEREEXENE
2.1.1 RIBA&HE

ICP - MS TAEZ i A B shiiis e , DL R B
BE O R M A TR AR AL AR S G T AL B
FE T TAESEICP - MS TAESEL JHAR I A 1 550 W
ICP RF U8R 1 550 W3 23R 1. 0 L/ min; 4 B
Fi# A 1.0 L/ min, ICP — MS #3250 B (Li) M (7 +
0. 1)amu, Max Intensity > 3 000;42(Y) #(89 + 0. 1)amu,
Max Intensity = 1 000; 2 (Ti) M (205 + 0. 1) amu, Max
Intensity = 6 000,

JRF T TAESE: BTN 25 mA;
75 He o 280 V5 2 3t 3 A 400 mL / min; B <K
1 000 mL / min; J& AL &5 4 10 mmo.

2.1.2 ERH &

B VA T < A 2 e U VB VB R R S T R AR
YHE VA TR A5 3 o, ) 10% i T2 V5 Y0 86 it o i YR B 6
AR5 1,5,10,30,50 we / mL A4 2R 50 AR VA U
i} 10,50, 100,300, 500 g / mL f £ 5045 HE IR 1, 55
H0.4,2,4,12,20 wg/ mL ) RIVARMEIE I, KN 0. 4,
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®1 HERER

Tab.1 Information of samples

HEB5 A% i AEAY BALR
I RAIR 181207 FRALTEIARAG B4
2 CRREA 20191002 S AEHBARA LA
3 CREAE 1905031 wolEHHARA TET
4 EAZR 191010 IETESEIR L VY
50 REAA 20091001 JAEHBARAE gy
6 CRAZA 190506 FREETETARMNG  HBAEERAER
T RARA 200001 SAEHGARAL I 4
8 RAAL 01020 wIEHBARNS drirkh
9 RRZA 190201 FRAETESARAY Wk

P ES BV Wik

Wl L H AR ELY]
FREETECARAD  Hb4
ELES BV YS! AP
LHES EY i AP

LBE Y HARAS TERKALR
FEEBLENARAY  TABRALR
EHLEMBBARAY  IHA

IR LYY VS I &4
ARABLARARNG T A
FEEHLRHARND  THAE

LA LA A e
MABERLARAY  IhA
AREALABARNG  FhA
EHLEMBRMARAD  LET

I MR H AR LT

LBE b HARA w4
EHLEMBHARAY  LEA
FELBLEHARAG  LEA
FEEALBRHBARANY  HBEERABE
IRIES EY YS! i
EALEMBRBARAY %8
FEEALRBARAY  LAA

LBE Y HARAS sk
ARERLABARNG  BEA
LHLERBHARAN]  HEFHBE

10 BAZK 190601
I ERRK 190707
12 #AXK 180101
13 CBRXK 191002
4 CBRRRK 200102
15 CEAIAE 20190804
16 CRAIRE 190604
17 RAIRE 190604
18 RAIAE 044190204
19 RARAE 9341902
0 CREAHE 191201
oA CRRASE 19030313
2 CRAZAHE 20190310
3 CRAASE  04AI80604
U REFEE 190801
%5 REAHE 9343703
2% CEAAEE 20181209
7 REZSE 190303
28 REASE 200202
9 CRRASE 190302
0 CRAAHE 9341901
3 CRAAHE 190606
N RAFEE 191104
B RAEFEE 20191004
W RAFEE 04A190608
35 RAZHE 190601

0.8,1.2,1.6,2.0 pg/ LAY RIARAEE I

P A VI URE A 0.5 o, B FRAE , B 50 mL T
e T R RE R AR R 5 mL i EALE 1 mL, IR
TH A7 30 min, B G0 TH AR A0 PN H5 R T TH A U R ST R
T f OE (1 SR V2 20 A AU, 08 e M O A T L KT
fiff SRR R (S L v, A EE 70 CHEERR 30 min, H4TH
il % # 22 50 mL 25 s Y, FH K DRI AR B H =5
5 VER G I TR, HAES 3250, Big .
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2.1.3 FHE¥EZL

RN RHE R S R A2, 12T R4 i—
PR VA RS B, 45 2. 1 LI R0 S R UE BRI 22, 10 5%
g T L o B Y B () A A A 5 it B g 0 g AR
(V) AYPARFRPEATLR A [, G5 R L 2,

%2 HESEREETSEULREEER(n=5)

Tab.2 Results of the linear relation tests of six heavy metals

and harmful elements (r =5)

R3 UHBEERAFERTOHESEREELRZRSENE
ZR(pg/F)

Tab.3 Results of the content determination of six heavy metals

and harmful elements in the 14 batches of Houtongling Tablets

samples (g / tablet)

HewthF i Al G # 3 #

TE w25 AR LT E (pg/ mL) r
& Y=1536.2759X+13.062 4 0.0004~0.0100 0.999 6
%  Y=0.0130X+3.6362x107* 0~50 0.999 8
4  Y=0.0015X+1.9986x%10°° 0~50 0.999 8
B Y=0.0095X+0.0026 0~50 0.9999
1 Y=0.0441X+0.0104 10~500 0.9999
45 Y=0.0246X+0.0020 0.4~20.0 1.0000

AR BORE i (G5 16)0. 5 ¢ KB FR A, 3t
6 1% , MRl A R b VA W, 52 2. 1. 1300 N IR0 2 dE B
WE ICSR AR SR B, I R0R VB A i e S
45 W1y RSD 43 9 K 3.52%, 3. 04%, 2. 80%, 2. 72%,
2.11%,2.13%(n = 6) , R EEEER I,

I Tt < B N5 s A o (5 16)0. 5 g,
KPR, 3L 6 0y, I A 6] — BT vk B A TR A A TV TR
A 1 ) A AR S VAR, 42 2. 1. 1 IR B 45 1 R R
FE L ICSRE S0 IR TR mIOR 25 Ok BT L
B B B S 2 [T R 43590k 86. 82%,90. 61%,92. 64%,
95.48%, 101.19%, 93.67%, RSD 43 % A 3.83%,
3.22%,3.23%,3.01%,2.51%,2. 70%(n = 6) .

2.1.4 4SENE

HURE R 0.5 g KB PRAE , Mk i 28 Lol it VA 0L, ¢
2. 1 1IN IR A R R AR A 1E SR A5 S iR, I
TEERINEIREE4,

2.2 EBERARGRBNE
2.2.1 RIL&MHE

GC - MS/ MS a3 &4« it A% 4 DB - 17(50% K
HL) — FIERBE AN [ WS A DE B AN (30 m x
0.25 mm, 0. 25 pm) 5 PEEE CTIE Sk 250 °C, A2 i ik
FE 2 A R 4l 50 (He) 5 PEAE O fE AR, AT R
J 146 kPa, i3~ 1. 5 mL / min; PEAERE N 1 wL; R
IR, BRI A 60 °C AR EE 1 min, L 30 °C / min )
R T E 120 °C, L 10 °C/ min B3 R T} F 160 °C, LU
2 °C / min B EFF 2 230 °C, LA 15 °C/ min B R &
300 °C J& , 455 6 min BT 5514 - DL =3 PO B AT BB B 5T
TSR, B VRO H - (ED R, B IR R
250 °C 5 il 48 R U 5 T RS A% 42 IR 250 °C 5 T
Tl W A X kg 22 B 7 W (MIRML) o 33 Ff e 2 vh 33
LAY IS T R TR W 4 S W S

1 0.2557 0.0741 0.3634 0.0073 0.0007 1.7152
0.0459 0.0483 0.3569 0.0050 0.0034 0.7146
0.0909 0.0395 0.3963 0.0023 0.0024 1.0170
0.1587 0.0773 0.3625 0.0141 0.0012 2.1647
0.0388 0.0473  0.3246 0.0041 0.0039 0.5648
0.7787 0.0757 0.3031 0.0087 0.0011 1.2864
0.0461 0.0440 0.4658 0.0046 0.0008 0.5319
0.1715 0.0347 0.4193 0.0021 0.0016 0.9538
0.0972  0.0587 0.9727 0.0054 0.0007 1.4935
0.2186  0.0691 0.3201 0.0049 0.0038 0.4123
0.1579 0.0348 0.4420 0.0058 0.0014 1.4156
0.7906 0.0773 0.9753 0.0089 0.0010 1.6457
0.0886 0.0560 0.3341 0.0124 0.0028 0.8288
14 0.2632 0.0517 0.4651 0.0025 0.0013 1.0078

O oo a1 N W B W o

ey —
L N = O

x4 2 MBEERBUERFOMESERFELRSENE
ZER(pg/g)

Tab.4 Results of the content determination of six heavy metals

and harmful elements in the 21 batches of Houtongling Granules

samples (pg/g)

Ha%h% 4 Ry 4 4 & L
15 0.1213  0.1430 0.2276  K&## 000566 0.1925
16 0.0525 0.0346 0.1804 0.0136 0.08329 0.3416
17 0.0858 0.1605 0.4839  Kk#H  0.00545 0.2921
18 0.1032  0.0990 0.6742  A&#&&  0.00449  0.3559
19 0.0221 0.0211 0.0092 K&  0.00312 0.0592
20 0.0752  0.0408 0.2291 Ak#& 012812 0.3608
21 0.1275 0.2538 0.5092  k#&#  0.00576  0.2320
2 0.0807 0.1621 0.5473 ki 0.96782 0.2200
23 0.0277 0.0279 0.1286 Kk 0.00530 0.2130
2% 0.1588 0.1247 0.5303 ki 0.00253  0.3432
25 0.1783  0.1573 0.7215  &#&#& 005074  0.2720
26 0.2462  0.1678 0.3277 ki 0.00415 0.1909
27 0.0747 0.1148 0.7127 A&#&#& 000262  0.2119
28 0.0807 0.0364 0.2612 &#&  0.02520 0.3843
29 0.0739  0.2367 0.3011 &#&&  0.13196 0.3898
30 0.0770 0.0999 0.5879 ki 0.00468 0.3426
31 0.1109 0.1345 0.3816 Kk 001228 0.2834
kY) 13389 0.2629 23661 ki 0.06155 5.1272
33 0.1362  0.1864 0.2342 Ak#&H  0.01044  0.2012
34 0.0027 0.0145 0.0065 A& 0.00571 0.0914
35 0.14991 0.1263 0.6107 K& 000506 0.2435
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K5 GC-MSEABNRGASBEFREEENER
Tab.5 Results of the ion and voltage monitoring of 33 pesticide

components by the GC - MS
REHH (min) nlz (E(V) nlz (E(V) nlz CE(V)

B KA

| BER 0667 W00 15 0540 10 0000 20
) B OG5 LS00 16 GLE>RH 1 LN R
3 OKTER I8 2080001000 35 W080505.0 13 B8N0
4 k2K 0540 12000700 15 1960051800 5

§OZEMRE A10 1000 1L0 15 80051900 15 20000050 S
6 A 003 SO0 4 BIOSN0 W BNEN D
T 148 0285 1970515780 5 1980570 0 1K1
8 PhETH B85 I80010000 15 200059000 10 21006000 3
9 TAHER 996 010010000 13 63005M00 %5 23101600
0 ATE DT 000 N WWBLH KB

(IR 02 439 00BL00 12 00 0

1 ALiER 6T RODBM0 0 W00 R SL05W0 8
13 AkH 439 BLOOGBS0 0 L0530 35 002500 55
14 A 955 L0000 B BLOSEL0 W 10510900 10
15 K& 589 M0IB0 % UWEOSUD 10 VEHI 5
16 B 16239 LSR8 BESBW0 10 BENK IS
1 L& 398 0705107 10 BS.0000.00 N RN N
1§ b-AxA D9 BLOOIS0 15 AST0SIR90 5 28010 10
9 y-FRk LT3 BLOOIS0 15 U8 T05IR90 5 289051470 10
N p-mrx ST BLOIS00 15 S T05IR90 5 289051470 10
0 g-#7k L0 L0500 15 0518290 5 280>MI00 10
0 p-#f 16500 148051900 10 1948051470 30 06801180 15
B o-Bf 530 MSSUS60 15 M8010.00 25 19801900 10
U RAREE A N T (P N 6 DY 1 T
5 pp-D0E ST 601600 30 J6000M600 25 40052000 %8
% -0 180 0150 3 BLOIS0 B B0100 18
0 py 00D 657 00516500 35 BLOOIS0 B B0>10.0 18
%o -000 660 WS0515.0 3 BL00IS0 B D090 15
N REER W0 ST 080 15 10006500 0 DLOOBM 15
KR 0807 12050000 1 L0050 16 1000 0
I TARHR W37 L0108 10 MLOOI9.00 5 MLOIRT0 10
novaE 093 600057500 5 B0SSIEH  B WSSO W
B A%R SH7 MBS0 1 NI0I0 0 IS0 S

WoOBRZEEGAR) L 000200 100 060052500 5 N6.005169.00 30

Eim 2 AR,

Note:m /z refers to the mass — to — charge ratio.

LC - MS/ MS 3% 55 {4 - (3% 4 24 Zorbax SB — C g
(150 mm % 2. 1 mm, 1. 8 pm) ; JiL 3 4 0. 3 mL / min;
HEIR M 40 C; A A 0. 1% R IE R (& S mmol / L
H R4 ) , T sh A B R 0. 1% H RV (7 5 mmol / L H
MRE: — ) — ZHE(5:95,V 1 V)  BEREVERL (FEFF W2 6) .
T A5 DL = H DUAR AT B 3BT 35 (SR, 2 U5 A
M55 (ESD B, 1F 2l IRy MRM.
33 FhAe 24 30 N2 43 B B R I WL 7

66

x6 RIMBHERHIERF (%)

Tab. 6 Program of gradient elution of mobile phase (%)

A Ig) AEAE A AHAEB
0~ 1 min 70 30
1 ~4 min 70 — 0 30 — 100
4 ~14 min 0 100

RT LC-MSEG 0N RABSEFRAEEENLER
Tab.7 Results of the ion and voltage monitoring of 30 pesticide
components by the LC - MS

BE k4K REHA(nn) ml:  CE(V) mlz  CE(V)
I PE# 1510 142051250 10 142.0>9%.0 15
) BRALA 373 207.05132.0 1 207.0>8.0 9
3 BRAA 4105 23051480 1 2305760 1
4 Nt 4158 224051930 5 224051270 20
5 ki 4639 197.0>117.0 25 197.0>89.0 50
6 3-2LLTA 4854 238.0>181.0 5 238.0>163.0 10
7 B 5081 256.0>28.0 25 256.0>140.0 10
§  A&HLA 5.4 320.05>233.0 20 320.0>108.0 45
9 Hk 550 300.0>174.0 10 300.0>127.0 20
10 HRA 5600 208.0>116.0 1 208.0>8.0 10
11 REHER 5916 336.0>268.0 20 336.0>188.0 30
12 98k 5999 382.0>167.0 15 382.0>14L.0 15
13 A#k 6.268  358.0>167.0 15 358.0>14L.0 15
4 LEA 6.273 222351651 5 222.3>123.0 2
15 BREE 6,343 411.0>196.0 10 411.0>168.0 30
16 FHELA 6.43  277.0>199.0 15 277.0>143.0 S
17 0+8, AR5 7106 29.0>8.0 5 259.0>61.0 30
18 HTHAELA 7374 30505970 10 305.0>187.0 S
19 KEsst 7469 312052700 5 312.0>23%6.0 10
20 FARME 7474 BL0>12.0 10 231.0>199.0 5
2 FHEE 7485 293.0>171.0 5 293.0>143.0 10
N EEs 7983 304.0>217.0 15 304.0>202.0 20
2 HTHEA 8406 31.0>97.0 25 3L0>17.0 10
U R&H 8.461 24315971 15 2M3.1>25.1 S
AR 9350 314.0>120.0 15 314.0>162.0 10
% BEH 10,163 271.0>159.0 10 271.0>13L.0 5
7 BAEHE 10,213 363.0>227.0 5 363.0>307.0 10
08 HEH 10,288 323051710 5 323.0>143.0 10
29 HhdEs 10,3260 247.1>109.1 5 47.1>13.1 10
30 P 10,480 261.1>75.0 25 261.1>199.0 15
2.2.2 WERHE &

TRAXT BB EL A 43 33 A 25IRAR (GC - MS/ MS
Z0)100 mg / L1 30 Fl A 251 bR (LC - MS/ MS 41) 1R
AR O EREREE 10 g / mL, BIFS .

HERA A 1) AR IO B o AR (2 35
)5 g NEEME  MASEN 1 g, 37 RIFRE], A NG
50 mL, 2) 3 AL PR (F5 3% 12 000 v/ min)2 min, 550 (5% 3£
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4000 v/ min) B EVEW, UIUE, PN 50 mLL, 515
AEFE T min, 850, B EIE W, 51 2 BRI IS, 06
4G 2293 ~ 5 mL, i, i B2 10. 0 mL, £%
A7, BIAE 0 2) B A A AL BE (QuEChERS ) 725 B 5 47
R 3503 g MEHFE , B 50 mL R K L5 HIEE
O I 19 DK R 15 9 15 mL, 18 BE 1 25 83 5540 3=
JiE, BCE 30 min, A E A NG 15 mL, iR HERFIRS), B
P& s I ZUR % (R4 0 500 YK/ 43)5 min, fil A JG/K
IR 5 TK CRFNBE G AR (4:1,m/ m)7.5 g, 5 AP
FEO) R E R G v LRI ZUR (56 3 500K / 53 )3 min,
T KB H 10 min, B0 (4 000 v/ min) 5 min, B F
THR 9 mL, B T5E A v A b ARk 1) 40 0 1 AH 2 G 1k
B WIESE 7R IR AT, B AR A LRI B IR (B 1l
500K / 43)5 min gk e 4, B0 (553 4 000 r/ min)
5 min, Ki & W B E I 5 mL, B AW ET 40 CK A
WA R0 4 mL, MASERBER 1.0 mL, IR IETR ), U8
it S E , RIS .

25 PR VA R - B FURE b, o0 A AS TR 3 A i
TR 28 1 % 2 R R R
2.2.3 FTHE¥EH

LR R SR B < 43 HIAE 2 H 2. 2. 2
T X BE R VES W, FH A8 14 25 1 2 O I RO B 2 T
W E 58 2,5,10,25,50, 100,200 ng / mL ) b5 1
TAER, VAR iR B (X, ng / mL) A Ak b 0 T AL (Y)
R AB R AT L [T R R B LA 2R A O R % 5t
G A5 5B W EE R 2 ng / mL B R SRR, AW RUCE
I XA E S 3 AR E MR L (S N) B 25 oy vk
ARG BR 235 5K L3R 8 FHIER 9

A TS 560+ B 1 5 T A i 3 A, 4 i) i TR
2.2, 2050 F 2 Fp bt A B AL B A R, 45 6 47
A3 BN Ta) — J5t £ 6 ) (50 ng / mL) fY B — XF BRI
W, 4% 2. 2. 2500 N 7 Pl A Al S SR L #6 2. 20 1T
TR I A% A R S 0 SR 0 T AR, IR AR Il 2
L8 IHK9,

i 2 8 R R MR« BUIAE [T BGR 56 b AT 3
— Oy RENh , A VEREINE 6 UK, T RG4S ) RSD
BI/NT6.50%(n = 6) 5 [RlE, 05 55 2,3,4,5,6,7 K
HEREIE , TN 2 B O M i AR e M L 45 R
RSDEI/NTF 7. 04% (n = 6) o 32 B RS 2 B RRE i 1)
RGBT AT
2.2.3 ZRRHGERYEENE

35 HEAE 4538 &, 43 9048 2. 2. 2 30 T Oy ik il
PR S TR, 12 2. 2. 1 30 R A R 43 I R R 2 ,
A1 39K, i W TR, I T TR A it 2 R 35 HEAE
IR A 24558 B L 0T 0 2 1 o W 9 2 ok R A 24 5% R

&8 GC-MSHZIBIANRAESEIFHRE MRS B E
Tab.8 Regression equations,limits of detection and recovery

rates of 33 pesticide components by the GC - MS

SHER  RUR ERAR(%n=6)

B35 r
(ng/mL)  (ng/mL) X RSD

B REAH

e r=0.1528X+6.303  0.954  5~200  0.10 1039  7.81
Bak r=0.4588X+0.5186  0.991 2~200  0.05  100.40  0.28

BTHE  F=048920+2.3710 09969 2~200  0.05 10240 7.07
EEG I=2.088X+0.8594  0.950  5~200  0.10 10790 5.59

105.70  4.03
Hos I=0.5566X+6.3203  0.991 2~200  0.05 10330 233
REH F=184X+10.533  0.926  5~200  0.05 10510 5.66

PREASE =1 134K+6.1122 0,968  5~200  0.05 848 507
PRABE  F=3200+2.048 0990 5~200 0.0 106.06 429
0 APH F=0.56500+ 13608 0.9982  2~200  0.05  106.97 49
I ARBEA F=0.65430+0.2159 0991  2~200  0.05 9820 127

1
1
3
4
5 ZAABE F=1e646X+6.260 0.9973  2~200  0.02
6
I
§
9

10 AERAI F=076760+0.540 09994 2~200 0.0 98.88 274
13 AkK F=1L1207X+1.2006 - 0.990  2~200 0.0 9.9 3.5
14 e I=0.943X+0.173 0.9984 10~200  0.20  100.70  4.03
15 R&A 1=0.938X+2.045 0.9984 10~200  0.20 1157 818
16 hig 1=2.938X+4.670 0.9992 10~200  0.20 1070 121
17 LAA F=1L25X+0.587  0.973  5~200  0.10  106.50 5.6

I=0.4098X+1.9269 0.972  2~200  0.05 10220  6.36
r=0.51624+0.9727 0.9978  2~200  0.05  10L.00  7.07
I=0.53694+0.5204  0.990  2~200  0.05  100.47  0.34
- F=0.64030+ 10459 0.9978 0 2~200  0.05  103.05 216
I=1.694X+3.287 0.9983  5~200  0.10  100.94  0.66
-Hf I= 148X+ 1.449 0.9983 10~200  0.20 10423 2.9
U RAHEBE  F=3.254+12.947 09987 5~200  0.10 9L.74 5.4
25 pp'-DDE  F=1.5617X+4.9733  0.9985  2~200  0.05 10561  3.97
2 pp'-DDT F=3.01870+2.1997 0.985  2~200 0.0 9.% L1
2 pp'-DDD F=3.50000+2.913  0.987 2~200  0.05  100.64 0.4

B o' -DDT F=2.65510+2.6294  0.987 2~200  0.05 9.5 173
29 KEARE O F=0.8038X+1.3097  0.991  2~200  0.05  103.63 257
0 Adth I=0.6844X+3.0209  0.992  5~200 0.0 99.57  0.30

31 WARMBE  r=0.56650+1.8372  0.9984  2~200  0.05 10433 3.06

NOTEE FzLB0NSAT 0991 10~20 020 10308 218
BOREE  rzLOMI+046 09986 S0 000 1954 674
B R AR

3 3ig

3.1 EERERBELRNE

R SR VR PR TR EE OIS TR,
XSO H 4 B O R TEAR N E R B — e W T, IS
FRORX PR 2 TR S A A A E T B R 2% AR LA 4
R, L 2= Bom KBS - 1 AR 2020 4 I CH E 24 i
(3R ) )Xo} 5 4 Ja PR () 225K, 45 A R 25 23 R 2 vp
25 KU PEAS Ll Z5 D 2 L, $2 AR 2 251 A
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®9 LC-MSHES 30 RAASEFFE ANR S B =
Tab.9 Regression equations,limits of detection and recovery

rates of 30 pesticide components by the LC — MS

~ SRR BUR AR
LS Y DR . Al i

ng/l) (ng/nl) X RS

il T=(1.123 611+ 2.169911) /10 0.9%3 2~100  0.10 100.20 367

|

1 ORRAZA F=009.2378900 24,589 576 0.990 2~50 020 BH 49
3 ORRAR =068, 3726124 46. 100 466 0.99%2 2~100 020 %% 6.7
b hitk 1=248.769 636.1- 62. 557 147 0.9978 2~100 020 96T 122
5 kEk =3, 642642105 279) 10 0.99%1 2~100  0.10 9868 7.47
6 3-BEATA F=159.460 5974+ 92 165 983 0.993 2~200 0.0 99 47
T RAE F=191 118 226.0+ 12. 386 620 0.99%9 2~20 010 10006 2.5
8 RUMIA  T=46.6009951- 89256 19 0.990 2~200 020 10256 .88
9 Bk 1=426.325 576.X+ 64,263 3% 0.992 2~200 0.2 101.60 389
10 HRA =03, 708 727X~ 34.107 565 0.991 2~00 020 %9 L7
Il REER F=175.820 2124-201.318 931 0.994 2~00 0.0 9% 38
1 9ak F=179.718 460.1+ 10. 905 5398 0.99%9 2~200 020 %2 59
13 ask 1=80.358 363+ 101. 168 103 0.99%8 2~200 010 %19 T
14 AEA F=307.539 986.4+ 7. 365 806 0.992 2~200 0.0 9.5 22
15 kR F=347. 220 886.X-274. 174 545 0.9993 2~100 0.0 %649 5l
16 FHRIA  F=120.280 180+ 245.470411 0.92 2~200 020 0LIT 614

17 0+S,A%8) F=(18.8055L-42083174)/10 0991 2~200 020 %568 8.0
1§ HTHBLA  [=(856.576 17004 299.035408) /10°  0.9994 2~200 0.0 1009 2.4

19 RE#R T=(2.971989.0+ 13,565 026)/ 10° 0.9973 2200 0.5 R7® 6.5
N OPEREE  T=(MLBI95K3983.49818) /100 0.9986 2~20 0.0 900 65
A PERA F=T1 19200+ 240. 778 194 0.91 2~200 020 %540 832
0 F4E T= (438, 43 374-806.064620) /10" 0.9%93 2~200 0.0 10LO§ 631
D OHTHEA  F=158.866655+ 101 048 011 0.992 2~20 0.0 100.87 7.5
U RER T=(684.235 2600+ 476. 761 488) 11067 0.9989 2~200 0.0 97.89 37

LT
1% LR

T=(98LT61T3TX-T1.209408)/10°  0.9988 2~200 000 9.3 L4l
T=(1521490306.0+96.93703) /10 0.9992 2~200 0.0 99.80 164

kL F=66.495 2301 78. 044 685 0.993 2~200 010 10234 90
L 1= 141,956 351Y- 318,963 542 0.992 2~200 010 0L 531
N AEE 1=108.863412.0- 82. 827805 0.91 2~200 0.0 10031 5.3
N A F=89.014 1471 98. 865 231 0.993 2~200  0.10 100.90 7.5

AR R B R = (40 5,1,2,0. 2,20 mg / kg.
S 2 Wi 28 R [ SR 24 b b o L RN S 8 R [ 5% 24
PRAENS LU SCHER 15 — 18 /K B 514 F 4% (4 Al
KBRS R 9 K 14% , 14% ,35% , 24% , 15% , UL 4%
AR IR MR T LI 7 i B LR A oR | e 448
SIS R 78T R R R VB TR B BRI B R
2.17,0.434,2.17,0.15,9. 15 pg; Mk I 2 POk AT 59
fift ok VH T ER B BR 43 R 2.17,0. 434,2.17,0. 15,
9.15 pg/go

Mg R b 45 8 43 B N T R T T E 1L
SRR P MR 2 R A 1 HERE i R OR JE A TR
w5 R 0. 97 pg / g CREBR N 0. 15 pg / g) 38
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L3I HEAT T L 45 IR 5 A 2 e 25 2R 53 5

0.73 pg/ g M0.75 wg/ g, 3 L3 #E I L@ PR L 4h

2R TR SHOR B LT o34, BT K 5 K, [

— RS B B 4 R T R e S R 2 R RR,

Horp T 95 3 250 A BR 2N A 15 HERE 5 2 o 34

0.21 pg/ g, SR 0. 72 ng / g, K& B & T

oAt Al oAb T3 TR B T KA AR A K L BRAT R

KRIGESN I TR R IE &) Kim 5

2 6] 0 F B AH 25 50 248, AT REAFAE Rk R, 75 E—

MG AR T 4 T R I e A5 AT o Al

B FOR M T DA A R A B A IR G

— R RIS

3.2 ZRARBGZRBUE
Z: 7% 2020 47 fi ([ 25 (P03 ) )33 Fh AR Ak 24

A 5 i M ek [ 12 — 13 ], 04k TAES I & 248,

FfHeB T 2 iR A 0 A A B T v DAASCES A N B

A2 5 T3 52 M /)N 18 00 7 50 A Sy e 2600 45 2R L 8 5

R I B A B, e i 22 o 500 Ak T v B A AE | A AR B R

M AR 25 33 P AR A 245 vh (138 43 A 24, MO0 1y

il 350 1 A 25 5% BE R T IN | DhZR G 25 28 Ak O TR 25 4 v
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