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FI P DZRERR—FHEREDZ 2 1

E)lH LA -/l ALET - B i - R LA!

FF o DR KA BRE 1T o v T BEIREICEN B GC-MS/MS % vy, 35 f23K, 41 THH IS DT 2 iR,
2087, 5 HE O U2 FEM L 7. 2 OfER, 33 238, 39 B H 2 Y M3 o FAMEICHEA L 72, FHlio
HEfEICEA L72HH ® 0.01mg/kg MO ELE 1, 74.0~119.6%, 0.1mg/kg M DEEIZ 76.6~106.4% TH -
7. SRR O HEMEICHA L R d 2 2T A 7R 2B L7 2 F IR ZZNEFND 0.01mg/kg FRAMDESE L,
64.2% 3 X 18 120.6%, 0.1mg/kg MM DESE L 58.0% F & U 90.4% TH - 7.

BUMPERED SN 0T AT HRA, 7x2F IFRICOWT, BHEHESLF Y v 7 ZEIEICOWT
ISMEUGAER 2 47 WIS L 72, 70 7 208, EFRRAC X 2 EEICE W THROEEZ K L 72455, 0.0lmg/kg
FIMDEINHE L 83.2%, 0.1mg/kg HITIE 83.6%TH 7. £/, 7xF IFRRIE, = bV v 2 AFIMEICLY
BEROEMEASA EL, 0.01mg/kg FMNICH T 2 EINERIT 107.4% TH > 72, & I, YA O HEE I X
WA L7228, 0.01mg/kg FIITHEEZS 100% #8272 13 BEIiCoWT~ b U v 7 KPR IC X 2 HIE %17 - 724
B, MERORERE (RY) Oz wIFnoEHIZ O OWTHWFE L., hTd vy h 2 FEFICRER OB
25eE L AR IZ 112.6% & 72 > 7.

F—7—F D AFL, RERE, ZUUERHE, < Y v 2 2EE, GC-MS/MS

1 ikLsIic oo E 7o, B AT 50T, HEHICES LA
Dol2 TN T HRABIXNT 2 F I KR OWToHITE

HFNRIC L s CEEpoREARMTHY, 7 FEREILL

DIFERMIEL I 2\ C A2 OB E . »oT, 1

PO EIEERARORM AT X haE Rkl 2 RBRAK

BFFbNTE D~ RER G, JEALh oS

FEE ORI E 1970 £ LB LS, 2015 4 2 1 BB

B, I OB S X OB AIE S o REDSB T N0 2R L 22RO A3 2

< [RGB ICRE T 2 BRI BT 2 Bk o 2

FHETA R A V] O (LUTHAFI7A4 v wnd) it

o TEYPEE T L, FRETEE T T 5. 2.2 MK
VEAE Tl AR R ORI 13 LD DD, Y e E 7 4 L LRI (BR) L

FroRACh 2015 i 2 W34 9266 L < Ll  Dr-Ehrenstorfer #:8!, BIS{L (bk) %, SIGMA-
HAEICENT, PP 2O YFEEIRB I T ALDRICH #:#% X 8 Chem Service 18D 23k
v, Ll filEla s BHC 274 L R Y vkt p g oWBUHEZ V7.
AT EINLED oY, REMEHERT DI FEHEIRY ¢« A e O 25mg #AERFL, TR bV
ML CHET 22 LAREEHAONS. I 7## L 500mg/L & L7z b 0% B L L7z,
S, ZLERFHIT 510572 ), AHIRRR A RAEEA : #EERREZRALT £ Y nn
DREFAEE LD FICRET 5 0ic, Faaky  FFY (LD THERLT, BESREFRL %
YV, TAFY Y, VR Yy, ~Frrun, ~FRry (0.005mg/L~1.0mg/L).
BAIERYF A ATRX7ALIEFSE B, y- AR A B AP A RALT € by T
BHC @ 7JHH (4 23) # chEcophrgmpe  HRLT, 0.1mg/L & L0 1.0mg/L dIERAER %
mAT, 2, 20HT, 5HMBYMImEEEL LT

1 RERBEEIREVIENT  &hh - AGHEER  T380-0944 REFHLEAKK 1978
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TnA 7 v T v-d10 (NEEEEYE) B+ 7 4 v o
FIEAEE (k) 3l

PSAI=A5L:T7YLvh-F277ud— (1)
#l Bond Elut LRC-PSA (500mg) #MAW7+ b ¥ :n-
~FHv(1:1)10mLCcavyFsia=v2ZLTH
7z.

ZOMmORIE : 7T b vBIXUONYIFL VS a—
AN (DEG) IE+7 4 0 2FDeHs (k) Wz, 7+
F=FrU, n-~FHVvEIVY7a~FH3 VIR
b2 (#) Wz Fv72, FY)zFL v 27 ) a—n (PEG
(300)) AT () WaH w7

2, 3 REBLUVHERH
raugEsu~< 7774 — (GPC), GC-MS/MS
FLUGC-MS: £1ITR
EH A E Y F A4 F—  KINEMATICA #H#AKY) b o
v PT10-35GT
BOSEER © (BF) ACRHEERTEL S700T
IR« BUCHI 48, R-210

#£1 HEEBXOHMESE
TNREIO NI T T 4 —
A () REERTE LC-10ATvp
717 2+ s CLNPak EV-2000 (£ 20mm X & & 300mm X fif
& 16pm )
H— K77 L5 CLNPak EV-G (4% 20mm X £ & 100mm X
R 16pm)
BaH s 72 b v
ik 5 5mL/min
HEARE ; SmL
Sy MEEFE 5 11.5min~32.5min

vra~Fgy (1:4)

GC-MS/MS (GC-MS)

GC &fF

Wi 7LV b T2 Y — (KR 7890A

719 2 5 DB-5MS (% 0.25mm X £ ¥ 30m X JEJE 0.25p
m)

#F 2R 5 50°C (Imin) — (25°C/min) —125°C— (10°C
/min) —300°C (10min)

FEAMRLE 5 250°C

Fr )7 —HZA 3~V YA FHoE ImL/min

MS/MS (MS) ZfF:

WE 7LV Ty omuY— (KR #
G7000B

A+ v{tE—F ; El

HEE—F ; MRM, (ZF%¥v)

A A VALEIE 5 70eV

JIVFHA s~V YL i 2.25mL/min

aY Y a v A EHE FiE 1.5mL/min

2. 4 SiriRME

PR 17 F o [RRICHRE 3 2 13, fRRsmy XX
YA EZREZOKD TH 2 WE ok IcowT] )
KX W REN TGC/MS ic X 2 E¥EL o — ik

HKEY) ) CHEL CHBRE EEL . KR
0.1mg/kg B X W 0.0lmg/kg &7 2 X 51T L 723K
B (2, 2067 20g, v AT 77 20e B X
UHEHIK 20g Z v, 72 b= F U A CEEAH L
GPC BLXUPSA I=HNT7L1CLB2V—vT v 7%
Fhe L 72, FHELL 223 B0AW 2 pL 2 GC-MS/MS I i
ALEZELZ, b0z b5 HiF#VEL, &5k
FOZYMAEITA R ITA I X VL 7. Bk o
g %X 1 icRd.

2. 5 BEAEBIU2 MY v RFMEDET

TV 7R AL, R T ORK O 2H ST
5. %27C, F— =W (DEG: 7+t F v=2:8)0.1mL
AT, WIERMT 2 Hiks X OERRICE T
Z DD B O EE R KT HRMBGRE (n=5) %
0.1mg/kg F7z1% 0.01mg/kg DIFMBEEICDOWT, —
oM & ERE L Z ORREZBET L 72, DEG OANINALE
M1 ICRT.

7, BPoREIEER, zo~t Y v s 20 EIC
LD L ARy 2GRN NG R B 2 8 BH D

— T7EM=MIL
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[ T - ik |
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(< DEG:7tbtv=2:8)

VALE I
ERKLSS - T
[ & ]

— Ttbv:vhpatty=1:4

CEES
SRS - HLE

PSAR =7 &

I 3B
SERWAS - GLIE

(— PEG(300))

«— IS(IN*7s70-d10)

GC-MS/MS

M1 ofr7w-—



NTW3B Y, FRICKIEE T DRENKNE WD, B
~bFY vy 27 2eLCTPEG (300) # 0.02% & 7% X5
ICHERER T 35 & O 0.0 1mg/kg FINEIIERBRIAE (n=5)
KHRMLUCHEL (K1), MEHo R B X OEIEE
%, BEJEH 100% % 8 2 72T H <2 T Helddat L 7.

3 BR

3. 1 ZLMFFM

MRS R A K 2 1R T, U EEFHA L - 41 THEH O
5 b 39 IHH 232 Y R o BHEEICE A L 7223, Tv
THEABLI 7 2F IFRTHEAE L ED o7,

3. 1. 1 BEREBLIUEERR

75 v HRHICOWTR 2 IRTERA 4 ¥ CH
L7265, & FIRfERI O DDE(4,4") 2 & 1,
DDD(4,4'), DDT(4,4), DDT(2,4"), DDT(4,4), 7
vYVARY, ZJxvTaFy—n
BIUORYIF VN EIRED LN, Wi
bHAA T4 VOFREHEANTS o7z, Z Oftho 23
WCOWTRIFET I — 271380 bnhd o7 £77,
INZNDRIEOTFER FRMEZR 2 ICR L7,

nEXYYL—F,

3.1 2 EE, HIRESLUVENEE

HE, fHTBES LUOENREE2RK 2R, 7L
THRABIV 7 2F I F 22RO EBEITTHA
Fo4voREEEZMEL T, TA 7R IFERE
B X OERNBE2 0.01mg/kg i1 5 X O 0.1mg/kg i
MmovFnics Th HEMEZmME L Twixd o7z,
7 xF T4 2% 0.0lmg/kg HINICH T 3 EEL LW
2IREICE T 2 ENEEPEEMEZME L Tvisd

> 7.

3. 2 BRAEBLIUT MY v 7 RFMEDRE
3. 2. 1 BEAEORE
TATHEAFBML7Z 2IEO T RICEVTHE
FEME L, SRS B EZHE L Thkh oz,
ZZTHF—N—Ki L LTCDEG- Tt b VAl ET &
b= b U ovihER I A, AMEIGREE (n=5) % £
L 72fE5, 0.01mg/kg A8I1CHHEIGE 86.9% &, #
MR oS R R B EkE LS. LrL, DDT
(2,4), DDT 4, 4B LTV F Y VHEICEWTEED
200% % # %, DEGIC X 2HERADLNT-.
F 7z, BREMMICEWCZ OWEDEOFREZ KT
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J5iE (n=5) ToOREILEL 0.01mg/kg FHT 83.2%,
BEFTREEE D MHZHE R 22 (RSD) 1 5.7%, 0.1mg/kg
HIMTENEFN 83.6%F XU 3.6%TH- 7.

3.2, 2 2V vy RRIMEDKE

7 =7 3 F Z2130.01lmg/kgifi I CREE 13120.6%, R
BMORZ0.929CEMIED E 572, 72T IFRAD
PEGZIFML 7z & TR Y, HINL7ZL D
A 2183, PEGIRIICIZR?OfHEI$0.995¢ 7 b,
BH 5 2 I ERRE DS L 5, 0.01mg/kegiiin (PEG
A, n=5) DEINHKIZ107.4%, BEITHERE (RSD) (%
11.1%TH - 7-.

¥ 70, ZUWFHGo HEEICHEEG L 2 RBED S b
0.01mg/kg/RIMTEER100% %2, =+ Vv 27 2D
LR Z T M INAI3EEBL Y72 F I KR
IC2WT, PEGHINIC X 3 [ILER S X CREHRORZD
At %3 3 1R T, 132 MINEIL, 100.4~112.6%
T, MEMRORNIECORIECH ELE bk
B YR OMSE (R2) T 3L, v o VUF
2%, BERoEREAA LT e bic (K3), [
IN%KI13112.6% (n=5) & 72 b, PEGHINC & 2 5058
D HNT=DS, FOMD 12 IZIEE RS IT R
SNIRD o7z,

—75, PEGEII L 72, 0.01mg/kgiFil <o y -BHC,
DDT4,4) % 0o RIKF, PEGZHFEML 7\ iy
L OO ICRE L R ZHIANC D o 7=,

4 ER

A G L 72 41 THHES 39 EHH OB,
0.01mg/kg WHITIE 74.0~119.6%, 0.1mg/kg #AIT
13 76.6~106.4% & 72 b, Z Y4 PEFEM 0 HAEEICHEE L
Tz, ¥72, PHTRE RS X OCENREE b BEECHE
AL Tw7. UL, 0.0lmg/kg WINIC I T 2 B
D REOMEPMENMERICH D, FRIC v 7V I ERRE
DEp o7 (K3)., vFYHRRIEPEGOFMIC X 3
AMEINGRER ©, MR o R ITSE & haIR

(n=5) 3L o728, —HCRIERKE b2
WA SN Z L h 5, PEG ORMNIFIEEICT 5 L5
Bd D EMEINS, AP, 0.1lmg/kg HICE T 5K
B0 R2ofEizvnd 0.99 LT, WEMROERER
PEICRIE IR 720 o 72,

ZUMEDRD SN o727 V7 kA 0.0lmg/kg
B X O 0.1mg/kg FANNIT I 351 T2 24 P 3T 1
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K2 RIS

7 Pieh > AL NI -
- S M (0.01mg/kg) (0.1mg/kg) FIRE B
(m/2) BUE O BHTRIE R TR BHORIE mARE | R
(%) (RSD%)  (RSD%) (%) (RSD%)  (RSD%)
DDT DDD (4,4 237>165 90.1 2.0 4.9 87.9 2.7 49 0.001 O
DDE (4,4) 246>176 81.9 2.5 5.9 81.8 3.4 3.9 0.001 O
DDT (2,4) 235>165 79.6 1.1 4.7 79.8 33 6.4 0.001 O
DDT (4,4) 235>165 84.5 2.4 7.4 84.2 4.2 7.9 0.001 O
¥ -BHC 217>181 75.0 1.6 4.0 79.6 4.3 4.7 0.001 O
TrIYY 215>58 83.9 2.2 2.4 84.7 35 4.5 0.001 O
TARVVKOF | TR Y v 263>193 74.0 2.2 3.9 76.6 3.9 3.9 0.005 O
ANFY Y FANEY v 263>193 79.4 4.2 4.2 83.5 3.3 35 0.001 O
AV 7asFirsy 290>118 106.1 3.8 6.9 97.5 2.7 3.9 0.005 O
ERN AT 3 158> 97 81.4 9.2 9.2 83.1 4.7 6.5 0.001 O
S 263>193 93.1 1.6 5.6 95.3 35 4.7 0.002 O
e 307>237 101.4 1.9 5.2 93.6 2.7 3.5 0.002 O
sanreykz 314>258 87.9 1.9 5.2 88.9 3.1 49 0.001 O
JuLT = FERL 247>227 93.6 2.0 3.7 92.3 2.8 35 0.005 O
ryuom~yYL—} 251>139 101.6 3.1 5.7 98.1 2.9 5.0 0.005 O
ey 201>173 93.9 2.9 3.5 89.3 3.8 4.9 0.002 O
FIARY v 177>127 82.3 3.1 3.8 83.6 3.5 4.5 0.0004 : O
FATE A 231>129 64.2 17.9 46.5 58.0 6.0 41.0 0.005 X
FYTY AR Y 208>111 98.2 3.2 7.0 93.7 3.0 5.3 0.002 O
FY TV ER 161>134 110.4 2.4 6.3 102.9 3.2 49 0.002 O
FUTL—F 268>184 78.8 1.8 3.3 81.8 3.7 3.7 0.001 O
B 221>193 119.6 3.3 13.2 106.4 2.7 5.8 0.005 O
vy LRy 147>117 92.3 3.1 8.2 83.0 3.9 6.7 0.002 O
EQ A 136> 78 108.1 1.2 6.9 98.6 3.7 3.8 0.002 O
vy Ih—7 238>166 82.7 2.4 2.5 82.6 3.6 4.1 0.001 O
7xF IKR 303>195 120.6 20.0 59.0 90.4 10.9 48.6 0.005 X
FESE VY 219>107 108.1 2.2 9.6 97.3 3.0 3.8 0.002 O
TxvTafFy—n 198>129 106.9 3.7 8.8 96.0 3.7 3.7 0.005 O
Jxv7asbYy 265>210 102.3 1.4 5.7 94.3 3.6 4.4 0.005 O
Fay IRy 283> 96 87.2 1.0 3.0 89.9 3.7 5.1 0.001 O
FoEFEIF 173>145 87.0 4.9 6.0 85.7 3.1 5.6 0.001 O
Tawion 205>188 111.8 6.9 7.4 104.2 6.2 75 0.005 O
FaAh) v 226>184 90.8 55 7.8 88.7 33 6.6 0.001 O
JoEsurL—F 341>183 111.1 2.1 6.1 104.9 3.1 5.4 0.005 O
~T R BN 272>237 75.9 3.1 3.1 79.1 3.4 4.5 0.005 O
~NTE BN EF Y F A 183>155 78.5 35 5.5 83.1 3.8 3.8 0.001 O
~TEIELIEFLFB 353>263 76.1 2.2 2.5 82.2 35 3.5 0.001 O
~yvary—n 248>157 96.7 3.7 6.5 93.6 3.2 5.6 0.002 O
~5FF+v 173> 99 100.4 4.3 6.3 94.1 3.6 4.7 0.005 O
IsmTr=ZL 179>125 104.0 3.5 6.9 95.0 3.3 4.4 0.001 O
AbForzu—n 227>141 93.4 2.8 8.3 90.8 3.6 8.0 0.002 O
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PEG &M (R2=0.929)

71F3hA - 6LAIL, 6LAILER. 64 B, 674~ MER. 0 aC

RERESEA LIRS 185 (2022)

PEG i/ (R?=0.995)

TIFIRR - 6LAI BLAILBER. 64> b, 64 Y MER, 0 C

S lys " 5 y 2]y = 1515736E-004 % x - 5811276E-004
5(10 3 \’/T-zﬁz.ﬂaﬁ.zggg;ag?ﬁ*x 5.266156E-004 r 510 VR'2:0_99542042 *x
g S R 14
T =
g B 12
2 4 <
35 1
: 08
25 L]
) 06
5 . 04
1
05 . 02
0 ° 0 0
0 5 1015 2 25 % 3% 4 45 5 5 6 6 70 75 8 8 % % 100 105 0 5 0 15 20 25 3 % 40 45 50 55 60 65 70 75 80 & 9 95 100 105
RE (ng/mi) RE (ng/ml)
M2 7= IbcRAOMRER GREHIF : 5pg/L~100pg/L) 1ICH1J 2 PEG il O XIH
PEG K (R2=0.952) PEG #h1 (R?2=0.994)
TSR - 60T LA 6FA T 677V &R 0 a0 EoURA - Sl SRR, O b STV R, 0 00
110 2 | y = 4535129E-004 * x - 0.005166 0 B Soasi001 ’ [)
2 45 R2=095195601 Py £ s
S 4 D 45
E I
@ 35
3 35
25 ° 8
25
2 ) °
15
L] 15
1
1
05 ° 05
0 o ° 0 [)
6 5 fo 15 20 2 30 3 4 45 5 5 60 65 70 75 8 8 9 95 100 105 0 5 10 5 20 25 30 3 40 45 50 55 60 65 70 75 8 8 9 95 100 105
BE (ng/m) RE (ng/m))
X3 v7Vh2oMEG GREHF : 5ug/L~100pg/L) CF 1) % PEG HMomhE
i - ~ N N N N ) - ° N 733
%3 13EEE L7 xF k20 PEG HFINIC & BIF2EES LOCENBEIE» o7, F— Y —EK

B, HHTRE (n=5) kX OREROK

ERREC (R 0%l

. m | 1| RERTOR
(%) (RSD%) PEG PEG
psall s

Ay Tastsy 111.6 4.8 0.970  0.998
EVE D 101.6 3.1 0.994  0.999
suusy YL —} 110.5 6.6 0.984  0.998
FY T YRR 112.4 8.6 0.964  0.997
ERE 112.6 6.7 0.952  0.994
EDRAE 111.3 3.2 0.972  0.997
TxFYEN 102.5 3.4 0.976  0.999
Ty TaFS—n 112.6 4.0 0.976  0.997
TevTust )y 101.0 7.6 0.985  0.995
Tawr 107.0 10.6 0.981  0.997
JuE7SuEL—F 103.5 8.7 0.978 0.997
~IFAY 100.4 4.3 0.986  0.995
IsuTr= 104.0 35 0.996  0.997
7 =) kR 107.4 11.1 0.929  0.995

* 5 ISINTEEE 0.01mg/kg
* k5 MEMOWREHIPE  5pg/L~100pg/L
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M Z MG T 2 AR (n=5) <X, FUES X
OHFFTREEE (RSD) (1224 MEFEAf D A5 S & bk L < &
»o7-. La»L, DDT (2,4), DDT (4,4 LUz v

F VU vEicE W TR 200% %2 % %4 ¥, DEG
WIMC X 2=V y 7 2R BB NI, ZDT & h
L, F—N—IEEOBTMI—EDOMRIIHZ DD~
FOATIC I X 2 dr o 72,

—F, BERMNITEWTZOHE D EORE KT
FiETid, 0.0lmg/kg FiFs L O 0.1mg/kg F0Tlal
INR B X OHTRE (n=5) 3X»o7. LaL, BT
BIHOBRL WE T Py - 7 u~FH VERKRIC
2 eyt sERmA R o Nz Erb, TO®EIZT
CABLTZZEPEELVWEEZ LN,

T, TxFIRRCONTIRE T VR LR
0.01mg/kg @MNIC BT 3 B D R2 23K BB D
ERED D 5 72, T2, B, fHTHEE S XL OCENE
FEZ, HEEZ7- X 8o 72, L2 L PEG OFNIC
X 2GR IE 107.4% (n=5) T, WEHDO R2DHD
0.995 & 7z b EAME D B & h, PEG IO %0 A3
LThHot (F3).

Dz ehs, FATRRICONTIE, EEWRN -
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W ERF D B ORI A RS B ENTH o7, T,
7 2 F IFRIMEROEMIESE L, HEEH HEE
%R 72723 PEG DRI ENTH o7, LhL, 5
BtV vy 7 2OFMIIMMOTEH ICEEL 52 2720,
SLICHFIT 2R ERH 2 L E 2 LN, D
DOENEPST=2T N T HRRAL 7 2F I FRKZAITDODNWTIL,
WO THYEZR L > T BEDRDH L L EZ LT,

A, REl~ Y v 2 2& LT PEG %M7223,
Analyte Protectant(AP) % F\» % 75k 1V 2565 T & 1L
HINTHY, PEG LKL THIERME W & v ) B
bdH2 12 <t )y s ZRE~OHEKEICOWLTIE, AP
EEDTHETL TWBERH B LEZ LN,

SHBML - FARERREE 2 50, KU EERE
i ANGNE-S AN

X o

JEABFLUA R SRS ZENE (1972) AR
rn P O PR R (1), A ATE R,
13(4) :299-309
I - YLIE— - SRS - FEE - &
TGHE - M IESE - LEADT - fEhIE—
(1991) 4Fhh O HHIERE R AKX PCBOH
r, REERE AR, 25 : 224-225
FEAEE] - TEERIIL - SOARSERE - FREERIR -
WFiZg:z (2003) EFlth  FEEAE TGSk
DERMRS (1983-20024E1), FUEb %4
WFget v 2 —4E#, 54 1 165-170
A A - J\NEWH T - AR - JRIEE=
A2k - - FEILETY - B ELA
(2004) FHK O F — R OREH ISR
SoOEEFE, FHTHMERLRHE Ly £ —4F

1)

2)

3)

4)

MELN

NG

W, 55:221-223
IEHERES - BTRA - X FE— - /Mksk (1979)
REFE PRI O GHRIER R EEOHER (1970
~1977), REBFREANETICHIIHRE,
1:11-14
EAEFEEEERSN SN ZEMEEA. &%
HROC TR 3 2 R I B3 2 BABRE o 2 S T
flizi 4 ¥ 74 vicowt, FRI94EILHI5H AT
FRLIEF11150015, “FRR22412H24H A
BRFE122455 1512 X Y —HRKIE
FFFE - AR - B EORT - SRR
(1997) 1919774 ~19954F) Ic B 5 + —
ZANZEA Ty b ART 4 —RIC X 5 RIRTEMEK
ANDPCB I U HHEHR AR D 1 HIEHE
¥, RREEHMERE, 38 286-295
B = o — X [EHN] (2004) : https://www.ei
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&serial=7717&oversea=0.html(20214E12 A T %)
EA G EEEE LSRR T EBH. &
ICHRER 3 5 K, BURRAINY) X B A R 3,
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1 H24B T 0 &% 55501240015
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7)
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9)
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Validation study on a multi-residue analysis of pesticides in milk
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