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1.2 LCMSMS {lEMiasar 63 FhilsE
I B AGE T B EIRIFREREF(Y LCMS-8045 MIE TSR 63 FEEND T £,

RT3 EEFEERRY Velox BIEHEAE 18 min J5TAK 63 FIERINE, SERSFEANE
B, ZHERBERS, 63 MLEMnIEHIR (ASTM, S/N=3) 7£0.002-0.62 pg/L i&; XIAE
AREREZE R TIREMERRIER, HEKERTE 70.4%-126.5%2/8), FFEHIZmSERINE

. ZHERE "ERZER 2019 F 566 S3U4" Mt 1 Fxd 63 FBEAMGNDITEK,

XigiR: HEx mEFl =EPRTRE

HERE—REEREITISZSIE/ERN
HINER, BRI Lo R CE .
OEEN, NEKES—ERIMEER, B
HIERIZ MRS SRR EY K. =K
MR R R AR R B AR a5 R BREIE
F. EEDT (ILRZERAIEE) (2015
FhR) REREBIIZERIEST76/768/EECEEM
B, IR bIZm PR INER RAE.
MRS, A, B FIEREERNENL
WERT, FERZARAZNIERGAERERINER, 44
I RKE&EETREE.
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1. SCISERS
1.1 {WE8

R RN AR RS
BARE (201544R) MBS (20194 5566
2) | 5 (HAREHEER SRR E)
A (R BREISRRNTTE) | fF
HEE2 347012 35 TN R RS EANE
(20156EkR) ) SETUES, (HOmRIBERr
SHTRIE) DIE6IFMLAY, Hehg41
FVBRIEER. USRS
ANSESE "ERGLS 2019 & &
66 SXTHE I 1RG0 (HikERrE
KRASHORNTE) . RS LCMS-8045
= E IR TR R AU R 63
FEEDITIE,

ASLLE(HF LCMS-8045 =EUkiTRIREFAR %K. EABCE D LC-30AD iR, DGU-
20As FELLRRSHL, SIL-30AC BaliftEss, CTO-20AC #8758, CBM-20A RFtizHgg, LCMS-
8045 =FEPUIRAFEIL(Y, LabSolutions Ver. 5.97 &1 T {Eiuk,

1.2 DREMH

B
&g =
o 48 : A1B- 7K; BHE-ZB5

i & : 045 mL/min

(53 B 40°C

HEMKE 5

A

: Shim-pack Velox C18 2.1 mm I.D.x 100 mm L., 2.7 ym

© BREEERR, B IBMIMRIRED925%, RIERERFIEERT.
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%= 1. BEEHRAERER

Time(min) Module Command Value
4.00 = B.Conc 25
9.50 = B.Conc 38
10.50 = B.Conc 38
14.50 = B.Conc 60
15.00 = B.Conc 95
16.00 = B.Conc 95
16.10 = B.Conc 25
18.00 e Stop
[FRIEE1F:
BFHUERX : ESI (+) E4SAE : 3.0L/min
IFSFEE : 10.0 L/min FIRSME : 10.0 L/min
EORE : 300C IFESGEE  : 400°C
DL ;B E : 250C B o 5 a5
MRM & : IFk2
% 2. MRM 2%
o EIRZS =4 QiPre CE  QaPre
No- R <y =F  BF  Bias(V) (V) Bias(V)
et N 35720~  -21  -14  -16
1 ity Triamcinolone 124-94-7 395.15 535 15 . 20 3
2 SRR Prednisolone 50-24-8 36145 et 19 2T
147.15 19 24 -13
3 BRI Prednisone 19420 35900 A0t 19215
147.20 19 24 -14
4 SR 9-fluoropredniso 338954 379.20 359.25* -20 -9 -24
lone 341.20 20 -12 -23
5  S{¢AIRg  Hydrocortisone 50-23-7 36320 220 18422
105.15 13 46 -18
6 I Cortisone 53-06-5 36145 o 1923 S
121.20 19 =30 -11
7 Eﬁ%ﬁ?h‘ém Methylprednisolo 83.43.2 37520 357.25* -20 -11 -23
)2 ne 161.20 20 20 -15
355.25% =27 -13  -23
8 fEfkts  Betamethasone 378-44-9 39320  147.15 14 26 -25
373.20 -20 -9 12
35525  -20  -13  -16
9 #hZHKA  Dexamethasone 50-02-2 39320  147.15 14 10 -25
373.25 19 25 =27
10 &K0 Flumethasone 2135173 4115 o0 22 e
121.15 22 =35 =21
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391.20* -22 -12 -18
11 FERN Beclomethasone 4419-39-0 409.15  279.20 -22 -19 -12
147.20 -22 -29 -26
. . 415.25* -23 -1 -19
e, Triamcinolone
12 phZasiE . 76-25-5 435.15 339.20 -23 -15 -15
acetonide
397.25 -23 -16 -18
399.30* -22 -13 -18
13 HhEREE Desonide 638-94-8 417.20 225.15 -22 -25 -22
323.25 -22 -14 -22
321.20* -16 -14 -20
14 =W UN Flunisolide 77326-96-6 435.15 397.20 -30 -11 -18
339.20 -30 -14 -15
15 o~ Fluocinolone 67-73.2 453,15 121.20* -23 -34 -21
= acetonide ' 33720 23 -15  -15
% X Triamcinolone 441.15* -25 -12 -21
1o RN _ 67-78-7 47915
BEERES diacetate 321.20 -25 -17 -14
17 @&S4%  Fludroxycortide 1524-88-5 43720 o0 w23 1916
Fal =4 udrox ra - - .
PSSR Y 28515 23 25 -12
REMIEEE  Prednisolone 21 14720 2 w25 28
15 RS 52.21-1 40320 30720 21 14  -13
BREE acetate
385.25 -22 -1 -17
19 e i thol 426-13-1 377.20 279.30* -12 -17 -18
uorometholone -13-
. 32130 12 -14 -4
S/ Hydrocortisone 309.25* -12 -18 -19
g0 AWML Hy 50-03-3  405.20
EEESER 21-acetate 121.15 -23 -28 -1
SS9 Fludrocortisone 239.30* -23 -25 -10
21 =R 514-36-3  423.20
BEREE 21-acetate 121.10 -23 -33 -17
142.20* -24 -35 -13
22 i NEIE= Deflazacort 14484-47-0  442.20
124.10 -24 -47 -1
AN Prednisone 21- 295.20* -21 -16 -13
g3 RAEM 125-10-0  401.15
il acetate 147.15 -21 -14 -20
A HRNEEER Cortisone 21- 163.20* -21 -26 -15
24 ) TR 50-04-4  403.20
fig acetate 343.20 -21 -20 -23
25  EMB Halomet 50629-82-8 44510 >0 83 32 2>
alometasone -82- )
- 28715 23 -15  -18
&k Methylprednisolo 399.25* -22 -11 -18
e VP 53-36-1  417.20
ERATE ne 21-acetate ) 3 ) 3
7] 21 tat 253.30 22 22 26
KIS Betameth 309204 23 -14 13
etamethasone
27 = ARe 987-24-6 435.20 337.20 -23 -14 -13
[ 21-acetate
415.25 -23 -9 -19
97.00* -14 -23 -17
28 2f[ Testosterone 58-22-0 289.15
109.05 -14 -24 -17
HEZEKFA Dexamethasone 309.25* -13 -14 -14
29 AL 1177-87-3 43520
ESEE 21-acetate 337.25 -23 -13 -15
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415.25 -13 -10 -19
30 foltEE Budesonide 51333223 43120 oo 3 1219
147.20 -23 -30 -14
SHEETRIR Hydrocortisone 345.25*% -23 -13 -22
31 SRSt y 13609-67-1 433.20
T ERES 17-butyrate 121.15 -13 -28 -11
32 =y Gestri 16320-04-0 309.10 241.20* -16 -23 -25
2 — Mnln estrinone -04-
: 19915  -16  -33  -19
SUKIEEER  Fluorometholone 279.25* -22 -16 -18
33 KRR 3801-06-7  419.20
fig 17-acetate 321.25 -22 -14 -14
34 L A Methyltestosteron 58-18-4 303.20 109.10* -16 -27 -17
i e ' 97.10 16 26 -16
SULATRY Hydrocortisone 345.30* -14 -13 -15
35 = \EJE’JM y 57524-89-7 447.25
TXEREE 17-valerate 121.20 -24 -25 -11
s Triamcinol 339.15* 26 -16  -15
== riamcinolone
36 e . 3870-07-3 477.20 321.20 -25 -19 -10
it acetonide acetate
457.20 -15 -10 -21
ZERIIINX Diflorasone 317.15* -26 -14 -14
37 BAMAR . 33564-31-7 495.15
EEER TS diacetate 279.20 -26 -16 -12
SR INBEER 337.15* -26 -18 -15
3 MR L inonide 356-12-7 49515
[ 121.15 26 -41 -11
* - - -
39 SR ZR Norgestrel 6533-00-2 313.20 Q™ 16 27 10
245.25 -17 -18 -15
Al S YNBY Betamethasone 355.20* -25 -12 -16
g0 HIEKE 2152-44-5  477.20
ERER 17-valerate 279.20 -25 -18 -18
105.20* -24 -53 -21
41 Naras= Halcinonide 3093-35-4 455.15
121.20 -24 -45 -19
42 kReEBEE Prednicarbate 73771-047 48930 o0t w26 Az A7
115.10 -26 -15 -19
43 PRI, Loteprednol 034466 46715 265.25* -24 -21 -17
< etabonate ' 35020 24 -13  -16
K Alclometasone 301.20* -28 -21 -19
4y BEAET S 66734-13-2  521.20
AERER dipropionate 279.20 -28 -19 -10
45  RpEE Amcinonide 51022-69-6 50320 o> 26 TS
321.20 -26 -20 -14
Z= Halobetasol 391.05* -25 -13 -18
46 Baf A . 66852-54-8 485.15
ERl Propionate 353.15 -25 -16 -16
N Clobetasol 17- 373.20* -25 -12 -17
47 SRR . 25122-46-7 467.15
ERl propionate 355.25 -24 -15 -16
FE=S SN Fluticasone 313.25* -26 -15 -20
4g BEFHEA . 80474-14-2  501.15
i propionate 293.20 -26 -18 -30
= SN Mometasone 503.15* -28 -13 -24
49 AR 83919-23-7  521.10
ERER furoate 263.25 -28 -25 -27
325.25* -20 -15 -14
50 BRI Megestrol acetate 595-33-5 385.25
L5} 267.25 -20 -18 -17
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5 Chlormadinone 309.20* -21 -17 -19

5 TRESEE | 302-227  405.15
[ilE] acetate 267.20 -21 -22 -16
(EMKFAN Betamethasone 319.20% 26 16 20
52 ”Wwﬁ i ronionat 5593-20-4 50520 41125  -26  -12  -19

9 ipropionate

o prop 27920 26 -19 18
97.15* -17 -23 -17

53 EAE Progesterone 57-83-0 315.25
109.15 -17 -26 -10
5 Medroxyprogester 327.25* -20 -15 -14

54 RmRER yprog 71-58-9 387.20
[ilE] one 17-acetate 123.15 -20 -29 -11
EEb N Beclmetasone 503.20* -28 -13 -24

55 IBSKILT . . 5534-09-8 521.20
AERER dipropionate 319.20 -28 -17 -14
Ei=1y)% Diflucortolone 375.25*% -25 -14 -17

sg Powak  Diflu 59198-70-8  479.25
ESER valerate 439.25 -25 -13 -20
N Clobetasone 17- 343.15* -15 -17 -23

57 SEMCIET 25122-57-0  479.20
ERTE butyrate 279.15 -15 -18 -18
ca SRR Hydroxyprogester 630-56-8 429.95 313.30* -22 -15 -21
= one caproate ' 271.25 -22 -21 -17
_ , 52330  -28  -13  -24

59 INEREE Ciclesonide 126544-47-6  541.30
323.20 -28 -18 -14
183.10* 13 39 19

60 M EZ Estriol 50-27-1 271.25
145.15 13 38 29
‘ , 143.10* 14 54 14

61 ME=FEZ Estradial 50-28-2 287.20
171.20 13 37 17
. 145.10* 13 36 27

62 IHEER Estrone 53-16-7 269.25
183.20 13 35 12
63 CUEIEEY  Diethylstilbestrol 56-53-1 26720 1> 13 24 17

) iethylstilbestro -53- .
® y 222.10 13 34 23
EEE AN

2. HmBihie
2.1 RIS

SR "ExRBWSE 2019 F 5 66 S M4 1 PHRES A,

FREVEERS 0.2 g (#5121 0.001 g) , BF 10 mL EZEBEREOES, 1IN 2mL 28, 1ERIE
BEIN LIRS 30s R SIRIARIRSIS, REHIIA 8 mL 2B, HEAIEI 20 min, HEE

=&, LA6000 r/min B0 10 min, XEXEBBR3ImMLETF 10 mLBLOE,

[543 0.22 pm JEEETEE 1.5mL #5E, =H.
2.2 EJRITAC &R RATHIE

ERN=EAREAR, & 2.1 HFEetEFIEHTEFRER, MISEERARET, &
HAERENREZAR, KESF9 0.1, 0.2, 0.5, 1.0, 2.0 . 5.0, 10.0, 20.0, 60.0 #0 100.0
ug/L, FTFEERITA L.
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3. ER5idie

3.1 MRM &i5BS5RZ RSN E
E63fhigE (MRMEIEEET) ., B/ ENKREAESROK, PERERK, HilEE
RIS FHIEIHBZAKINFUSEKRL (EHENE2) , LURGFEREFNSEAIFRFhE B S E it eE
(Budesonide, f&FRBUD, FHANEA4) . AF5EEFESEMEIVeloxBiEiE, EHBERINFIEMHK
o (E2) . ihEEREFNSE (WE3) MRS FASTIRES B,

1250000+
1000000+

750000+

500000

250000

(s}
(3¢}

[ E—
25

T 7
5.0 75

T . T
10.0 125

15.0
1. 63 MHEERINERRK MRM &igE (10 pyg/L, IE 1D SHE% 2)
(xglgggg%)oo 355.2000 et
3 .. >, .. -+ . .. .
19:393.2000>373 20008 35 g% §838iﬁ?3388§2 ﬁ %?% (R '_5 S gg )

19:393.2000>147.1500(+)

ER 5yl SN

R

5.0

2.5+

0.0

T
3.50

T
3.75

L B e
4.00 4.25 4.50 4.75

2. (EMEKIFIHEEERIR MRM &iEE

3.2 fRfERRLS

e e L B e e e IS A
8.75 9.00 9.25 9.50 9.75

3. faitiRE MRM &iEE

2 1.2 DEMENE, LURESEAR, IEEFRANEIR, RAIMR AR ZERICERER
%, 63 MEEREHENEERETEN, HBXEREME 0.9952~0.9999 28, HiRERNEIEERE
£ 85.0%~112.7%22[8), ZLMHEXMRE. 63 MUSYIRUGHIR (ASTM, S/N=3) # 0.002-
0.62 pg/L 8], HEIRE 0.6 pg/L (FBHWEN 2 ug/L) Bk, HEMHRE. BREHRINEE

e PRI 3.
2 3. 63 FEEIREIA S (ILE 1/c)

15 R e SR EXRE OARE KR
= e IR (Hg/L) r (%) (ug/L)
1 gy Y = (3485.51)X + (22.1410) 0.5~100 0.9994 89.0~107.1 0.10
2 WA N2 Y = (149082)X + (9797.05) 0.2~20 0.9991 87.7~107.7 0.01
3 R Y = (57378.1)X + (3868.75) 0.2~20 0.9995 86.3~107.6 0.04
4 L= TN Y = (8565.56)X + (1386.32) 0.5~20 0.9996 96.8~104.9 0.10
5 SUERTRIRA Y = (44937.7)X + (1294.22) 0.1~20 0.9995 87.4~106.9 0.01
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ATRIHA
REREITE
fEfthoRAR
HBZERAN
K
(EEP SN
ik
R
EEN = VN
BE
it =quey AN T
BEIEIR
IR AR BARRER
b )2
SUCATRRABEER S
=\ AORAEEER S
HhIRETHS
A= VNS
RIS
BISEAtER
RER eI BEERER
fEfRAABARRER
£fin
Bk VNI
i e
SULRTRIFA T BRER
= IFH
KBRS
FREZEHER
SUCRTRIFATCERER
M o BARR AR
VYN VT
EERE NI
REZE
fEfthoRAATCERER
IEPEsE
kfe~EE
SERE
P SURARN A ER B

e A
ZrRE

(NS
SUEfthZRAERES
ot = S NG
BORAAARRER S
BEFR At 2R

Y = (34417.5)X + (27.5909)
Y = (87390.0)X + (1743.30)
Y = (7134.17)X + (336.408)
Y = (46302.8)X + (1309.82)
Y = (34131.6)X + (689.084)
Y = (1706.11)X + (1106.91)
Y = (26667.3)X + (1021.52)
Y = (358016)X + (11003.5)
Y = (85375.9)X + (4083.25)
Y = (59685.7)X + (2440.54)
Y = (74841.8)X + (2565.61)
Y = (1444.37)X + (556.309)
Y = (25655.5)X + (4752.13)
Y = (6005.36)X + (704.564)
Y = (11259.2)X + (426.653)
Y = (8334.11)X + (-803.424)
Y = (101743)X + (3613.05)
Y = (32442.5)X + (-352.429)
Y = (20081.8)X + (-206.557)
Y = (2012.46)X + (717.157)
Y = (82602.8)X + (3414.45)
(5886.64)X + (893.362)
(47382.8)X + (1426.72)
(11766.7)X + (1438.80)
(267769)X + (58769.0)
(84760.1)X + (6195.26)
210217)X + (10269.7)
331903)X + (12807.4)
223825)X + (4854.40)
(14653.5)X + (727.422)
(77555.1)X + (517.088)
(52218.6)X + (1549.31)
4
(

(
(
(

5026.0)X + (946.944)
67006.2)X + (5484.38)
(111367)X + (5565.58)
(7964.27)X + (1821.74)
= (76320.1)X + (1910.51)
(137222)X + (1874.57)
(24776.7)X + (2793.89)
(59811.2)X + (19860.8)
(16287.0)X + (2225.46)
(83161.3)X + (1883.03)
(49032.1)X + (5035.77)
(69479.6)X + (3863.28)
(236737)X + (7719.56)

Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
Y
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0.9998
0.9999
0.9998
0.9996
0.9998
0.9978
0.9998
0.9994
0.9990
0.9990
0.9989
0.9997
0.9991
0.9997
0.9997
0.9993
0.9996
0.9999
0.9998
0.9987
0.9998
0.9981
0.9998
0.9988
0.9989
0.9991
0.9975
0.9996
0.9995
0.9996
0.9997
0.9994
0.9997
0.9994
0.9986
0.9980
0.9990
0.9993
0.9950
0.9982
0.9952
0.9986
0.9992
0.9991
0.9995

87.9~104.5
94.7~103.7
93.5~104.9
92.6~107.3
85.0~105.4
94.4~107.7
96.4~103.5
86.6~107.3
88.3~106.4
86.3~107.8
89.4~109.3
90.8~106.6
96.9~105.4
92.8~106.7
90.5~108.5
92.1~111.6
84.9~105.7
96.4~104.4
92.1~104.5
90.8~108.5
88.4~106.3
86.7~108.8
87.1~109.1
88.0 ~109.5
86.2 ~107.3
86.8 ~105.7
85.9 ~111.7
93.5 ~105.1
89.7 ~106.7
94.4 ~106.7
95.1 ~104.5
84.9 ~109.8
92.3 ~103.6
86.5 ~105.3
86.0 ~106.8
92.2 ~107.2
90.4 ~107.8
91.3 ~105.0
85.3 ~114.7
89.9 ~111.2
91.8 ~112.7
87.7 ~106.9
85.9 ~108.1
89.8 ~105.9
86.3~107.9

0.06
0.03
0.03
0.01
0.01
0.60
0.02
0.01
0.02
0.01
0.002
0.12
0.10
0.11
0.07
0.11
0.008
0.06
0.05
0.27
0.03
0.12
0.06
0.15
0.03
0.01
0.005
0.005
0.02
0.07
0.01
0.06
0.03
0.02
0.01
0.13
0.003
0.01
0.03
0.05
0.04
0.02
0.01
0.04
0.01



51 RER SR Y = (68046.3)X + (1956.63) 0.1~10 0.9997  90.5 ~107.6 0.01
52 (BRI ERES Y = (76321.9)X + (3535.15) 0.2~10 0.9989  93.2 ~105.7 0.02
53 N Y = (110381)X + (3308.80) 0.2~10 0.9997 91.6 ~105.3 0.03
54 AR FRZ 2R Y = (192955)X + (6793.36) 0.1~10 0.9998 89.6 ~104.8 0.02
55 (EE SYNVES] Y = (112665)X + (6864.91) 0.2~10 0.9997  90.7 ~105.5 0.01
56 PP AR Y = (26757.9)X + (2467.50) 0.2~10 0.9988 884 ~107.7 0.04
57 SUBMAR T BRES Y = (26207.1)X + (5728.87) 0.5~20 0.9983 859 ~107.7 0.02

58 CERAZEN Y = (43800.8)X + (1195.80) 0.2~20 0.9998 92.2 ~105.3 0.03
59 INEREE Y = (5074.86)X + (-234.352) 1~100 0.9994 93.0 ~104.5 0.31
60 j: 3= Y =(2181.83)X + (481.902) 1~60 0.9969 91.8 ~112.1 0.30
61 HE=F= Y = (159.420)X + (79.0611) 2~100 0.9993 93.3 ~109.1 0.61
62 iG] Y = (7030.86)X + (-98.2947) 0.5~60 0.9990 92.1 ~106.3 0.12
63 iR Y = (6668.18)X + (262.381) 0.5~20 0.9996 94.0 ~103.4 0.1
3.3 BEE

REEEREFARRENRESIVERRIORE, SNREFTUE 6 /R, ERUEEHBE
E. &RER, 63 MBRESIRE FTHNRBN B IEmRAERERZED BITE 0.02%~0.64%7]
0.40%~11.85%2 (8, ERFBEENHXIIBEEESWER 4).

% 4. (REREFIEERESHER (h=6)

0.5 pg/L 2 ug/L 10 pg/L
f WEMEIR (RSD%) (RSD%) (RSD%)
= R.T. Area R.T. Area R.T. Area
1 HZFER 0.23 5.44 0.23 494 0.10 3.75
2 R 0.22 277 0.11 2.18 0.11 147
3 PN 0.18 2.51 0.14 243 0.12 1.12
4 FELBI 0.26 6.67 0.21 495 0.10 1.17
5 SHLRTARA 0.24 2.69 0.11 0.97 0.14 0.69
6 ATAIHA 0.20 5.98 0.14 1.96 0.12 1.17
7 FRECR R IE 0.22 2.86 0.10 1.39 0.14 1.69
8 (SN 0.34 7.16 0.16 5.73 0.15 2.96
9 HBZEKAA 0.16 3.16 0.11 1.36 0.15 1.45
10 E2k SN 0.18 2.95 0.10 1.84 0.13 1.20
11 EEak SN -- -- 0.32 6.08 0.23 4.19
12 Hi%EE 0.20 5.66 0.10 3.52 0.13 0.69
13 HREE 0.14 2.31 0.07 0.63 0.10 0.48
14 EEV =2 N 0.15 5.23 0.05 1.56 0.11 0.85
15 EEZIN 0.10 2.76 0.08 212 0.09 0.96
16 HLFERINEEELES 0.13 3.68 0.08 2.01 0.07 1.19
17 EESk VN 0.27 11.85 0.09 8.52 0.11 5.75
18 R A T BEEREE 0.10 6.81 0.07 5.60 0.07 1.92
19 b9 0.12 9.62 0.07 6.28 0.09 3.22
20  SCATROMABEERER 0.06 7.40 0.06 435 0.08 1.80
21 ESFTRINEEERES 0.07 6.47 0.05 5.55 0.07 1.80
22 R AT4S 0.09 2.64 0.03 1.30 0.07 0.78
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23 WA=t YN =T 0.08 5.86 0.04 2.38 0.07 1.57
24 BN 0.09 6.52 0.06 3.13 0.07 1.00
25 SESEIVN -- -- 0.07 4.70 0.07 6.47
26 EBERBMIEEE:  0.08 2.26 0.03 1.80 0.06 1.89
27 (S SN 0.06 7.97 0.04 4.70 0.06 3.40

28 £ 0.07 2.29 0.04 1.72 0.06 0.76
29 bk YN 0.08 6.62 0.02 3.65 0.06 2.53
30 mithsE 0.07 3.45 0.03 1.68 0.05 1.12
31 SULRTROMR T BRBS 0.07 1.68 0.03 1.36 0.05 0.40
32 B = \EER 0.06 1.75 0.03 1.63 0.05 1.05
33 BRI EEERTE 0.07 1.95 0.03 0.74 0.04 0.63
34 RESENE 0.07 2.78 0.03 1.12 0.05 1.04

35 SULRTROMAER RS 0.07 6.07 0.02 3.21 0.05 1.14
36 A& S e RaR RS 0.06 3.40 0.03 2.97 0.04 1.47
37 VL /NS 0.06 3.98 0.02 1.06 0.04 0.84

38 EL 22N 0.10 2.59 0.02 1.38 0.04 0.75
39 R TR 0.07 4.29 0.02 1.99 0.04 0.85
40 BRI ERRS 0.05 2.49 0.03 0.79 0.03 1.82
41 IEFERE 0.04 4.60 0.03 422 0.03 1.91
42 RBREs 0.04 3.52 0.02 245 0.03 2.50
43 SELE 0.04 417 0.02 1.74 0.03 1.60
44 IS AEAES 0.05 6.17 0.02 3.84 0.03 2.16
45 RIEE 0.04 4.79 0.02 3.53 0.03 2.60

46 R ER R 0.03 6.89 0.02 5.90 0.03 3.72
47 SRR 0.04 2.50 0.02 1.12 - -

48 k= SUNSTE S 0.03 5.45 0.02 1.71 0.03 1.36
49 = ST 0.03 3.55 0.02 246 0.03 215

50 BARRFRIZPE 0.04 3.04 0.03 1.14 0.03 0.63
51 BEER U2 0.03 6.67 0.02 2.88 0.03 1.68
52 fHftRIANAEREE  0.04 7.20 0.02 2.88 0.03 2.13
53 IR 0.04 2.77 0.03 2.72 0.03 1.61
>4 BRER A2 72T 0.03 274 0.02 2.69 0.03 1.60

55  (BEAXNWAERES 0.04 422 0.02 2.19 0.03 1.52
56 WA KBRS 0.03 3.84 0.02 3.02 0.03 2.23
57 SEMIN T BB 0.04 4.35 0.02 2.20 0.03 1.95

58 CEZZHR 0.02 2.36 0.02 1.53 0.02 2.97
59 NERE -- -- 0.02 3.93 0.02 1.72
60 ij: -- -- 0.06 6.63 0.07 3.79
61 IE=EZ -- -- 0.64 10.42 0.27 7.21
62 IEER 0.08 493 0.05 3.91 0.04 2.69
63 CIFEIERD 0.07 6.47 0.04 4.31 0.04 2.84

3.4 EERNNiRsEis
MESMIKRFMS0.2 9, DRIRIN6MHFNERR, £52. 15108, HIEHIKREN0.075
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Mg/g. 0.3 pg/g. 0.75pg/gF03.0 pg/giiMtRkEmR. B MREFATIN, HEGIMHRESIRE
THIEIIMREER (WERS) . BERER, AREERIMRAEREINESEEET0.4%-126.5%Z ],
TEXITRERZETE0.54 %-8.98%,

9000
80001
7000
6000
50004
P Aol
40007 et A
] 7 \,vw\/v»v: p A
30004 =
2000 ‘
1000
o]
R T T T P
4. EEHER MRM @i

80000
70000%
eooooé
sooooé
40000%

30000

20000}

10000}

T T — T T T — I [ T I [ T [ R T [ i
25 5.0 75 10.0 125 15.0 min

5.0.3 ug/g HEIKFEAI MRM &35 (I 1D SE% 5)
5. 63 MEEIFELE (n=3)

9 o hntR 0.075(ug/9) IR 0.3(ug/9) I0#R 0.75(ug/g) A0FR 3.0(ug/9)
5 E=% RSD% | EMg=% RSD% | [EMgE% RSD% | EIKZE% RSD%
1 BZFE -- -- 83.3 3.40 81.6 2.20 734 3.40
2 D= VNS 84.6 5.39 923 2.30 92,5 3.38 81.6 2.14
3 RBHA 76.3 5.86 914 1.65 91.1 2.95 80.4 0.83
4 B&EIRRBH -- -- 92.0 7.98 92.4 3.20 83.3 0.62
5 SHLATHIR 76.3 6.03 85.2 1.63 84.9 2.89 80.5 2.07
6 1NN 84.2 3.95 81.1 3.98 81.3 2.80 76.8 1.50
7 REIL I 89.5 3.77 89.2 2.80 89.9 142 87.0 0.63
8 KA 72.0 9.30 96.0 7.29 96.2 5.50 94.6 2.76
9 JiCE: 3 SN 88.0 9.15 90.6 2.99 91.8 1.95 86.8 0.87
10 SR 84.0 3.35 87.1 0.80 87.8 3.30 83.2 1.82
11 ESKRM -- -- -- -- 81.3 7.00 102.5 3.32
12 h%eayE 79.1 3.96 87.9 4.07 92.6 246 91.2 1.70
13 HhREE 92.3 143 93.1 0.47 95.7 1.64 91.0 1.50
14 =N 85.2 6.87 88.9 4.48 9.4 1.21 88.8 1.77
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15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58
59

EEREIIN
it equty AT
BEAEN
R e T BEERER
KL
ST AOHABRBRES
S AU BEERER
HBRETHF
DA YN
A HUHABARRER
SEAthA
REIR AN BARAER
(BB RANBERR TS
£
b= SYNLETEAS
SUCRTRIRA T BRES
Z=%E
AARICBERRER
FREZFER
SUCRTRIFATCER S
itk SR
VYN
EERE NI
RIEZER
fEfthRAATCERBS
IePasE
ke B
SERE
P SURARI AR TR
RIS
fEfth 2R ERES
SUEthZRAERES
S FARERES
ERAAANRERBS
BRER R ith 22
FRER St 22 E
Bt RAARN A ER S
E{RER
FRER 222
BRI A ERES
PEEIY) A
ST BRES
CEFZZE

/;
RER=E

95.7
925
87.0
935
81.9
83.2
86.7
84.3
91.6
92.0
824
90.2
100.0
93.3
100.5
99.5
108.5
107.1
104.9
105.0
95.2
103.1
102.2
104.6
98.5
121.4
114.7
115.9
119.9
115.5
121.7
112.3
112.3
122.3
106.4
117.9
125.7
108.4
126.5
120.4
108.7
103.0
111.2
88.2
103.6

20

1.12
535
8.28
4.33
6.16
2.73
6.87
249
3.69
6.44
7.28
1.28
6.39
4.03
4.93
2.06
1.20
1.31
1.14
0.72
5.28
4.28
3.50
0.72
0.70
1.36
8.98
5.12
0.86
8.80
3.52
4.66
4.14
1.21
5.62
1.74
2.12
3.31
0.76
0.55
3.13
3.36
3.14
2.97
2.14

94.1
93.9
99.3
98.2
94.7
87.0
82.0
85.0
97.9
97.3
86.3
94.0
96.5
96.3
103.9
100.4
107.7
107.0
106.7
106.0
99.4
101.0
107.6
106.7
101.7
118.9
1171
110.2
115.3
109.6
119.8
107.9
104.8
117.0
105.1
116.2
121.9
109.1
125.5
118.9
106.5
101.5
113.1
86.7
107.5

0.86
3.42
8.05
3.89
1.58
1.49
2.21
1.71
4.91
1.97
7.31
3.04
6.31
2.24
1.21
6.30
2.59
2.07
241
1.24
2.57
2.69
1.67
3.68
1.57
1.95
6.24
1.66
1.50
2.10
2.94
6.57
1.30
241
3.29
1.91
3.53
2.38
0.32
1.18
1.38
1.90
217
5.02
4.90

994
91.7
115.9

4.32
3.40
5.15



60 ;=) 82.1 2.26 103.1 5.22 106.4 416

61 ME=E2 107.3 7.20 99.4 5.98 100.0 4.01

62 i1 107.7 4.69 108.4 7.73 111.2 3.22

63 Py ¢l 3 71.5 454 704 3.13 75.0 0.54
4. &g

AN SR =E IR REREAY LCMS-8045 B IZGR T 63 M= HiE.

%7375 63 MEERAVERICACHIZ,, EARXFREME 0.9952~0.9999 28], RHiRkERAIEIE
BTE 85.0%~112.7%2Z (8, LMEXMRIF. 63 MLESIRICHE (ASTM, S/N=3) 7£0.002-
0.62 pg/L 8, #HENE 0.6 ug/L (BB EH 2 po/L) B3R, REMERF, 63 MEEAIR
BRI Rt BRI EARAEXI TN ERZE D BITE 0.02%~0.64%7F0 0.40%~11.85%2 (8, (XESEEER
. ARERITRRENRINESTETE 70.4%-126.5%2 8], HEXITVERETE 0.54 %-8.98%, £F

BUEEFRURER, ZESIMEER, REES, IHtlmER

REEEH.
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1.3 LCMSMS iEIEZ R 36 FuniseRes)

8 B: AFIRBE LCMS-8050 =EMIHRATFREREXFINEEZ T LC-MS/MS UITE 36 FUREREZ
YIRIFTi%. SRABBINEE AR M T, —5 16 min WFR D, (ERERIREIRIEEH,
£ 0.5~200 ng/mL iRESBEINEIIiNERL:, LHEXRREF, HXREE ri9KF 0996, ESHHEF
RSD /NF7.82%, £ 0.5~2.5 mg/kg IIARAKE T, 36 IR AYIBIKER D H1ES1.5 %~1104 %
28, ZHEERTNEIZ T 36 FTUBREAYINS E.

XigiR: —EMRTRBGIERIEEKAN tikm

TURRRSZSYIANIUIRER .. EERENE. Tl
% MAEEERSE. HERKRBEEYET AR
ALERIEZAY, EENEFERIER.
BRIBREBLESHINLTHEER, FEist
HERE. B —YURREBRNERETT
M, FEUEEENERLZS, AR R
SR AR IIX L6751, XA B SATERE RE I AT REES
EpRis. AE1ER, EKIBERSRIEERK, 51
TRIERRIMERT K, PR AT ST IR ZSYIRIMIZS
., EREZIRERRE. BE (WiiEReAR
M3 (2015 Fhr) FIRRBH L ENE
(Directive 76/768/EEC) t9RFEI E LY /R
OIS
AT, BRE RALGRF U IIEN
MERNERER: (WIRERZRERAIE)
(2015 £FFhR) 2.1 EEWE 9 FhES ., 2.2 HEg

36MHTURRREEESY])

ERBES 7 MAES. 23 KIEDVES 10 #E
2%, BHEETEHNE—SRIERHTUE. R
AR D IR TIFHR TES A
f&; b, IEFRANED FARREIRRIIFER,
e IR MR D SREMERIA S Jaltt, 2019
F£ 9827 H, ExXaBEBARES, B (UL
FRFHUBEREZYIRETIEY AN (HLikmz
SRAIET (2015 F6R) Y F, AETXRES
MRIEEE-BERS ENEIZET 36 Fin
R ERIS A,

ASCRASE LCMS-8050 = IURITR
EEERZEKRN, SRERAGER 2019 F5
66 SBEF (WIXEPTUERIEZGYIRICN S
iKY, BN TR 36 MUK IYINIG
MWF5iE. ZFERE. E. I8ER, T
TSR PRI HEF I ERNE

7= 1. 36 FIBERES IR EHER

FsS S BET T el ESvE= CAS = oF DFE
1 FRAE M TEEL KM Metronidazole 443-48-1 CsHoN30O3 171.2
2 Y NEIPEEES PRETELRRSE Lincomycin 154-21-2 C1sH34N206S 406.5
3 AR e S Sulfapyridine 144-83-2 C11H11N305S 2493
4 X EER F=B=E RIS Furaltadone 139-91-3 C13H16N4Os¢ 324.3
5 TERZ R IEDE Til7ES Sulfamerazine 127-79-7 C11H12N403S 264.3
6 KB E [EQPEITES Enoxacin 74011-58-8 CisH17FN4O3 320.3
7 ITER PUERERZE Oxytetracyclin 79-57-2 C22H24N209 460.4
8 aSWE [EQPEITES Fleroxacin 79660-72-3 Ci7H18F3N303 369.3
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11

12
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14

15

16

17

18

19

20

21

22

24

24

25

26

27

28

29

30

31

32

33

34
35

B
B E
KIEIER

AR SALE

TR
R E

FERZFRIE

W2

T ERBIER
[

L
Ty

e
E3E S

E3E S

EEEERSE
e

ESEEES

PUFRERSE
PRETERRLSS
EEETRSR
(SRS
RIRAIERSE
RIAAIBESE
SEES
RIRAIEESE
RIRAIEESE

SEES

S
il
S0

s
il
S0
b 3

Sulfamethizole
Norfloxacin

Ofloxacin

Sulfamethoxypyrid
azine

Pefloxacin
Tetracycline
Doxycycline

Ciprofloxacin
Fluconazole
Enrofloxacin
Minocycline

Sulfachloropyridazir

Sarafloxacin

Sulfamethoxazole

Difloxacin

Aureomycin

Clindamycin
phosphate

Moxifloxacin
Chloramphenicol
Azithromycin
Clindamycin
Ketoconazole
Clarithromycin
Roxithromycin
Bifonazole

Griseofulvin

Clotrimazole

23

144-82-1

70458-96-7

82419-36-1

80-35-3

70458-92-3

60-54-8

564-25-0

85721-33-1

86386-73-4

93106-60-6

10118-90-8

80-32-0

98105-99-8

723-46-6

98106-17-3

57-62-5

24729-96-2

151096-09-2

56-75-7

83905-01-5

18323-44-9

65277-42-1

81103-11-9

80214-83-1

60628-96-8

126-07-8
23593-75-1

CoH10N40O2S;
Ci6H18FN3O3
CigH20FN304

C11H12N40sS

C17H20FN303

C22H24N20g

C22H24N20g

C17H18FN303

C13H12F2NsO

C19H22FN303

Cao3H27N307

C10H9CIN4O2S

CaoH17F2N303

C10H11N30sS

Co1H19F2N303

C22H23CIN2Os

C18H34CIN2OgPS

C21H24FN304
C11H12CN20s
C3sH72N201>
C18H33CIN20O5S
C26H28CI2N4O4
C38HeoNO13
C41H76N2015
C22H18N2

C17H17ClOs
Co2H17CIN2

319.3

361.4

280.3

3334

444.4

444.4

3313

306.3

3594

457.5

284.7

3854

253.3

3994

478.9

505.0

401.4

323.1

749.0

425.0

5314

748.0

837.1

310.4

352.8
344.8



36 1R EE FIFRF Spironolactone 52-01-7 C24H3204S 416.6

1.3558588 %
1.1 %88

AL RS EEERUREEIEY LC-30A S=EMHKITRIE(Y LCMS-8050 BXBESE. BiR
BLEJ LC-30ADx2 #ikZR, DGU-20A5 fE& MRS, SIL-30AC BaifiEas, CTO-20A HHiEFE,
CBM-20A E&tizhlas, LCMS-8050 =EEPUtkHFEIE(Y, LabSolutions LCMS Ver.5.93 hix&i&T
{Eik,
1.2 s
IEEIEEM
fitiE: Shim-pack GIST 100 mm x 2.1 mml.D., 2 um
matE: A1E-5 mmol/L ZERREHIAR (pH 4.0) ; B1E-ZB5 (& 0.1%FER)

E: 0.3 mL/min R 2 L
R 40°C

PeBRTIE: SRABERESHR, B HERIMAIRED 10%, BYEERFIIE 2
% 2. BEEIHATIEERE

Time(min) Module Command Value
3.0 Pumps Pump B Conc. 10
8.0 Pumps Pump B Conc. 23
10 Pumps Pump B Conc. 23
12 Pumps Pump B Conc. 90
13.5 Pumps Pump B Conc. 90
13.6 Pumps Pump B Conc. 10
16.0 Controller Stop
B &M
EFHEL: ESI, [EREFRAIME INPREGRRE . 400°C
BOBE: 4kV (+) ; -3kV (-) EOIRE: 300°C
EUS: &53.0L/min JERERSAE): 5 ms
IS 825 10.0 L/min F&s: §510.0 L/min
DLIEE: 250°C MRM ££§: 3% 3
% 3. MRM 2%
o BE {REBATA) B5EF FHF Q1 Pre Q3 Pre
FSOIRER m (min)  (m/z)  (m/f2) v =Y (V)
] o .\ 258 172.0 82.0* -11 -24 -15
172.0 128.0 -11 -14 -14
) o . 450 407.2 3594 -20 -20 -20
407.2 126.1* -20 -30 -20
3 —— .\ 5 30 250.0 156.0* -12 -15 -17
250.0 92.0 -12 -27 -17

24



10

11

12

13

14

15

16

17

18

19

20

21

22

23

24

25

26

X1 R

TR PRI
IE

ﬁ(lﬁ/"

EEE

U7

eI

REDE

ENEEISS

R SA
S

*J.III\E

FERZERIE
122

WabE

EBXR

RMER
I
HEFEPE

5.50

5.89

7.65

7.68

7.95

7.95

8.18

8.21

8.36

8.43

8.49

8.49

8.56

9.51

9.55

9.56

9.75

10.51

10.63

19.73

11.34

11.55

11.77

25

325.0
325.0
265.0
265.0
3211
3211
461.2
461.2
370.2
370.2
271.1
2711
320.1
320.1
362.2
362.2
281.1
281.1
334.2
334.2
4451
4451
445.2
445.2
3322
332.2
307.1
307.1
360.2
360.2
458.2
458.2
285.0
285.0
386.2
386.2
254.1
254.1
400.2
400.2
4791
4791
505.2
505.2
402.2

100.0
281.0*
156.0
92.0*
232.0
303.1*
426.1*
4442
269.1
326.0*
156.0*
92.0
233.1
276.1*
261.1
318.2*
156.0*
92.0
233.1
290.1*
410.2*
427.3
428.2
154.0*
231.0*
288.1
238.1*
220.0
245.1
342.2*
441.3*
283.1
156.0*
92.0
299.1*
342.1
156.0*
107.9
299.1*
356.0
444 1*
462.2
126.1*
457.2
261.1*

-12
-12
-10
-10
-16
-11
-13
-10
-11
-11
-10
-10
-16
-12
-10
-10
-10
-10
-12
-12
-12
-10
-12
-12
-12
-10
-11
-11
-10
-10
-10
-10
-11
-11
-11
-11
-13
-10
-11
-11
-13
-13
-20
-26
-11

-15
-12
-17
-29
-35
-22
-19
-17
-27
-20
-14
-27
-24
-18
-28
-20
-17
-28
-26
-19
-20
-13
-17
-26
-36
-18
-16
-18
-27
-22
-19
-30
-15
-29
-29
-20
-15
-23
-29
-21
-20
-16
-32
-21
-25




402.2 364.5 -11 -27 -27

- 321.1 152.0* 12 17 14
27 ABR ) 1244 321.1 257.2 12 12 17
o 749.6 591.5* 20 30 22
28 EEkS * 1263 749.6 116.1 22 47 23
425.2 377.2 12 20 14
29 B * 1270 425.2 126.2* 12 27 26
0 I . 1350 531.2 244.0 20 -34 18
531.2 489.3* 20 31 18
. 7486 158.1* 22 28 17
3 THIBER * 1356 748.6 590.6 20 -20 22
» — . - 837.6 158.1* 20 34 17
837.6 679.6 20 23 26
_ 311.2 243.1% 12 16 12
33 BT * 1382 311.2 165.0 12 34 18
34 — . . 353.2 165.0* 11 21 18
353.2 215.0 10 21 15
. 277.1 165.1* 20 30 20
3> REH * 1396 277.1 241.0 10 28 17
341.1 107.0* 12 .29 11

36 IBES N 1415
341.1 165.0 17 55 17

1.3 IREA RIS

IR RAVECH . D BSHRIRENER 1 PEEDRERL 10 mg £ 10 mLEFEMRF, N2
BEAESEAE EoERBEIMANDERBEUKISEER) . 52 1.0 mg/mL RISTRERS

BRLEAVEMZRFIREH: D3IBEERINEESERT 10 mL FEfF, B S50%2E3
&, 5210 po/mLBENERER; &% 1.4 aitEENFRERTAER, BRENERE
RERFRERGRE 0.5, 1.0, 2.0, 5.0, 10, 20, 50, 100, 200 ng/mL AYE[RICE AT /R
%, LD,
1.4 HEmBILtE

ERFRB iR 0.2 g, BT 15 mLBOES, IO 3 mLIBHISUINAR, iRiE 30
s, DEUSS, IIAS 0.5%FRERIIZIEA®K 5 mL, iRiE 30 s, B 30 min, RIEESES,
LA 8000 r/min 381& 0°C/&iREL 5 min, IR EER&RT 10 mL FEfF, IKESE 10 mL, B
5, £0.22 ym TR, IBRIEAMEmERER.

2. ZRE5E
2.1 S MRM &iE

i% 1.3 BUblRg 50 ng/mL BEAREARR, EHDHT, 153 36 MR TICE, E
1; FERIE 2 iF5H TR EENREEIEE,
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(x10,000,000)

3.501
3.25]
3.004 N
-
2.75] .
—
2.50 ~
n (=]
2.25] >\\"
2.004
1.754 &
~
—
o JE o
1.25+ )
o
& 15
1.004 o
N &
0.75] —" 3
~ o ]
=
0.50+ ™
0.25] %
1
0.004 A
L L L L L L L L B B B U
3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 min
= = Shusi S]at ==
1. 36 FTRRRZEZSH) MRM EiE (50.0 ng/mL, wERE 3)
Q531.20>489.30 (+) 1.49e6 Q 353.20>165.00 (+) 1.74e6
. RT=13.500
] 2.0e6 =
1.4e6 - ] RT=13.877
] _ 1.8e6 -] RESR
1.2e6 BRI E
] 15e6 -]
1.0e6 b
1 1.3e6 4]
8.095-: 1.0e6-f
6.0e5 75654
4.0e5 50e5 -]
2065 255 ] J
0.0e0 -} 0.0e0 :
L e s Trrro o r o e ey
130 132 134 136 138 140 132 134 136 138 140 142 144
RT (min) RT (min)
Q311.20>243.10 (+) 1.70e7 Q 748.60>158.10 (+) 1.66e7
18e7- RT=13.800 ; RT=13543
1 1.6e7 4
1.6e7 4 1 N
1 N E ==
1ae BRI 14¢7 RHER
1297_5 1.2e7-;
1067 ] 10674
SAOeG-E 8-096-5
6.0e6-: 6.0e6-f
4066 4066 ]
2066 3 2066
00e0 3 0004
T e e e e o T LR O L LR
132 134 136 138 140 142 144 1300 1325 1350 1375 1400 '
RT (min) RT (min)
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Q370.20>326.00 (+) 481e5 Q281.10>156.00 (+) 1.16e6
5.0e5 - RT=8.006 1266 - RT=8.436
] 1.0e6 ]
4.0e5 - HEYNER 1 =
] ABIDE ; R
1 8.0e5 -
3.0e5 ]
1 6.0e5 -
2.0e5 ] ]
] 4.0e5
1.0e5 2.0e5
0.0€0 0.0e0 ]
T T T T T L B B R B R B L R B L B
74 76 78 80 82 84 86 8.0 82 84 86 8.8 20
RT (min) RT (min)
Q321.105152.00 (-) 6.90e5
Q307.10>238.10 (+) 6.62e5 . RT=12.508
7065 - RT=9.571 7.0e5 1
6.0e5 -] 6.0e5 1
. = ]
] R ]
5.0e5 -] 5.0e5
4065 _ 4.065-;
3.0e5 _ 3065-:
2.0e5 E 2.0e5
1.0e5 - 1.0e5
0.0e0 - 0.0e0
—T — T T T T L L B B L B B B R I
90 92 94 96 98 100 118 120 122 124 126 128 130
RT (min) RT (min)

2. B UEMRIRERIEE (50.0 ng/mL)
2.2 ZitieE
% 1.3 IeHERTERERIIBR, LNOH, SHSUSYEIeEMEMXR, MR 4

. {ERRIEERESRRERERR, LA S/N=3 FAGEMEHR, SRIE 4,
7 4. 36 PRI X R RAG HIR

éfa e o HHMEE LEPSS 3 TR 1R
= (ng/mL) r (%) ng/mL
1 PR Y = (12312.4)X + (52.6419) 0.5-200 0.9991 85.7~116.5 0.08
2  MA[ER Y = (798006)X + (-330.125) 0.5-50 0.9996 97.0~106.0 0.01
3 rERENLE Y = (9189.05)X + (-1870.01) 0.5-200 0.9992 93.1~104.6 0.02
4 KIEEE Y = (3435.38)X + (-1847.51) 5-200 0.999 86.6~108.8 1

5 KELE Y = (175237)X + (16608.6) 0.5-200 0.9998 91.4~110.9 0.09
6 TEGEMIE Y = (4345.64)X + (-331.583) 0.5-200 0.9987 85.4~110.7 0.02
7 EELE Y = (2845.62)X + (-3171.79) 2-200 0.9999 949~103.4 0.5
8 IE=X Y = (3145.63)X + (-3878.36) 5-200 0.9997 92.8~109.9 1

9 SalE Y = (69062.2)X + (-12297.2) 0.5-200 0.9995 92.9~110.0 0.01
10 &TVLE Y = (31704.9)X + (-8339.39) 0.5-200 0.9993 88.4~111.0 0.02
1M1 ZFERE Y = (3276.49)X + (-1046.17) 5-200 0.9989 88.1~112.3 1
12 HEPE Y = (9920.65)X + (-1856.64) 0.5-200 0.9984 92.1~108.7 0.03
13 KADE Y = (55821.5)X + (-371.634) 0.5-200 0.9992 925~1124 0.01
14 [POIREE Y = (10070.77)X + (-25194.3) 2-200 0.9992 89.5~113.2 0.6
15 BiElE Y = (46944.8)X + (-11912.4) 1-200 0.9998 89.2~106 0.3
16 TERREE”M Y = (2598.70)X + (-800.522) 0.5-200 0.9989 93.4~106.1 0.02
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17
18
19
20
21

22

23
24
25
26
27
28
29
30
31
32
33
34
35
36

TERR R AR
BB
WRIDE
KIEER
Wb E
TMEER
R B
R 2
fEE=
TERR SR
TMEER
TR RN
SEBR
[LIE51ES
RRIBER
EZAN o
BRI
1REE

Y = (7012.65)X + (-2921.32)
Y = (5734.72)X + (451.852)
Y = (918.349)X + (-158.263)
Y = (4544.81)X + (-10526.4)
Y = (3549.28)X + (-2379.34)

Y = (12594.8)X + (-18368.6)

Y = (1498.35)X + (66.2647)
Y = (14647.8)X + (2311.64)
Y = (8038.50)X + (-1405.09)
Y = (5839.45)X + (7029.47)
Y = (28669.0)X + (5183.84)
Y = (6062.57)X + (1258.01)
Y = (10961.1)X + (9003.35)
Y = (19031.9)X + (-3134.74)
Y = (168634)X + (1332.29)
Y = (46254.2)X + (6033.24)
Y = (45388.3)X + (-7182.57)
Y = (157452)X + (-19861.5)
Y = (179809)X + (-22951.0)
Y = (3734.22)X + (9501.04)

1-200
0.5-200
2-200
5-200
1-200

2-200

2-200
0.5-200
1-200
1-200
0.5-200
0.5-200
2-100
0.5-200
0.5-200
0.5-200
0.5-200
0.5-200
0.5-200
2-200

0.9994
0.9989
0.9993
0.9983
0.996

0.9978

0.9992
0.9988
0.999
0.9994
0.9992
0.9992
0.999
0.9981
0.9983
0.9991
0.9996
0.9998
0.9994
0.999

91.6~107.3
86.2~110.0
89.5~112.8
89.3~110.7
90.2~109.8

84.1~111.8

95.7~101.9
89.3~116.4
88.4~110.8
87.8~105.8
92.9~108.7
90.3~106.3
86.8~108.7
95.2~109.5
84.4~111.0
85.3~110.9
92.4~107.7
93.9~111.3
90.3~110.0
91.8~108.1

0.02
0.1
0.3

0.03

0.26

0.4
0.01
0.03

0.2
0.01
0.09
0.08
0.02
0.01
0.01
0.02
0.01
0.01

0.4

23 FEEEE
B 10 ng/mL EFFRERR, iENRESIESRKRIEN, THEIEER RSD, ERERSHEER
5% RSD NF 7.82%, FRIPBEEHRBNIETER, BFERNE 5.

5. IEEEERER (n=6)

No.  H¥& " No. "3 oY N FXE o
(%) (%) (%)

1 FRAIA 351 13 WEDE 2.38 25 NS 5.39
2 EBE 385 14 PUERE 6.02 26 2BX 3.58
3 EEME 450 15 BigE 5.94 27 RHEBR 1.34
4 IR 481 16 FERZER I 5.29 28 TERE FA M 5.26
5 (REDE 487 17 el 5.64 29 as= 3.92
6 EEEEE 438 18 SRR 4.05 30 AR >-88
7 EESE 741 19 REPE 7.82 31 RIUBER 2.31
8 +E= 3.15 20 SKiETRE 213 32 PUBR 442
9 EEwE 3.47 21 W E 5.44 33 REBR >.86
10 SB9e 3.10 22 SMEBEREE 378 34 L 444
11 Z@EHE 424 23 EFE 3.28 35 BRI 3.98
12 EELE 698 24 FIEE 5.62 36 I2PYRR 713

2.4 itREEER
KA ARG ENEDEFEEE LR, FebinERms, BEBERETHEE TN, GitE

WE 4; ExFEmRPoIBEINESINE

@, IFRES 57 0.5 mg/kg #12.5 mg/kg, #3173,
& 1.4 I R3RETHRGSENNE, ERERVERZHITRBERTE, SHSYTFIRKER
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£81.5%~110.4 %228, BERERIZE6,

(x100,000)

6.0+

5.5+

5.0

4.5+

4.0+

3.59

3.0+

2.5+

2.0

1.54

1.0

0.54

0.0+

25

(

T T
5.0

1,000,000)

T T T
7.5

T T T
10.0

4. FAULRIREUR MRM BiEE

5.04

4.5+

3.59

3.0+

2.0+

1.5+

1.04

0.0

g

7 :
2.5

: 7 :
5.0

T T T
7.5

: 7 :
10.0

T T T
12.5

min

5. 36 MHFURRSRZSYIINIREI MRM BIEE (IIFRKREZ 2.5 mg/kg, HSE 3)
% 6. EERERER

EIE, % B, %
IRRE IFRRE IIFRRE —
) ~ ” "S AW o PFRRE
(0.5 (2.5 (0.5
(2.5 mg/kg)
mg/kg) mg/kg) mg/kg)
1 PR 96.3 98.3 19 e 99.9 99.2
2 HEasx 90.3 99.1 20 KERE 101.8 107.5
RERRILNE 99.3 97.5 21 WaEnE 97.2 98.5
4 KIETE 915 99.6 o TMEEH 90.9 919
(]
5 RKBLE 91.1 86.5 23 EFEHE 93.6 88.9
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6 @RI 99.9 99.3 24 [BEEES 87.5 91.5
7 EELE 95.4 104.3 25 TR SNALE 89.4 89.1

8 1E= 93.0 102.8 26 £BR 89.8 83.5
9 aavE 94.3 923 27 RIER 101.5 101.0
10 &Z0LE 94.6 95.1 28 TERR FR IR 88.2 83.8
1 SERE 88.7 92.2 29 S8E 110.4 97.9
12 ZAVE 86.6 88.4 30 [lE1ES 92.0 96.6
13 HRAEDE 99.9 100.0 31 RRER 81.5 84.0
14 [PERE 85.1 82.4 32 BIEXR 87.9 89.2
15 BiElE 88.7 85.7 33 REER 82.8 84.4
16 FEREREBATW 94.8 93.4 34 B 86.9 91.0
17  HERBPSE 97.3 95.8 35 BRI 85.9 90.4
18 HEW 98.9 99.0 36 L i 91.6 99.6

3. &ie

Wit mictEs, ERSEWERD . SRIFBERIEN, BO. SRELTNNE, FJE
16 min RERIE, ERRIETRT 36 MBI TIENRE. ASCER T HAREM. R,
BN IFREER ; £55R5R0A : 36 MBS AT B RN St RiF  ABRFREUIAT 0.996;
NERE(RIEHIREDS 0.01~1 ng/mL, EFESH ((ilmbiBseerIeilsaiZ) 0.25 pg/g
(BRI THERE 5 ng/mL) NR{ENREX, ESHFEEEE 7.82 %R, EKERE
81.5%~110.4 %EERN. AITERE. #HHE, JLIHEERZERFB 2019 555 66 SEEH (LKL
P TRBSEREIRIEINTTE) BIEK.,
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1.4 LC/LCMSMS 5 NEIZmAPTaRE T

i B: ACRASE Nexera LC-40 SRURIBBIERS, M T7THRETERE T RIRY
WEFSE. ZEDITEERE, BfIfIEMES BIEIESBHRREIF. XA Nexera LC-
40 FITELRIEINBE, 1 0.5~50 pg/mL RRESTEINEZiVERLZE, LI REREF, BX
ZRE r2 KTF 0.999; 1%4k: 8§, (REBAGEIFNIEEFRAERY RSD 5357 0.120%~0.349%
1 0.791%~1.727% 2 8. £ 05~10 pg/g MNIET, ARBTHEKRERSHE
93.86%~96.58% (a8, FAWE TH¥IEHGHR (LOD) 79 0.011 pg/mL, EER (LOQ) 75
0.036 pg/mL, FIFAEE LCMS-8045 fRIREXFIY, 7 7RG FAARE T o ria
W%, pEEfEERE. REES. DITERER, FlESAIEFRNEEEEDT.
Xi#iA: Nexera LC-40 SRUREEIEN (ikik BXET

Bk, MIPHCRRREK BE (lmhrankE T el AE
Kihm, ERBCIRNTEMEKRE FRIEEIE)), fEMRNexera LC-403
g, AMIAOER KRS m, EE REEIE RGBT RIFERE T A
TENURRFEEINNRERE. iR DT T DITHIEAR, STETHAER

DNPERRE T R D MU RIS RS {EFALCMS-8045=E PUtRATFRIREXFIN
e, WHSEESFE e ER, HHATHEIE. 1ZITEDITRIEE, REE

ERRKPBERSSEEURRK. TE =, BRREtRy, gBAtintEE
FFEREr 2. SRMEESENER. & YIERRIEE S IR AR BY.
TRSRERG L RM2019F5485

1. SEBGEkn
1.1 (YEEEE

ASLIORAEE Nexera LC-40 iIBEIEN, BFF SCL-40 RFtizHlzs, DGU-405 fiiS
1, LC-40BXR #iXZR, SIL-40CXR HziAtFes, CTO-40C 1£iE%E, SPD-M40 #ull=s,
LabSolutions Ver. 5.97 &% T {Euk,

& 1. 52 Nexera LC-40 B3uRiEEIEN
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1.2 SR

& & #F: Shim-pack XR-ODSII &%t (2.0 mm I.D.x100 mm L, 2.2 um)

i zh 8. A: 0.05 mol/L B _SiaR (pH =7.0) ; B: 2B

- 1E: 0.4 mL/min

B 35C

MGEE: 215 nm

PRHARR: 3 pL

PEBROTS: BREESERR, BAREIAIREDS 10%, BIERERANE 1 Fis.

= 1. BERIRAEER
Time(min) Module Command Value

5.00 Pumps Pump B Conc. 10%
6.00 Pumps Pump B Conc. 50%
8.00 Pumps Pump B Conc. 50%
9.00 Pumps Pump B Conc. 10%
15.00 Controller Stop

2. el
YERBFRENEERS 0.5 g (K5FE%I 0.001 g) F 25 mLEvEED, A0 20.0 mL EiEREREs,

ERIERSEE LEERS 30 s, FHERSRNGHIRSES. REEAEN 20 min, #EE

=8, BHRGLRPREESEAEES, SKRE 045 um ERSREIESRIEAEFIERK,

ERY O] S EMN PR HERE.

3. ER5idie

3.1 HiEXILLEER

mAU
-£00nm,4nm |
80
60 %
50
w]
30
20
107
o4
’20;HH\HH\‘Hw‘HwH‘wHH\HH\HH\HH\HH\HH\HH_\
0.0 25 5.0 7.5 10.0 125 15.0 175 20.0 225 25.0 27.5 min

2.25 pg/mlL A& TiRERERERG B ENEENKEE
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mAU

Column

L Transfer b
Nexera Z‘ e Pro Z Length

Particle Size Paticesize s+

Method Method
Gradient program Speed Gradient program
~|Tme | BConc Flowrate: 040 1 mLimin 348 Tite. B.Conc Flowrate: [1.00 [ mUmin
1 |Init 1100 Pressure: 70 WPa o 1 |Init 100 Pressure: 19.61 lPa
2 1500 [100 Stoptime: 1500 % min 2 12049 |100 Stoptime: 5223 | min
3 6.00 150.0 hast 3 2366 50.0
- . Mobile Fhase —— 7 T Response: 1587  |'ms
4 1800 |50.0 Response: 500 ms Saving 4 13001 |50.0
5 19.00 |10.0 Sampling rate: 500 ms 871 5 13319 |100 Sampling rate: | 1587 ms
6 iNolume: " 3 & times 6 - Inj. Volume : |15.9 u
7 | 7 )
Consumption Consumption
8 : PumpA 492 mL < PumpA 4320 mL
9 9
M PumpB  1.08 mL i f i PumpB  9.03 mL
10 10
— = =
Comment Comment

3. Nexera LC-40 5 Prominence LC-2030C &#&5{L &

mAU
Pi5nm4nm © 200nmAnm

204 104
104
o]
o]
10

ISR

ISR

T — T — LI5S AL A B S B S B B By B R B
2.‘5 50 7}5 10‘.0 125 min 00 50 100 150 200 250 300 3.0 min

4.25 pg/mL AEKE T iRK (LC-40 5.25 pg/mL FBRETHRR (LC-2030C)

SNE4. SETR, fEANexera LC-40EBEUREEIERFRILMLTTIEH TN, ATLUXZEIR

FRIDEEMREE, FEY4EEoadEEAEILL.
3.2 HmEReiEE

BRI 2D AT RIS R TIUE, BiEENE6R TR, Nexera LC-40RGE_IRE

PEFURMIEESPD-MAORTSCF R AN R, BE 7 HisRIMFIZEEN. FERFSPD-MA0tENEEERD
BEE=ERENA, BXFHERERNS AR, ATLUARRIFID BRSRFEAIR,

mAU
215nm,4nm
600-]
500
400
300
200
: b
100 %
1 S
N - |
1 N
o] T
————————
0.0 2.5 5.0 7.5 10.0 12.5 min

6. HMIAREBIEE
BiENexera LC-40R BN £EESIL-40CXREE SMIMERRRF, AISCIELMRRE. £
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SAERITE. IR, EERESINE. Bt IEE R PRI AT LB
INEMBRINELSHRE, BoEERERERS.

BRIRGEFIRENE 7R, fFEANexera LC-40E51#HHE28SIL-40CXRAGTEEFRIZINAE
BCHIAGS po/mLRIFEKE TiRE R, BBARE T ivEma sl FalfREcHImS ng/mLAY
RERRHA TR DTS BRI,

ii SIL-40C XR Bt

=

aafhaas FEGRFAS 1= FE

TR TEE R
FREE R et
L=Er = 2]

FIZEF:

AT AR

mAU
Pi5nmanm

7. BEhiiERs SIL-40CXR HREINEEEFIRE

U
p15nm.4nm] B

&
KT

Fohiwk BRI
& 8. FEEN MrERIBREIEEXILL
tNE8AT=, fHFALC-40EmNHEEEESIL-40CXRISIELFEREINREELEIRS no/mLESRES
FIFEREHIRS no/mMLATRE, NLEFREAERER—EL,
3.3 IRERFERAIHIES
{#iF Nexera LC-40 RIEEIE(Y SIL-40CXR Bt serE SIS BIfCH 0.5, 5.
10, 25, 50 pg/mL WRFIFEDR.
* 2. tnEMZSE

ZMETE TEHFR EER
Zm St 757 EXERE
(pg/mL) = & (ng/mL) (ng/mL)
kT 0.5-50.0 Y =45311.2X-37156.6 0.9993 0.011 0.036

3.4 BREXE

1R 1.2 DI EMENE, 23IERE. . SIRENNERSRIESHF 8 RUEES .
FORKE T {REBRTE) RSD%A 0.120%~0.349%; IEEFH RSD% A 0.791%~1.727%; ERIZE
3, Nexera LC-40 REEIENEERIFIIBEEE.
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% 3. INERIBRIEE

ELER (n=8)

5.0 pg/mL 25.0 pg/mL 50.0 pg/mL
Fs

R.T. Area R.T. Area R.T. Area
1 3.756 203,137 3.770 1,164,753 3.771 2,245,883
2 3.764 203,111 3.734 1,169,594 3.763 2,245,997
3 3.757 202,439 3.752 1,176,940 3.761 2,245,377
4 3.762 204,652 3.738 1,177,197 3.765 2,261,385
5 3.750 206,656 3.738 1,190,589 3.765 2,357,736
6 3.763 201,319 3.735 1,179,348 3.761 2,246,725
7 3.755 202,802 3.759 1,164,064 3.756 2,240,376
8 3.760 202,995 3.752 1,158,419 3.767 2,256,146

RSD% 0.126 0.791 0.349 0.885 0.120 1.727

3.5 HmhntnEl

ERFNEFRPRITFEIRE THTNE, ME10. 1177, WRERET, HFRAINER

LVES

[EIHE=1E93.86%~96.58 % [A), BEfAIMREFNESER IR
% 4. BmIREIEREER

HRaE

YRR R 0.5 ug/g 2.0 ug/g 10.0 ug/g
(H9/9)

FEKET ND 93.86% 96.58% 95.01%

mAU

700

600

500

400~

300+

200

100+

o]

R15nm,4nm

NN

-

-

0.

T T T
0 25 5.0

mAU

600~

500+

400

300+

200~

100+

0.

o
T
FARKE T

10, SERREE

min

215nm,4nm

i

0 25 5.0

(R
7.5

(I
10.0

B 1. IitreEmisE
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4. LCMSMSHBIERE
4.1 {Y=REEE

ALIOFA S EESRREEE LC-30A S=E/RHTFEIEX LCMS-8045 BXFIE %, B
{AECE 9 LC-30ADx2 k&=, SIL-30AC ErliHHFEE, CTO-20AC #5848, CBM-20A £%
288, LCMS-8045 =EPUHRiTRRIE(X, LabSolutions Ver. 5.93 &iE T {Fiuf,

& 2. BiF LCMS-8045 a3k =E /R EIZE AN

4.2 SIRFY
AR EIEE:

g+ Shim-pack XR-ODSI &iEHF (2.0 mm 1.D.x100 mm L, 2.2 pm)

st A 0.1%FER + 0.002 mol/L ZERZIKER,

#E: 0.3 mL/min
8 40°C
WEE: 1 L

FeBRTIE: BEEEER, B ABMIMEARE 10%, RIERERFNE 1.
% 1. BEVHAEER

B: ZfE

Time(min) Module Command Value
3.00 Pumps Pump B Conc. 10
4.00 Pumps Pump B Conc. 50
5.00 Pumps Pump B Conc. 50
5.10 Pumps Pump B Conc. 10
7.00 Controller Stop

LCMS-8045 FRigs<4:
TR : ESI (+)
EWSE  : 3.0L/min
IEAERIE  : 10.0 L/min

EORE : 300°C
DLEE . 250°C

IPEHGRRE  © 400°C

Rz . BRME(MRM)
FESME : 10.0 L/min
MRM &4

& 2. MRM it 248
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R CAS# BIREF =H¥IE+F Q1 PreBias(V) CE(V) Q3 Pre Bias(V)

95.05* -28 -29 -16
FARET 51481-61-9 253.2 159.15 -17 -15 -14
117.25 -28 -16 -23

4.3 EFIERKE

EEENEFET, FRPNENEEEFIMEESFIMGEIEE, BUAIERYFES
FIEREBR A STRERRINAYRERE—E, BEFmATEERENEF R IaEFESHE
SRERESRR N EFXIENFRERIRENBITE 3 FreseE, NWALFERmPE
ERARET.

% 3. BERBIERENBFFENHNRAIHRE

BFEGEE (k) k>50% 50%>k220% 20 %>k >10% k< 10 %
RFHRXRE +20% +25% +30% +50%
4.4 DIRER
Q 253.20>95.05 (+) 1.35e5 Q 253.20>95.05 (+) 2.77e5
100.00 - 100.00 -
i \ 4 ] Y
% -] % -]
000 -/————F—1——F T 000 -/———F—F—7——F T 11—
0.0 0.5 1.0 1.5 20 25 0.0 0.5 1.0 15 2.0 25
RT (min) RT (min)
E4. AN TiMERBIEER (10 ng/ml) ElS. (iR meEiEE
5. &5ig

LR SRERABRAM2019FF48SBE (LR TFERE T RIENITA(ERE
@BI5HE)) HITENN, FASBENexera LC-40320RBEIENE T HLIZR P FmKE T HY
WNTTE, REy. SRERES, (ERASFELCMS-8045/REREXFGEN T RIRHHIED A,
BEDIMEER, EHESER. SRER, ERDFEREMRRKAN, JLUREEtT
PP E T IR T(F.
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1.5 LCMSMS iZNEIL mP R IEEt RS

BE: ANERZRESHREGIENY LC-30A MI=EPURARIEY LCMS-8040 BXFEEI—
MIMRENEMALR T ARERIZRITT %, (EEBEXURIEEIE LC-30A 1£ 2.5 min SEILRIE
o8, ZEPURTFRIEY LCMS-8040 #HTEEDHT, BILCATLURE, /HERtilERGEEEZ.

RIGEEIZAIEME RYF, HXFRE0.9999; FRIREAMEZESLIRERFE: HRENEMIER
FUHERIR AR ZED BIFE 0.09~0.28%70 1.35~1.54%2 (8, {XEEEEERY, AFBHRAMEH

PR790.11 pg/L, EEMR 042 ug/L; HmIREIKERS 75.5~112.2%Z (A,
KR ilm AERER BERREEIEX =ERTRIENY

RIEEEEZ (Acrylamide, CAS 5: 79-06-
WMERBRITWVREEBERGHERPRES
EBETICURET. RIGEIRE IR
HEANAGFE N ARREE, FS5EE
BX. M4TEEF0 DNA &S, SRS
PR&EHEE . RGBSR EEMEE
S, AESHNEUEER,; BRVEER SR
ANFrmEsts, REERRTHRERRIAR

HEKAERIZS A m RIS YR,
T RAGRIZ I BRIRGEREZ R, #
TETE I B SRIPBR G R IR B AR SR A SR KT B
739 0.1 mg/kg, LIREEMIm-PAEER
B ATREEE 0.5 mg/kg,

AN KA RESHRBEBIEMLC
30ARN=EEURATEIE{YLCMS-804 08X,
EAVANR S AieC LSS Ny DS i s ]

R DR E R RBIMAL T T IR
Mpg, {BRERB L EENFHE L mEN

TRIREREIER, DHTIRE, EERMREREES.

1. SCISERSY

1.1 {488

BEESREEIEY LC-30A S=EIURATEGEN LCMS-8040 BEXFRS
1.2 M

RABEIERG:

PITNEE: LC-30A K%
it Shimadzu Shim-pack XR-ODS Il 2.0 mml1.D.x150 mmL., 2.2 ym
EntE: FEE: REIKAR (30:70, v/v)
RIE: 0.35 mL/min

R 40°C

BEEARFR: 5.0 uL

A SRR

FRiE &

SHTYES: LCMS-8040

BFR: ES|, [EEFEH
BFEEOBE: 4.5kV

45 &5 3.0 L/min

F&5: &5 15 L/min
fiEs: &5

BUaTIENRRE : 250°C
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INPEHGRRE . 400°C ZEIRATIE]: 3 ms

HiEE: ZRAETN (MRM) I1ERAYIE]: 100 ms
MRM £%1: MRM SME5RE, % 1
£ 1. MRM £%§
&R BAET  UET gl:\r; CE(V) gz:\r;
55.0" -12 -15 -21
[ES)Caiiid 72.1 27.1 -12 -22 -29
441 -12 -26 -17
ERERET

2. HampigiE

JERRFRENEERR 0.20 g, & 5 mL EREOES, SREIN0.15 mL 0.02 mol/L AIEEERE:
KA, RHE30s, BiN2.0 mLZEE, iRKE6O0 s f5, LA 10000 rpm #£1EE( 10 min,
&R, 85T, 5REM 2 mL ZiEKB®K((10:90, V/V)EA, iBhE 60 s, LA 10000
rom 3EE 5 min, & 0.45 um HEFLIEELIES, BREDT.

3. £ER5idie
3.1 IR R RS EH R T RS

Inten. (x1,000,000) Inten. (x10,000)

150 7.5
72.1 271
1.25
1.00 5.0
0.754
0.50 25+ 55.0
1640 44.1

3 94.1 .
025 ‘ 13‘2.0 14?.0 ‘ ‘ ‘ 72.0
000 f——-r—r—rr—F—+——+———+——+— 00—

50 100 150 miz 25.0 50.0 75.0 mz

1. AGEERRER—REGEE (EE) frYEFammEE (CEE-35V, GE)
3.2 tRfEtmAY MRM &igE

Area
Tz 5500 ™ .
+0000 ] & 500000
i E 4
1 =
500
5000 2500004
2500 ]
07““ T — [ — — — o-""I""I""I""I
a0 05 10 15 20 min 0.0 25.0 50.0 75.0  Conc.
B 2. AIEBREIRERER MRM &8iZE] GRE 5 ug/L) & 3. RiEBtigimERS

3.3 tnfEdhZe, MHRTIESR

FAFREERCH RGBT EME iR, ZEERAZIEKA®R(10:90, V/V)#ERER 0.5,
1.0, 5.0, 2070100 pg/L REIRERRETIER. & 1.2 PRIDTEERHITUE, IMRE
HIEFERISE, WE 3 Fm. MEXREECH 09999, L£MRIF, AIEERAIE TR 0.1
uo/L, EEFR7 042 ug/L,
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3.4 ({EREEELIE
ECHIaNER 2 iRERTRR, AT 6 IR, RIGERRAYR B B IEEARAEX TR
Z5RI7E 0.09~0.28%F] 1.35~1.54%2 8], (NEREZERLT.

% 2. AIABIRIREREAIEERESMER (n=6)

RSD% (1.0 pg/L) RSD% (5.0 pug/L) RSD% (50 pg/L)

N RT Area RT Area R.T Area
1 1.060 4,790 1.062 23,836 1.057 257,780
2 1.066 4,995 1.061 23,266 1.056 263,987
3 1.058 4,882 1.060 23,555 1.055 255,043
4 1.062 4,878 1.061 24,075 1.056 255,986
5 1.061 4,860 1.059 23,356 1.056 262,643
6 1.058 4,875 1.061 24,117 1.058 254,835

RSD % 0.28 1.35 0.09 1.53 0.09 1.54

3.5 DNtRMENEERsEsE

RERIPRIINR, RERARRNERTE, IRRER4, SFT 4R, U
RERER: EHKORRIIRENERT 85.1~112.2%218; BRI BIREMEE
755~840%2[F); ENERINE 3, HREANEEESIIFSEENFENT.

A0 75 0-56000+) T2 1055000%) Y
zm— 10000 g
] ] [
2000 " 7500
1500 ] [ 1
] % 50001
1000 K .
WQWLN\MW =0
O-.O‘ o ‘0,‘5I o ‘1.‘OI y I1.|5‘ o IZIO‘ I Irl"ll 00,0' o I0|5‘ . ‘1,IUI o ‘1|5I - ‘Z‘UI I nm
E 4. ERKEmEIEE 5. RP/KIMFBIEE (MMRKRE 0.05 mg/kg)
& 3. DIAFEERIEIBERER (n=4)
. REERREE DRI EIBER%
BERETR
(mg/kg)  001mg/kg 0.05mg/kg  0.50 mg/kg
ERK 0.002 85.1 112.2 98.1
[i51S 0.008 75.5 84.0 79.2

4. 45ig

(EFE BIEESHREEIE LC-30A FI=EIWRITEIEY LCMS-8030 BXFIIEIZ
mPRETR. AGEBRNAMRE, BXRHIIKXTF 0.9999; taHR7 517 0.11
ug/L(0.0011 mg/kg), EEMRHBIA 042 ug/L(0.0042 mg/kg); HN#R[E YR 1E
75.5~1122%2/8), FTE#HEENAIER,
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1.6 LCMSMS ZENE I mhitt B thES 15 Find

2587

T AXEIES I BCRR i REES 15 FWIRAMEINTZAEREIR)

i B AEM T MER D REENREEIE- =BT RISERRIYLCMS-8040 STt
Y 15 MIERZSYIRTS A, BRSYIRWUmTERAD . R mERRERR
BfE, 2380, TR, ENH, 15 MRBREZYIE 2-100 ng/mURESEERNERYF
RUZeiERFZR, EIME. ERRSSHBHFSER., ATEEHR, RE, IEitAT LR

& 15 MERRZSYIRI AR,

XA NAERS ik SXRERIE- BRI RUEERX

M SESYIT SISTRIENREY), 8
FEIRREZS. SRR M ERFERSIFIMER R
RS, RN ERMEAERRZY). BRI

ERMEURBRETFMRERREX. I8
EHESFR, FERBNAREYIRAITEE.

AT AR RN EEREN PR
EENMABRFEIER. OIESEIERES
BERMZWFE, (WImRERAREE

(2015 FhR) ) HIXLATARRZSYIFI AL
T ERAS.

1. SEI8ERs
1.1 %88

Ltz B E L m AR SRR
AIKENZ5iERE (GB/T 24800.4-2009 14
LR KUERDIEEANE REGIE
=)« (IEmPIREB R H R SERTa
73R, FERTEN B i, et
MRBEEEFRS. AEUA L mT
15 T BRRSMIRAURNTTE, AIE%Ut
Rz AT S ARSI R E AT i
.

LCMS-8040 =3likiEEiE-=E IR RIZERREY

1.2 StrFE
LC A4

BIZHE: Inertsil ODS-SP (150 mmx3.0mm,3 pm)
RehtE: A: 0.1mol/L FFERiR+0.1%FEKAK, B: B, BEREFINER 1

PE: 0.4 mL/min;
t£8: 35 °C;
HHEEE: 2 uL;
HRERE: 4 °C;

= 1. BEENIER

AgiE)/min V (maptE A) /% V (7aftE B) /%
0 50 50
4 50 50
6 35 65
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16
16.1

50

100
50

MS 44

BFR: BEEEFRE (ESUR) ;
RS EEFEZEFRMIEITE,
ESME: 3 L/min;
FIESIAE: 15 L/min;
BAFIENRE: 250 °C;

=2 WEMEREER MRM &4

B FRIRBXEESEIRENZ 2

BARINPER: 400 °C;

RliES

Ar, 230 kPa;

BEFLEBE: 4500 V

% HARF  WET QlPre  Q3Pre
5 RER s (m/z) (m/z) cEW Bias(V) Bias(V)
1 HEEmE  100643-71-8 311.1 259.1% 21 11 13
294.1 -19 -11 -15
B 230.1* -17 -13 25
2 SURBREL 113-92-8 275.1 -y o . o
3 BRIk 68844-77-9 459.2 Bl -37 -13 -14
218.1 .26 17 53
211.1% 15 17 22
4 HANLEAREL 154-69-8 256.2 011 - s .
. 274.0* -19 22 14
5 RAABEY 980-71-2 319.0 6 I o -
S 167.1* -14 -18 18
6 A 247-24-0 256.2 S 18 . -
7 AR 58-33-3 285.1 86.1* -23 -20 21
198 -29 -20 -20
E 201.0* -20 -18 23
8 b 2192-20-3 375.1
166.1 -40 57 17
o & 58-39-9 404.1 (AR -24 -29 18
143.1 -29 -28 -15
10 FEEFIE  83881-52-1 389.1 201.0* -22 27 23
166 -39 14 17
= =+ 143.1* -30 -16 -15
1M1 @S 146-56-5 438.1 1 Py e ”
= 86.1* =22 -12 10
12 SR 69-09-0 319.0 iy . o "
13 S@BftE 79794755 383.1 371 24 14 -17
267.1 .32 57 58
14 FFERBE 50679-08-8 4723 436.2% -28 -18 -22
4543 -24 11 3
15 g 41354-29-4 2882 19117 -30 -21 21
96.1 227 20 10
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3 RERERIBRHSE

FHEEE (3.1) HERESIVERSEAR, BERHEKREN 2, 5, 10, 20, 50, 100 ng
/mL NRFRERERR. S RIBIEL.
1.4 HmiRgE

ERIRENEER 0.2 9, ETEEEES, MMAREE 40 mL, BiERS 30s, FHAES
REUAHIZD RS, AR 20 min, BREESZE 50mL, #S), wERILA 10000 r/min
B 5 min, BUEBERE 0.22 pm EIEEIE, IERIEATEARER. VENBEEREE
SRS .
2. DIRGER
2.1 fREBREE

% 1.3 Bgfl 10 ng/mL BEIRERR, MWHAERER 15 AR EMHIERT (WE

1)

3 |fw10.000] ERER LT I1L10=255 16
57,205 oWy BETSHITT
1
|I J_
5'3 [CIIEE) ME# T 1 T
26,18 '| 657/ 114278
5. 6 \
33—[1'_-:.:. 0] T - AT E3 0 SR R
116,848 | 8905 1022803
i
I
v A
T CEENE T T56 =211 Tog=pat
LogiEn12e W\ sses) zoesiT
[
-
)
. A
BN e T THIRE ESEN T A s
67,517 W 7240/ eca613
|I \
738
et EEET 56 20-167 10(as
141,326 \ 7.030/ 2621435
100 6£.925)
9\
oo A \\-._ 4
I T T THRS i =
M 134,588 W B
|
2 L)
(1100, Co00T) T P 375, NTE
0o 165,628 . Is«_'-s-:- 12751
I
D ! ol
Lk 8 0L T Fran I 0
5731 | 10.847 /570120
106§
I
b, )
na I oL E T k8 [ SO ]
o143 F o612/ 113548
i
" o
22w e T TR e85 10 @1t
5 W 112683354
Ly
A
) d
898 Treom TEQ® T 319 10-55 D0 =l 2
05331 5 128/ TERTE
:
|I h
o0 / i
J(xl0m00) T DEiE 36510337 00 yal3
58,045 13.073 ¢ 377ESE
2005 \
| |
E |
o PRV
L B TR T E == L L )
43,87 R 100700 3380
I
|
ol ik
£ T TR T TEET =
R ELE B 5.002 | 2697H.
E I
\
o T L e T T T
i 3 i g L I U i 4 i

B 1. BetnEaRIRIE FEIEE(c=10 ng/mL)
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2.2 HMHXR
Bl 2~100 ng/mL RFBERETR LMD, 15 AR EYIE 2~100 ng/mL
WESEENERTFLME, BXFEHIAT 0.9989,
%= 3. IEAREIEEEMEXME

YIRIRERR  ZMSBEl, ng/mL st HEXEH, R?
B ftRE 2-100 y = 43795x - 6667.2 0.9999
SEBBEL 2-100 y = 106766x - 16461 0.9997
P ) BRI 2-100 y = 102787x + 21487 0.9989
ANt BRER 2-100 y = 165332x + 14136 0.9990
BB 2-100 y = 65150x - 13375 0.9995
KighieA 2-100 y = 200656x + 48050 0.9994
SRk 2-100 y = 107746x - 11725 0.9994
s 2-100 y = 131578x + 50022 0.9997
/55 2-100 y = 43705x + 8455.6 0.9994
=gl 2-100 y = 97989x + 27047 0.9995
;B oE 2-100 y = 36086x + 7144.6 0.9996
Sk 2-100 y = 78894x + 21589 0.9996
SEfhE 2-100 y = 24770x + 7604.3 0.9997
EARE 2-100 y = 26193x + 13931 0.9991
EEIE 2-100 y = 25126x + 3953.1 0.9998

2.3 I RFIEE TR

BEARGEEHET, BRERN 2 ng/mL BHEUIERIMERRIERES 1 ng/mL B9ARH
B 2L, (XEERHME S/N>3, BEHGH TR 0.002 ng, XBUF 0.2 git, IEGHIRE
7350 ng/g; BRES 2 ug/ml BEUMIBRAREREE 2 uL, {XE8ERHME S/N210, 155!
FEE TR 0.004 ng, #ZEUF 0.2 git, 7SiEEE FRIRES 100 ng/g.

RITERFRAEER T IKF, AAFIBRER =FEEUCmy B SR RAVE R EFIE
ERE. BREN 100 ng/mL B9EUIMIRIRESR 100 uL IIAEI 0.2 g BFEF, =R
FRRCIEFTRIRE, (NESARHE S/N23, BRERENMIBSHIRES 50 ng/g. HEiRE 100
ng/mL B9 ERARAEAWR 200 uL JOAZFY 0.2 g HET, IRBHERATES RBIE, (NEEIH
K& S/N210, BREEUMRGHIRES 100 ng/g.

2452 E

HABERE: EREETRIRE, 5. [RRERELE=MRE T RERR. K7, FLF.
BREAUMAR TE—RNIES VRUERUMIRS £ EE FRIRE METNERENT
5.9%, {REGKRE FREMERENT 3.9%, BEUKRE FRENERENT 1.3%, FBAA
BN HERERL.

HEWEEE: ER5. MRHRE MrERR. K7, 27, BEFINMARIRER
£ A CEEEH TARRIEE RUESIMREE. RRE MMEXERENT 8.5 %,
ERE MMEXNERE/NT 8.2 %, FERFPNMIINMEKRRNESBHROIEE, EREE
FRHEREE, BR=KEEELME N 10%, X5EHNHEREER.

Eitt, ENGREA R R R ECE AR
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2.5 [

DRIERTIXA. AFFIERF =AU RTAEREEE TR, 5. KM
FUREK S EAIRAOIMREIER, SRER, BT IEEE T IRIRE T ER, HE
ETREKERFRE 80-120%28); ELHE AR BB mKEIMRAIEIKERFHE 85-115%
ZiE, FFENEEK.

46



1.7 LC/LCMSMS iZEMAG R 15 sl SRR

WE: A CEY 7T —MMERSEESREEIEY LC-30A FI=EMHRITFRIEMY LCMS-
8040 WEM LR PREARENAERIYATGIE. RIERER, EEEERREEE LC-30A
£ 7 min RLIREDE, =EPUHRMRIEY LCMS-8040 #HTEMSEEN T, EILAT
LABRIER, ERRMNERERRIENE . fEie — FRIENE, FERRIA) _ FREIENES 15 FRERRSR, LC
25 LCMSMS &% 15 MHIREMEREF, IHXREEIART 0.9999; W75 iZRIREEE
LWERRYF, LCiEH, 15 MEREMIRAMGHR (S/N=3) 7 0.013~0.024 mg/LZ
18], EEFR (S/N=10) 7£ 0.040~0.08 mg/L Z[8); #FENMREIKERTE 71.5~101.5%2Z8);

LCMSMS iz, &R/ 0.07~1.13 po/L Z/E), EER/Y 0.30~4.51 pg/L Z[El.
XA iR AR (it BEXURERIEN =EIRTRIENY

f&@f% (Sulfonamides) EHIEZRFHH
—RENEW, BT e
tEm, BEETRESEET . EMR
BE. FRAE. ZTEFEER. IGKR
HRFKA, BEXAYMEE—ENEE.
TUDR. BRIBEINZY. (B THRERERSEZ5D
FEANERREFRAER R, KB
(FFTTRESETEAMHER, Xt AR
MeEF=£RE, HEMmRER=EnS
M. ERRILGRIEMFIREILGRIEN
YRBERERIE 7 TERESR IS AL R AR

1. SEI8ERs
1.1 {%&8

Y.
Bal, IR iRz
WGiEFRENERE. (BEEAENR
AeE ARSI AR SR TR

W, AXSEERER, B THESNR
AeiEESEEMRERE AR AN
IR RS 1 SHPERRSRZSY), IRABIRIE
A LSRR @ AN PR A it
TEMSTEERFA, ReIseavE e
PERIHEL. LA EREIER, REFIREN

B,

BiRESMREEIEY LC-30A RSt (B SPD-M20A iR EREFIIEINES)

1.2 FiRFMH
DITINES: LC-30A R

i : Shimadzu Shim-pack XR-ODS I
WEIAE: A - 5 mmol/L ZE&5%+0.1%FER

B - EREE
FE: 0.7 mL/min
R 40°C

3.0 mmIl.D.x75 mmL,, 2.2 ym

PDASBE: 190-800 nm, EEFKEE 270 nm

TR 5.0 L

PERRTIIC: BBREEEER, BABHIIRIREES 8%, BYIEERIUER 1.
= 1. BERNAERER



Time(min)  Module Command Value
0.20 Pumps Pump B Conc. 8
2.00 Pumps Pump B Conc. 25
3.50 Pumps Pump B Conc. 25
5.50 Pumps Pump B Conc. 65
6.00 Pumps Pump B Conc. 65
6.01 Pumps Pump B Conc. 8
8.00 Controller Stop

2. oAl

ERBFRER 0.5 g {LIEinl T 10 mLEILER, IO 2 mL ZB5/0.1%BRERiER (15/85)
REE Smin, BODE, BUERE 0.22 pm HFLIRIRTE, RER.

3. ZR5iHiE
3.1 RGBSR

mAU

60—-270nm,4nm (1.00 ~

soé
40%
30—?
20—f

10

0

0.0

14 FERZEEIRIM, 15 FARREER)

[
1.0

T T —
2.0

B B B R
3.0 4.0 5.0

6.0 7.0 min

1. BETVERRAIBIEE (RE 5 mg/L)
(1.08R2AN. 2 FARREEER. 3.AHBRIENE. 4.EARIENL. SHERRMLIE. 6.FRRRFAEIEIE. 7. MARAETI,
8. FERE _FRIENE. OFERZFRANANE, 10 EfRSNAE. 11 AR, 12 fERe2 S, 13 FEkkA) — FRENENE.

3.2 trifEdhee. HEHRSESR
¥ 15 MRS R SRR R RER/KiE& (1/9) ARk 0.05, 0.1, 0.5, 1.0,

5.0 #0 20 mg/L RRETIRHERE, SMmEEIFIRERLZ, BRO YRR ERILLEINE 2

F. 15 FEBRSYIRAVERIE 512, S BEFIER AR 2. LA 3 f3SIREEAN 10 f&(5

IREEDBITHER 15 PRSI HIR SEER, SR 2,

Area

Area

10 conc.
tERLERER

B 2. BRI

Area

o 10  conc.
FERZIENE

7 2. 15 TSR RIS 4. R HIRFNEEIR
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HMeE R BXEH R EER

WS SRR (mg/L) TEERRE, R (mg/L) (mg/L)
1 fEaR=AM 0.10 ~20 Y =(20526.5)X + (-407.642)  0.9999 0.021 0.072
2 T 0.05~20 Y =(29613.4)X + (184.290) 0.9999 0.012 0.040
3 TERRIENE 0.05 ~ 20 = (24602.2)X + (-128.296)  0.9999 0.015 0.050
4 T RG 0.05~20 Y =(26934.4)X + (4.02946) 0.9999 0.014 0.048
5 TERRILE 0.10 ~ 20 Y =(23248.5)X + (-221.930)  0.9999 0.018 0.059
6 fEfz FREIEIE 0.05~20 Y =(26054.2)X + (-236.266)  0.9999 0.015 0.049
7 PERE PR — 4 0.05~20 Y =(28778.2)X + (-135.256)  0.9999 0.015 0.049
8 TG — FIELE 0.10 ~20 Y =(23732.4)X + (-4.85810)  0.9999 0.021 0.070
9 TE AR ER SENANE 0.10 ~20 Y =(21656.9)X + (-383.992)  0.9999 0.023 0.076
10 TERE SR 0.10 ~ 20 Y =(24448.2)X + (-458.056)  0.9999 0.024 0.080
11 TERR AR 0.10 ~20 Y =(26038.2)X + (-241.027)  0.9999 0.021 0.069
12 e 0.05 ~ 20 = (29778.9)X + (116.466) 0.9999 0.015 0.049
13 TER&E — FREELE 0.05~20 Y =(26931.7)X + (-53.9714)  0.9999 0.013 0.043
14 TR AL IR 0.10 ~ 20 = (19135.8)X + (-613.150)  0.9999 0.019 0.062
15 EIERS 0.10 ~ 20 = (16617.5)X + (172.961) 0.9999 0.019 0.062

3.3 (N=RIEBEE
Bohlanaz 3 iRERY 15 FHERSYIBTR SR, EEHE 6 IR, TR(GEEHFEE. 15

M B EHIROR BB RS EIFNLEE

FREVERIIR R ZE D

7E'JJT:T: 0.01 ~ 0.26%%010.53 ~ 2.79%

218, (XEEEEER.
% 3. (REBMEFIEERESHER (n=6)
me PP RSD% (0.1 mg/L) RSD% (1.0 mg/L) RSD% (10 mg/L)

R.T Area RT Area RT Area
1 TERZAN 0.24 1.65 0.26 0.68 0.09 0.96
2 TEaRREEER 0.12 1.33 0.12 0.91 0.09 0.96
3 TERRIENE 0.09 1.21 0.10 0.57 0.08 1.04
4 TR IgE I 0.07 2.24 0.08 0.78 0.07 1.04
5 FEREILIE 0.07 1.35 0.07 0.81 0.06 1.02
6 B EEE 0.04 1.70 0.07 0.99 0.06 0.85
7 fEaRR FRIE 0.06 2.55 0.06 0.81 0.07 1.02
8 TR — FAIENE 0.06 2.39 0.05 0.58 0.06 1.04
9 TERR R A NANE 0.08 2.56 0.05 0.81 0.07 0.85
10 TEfESNAlE 0.03 2.79 0.04 1.06 0.08 1.07
11 fEafR FRNEIL 0.04 1.58 0.04 0.96 0.08 0.53
12 e 0.03 1.90 0.03 0.77 0.04 0.98
13 TEfZIE) — R IEIE 0.03 1.64 0.03 0.65 0.02 1.09
14 TR BREENZEH 0.02 249 0.03 1.23 0.02 0.68
15 EFIE RS 0.01 1.98 0.03 1.20 0.02 0.68

3.4 MN#RENTERSEE

TSI R TRINES

TriE, 1ZBRA
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x4, EHT4R, WNRERER: BKERRIIIAREIRER 73.5 ~ 99.5%28), jEmEmZLE
EREINMEREIERTE 71.5 ~ 101.5%22[8); ERWNEK 4. WHEM (HKERFTEEZIER)

SEMRITHIBIEE 3~6 AT,

1257

AU
70nm,4nm (1.00;

10.04
7.5+
5.0

254

00 VS

S B e L e S e e
0.0 25 5.0 min

3. BKEmMBIEE

AU
_R70nm,4nm (1.50)

0.0 25 5.0 min

S5.EEFFmBIEE

mAU
4-70nm,4nm (.00

4. BXERIMFEIEE (IFRRE 0.8 mg/kg)

AU
70nm,4nm (1.50)

6. EEFIFRIREIEE (IRAE 0.8 mg/kg)

= 4. IFEERIEINERER (n=4)

BIKERIREMIER (%)

EEFLE IR (%)

L BHIKER EEFLE R
= HEMER (ma/kg) 0.8 40 40 (ma/kg) 0.8 40 40
mg/kg mg/kg mg/kg mg/kg mg/kg mg/kg

1 FEREAN N.D 87.5 86.0 97.2 N.D 83.0 92.1 101.1
2 TERRRERR N.D 77.5 86.7 98.6 N.D 84.0 86.6 98.7
3 EEREE N.D 86.0 86.9 99.5 N.D 76.5 93.8 100.3
4 pERREN N.D 78.0 85.3 96.0 N.D 79.5 82.1 101.3
5 ERIME N.D 83.0 87.2 98.9 N.D 80.0 81.9 101.7
6  FERREREMNE N.D 84.5 86.6 98.1 N.D 715 80.3 99.1
7 HEREECM N.D 81.0 86.6 98.1 N.D 85.0 79.0 100.5
8 MR HmERE N.D 85.0 86.4 98.2 N.D 72.5 87.5 101.3
9 FERFRENNE N.D 90.5 87.0 99.4 N.D 77.0 80.9 101.5
10 FEERSAE N.D 83.5 86.5 98.9 N.D 86.5 83.3 98.3
11 RN N.D 79.0 86.7 97.8 N.D 95.0 85.1 97.9
12 HERS¥ N.D 78.0 86.9 98.8 N.D 73.0 81.3 1014
13 WA RERE N.D 83.0 86.3 97.4 1.876 72.0 90.8 107.2
14 FERRIESISH N.D 96.0 85.9 99.0 N.D 86.0 87.9 98.0
15 FERRRYR N.D 73.5 77.8 78.7 N.D 87.0 92.2 100.4

iE: N.D RRFIGH
3.5 PEMEESSRIBIE

WESEPERIRLER, RARERIE-FRSKRAIEH—SHIL

3.5.1 RREXAESRM
TRAEEIE S
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DHTES: LC-30A R

@IEHE: Shimadzu Shim-pack XR-ODS 1l 3.0 mml.D.x75 mmL., 2.2 ym

MENtE: A - 0.1%FREIKER, B - FREE

F5E: 0.5 mL/min

8 40°C
HEEARR: 10 pL

ez BEEEEER, B BRIIAIRES 15%, RIERERRIUER 5.

%= 5. BEEHAEER

51

Time(min) Module Command Value
0.20 Pumps Pump B Conc. 15
1.50 Pumps Pump B Conc. 30
2.50 Pumps Pump B Conc. 30
4.50 Pumps Pump B Conc. 65
5.50 Pumps Pump B Conc. 65
5.51 Pumps Pump B Conc. 15
8.00 Controller
[RIES:
DHITINEE: LCMS-8040 BRiaRIEIRE: 250 °C
HFUE: ESI(+) DIAMESRIRRE: 450 °C
BFREORE: 45KV JHER: SREEU (MRM)
EHS: &53.0L/min JTEERTME: 8 ms
Fi&5: &5 18 L/min ZEIRATE]: 3 ms
iES: &5 MRM £#{: MRM 5483X&E, T 6.
X 6. MRM &4
Q1 Pre CE Q3 Pre
= {,A iy CAS No. BIARES s
S WEWMER RIAEF FUETF Bias(V) V) Bias(V)
TEpL 156.1" -15 -13 -30
el o 57-67-0 215.1
(Sulfaguanidine) 108.1 -15 -23 -20
ity 156.1" -14 -9 -16
et ) 144-80-9 215.1
(Sulfacetamide) 92.2 -14 -23 -18
TaZILE 156.0° -17 -14 -16
' -4 68-35-9  251.1
(Sulfadiazine) 108.1 -17 -23 -20
TEahR0 156.0" -17 -14 -16
& %D& 72-14-0 256.1
(Sulfathiazole) 108.2 -17 -24 -21
TEpZ L IE 156.0° -17 -15 -16
B 144-83-2 2502
(Sulfapyridine) 92.1 -17 -26 -10
TERE R EIZE 156.0" -18 -17 -16
R Rl 127-79-7  265.1
(Sulfamerazine) 92.1 -18 -29 -18
TR FRAE— 156.1" -19 -15 -28
IR % 144-82-1 271.1
(Sulfamethizol) 108.1 -19 -22 -19
TERE — BRI 186.1" -19 -16 -20
e 57-68-1 279.2
(Sulfamethazine) 92.1 -19 -30 -18



TEIRER Skl 156.1" -18 -17 -16
9 (Sulfamethoxypyridazine 80-35-3 280.9
) 92.1 -18 -30 -18
TEpE S LAl 156.1" -19 -14 -16
10 TR L 80-32-0 284.9
(Sulfachloropyridazine) 92.1 -19 -31 -17
TEafR ER NGk 156.1" -17 -14 -16
11 o 723-46-6 254.2
(Sulfamethoxazole) 92.1 -17 -27 -10
Pl o 156.1" -22 -18 -30
12 B ) 2447-57-6 311.1
(Sulfadoxine) 108.1 -22 -26 -20
TEiRE — RE I 156.1" -21 -21 -16
13 )= FASRIEalE 122-11-2  311.0
(Sulfadimethoxine) 92.1 -21 -31 -18
Ta L e 156.0" -20 -15 -16
14 & m . 59-40-5 301.0
(Sulfachinoxalin) 92.1 -20 -31 -19
FERGREE 198.2" -23 -9 -14
15 B 122-16-7 3361
(Sulfanitran) 2941 -23 -12 -30
CRAEESR T
3.5.2 tR#EFmAY MRM &ikE
60000
moi - ~ ~
10000 ol w© o
1 /L }K ’\ ﬂ ﬂ ﬂm ﬂ hm nm “ 91‘—
i e
30000 H—— e
i D ot L i | e it '
20003 J#J\J} Ll\ JHL - | H
T [
10000 TN H
: ] 1 o
P S —— - — ‘ ‘)IL B—; ‘
O.IO 1 .IO ZIO 3.|0 4 b 5 I0 6.‘0 min

7. BREWNERRI MRM &iEE (RE 5 ng/L)

(1.08RRAN. 2 FARGERER. 3.AHARIENE. 4.EARIENL. SHERRMIE. 6.FRRRFAEIEIE. 7. MARFAETI,
8. FERE _FRIENE. O.FEREFRANAE. 10.EARSNAE. 11 EARPIEN, 128825, 13 EikE _ REEIE,

14 BERRIEENEME, 15 BERREHA)

3.5.3 iRk, ESHE. SHRSESR
15 MiESY R SRR ERER/KAR (1/9) /8RR 0.5. 1.0, 5.0, 10,
50, 100 #0500 ug/L RUBETIEMLEIRE. % 3.5.1 PR EMHTNE, 5515 F#
YIFRFREZ IR 7. BURES 5.0 ng/L B9 15 MERSYIRRSNR, ELHEE 6 1R,
ER\ESEEE., ERNE 7. EBH 1 po/LESIRET (0, HEEDT, JREEERE
Z2BEH 7 RUEERITEEIOERE S, WATHEHRE MDL=3.14%S, EER
LOQ=4xMDL, #GHRSEERERNE 7.
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& 7. 15 MRS R ERZe. EEM. RHRSEER

EHIR EER RSD% (5.0 ZMSEE
A EE 1B — 2 N %
WAERR " = ug/L) G S S EH R
(ng/L)  (ng/L) (ug/L)
R.T Area
N Y = (9399.80)X + (-
FERRAN 0.12 048  0.10 282 0.5 ~50 0.9999
816.956)
AR EEEE 0.10 041 019 253 0.5 ~50 ¥ =(12234.9X + (- 0.9998
o Y = (7728.50)X + (-
RIS 0.12 047  0.27 395 0.5 ~50 0.9999
770.097)
TR RIZE L 0.11 043  0.05 296 0.5 ~50 ¥ =(4751.8)X + - 0.9999
- ' ’ ' ' ' 2691.65) '
N Y = (7825.39)X +
R 0.22 0.88  0.08 296 1.0 ~100 0.9999
(3584.08)
" Y = (9354.65)X + (-
TR 0.12 049 0.12 390 0.5 ~50 0.9999
1151.02)
TEERR PRI I 0.12 046 007 331 0.5 ~50 Y = (17095Q0 5 0.9999
- - ' ' ' ' ' (405.803) '
TR — FAIE 0.11 043  0.05 395 05 ~50 Y= (32715% + - 0.9999
FIR— TR ' ' ' ' ' 2355.37) '
TR SNk 0.12 047 0.04 322  0.5~50 ¥ = (13464.0X + 0.9999
IEq, J . B R R . (926.099) .
TR SR 0.09 038  0.06 292 0.5~100 ¥ =(12073.0X + (- 0.9999
- ' ' ' ' ' 974.070) '
Y = (6389.28)X +
AR FRIEI 0.11 045  0.06 299 0.5 ~50 0.9999
(286.172)
s 0.12 047  0.02 340 05 ~50 Y = (25658.9X + (- 0.9999
- ' ’ ' ' ' 1432.38) '
MiRE_REWiE  0.07 030  0.01 207 0.5~100 Y = (22802.3)X + 0.9999
B__ . . . . o Xad .
= h (312.679)
Y = (19458.6)X +
T RN b 0.12 049  0.02 272  0.5~50 0.9999
(985.623)
Y = (735.498)X +
TR AR 1.13 451 0.5 549 5.0~500 ( ) 0.9999
(56.7065)

&7 PRISRER: 15 MERCEYIRIGHRY 0.07 ~ 1.13 ug/L, EERY90.30 ~
4.51 pg/L; EEMSIET, 15 MHERMCEYIRYRENEMIEERAETNERED BIE
0.01 ~ 0.40%7%0 1.67 ~ 5.49%2[8], {(EEEEER.

3.5.4 RtEPATEEERIBIE

BAse 3.4 PERIRYEMER SEI Fm ARSI THIED T, SRNE 8

™, RZEEFRAFEFNERY, RIBERREM.
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30000
o ey S
20000
10000
00 10 20 30 40 50 60 min
8. EEZEMR MRM &iEE
4. &g

R LC i=5 LCMSMS JENAT 15 FREERRSSESY) (TERRAN. FRRREERR. PRRARIENE. MERZIE
M. TERRILNE. fERZ FRELVENE, MARRFRIE Y, FERR _FRIEIE. AR AN, EiRSNARE,
TERZFRIE, MRS, BARA_RaMEIE, BIREEMAIEIRIEE) | RSN BMS
MR, 1EXFEEY 0.9999; WMSAEERELRERRY, LCiEH, 15 #4)
RAYHEHBR (S/N=3) £ 0.013~0.024 mg/L Z[&], EE£R (S/N=10) 7£ 0.040~0.08 mg/L
ZI8); HEmINFREERTE 71.5~101.5%2i8); {EARRMREmFIER LCMSMS %, Hig
PR/9 0.07~1.13 pg/L Zja8, EERA 0.30~4.51 pg/L Zjg); Eik, LCMSMS JERTLAXY
LC BN AIPRM R TEME SEERIIA, RATsEAvERRIEMAIHIL,
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1.8 LC/LCMSMS iZEM U amAPlE=EESF 6 Hhit=ES

BE: ANEAZESHRERIEGEY T WimheMEARSBNENITE. K5iERA
C18&IEHE, 7K/FREE=30/70 (v/V)/9iRaMMBHITERERN, —IREMEFISTIEAEN. oM R
£7£0.025~25 pg/mLASRESEEINEERIFAILN, BXREHIFE0.9999LA L. MARER
ERRESRE THRERESLR, EEeXHERER B IEEREER R ERED BIE0.78%
M5.27%LAT, RPUSEEERY, 75AGHRE0.003~0.05 mg/kgzial, SEFRERIZNIN
AEWRE, [EIKEZRA71~104%218), ERFBPLFEHTE, SHEREMAMER, AIXA
RABEIE- RIS R THHILE.

X Liam MR SRRERIE ZIREMIIRNEE REEE-RIEKAE

MRERRINENLRFESRHELR THERERMIERRIEE YR,

R FE. EA. BREAEINAZEREME AT A S REREBIEY
FER, BTESRHRIESII, 1 LC-20A WEMAZERF 6 FRERZIDHTS
R BRI E TR INEIR LI % HmERERERN, BYREEIERTS
BEMHI R, TARRIBIREAERARINGE . REBEJIEIEME, IMREER. Hfmi
BRI R LR EREEEEER DIPAMLESR, RARBGE-RISEKAIERHR
ek, eI KiHBERETRRE. R 1THRE. AERRMEER, LMRYF, &
AR E I mi= A ER BB E Sty REES.

1. R3S
1.1 B8
SEEREEIEY LC-20A (Bt SPD-M20A Z“iREEFIIENIES)
1.2 SR
figtE: Shimadzu VP-ODS 4.6 mml.D.x150 mmL.,, 5 um
magtE: A-7K, B- EAEE, A/B=30/70(v/v)
R 1.0 mL/min
el B (& 1)
FER: 40°C
MRS : 190-370 nm
HEEE: 10 L
® 1. BEERER

Time(min) Module Command Value
6.0 Pumps Pump B Conc. 70
6.1 Pumps Pump B Conc. 90
10.0 Pumps Pump B Conc. 90
10.1 Pumps Pump B Conc. 70
14.0 Controller Stop

55



2. HFmBiaiE

FERRBYLIZRRIAER 1.0 g F 10 mL EELWEES, KA LIBRIEBEEREE
BF, BEPERER 10 mL, AR 30 min, 85, LA 10000 r/min iEEE() 5 min, B
EiBERE 045 pm BIEEIRTNE, BREELREREERFERETETOT.
3. BER5iWE
3.1 iRHEE

6 MHEMEMRARRER K FTHEZEWE 1 FE 2 Fi.

mAU mAU _
150 50 #
100 E = ‘
] B . ] B g
50 %ﬁtﬁn ] ‘W‘ ﬂEH—
] | Ao A 1 [l
1T oo A ] I
o \UFNL\\KJ KH—-\‘K\ ol «‘ MJM\
o0 s0 100  min 00 50 100  min
1. 3 FEEEFVERE 204 nm RIKHIRIEE 2. 3 FNEINERTE 245 nm FIKAIEIEE
(SIFIEBEIFOMERR : 2.5 pg/mL; BE=EZ: 0.25 ug/mL) (EfR. PESNEFIZEIY/ 2.5 ug/mL)
3.2 tRtEhL

3.2.1 tREERECH
FAFRESECH 10 mg/L RY 6 FREREMIRESRETRIS R, FRREMKERERNA
ERERRENETER, SREMRNERRENRE 2,
* 2. BEWETIERPSREMRIGRE (Lg/mL)
= MR (nm) RE1 RE2 RE3 RE4 RES

CIEIERD 204 0.25 0.50 2.5 5.0 25
ii:31 ] 204 0.25 0.50 2.5 5.0 25
IE=F=2 204 0.025 0.05 0.25 0.50 2.5
£ 245 0.25 0.50 2.5 5.0 25
FREEN A 245 0.25 0.50 2.5 5.0 25
ZHR 245 0.25 0.50 2.5 5.0 25

3.2.2 ZiEXR, HHRESR

EHIRNERERESTVEL/FR, &2 1.2 FRSITEGHTUE, IMRESWFIRERZ,
6 FMREREIRECERNEMREF. &M, BXREFILIBTENZE 3. SRR
HEZE 3,

Area Area

400000t 500000
300000 400000

300000

200000
2000001

100000 1000001

El 3. BoRERANNERS: IR ()R ()
& 3. EHERADLEMLE. RHRFEER

BXEH 1R EER

T CAS No. ST
wamER 0 2L R (mg/kg)  (mg/kg)
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yeisli: 6898-
CHRIEE) Y= (171638)X + (3565.74) 0.9999 0.05 0.17

(Diethylstilbestrol) 97-1
ii: 31
53-16-7 Y =(213206)X + (24078.5) 0.9999 0.03 0.10
(Estrone)
E=f2
] 50-27-1 Y = (1097741)X +(8313.43)  0.9999 0.008 0.03
(Estriol)
£
58-22-0 Y =(134361)X + (8768.28) 0.9999 0.004 0.014
(Testosterone)
E =
FEEAN 58-18-4 Y = (115788)X + (6474.50) 0.9999 0.005 0.017
(17-Methyltestosterone)
LA
57-83-0 Y =(87549.7)X + (17131.3)  0.9999 0.003 0.01
(Progesterone)

3.3 (NRREENE
MNARMRERSRSNE L ERIELNE 6 )R, EREEIEEE, (REBIEFIEHER
RESMERIE 4 Fir. ERFRPUSEEERY.
Z= 4. (REBIEAIEERES SR (n=6)
RSD% (&E 1) RSD% (KE 3) RSD% (RE 5)

HEWER

R.T. Area R.T. Area R.T. Area
CIGIERD 0.043 262 0.12 214 0.041 1.26
ii: 31 0.090 417 0.11 097 0.036 0.29
E=11T] 0.39 085 0.73 0.37 0.58 0.30
RSN 0.43 1.61 0.78 0.74 0.61 0.61
Zhfi 0.09 527 022 0.67 0.20 0.28
=5 0.037 288 0.10 278 0.026 0.26

3.4 FrmlEMDIENE

MTHIBHERMCLREITIEN, WARGNEXOFMENFYR. RPN
OFWITTR SR, fRERRIARMAIAIE S ZAIE, SHTEERNE. B4 ESS 512204
nm#0245 nmiiK FERIMRRIFREIEE, HETA, RRERARTNE B8
et WmPRIIARRERE T BEINERER RS,

20g\AU ?AU _
] 7.5: m B ’
1 B ] Ly
10 , %ﬁ 2 \‘h\ 5.0 ” |3
Lodlre |
1 m e 5] |
0ty M\ ﬂﬁ\f‘ /W)JUL,_J \ W\F/./ \/\«\ . | H “‘ |
] Jll‘ 1“ O'O?ﬂN\ﬂ‘ W»HJ/V“”“‘ MJWM#‘“
-10 ‘ T o ]
oi.‘o 50 100 min 00 50 100 min
E4. 204 nmi 3 MR REiEE B5. 245 nmig MR BRI BILE
(SHUEBTIER: 0.5 mg/kg; E=EE: 0.05 mg/kg) (K. FERAZEN0.5 mg/kg)

= 5. BIKEEER (n=3)
IFEE 1 EE1 IHrEE2 EME?2
(mg/kg) (%) (mg/kg) (%)
1 CIFIERR 0.5 82.3 2.5 103.8
2 UEER 0.5 77.1 25 102.5

wmS AR
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3 liE=Fg 0.05 711 0.25 102.4
4 £ 0.5 97.6 2.5 934
5 FRESESER 0.5 97.9 2.5 93.0
6 ZF 0.5 89.0 2.5 90.4

3.5 HREXESETEMIRIE
WESEPEEIRLEER, IRAREGIE-RSEKAEH—SHHIL,
3.5.1 S

BHEEIE &M
SHTYEE: LC-30A &S TR A BRI 6
@1&HE: Shimadzu Shim-pack XR-ODS llI FiE: 0.3 mL/min

2.1 mml.D.x50mmL.,1.6um HEEAFE: 10 uL
maE: A- 40K, B- ZfE, R 40°C
A/B=75%/25% (V/V)

[FRIE S
SHHYEE: LCMS-8040 PATFIERE: 250°C
EFR: ESI, EREFEINEMHE IFVEERRE : 400°C
EFREOBE: 4.5kV P SRAEN (MRM)
FEEHAIE: 0.3 mm ITERRTAE): 50 ms
EHS: &53.0L/min SEIRASE: 1 ms
Fies: @515 L/min MRM £#4: 0%k 7

fiEs: |5
% 6. BEMBIES

Time (min) Module Command Value
7.0 Pumps Pump B Conc. 60
7.1 Pumps Pump B Conc. 25
10 Controller Stop
% 7. MRM 2%
WEYER BIREF FPETF Qi PreBias(V) CE(V) Qs Pre Bias (V)
Z2 315.2 109.00" -21.0 -25.0 -23.0
315.2 97.20 -21.0 -29.0 -19.0
e 289.2 109.00" -20.0 -25.0 -11.0
289.2 97.15 -20.0 -25.0 -19.0
RESNE  303.2 97.25" -20.0 -25.0 -18.0
303.2 108.85 -20.0 -32.0 -23.0
IE=Fg 287.2 171.30 21.0 39.0 27.0
287.2 145.20 21.0 45.0 25.0
i3 269.2 145.10 19.0 38.0 24.0
269.2 159.00 19.0 36.0 29.0
C IR 267.2 251.25 19.0 26.0 26.0

267.2 237.25 19.0 29.0 25.0
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RREEERF
3.5.2 {RHEHEREI MRM &igE
BETEERY MRM &iEEUNE 6 Fs.

1 1. 315.15>109.00 (+)

G- ol

U
"

TH00—- 2. 303.20597.25(+) 6, 267.15>251.25(-)

S5

1 3. 289.15>109.00 (+)

i 4, 287.20>171.30 (+)
5000

1 [

: H

1 =y
2500 |

I
o |
00 25 50 A g
6. [EAIFER MRM &iEE

(Z2ER: 50 pg/L; WERR: 20 pg/L; WE=FEE: 20 ug/L; CIEMERY: 20 pug/L; ZEXER: 50 pug/L; REENE: 20 ug/L)

3.5.3 ifEphe. BRE. SHRESR
12 3.5.1 PRDITRMHTINE, IMRERIIIRERZ, 6 FMEMERTE 1-200 pg/L NZMRE
SBER, SMEFMRIF, 1BXRHUE 0.9984~0.9997 Z(d, 1&HIRFERIRIZE 8, BislikE
5.0 ug/L FBEFIATIUE 6 /R, 6 F4IRRRYRE N BRI R EREFIEERAMEIRERED
BITE 0.33%%0 7.45%LAT, ERRIPIUEEEEERL.
3 8. 6 MY RAO RIS, IBEE. MHIRIIEEMR
BXEE 5.0 pg/L, RSD(%) WHER EER

4 ]

B G R) RT. Area (Mo/L)  (ug/L)
R Y = (736035)X + (348970) 09997 012 572 0.36 12
B Y= (196.188)X + (706.045) 09991 012 582 0.67 23
FEENE Y- (166.644)X + (186.635) 09988 014 7.8 0.61 2.0
=g Y = (780267)X + (-204.544) 09994 011  7.45 0.38 13
e Y = 296.704)X + (-542.676) 09991 017 583 0.09 03
SURIBE) Y= (331.120)X + (-182078) 09997 009  3.95 0.06 0.2
4. %5ig

AP ERADE LC-20A SRREGIEN, B ritimt 6 FtAESENERSE. 6
FMERERMIRTE 0.025~25 ng/mL FRESEEIREE RIFAVZIHEXME, BRREFE 0.9999 LLE,
J3iERGHBRTE 0.003~0.05 mg/kg Z[8), BUTERTE 71%-104%2 (8, L5REFATEEHTRE. R

GNFEHIAMER, TSR EIABKEERY, HTEERA.
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1.9 LCMSMS iZME I mAKigRE 7 #En

B B B 7T —MERSR=EIURITRIZEY LCMS-8060 B IL R KIEIRE
7 MERYRSENSE. SRMIREZRERAIEE (2015 FiR) SHATRMNE 7 FhEER
YRR %, FiERSHEN ENEERER. RAIMRNEEE, FTESRIERLLME
RIF, SLMEXESIY7E 0.9992 LLE, XHE. PAREIREAFME TR 6 )X, (RERTE
FEERRRIERIF R ZESD BITE 0.02~0.17%7F1 0.92~6.70%2 /8], (YEHEEERY, ER
IFREIESSBEIE 88.5 ~ 112.6%ZE. 1ZMmEZEEDITRER. REES. ESMHIFRIN
#, TRETFRMZR TSNS 7 MHERYRES 29,

KR —EURTRIE  usR  ZREYR

pEE LR TIRER R ilm SUCRTRORR, S2POEE. WEER. IRAUER. BR
{ERRIREHNSFIRE RN B FRENZ NS, BalRER 7 MESIRAVE
8%, ERETREFEIEETmAY PRI T BN AE; 1%I3i AR
MEREMA NI NSE Y RTIIE AR | RERAME (2015 Fhit) .
MIIRZE 7 MHEEBENRE. Wikm AN SHEWLMBERAME (2015 FhR)
HReMBEAmMAAIT KHEEXER ROtES S, FIAR5E LCMS-8060 =&
[ER POtRAT RIS YR ARZE R N SR TN T

ExR\mOmnEEELR 2012 F RIS AT RIASE 7 FhEEFEY)
12 B 14 B R TR FPSHWAT RIS RS,
7 MEERRYIRRAUIRIIIS SR, SIKIEHR.

1. EINEH
1.1 (%28
AEREFBEBEARIEIEY LC-30A S=EIURFTRILY LCMS-8060 BXFER
%, BAERE S LC-30ADX 2 iR, DGU-20As 4815, SIL-30ACMP BEahitt#se,
CTO-30A #E8#8, CBM-20A R FeizHg8s, LCMS-8060 =EPUMRATRRIE{Y, LabSolutions
Ver.5.89 i Tk,
1.2 DS
TRABEF:
& & £ : Shim-pack XR-ODS I1 2.0 mm I.D.x 75 mm L., 2.2 ym
pin #® 0.4 mL/min
= B 40°C
wEE 5u
mantE A 0. 1%FERKER
WEhtE B FEEAR
w7 - BBEERR, B IBHIMRIRE S0%RTERER IR 1
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= 1. BEERER

Time(min)  Module Command Value
1.00 Pumps Pump B Conc. 50
1.50 Pumps Pump B Conc. 60
4.00 Pumps Pump B Conc. 60
5.00 Pumps Pump B Conc. 90
6.50 Pumps Pump B Conc. 95
7.50 Pumps Pump B Conc. 95
7.60 Pumps Pump B Conc. 50
10.00 Controller Stop
FRiE &M
H T & :ESI(+) MmHFSFAEE : 15.0 L/min
EHSHARE : 3.0L/min DL & E : 200°C
IFRAESRGRE  © 400°C # O R E : 350°C
FESRE : 50L/min MRM &% : &3
2. WEMEEER MRM 244
& CAS No. ST ;{ﬁ YT glsp(r\j) CE(WV) (Blésp(r\i)
KR 38304.91-5  CoHsNsO 210 o0 720 2 20
193.1 -20 -15 -19
SHETRI  50-23-7 CoHz0s 363 o0 18 26 20
327.15 -18 -17 -14
RS 1952-1-7 CuHnOs 341 0107 -6 30 v
91.1 -16 -55 -15
AR 53-16-7 CigH2204 o7y 23300 14 10
133 -29 -25 -1
YRFIER 976-71-6 CaoHas03 saq 0T 30 18
91.15 -17 -55 -14
ReFAHHZCZS/E  3870-7-3 CuHsfO, a7y T2 23 M 30
439.1 -23 -16 -14
R 57-83-0 CaiH002 315 1091 15 26 7
97.10* -15 -23 -16
" ERETF
1.3 HmEl&E

MEMLEER1.0 g, EF10 mLtk@E S, A1 mUEFHIELIK, iB5E30s/E, IIAZEE
BE10mL, j&BKE30 s, FBAERE30 min, i&®EE30's, 4500 rpmB3055%, BN EEiE®RT mL,
£20.22 umMFLIEIRITIES, &R, F1 mLS0%HREKES, &L,

1.4 iR s RS
FAFREZACH 10000 mg/L Kigith/R. SCRTRIMA. S2ES. IERR. IXFUER. BERRERSSRIE.
EAERESER, F 50%FEKAREEHREDBIEEI 0.1 pg/L .0.25 ug/L. 0.5 ug/L 1 pg/L.
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2.5 pg/L. 5pg/L. 10 pg/L. 50 pg/L. 100 pg/L #0250 pg/L B9RERR.
2. ZFR5WHE
2.1 7 MEERYIRIRER R MRM GiEE

&

7500004

17
ST

500000~

2500004

‘ ‘LO‘ ‘ ‘L5‘ o ‘20‘ B ‘ZE‘ B ‘35‘ o ‘3g‘ o ‘LO‘ o ‘£5‘ o ‘50‘ 4 ‘SE‘ ‘ ‘\6%‘ B ‘63‘ ﬁm
1.7 MERYRINESRN MRM &3EE (2.5 ug/L)
2.2 ZiteE
12 1.2 PRIDITRMFITINE, LUREEAMR, IEEFRAIATR, MR EGIERIERZE,
SMISIE. ST EEMRRRENE 3.
% 3. RERIESH

Fs R ROt HIEEE (/L)  BXEHr  ERE%
1 KIEMR Y = 1213640X 0.1~10 0.9997 93.8~103.2
2 SULRTRIMR Y =78958.3X 1.0~100 0.9992 97.8~112.7
3 2R Y =61769X 1.0~100 0.9995 95.8~103.9
4 i3] Y=52785.2 X 2.5~250 0.9993 97.4~114.0
5 IXFER Y =146233X 1.0~100 0.9998 99.4~106.1
6 FERR IR SN Y =99709.2X 0.1~10 0.9999 92.3~102.7
7 N Y =138255X 0.2~50 0.9999 96.2~100.6

2.3 HLRFIESMR
BRERERSVETLERIZIRR 1.2 PRSHFM THTUE, BIRETEE 7 MER
YIERRIBARIG IR (S/N=3) | &IREEMR (S/N=10) LERIUZ* 4 .
7= 4. 7 MEBYRAGEHIR (vg/L) FOEER (ug/L)

FS HEWEFR KPR EMER R EEMR NEMEEER
1 Kigith/R 0.006 0.2 0.020 0.5
2 SULRTAIHR 0.010 1.0 0.032 2.0
3 LA 0.020 1.0 0.060 2.0
4 2173 0.074 5.0 0.225 10
5 RFER 0.037 1.0 0.111 2.0
6 il 0.016 0.2 0.047 0.5
7 BN 0.038 0.5 0.116 1.0
2.4 {52 EES

EEARIRERTRGTVERRESR 6 Xitt, TREFIIREE, REREAIEERAIE
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SRR 5 Fir. o] IR B R RN EFRRER T E R ZE 72 BI7E 0.02~0.17%70 0.92~6.70%

ZI8), YERREE R,
%= 5. RENBMEERESMSER (RSD%)

AMETR KA1 (ng/L) R.T. Area RHl 2 RT. Area
(ng/L)
Kigh/R 0.1 0.18 3.23 1 0.07 0.92
SHLETHIN 1 0.08 247 10 0.05 1.28
BB 1 0.13 2.39 10 0.05 1.00
eI 1 0.09 2.18 10 0.32 1.72
AR 2.5 0.07 445 20 0.08 1.55
R 0.1 0.05 3.56 5 0.17 482
EuNiT 0.2 0.02 6.70 10 0.10 3.98
2.5 ERINREE
FREX 2 M ERENIREER, SR 4 D (R 24 IR 219 |, &’IR1.3

SPEmEIETTIE, IWRREIN TR 7 s, SFTUE 3R, WERExR: 7 MEERYIERE
FRAIIFREIERTE 88.5 ~ 112.6%2[A), L55RANFR 7. 2#FEmA0 2#EmIIfRaIiEE, 2510
2 F0E 3.

17500
15000 ]

12500

I N R R S
0.0 05 10 15 20 25 3.0 35 4.0 45 5.0 55 6.0 6.5 min

2. 2# P AEBIEE

300000

AT

250000

?ﬂéiﬁﬂﬂ?
=

PBS

——

HZasE

200000

150000

] Al
100000 'l W
] \
|

50000 ”‘
] \

0

I L L A A
1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0 5.5 6.0 min

B 3. 2#HERINREIEE (IRRENT)
% 6. EEIIRIRGER
Fe WEMER  IWRRE (ug/L) aE EIE (%)
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—_

KR 0.1 0.103 103.0

2 SHLETRTIA 1.0 0.990 99.0
3 L[] 1.0 0.944 94.4
4 iiz3i]3] 25 2.845 103.8
5 RFER 1.0 1.126 112.6
6 [ 0.1 0.094 94.0
7 E{AER 0.2 0.177 88.5

3. &g

SRR Z ERANE (2015 FhrT) (R FPSIHATRIAE 7 MEERYIBTNINTE,
ANSGE T BER=E PRI RIEY LCMS-8060 UELIZGRP SIS 7 MERYRS £
ATSi%. ZNERRIERE/R, SRR, RREE. R, IXFIER. BERRHILSTE. BiR
FRREERS B/ 0.5, 2.0, 2.0, 10, 2.0, 0.5, 1.0 ug/L, SLRLERITHEMEFHIEER.
ERRAINTEER, FMSRUEHLEEMRET, SMEXREUIE 09992 LIE, 3HE. PARE
WRERITREEHATI 62X, (RE RS EFNIEEFRRIER TR ZE 2 BI7E 0.02~0.17%70 0.92~6.70%
218, (MEEEEERIF. ERIMREIESEEITE 88.5 ~ 112.6% (8, iZHZEEDIMERER.
RYES. EEMFHINE, TRTRRFPSHAIINE 7 HEERYIRS 29N,
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1.10 LC/LCMSMS iZMEA mPER it 36 F 7 #éHS

WE: ACEY T BEEESMREEIEULC-30ANEMIZETERMER 14, BIEHE36. BIER
43, ERHES. it TE26. BAHELIVAIAALLISE CRERRATINSITIE, i RERREY,
B REREHTONT, RENEER, IMPEER. EFRHIAMER, XAREEIE-R
IBERREHITHIE. ADAAbERER, SRy, BEEMT, REES.

KR (Uium FERRET BERiREeRN REEE-REEKAEE

FURFIBTHINBEMAIER, H iZhY 15 36, BRHE 5. BALLI. HFALAIVE
R RTFH U mTERIAFIMZ AR, Hig THRERSAS.

P ERRERARISHENF G, K RN T BB EMREEIEY LC-
T EFERBSYARRRFERENEE, 30A MBI mRTERIER 14, E&tEE 36,

BRREFIZS ERARTERN, BRIEA FRMESR 43, BORME 5. BRUMENE 26, 34T
FISSERERAR, TERNRETRARRA IV FIZHFIEL 1| SEFMEERRATINDHTS
TR, BIRRAIEERERIER, KHEAERALL % HmERERERN, BYREEIERTS
K mEEALNEREE. . REBEJIEIEME, IMREER. Hfmi
RSB (A i AN R E A i = ALY DIPAMLESR, RARBGE-RISEKAERHR
AR R, (ERFEERIRSISR 1THRIE. AERRMEER, LMRYTF, &
HthEME 7 BRRERYAE. HPaRmEileE 7 ER Sty REES.

1. SE3RER%

1.1 (Y88

BEEEMREEIE(Y LC-30A R4 (Bt SPD-M20A “iREMEFIIENIES)

1.2 PEH

B . GL Inertsii ODS-4 3.0 mm R 40°C

1.D.x30 mm L., 2 ym PDA&ISBE: 190-800 nm
SFRENHE: At-0.02 mol/LZ B4 (pH=4.0) , PR BRI,
BiR-FES B HE¥IIAREE S 10%,

i#E: 0.6 mL/min R R,

BHREARFR: 10 uL
=1, BEERAIERER

Time(min)  Module Command Value
1.00 pumps Pump B Conc. 40
6.00 pumps Pump B Conc. 95
8.00 pumps Pump B Conc. 95
8.01 pumps Pump B Conc. 10
9.0 Controller Stop
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2. Rl

EREFREUZARE 5.0 g F 25 mL Lb&@®E S, A0 1.0 mL FUSBkIE, B0 20 mL BEE, i@
=% 2 min, EEAREE 30 min f5, 12000 r/min SEEOEREERT 045 pm JEiE,
=,
3. BER5iWE
3.1 N RGIEE

RBETNEFEEEENE 1 i, BRMER 14, BRIMER 43, B340 IV AL 1| (RsME
M9 539 nm; B&MEE 36 FOENEHE 5 AU 430 nm; BEiEIE 26 1R 620

nm,

mAU
15.0 {A30NMANM (1.00)

ERftE3e

L
g':‘::ﬂﬁﬂgs

-25
N e e A e e B et IR B e T L L e e
00 10 20 30 40 50 60 70 80 90 min
mAU
20nnm (1.00)

15.0 ©

8
bni
#
125 =

25] ‘

min

T —— T
00 10 20 30

1. EAFEEIEE (RE 0.5 mg/L)

3.2 R
3.2.1 tRfEERESH

FAEREZACHI 2000 mo/L 7 MiBETNER K. BRAPERER 0.05 mg/L £ 20 mg/L A
EREREINETIER.
3.2.2 HMXE

BCHARIRERESNELIER, 12 1.2 PISEEHTURE, IMRESWEIVERLZ:, 7 7
YIRESEIRECENGERT. SMAE. BXEHIEIETENE 2. SoYIRVERZ
E 2,

Area Area Area
1250000
750000
400004
1000000
30000
7500001 500000
20000
500000
250000
250000 10000-
o S 7
0 5000 10000 15000  Conc. 250 500 750 Conc. 0 2500 5000 7500  Conc
23 hH-LEE 3| 4
R 14 BHE 5 DAL

Bl 2. BRoYIEin L
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3= 2. 7 MYt S8

WS AR ERiEEE BXERMR  EMEE (mg/l)
1 RS 14 Y = (65.5413)X + (-100.049) 0.9997 0.05~20
2 ERME36 Y =(50.7542)X + (22.9072) 0.9998 0.05~20
3 ERMER43 Y = (14.4739)X + (76.8687) 0.9998 0.1~20
4 BEHRMES Y = (47.0269)X + (-1124.23) 0.9993 0.05~1.0
5 HMHEE26 Y = (97.3043)X + (-211.566) 0.9993 0.05~10
6 BFLIV Y =(40.1253)X + (-276.632) 0.9997 0.10~20
7 BRI Y = (79.3918)X + (4141.76) 0.9994 0.05~10

3.3 HLFRFIEEIR

BCHIIREED 0.1 mo/LintE 7 1, EisHEDHT, WEERZIFFEHER, KSR 7 X
WEERHBRERE S, LAMEHIR MDL=3.14xSD, EE TR LOQ=4xMDL, &R

EERINZE 3 F:
3. 7 MRS HIRFIEEMR
WS WEYER T EZFR CASNo. #@iHR(mg/L) EER(mg/L)
1 BEEME 14  Acid Violet 14 632-99-5 0.012 0.047
2 EME 36 Metanil Yellow 587-98-4 0.0089 0.036
3 EME 43 Acid Violet 43 224-618-7 0.010 0.040
4 HFkES5  Pigment Orange 5 3468-63-1 0.0097 0.039
5 MRS 26 Basic Blue 26 2580-56-5 0.012 0.047
6 HALIV  Sudanll 3118-97-6 0.014 0.057
7 AL Sudan IV 85-83-6 0.012 0.047
3.4 (BB SES

BoHANER 4 KERIBEINE, FTEE 6 R, 7 FBMCEYIRYRERBAIEEFRAYAERY

FRERESEIE 0.01 ~ 0.09%7F0 0.93 ~ 2.88%2 (8], {VESEEERIF.
= 4. (REREFNIEERIES MR (n=6)

RSD% (0.1 mg/L)

RSD% (0.5 mg/L)

RSD% (1.0 mg/L)

WS BFR

R.T Area R.T Area R.T Area
1 EaitER 14 0.03 2.34 0.08 1.12 0.09 1.54
2 Bt 36 0.04 1.63 0.04 1.25 0.07 1.82
3 ERMEER 43 0.06 1.23 0.03 1.55 0.06 2.05
4 BuHE 5 0.03 2.88 0.07 1.95 0.05 1.18
5 BREMETS 26 0.03 1.70 0.02 0.93 0.05 1.17
6 BFIET IV 0.01 2.76 0.04 2.01 0.05 1.10
7 BRI 0.01 1.43 0.05 1.48 0.06 1.13

3.5 DIFEIERSEES

ERABREMTPRIN 0.5 mg/kg IRETRF, RERRIAMAIIET AR, 1T 3 KIE
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[EER, RIENEER, ZRAE

atvR

RIEER 14 FIEERIATEHEDFIL N, HIFRRA

BHERTHE, HRIWREIKERE 88.2 ~ 1104%2(8, BERINER 5. TRRABHERI
BISENE 3 Fx, IiFrFREIEEE 4 Frx.

mAY may
“JE 00 Jena (Lo ]
7 “
S
«]
S
a] 2
@
1 8
@ 5 &
4
@
10 o
104 o
| H
J 5 \'\Ajguk J\A
04 o i
““““““““““““““““““““““““““““““““““““““““““““““““““““““““““
o 10 20 30 40 50 60 70 80 a0 00 10 0 30 5 60 70 80 0
u mAy
20 o0
200 BT 50

:J MVL—__J\A/\ s
ol

T T
20 30

7= 5. [EREERER (n=3)

T T
40

4. R BHRIMREIEE (IHRERE 0.5 mg/L)

WS H@EER  H@RE (mg/kg) EKER (%)  RSD (%)
1 R 14 0.397 88.2 4.2
2 Eg4 e 36 N.D 90.8 2.0
3 FRMER 43 N.D 102.6 2.0
4 ERREHE 5 N.D 97.6 1.0
5 PRk MR 26 N.D 89.2 49
6 TP IV N.D 88.8 49
7 igmr AN 0.045 110.4 3.2

3.6 BHIEESRIBIE
WESEFEBMRMEER,

3.6.1 RERBARESRM

BEFRMY: SikRiEEEEE

FBREEH: DHrXEs: LCMS-8040

BFIR: ESI, IEEFiE
HFEEOBE: ESI(+), 4.5 kV
EHS: &5 3.0 L/min
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FE&s: S 15 L/min
RlHES : =S
RBRIERE:  250°C
INPFHRBGER . 400°C

AR SRMEN (MRM)
MRM 24§ K6

% 6. MRM £%§
L EHIBFR RIAET = Qi Pre Bias (V) CE (V) Qs Pre Bias (V)
iELE 14 302.10 209.00* -22.0 -31.0 -22.0
302.10 195.00 -22.0 -34.0 -20.0
ER1EE 36 354.05 169.15" -15.0 -26.0 -15.0
354.05 156.95 -15.0 -26.0 -15.0
EaiEER 43 410.05 328.05" -20.0 -20.0 -24.0
410.05 313.00 -20.0 -35.0 -22.0
B 5 339.00 156.00" -15.0 -17.0 -15.0
339.00 128.05 -15.0 -17.0 -15.0
TRiETE 26 470.20 45415 -15.0 -43.0 -15.0
470.20 349.00 -15.0 -38.0 -15.0
by e AN 277.10 121.10* -20.0 -21.0 -24.0
277.10 156.00 -20.0 -15.0 -30.0
DT IV 381.10 224.00° -14.0 -21.0 -24.0
381.10 225.00 -14.0 -21.0 -23.0
RTREERT
3.6.2 frHEHEmAY MRM &ikE
SEATRERRE MRM @&1EEMNE 5 AR,
302.10>209.00(7)
“354.05>169.15(+}10.00)
sso0000 B3-410.05>328.05(+ 10.00)
“339.00>156.00(+)10.00) -
A70.20>454 15+ ){0.50)
B:277.105121.10{+){0.50)
2000000 [7-381.10>224.00(+){10.00)
] JL o .
» R
' L ©
Lo )
- e
500000 |
| A—
. A—
00““1_‘0‘ ‘ ‘IZIOI‘ ‘I:il()l‘ ‘I4IUI‘ ‘Iﬁlﬂl‘ ‘ ‘G.IUI‘ ‘ ‘TIUI‘ ‘ ‘&IUI ‘ IQ.‘O‘ ‘II10‘U‘ ‘Ir;in

1 5. 7 FSRA IR SRR MRM S8 (0.2 mg/L)
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(1. BRIEZR 14, 2. BRMEEE 36; 3. ERMEER43; 4. BB 5; 5. WitEIE 26; 6. HALIN; 7. HHLO
\%)

3.6.3 {{ESHEERRESCIE

X3 0.1 mg/L. 0.5 mg/L#01.0 mg/L BEREBRIELL 6 R, ER(ERNBEE,
(REBNEFIEERNESMHERNZE 7 Fir. 3 NRERERIREBIEFIEmIRAE R E
RESBIE 0.02~0.18%F0 0.41~2.65 %Z|8], (NEEEZERIF.

7= 7. (RENEMIEERESEMER (n=6)
RSD% (0.1 mg/L) RSD% (0.5mg/L) RSD% (1.0 mg/L)

wmS B

R.T (min) Area R.T (min) Area R.T (min) Area
1 EaitER 14 0.04 2.16 0.05 3.07 0.06 0.91
2 EME36 0.06 1.58 0.03 0.41 0.03 0.56
3 ERMERA43 0.06 2.21 0.02 2.65 0.07 1.13
4  BrMES 0.29 2.16 0.18 2.24 0.14 1.59
5  TEii4iE 26 0.03 1.72 0.04 1.85 0.04 0.99
6 LI 0.02 1.51 0.02 1.38 0.04 1.87
7 BRIV 0.02 1.68 0.04 0.60 0.05 1.89

3.6.4 taLPRFIEEMR
RBRIARPHERFIET X, FIERES 0.2 mg/kg EFRIRER 7 Mo, 3 BAN
ERTBIRERE S, WAIEHIR MDL=3.14xS, EE TR LOQ=4xMDL, WEERMZ*E
8 7.
% 8. B 7 MR IR IR
WS B ERES) MiHR(mg/kg) EEMR(mg/kg)

1 EgMEE 14 0.007 0.021 0.082
2 ERMEE36 0.003 0.009 0.038
3 EMEx43 0.004 0.012 0.050
4 BUHE S 0.008 0.024 0.098
5 WMHE26  0.002 0.008 0.031
6 LI 0.010 0.031 0.125
7 BRIV 0.006 0.018 0.071

3.6.5 FRIEBATELSSRIMIE
B 3.5 PEZIRIPAM SR M AR RS HTHIE DT, 55RAE 6 fvr, RBBZ
FRBPLAAFEFNET, BRBERIERAME.
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:410.05>328.05(+)5.00)
:339.00>156.00(+){10.00)
A70.20>454.15(+}0.50)
277.10>121.10(+}2.00)
500000 7-381_10>224.00(+)(2.00)

100000 =07 165209.00(+)
354.06>169.15{+ §10.00)

(1] 1b ZIU 3:0 4|0 ‘ S.IU G.IU Tb 8|0 Q.IU mn‘
= 6. TR MRM
A
4. &g

AIGET T BFBEEIRIEEIEN LC-30A BB IREMEFINERIEE 14, BRI 36,
FRMEER 43, BRHE 5. BRMENE 26, 5L IV MBI || S EMEEREYAFIRIRNT%, 7
REEIE R =BT RIERHITIRERIA. AT EZEEDMEER. EEMTF. REEHY
IR, BEERREFIEFIRAEN,
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1.11 LC ZNERERAE R mPERE RS 7 HES

e AEN T SEEERRBEIEY LC-30A UEEERIHR TR P RERS 6 find
KIS TEE. FBDEESHRIEEIENY LC-30A 7E 7 min WECIIHUES B, EEitbil
ERER, EHEER. 18K, KK, €8K. ZSEKRENESEEE 7 IR, 7 RN
FZMRYF, BXEHIIAT 0.9999; FRIKEEEELWERRE, HIRBEFIEETIE
SIVERED BITE 0.04 ~0.36%%0 0.39~3.85% 78], (NEEHEEERY; 7 MWIRANGEEH
FRTE 0.15~0.49 mg/kg Zi8, TEERIE 0.47~1.57 mg/kg Zia); HRIFREWERTE 70.1 ~

110.0%2jdl.

XigiR: PR RER tim BEXURERIEN

DA R R EE - ERI—K
IFENAER, TEAIER. 28R, 18
RIENBRE. B1948FNEEMELEN
BERRTPOBHEERATATHE. Bk
MESEHK. WEREREFRMIAE, TR
ERMERCAKR TSR, HINEER
ESREBRBEEERE. MHEAI,

1. ZIOERSH
1.1 4%

BABHFMEERRER (1FE) R
&, REMLRENEBRENE T XEAIR
P SRR,

AN (EASEESRREBIEXLC-30A,
B3 T AR LR P RIHR S 6T
SRS TITE, WTEER, RENR
HES.

BFBEESIRBEIEY LC-30A ITHEERS (Bt SPD-M20A “iREMSIRNIES)

1.2 FFFM

fitE: GL Inertsil ODS-3 2.0 mm 1.D.x50 mm L., 2 ym
atE: A -0.02 mol/L BfEEERZ IR (pH 2.5); B - ZfE

FE: 0.3 mL/min
HREERFE: 5.0 pL
8 35°C

PDA #&MSGE: 190~800 nm

el T BREEER, B ABRIIEIRES 10%, RHERERIER 1,
%= 1. BEERATEER

Time(min) Module Command Value
0.90 Pumps Pump B Conc. 10
2.00 Pumps Pump B Conc. 25
5.00 Pumps Pump B Conc. 25
5.01 Pumps Pump B Conc. 10
9.00 Controller Stop
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2. HmblE
HEEFREX1.0 gifFZE10 mLEOES, IIAREE/0.1 mol/LEEER (1:1) 10 mL, #&8
FAEEN30 min, B, EEERE0.AS nmiFLISIRITIE, FE&RAFN.
3. ER5idie
3.1 7 nERIRHEEREIEE
EATNERmMATEIENE 1 i, SYRNEEKKS I SEBRN 268nm, Hithy

mAY
268nm,4nm (1.00)

T e o LA e s
30 40 50 6.0 70 80 min

1.7 MRERRESESRBIEE (RE 1.0 mg/L)

3.2 trfEmLe

7 Fhi A X AR ERECHI B ERE R R, BEUVEE SR AFREE/0.1 mol/L HEAER (1:9)
AUARRRER 0.2, 0.5, 1.0, 5.0, 10, 50 mg/L RIWRETIER, & 1.2 FRIDHHRMHT
WE, LURESEALTR, EERNNRTR, IMRESIEIRERS, SASSERRYE 0.999
PAE. ZBOMERBDIRERENE 2 s, 7 MMREREUSTE. SETEMEXREE

2,

Area Area Area
7500001 1000000
1 1000000
500000
] 5000001 500000+
250000
00 20  conc 00 "m0 7 cone. 0o 20 " cone
FRAHME P9ERER SE=
2. B ERINVERLE
xR 2.7 ERASTRERS
WS HNER RBNEWR CAS No. TRERRL, BEXFEER
1 ERREMA Metronidazole 443-48-1 Y = (17868.9)X + (-180.973) 0.9999
2 EHBR Minocycline 13614-98-7 Y =(25754.6)X + (-2744.15) 0.9999
3 T8 Oxytetracycline 79-57-2 Y = (25535.4)X + (-2090.57) 0.9999
4 L7 Tetracycline 60-54-8 Y =(28170.9)X + (-740.647) 0.9999
5 5= Chlortetracycline 57-62-5 Y =(12051.3)X + (-566.352) 0.9999
6 SRR Doxycycline 10592-13-9 Y =(18194.5)X + (-1567.66) 0.9999
7 TR Chloramphenicol 57-75-7 Y = (25377.0)X + (449.982) 0.9999

3.3 HBiEAELIRFIESIR
ERERFIRN 2.0 mg/kg IBERF, £ 1.2 PRSITFRMEHTNE, X ERNEERZI
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BEERRBSER 7 XNEERITEHNERE S, WG HR MDL=3.14xS, E&R LOQ=
4xMDL, NELRINZ 3 i
% 3. 7 MG HERANE IR

No. & RE(mg/kg)  IERE(S) 18R (Mg/kg) EEIR(mg/kg)
1 ER R 2.0 0.08 0.24 0.76
2 EHRER 2.0 0.08 0.25 0.79
3 TEXR 2.0 0.06 0.18 0.58
4 POERER 2.0 0.05 0.15 047
5 EBR 2.0 0.16 0.49 1.57
6 Eit 2.0 0.10 0.32 1.03
7 S8 2.0 0.08 0.24 0.76
3.4 (W EEEEE N

BOHIUNER 4 RERIREINR, FATHE 6 )R, SRR 4, 7 MERMCEYIRREERTEM
IEEFRRGEXI TR ERZEDBITE 0.04 ~ 0.36%70 0.39 ~ 3.85%[E], {UEEERERIT.

&= 4. (RENEMETRESHER (n=6)

RSD% (0.2mg/L)  RSD% (1.0mg/L)  RSD% (10 mg/L)

No. BR

RT Area R.T Area RT Area
1 FRtig 0.36 2.46 0.19 0.57 0.35 1.03
2 EHBR 0.26 2.46 0.19 1.08 0.61 0.39
3 TER 0.30 2.49 0.19 1.08 0.27 1.03
4 PR 0.12 1.05 0.11 1.25 0.11 0.46
5 EBR 0.19 3.85 0.05 0.74 0.07 2.02
6 SRR 0.21 3.1 0.06 0.68 0.08 0.95
7 S8R 0.13 2.84 0.04 1.03 0.06 1.11

3.5 DNFREIHTERSEE

EEFRPRINBETRE, R REIETEH TR, INFS8UR S, FFHT 4R,
WHERER: IREEFRTHE, EFRIMREMERAE 70 ~ 110%2i8); BFRERIE 5.
EREFmAVEIEENE 3 Fix, EEIMSEmEIEEINE 4 Fis.

2 5. IMTEERIEIREREER (n=4)

Bl (%) RSD (%)
B mikE
No.  #&7R (mg/kg) 20mg/kg 10mg/kg 100 mg/kg 2.0 mg/kg 10 mg/kg 100
mg/kg
1 FRfig N.D 83.5 93.5 88.6 2.05 1.96 0.56
2  EHRBER N.D 72.5 70.1 75.3 3.51 0.94 0.70
3 IEB=E N.D 86.0 88.2 85.3 2.89 2.72 0.76
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o Ul b

U7 N.D 97.5 93.7 98.6 1.83 1.68 0.68

EBR N.D 87.0 87.0 81.7 2.98 0.24 0.85
ZIAER 3.39 110.0 924 95.0 2.48 2.82 0.97
e N.D 86.5 86.2 87.6 3.70 3.62 0.62

iE: N.D kgt

mAU
[B50nn#nm (1.00
g ‘l
i
S e
u &
\ il
[ { \er‘\ust\w
J
N
T iy T T T T T DU T T T T T ]
00 10 20 30 40 50 60 70 80 mn Y | 40 50 s0 7o 80 m
= ek 1 1A [
3. HEHREIEE
mAU
68nminrh (1.00)
4] 40
] "
3] q E 30
O
2 i H “‘ @ \“ 20
5& “r\‘ I ‘-’w Il e
1] o A I 101 o
\ A It .
J /
07 | L — ‘,,L»/\*“*WW 0
L R e S S R 00 10 20 30 a0 s s 7o 80 min

B 4. EEFmINREIEE (NFRKRE 10 mg/kg)
4. &g
ERASFESRREEIEN LC-30A MEHERFHEXCIIRTEREES 6 MRdREs
Y). FRiEK, EHER. 18R, IR, £8XK. SIENEER 7 EREDENR
¥, BRARHIKT 0.9999. 7 MASHERERE 0.15~049 mg/kg B, EERE
0.47~1.57 mg/kg [8); EFRNMREIKERTE 70~110%2Z 8, WHF5ARISMERSR, SHrEFR
BES, AEANEEERES L m R SRR E BtalrsiE.
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1.12 LCENE e amPIRAEE. I RFREFLEREE

BE: AHEASERRERBEIEN, B TRRPIEREs. S REEIERR=fIE
AR ENENSE. ARERBCBIEE, BERSTN/FEE=40/60 (v/v)oRanigit
ITHEEEERN, —ARETEFIMEISSEN. =HRINFIZES.0~100 po/mLESREEERE A RIFH
S, HEXREUY7E0.9994LU L. WARIKERNEARETIEEESLR, ELORHFRE
Ao R I E R B E R R R E S BITE0.095%F11.37% AT, RIF(VSEBZERIF, A HIR
0.004~0.11 mg/kgZ[a], TEEPRFE0.014~0.37 mg/kgZial, SCEREERIFINARLIRE, EER
7986.1%~108.3%, FERFEFH HEMAISE.

X (i IBEEFIIR BERiEeE

TEAEEL (Benzoyl peroxide, CASS:  F. EMIUGR EMFIREE(L IR G ERERT

94-36-0) . #2[X (Spironolactone, CASS: ME T ISR PR SR B N4E PR N2
52-01-7) FN4EFRES (Tretinoin, CASS: 302- &,
79-4) fERZRu TSRS, f5Eilits AN EERERBEIEGEILT
HNEERaT  BIREMELRNEET BAE  WREhESEXPE. EREEMERR=MIF
BRISEAECUEPIEEFNESER ARE  IEFIFENGE, BEEEeER, EE
BBiZ=MZAYIN A EBZINRIBFIEEE ST,

1. SEBSERSY
1.1 {¢E&
BEESIREEIEY LC-30A PUTTHERS (B SPD-M20A ZiHREMFIGNES)
1.2 SRS
it Shimadzu Shim-Pack XR-ODS 11 2.0 mml.D.x100 mmL., 2.2 um
ot A - BHRS IR (25 mM, pH 6.5), B - BEZ, A/B=40/60 (v/v)
& 0.4 mL/min
el B (& 1)
FER: 40°C
MRS : 190~370 nm
PR 10 uL
® 1. BEEER

Time (min) Module Command Value
5.0 Pumps Pump B Conc. 80%
6.0 Pumps Pump B Conc. 80%
6.1 Pumps Pump B Conc. 60%
9.0 Controller Stop

2. HmmAihig
ERFREULI IR 02 g, BF 10 mL B EEd, NN 8mL g, BAIR 20
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min, 25, FEESZE 10mL, BEoaREELOES, 5000 r/min Bl 20 min, B E
ERdiEE, HREEIENE.
3. BR5idie
3.1 S REGIEE

FEREFK MEAREEEME 1 FE 2 . BREMNTESCRREHEIRES
240 nm, #ERECIIKIS 335 nm,

mAU
Ch1 240nm [Ch2 335nm
400

75+
300

CHERER

507 200

SERRE

&
25 o 100 I
I
ol P /\ JLE 0 Al

T e e ey e
0.0 2.5 5.0 7.5 0.0 2.5 5.0 7.5

1. EREFTENRTR@IZE  (GRE 5 pg/ml) 2. HERRREEE (RE 5ug/mL)
3.2 tRERE
3.2.1 {FEBRRYESH
FAEREERCHI 500 pg/mlL FERSTVEREAR, BBt RmRERARIRE
HIREINETLIER, SIEMRIIERKRENSE 2,
% 2. RAMETIERPSIVEMRIGRE (Lg/mL)
RE  ORE  RE

EZFR RE 1 X 3 A WRE 5
1R2EE 5.0 10 20 50 100
SEAREPES 5.0 10 20 50 100
YRR 5.0 10 20 50 100

3.2.2 xR
BARMRERTRETERIZ 1.2 PRISHTRAHITE, SR IUFME SR EEANE
3 Ffi. SM75FE. HRREEIIR 3.

Area Area Area
] ] 20000000
30000001 4000000 ]
] ] 15000000
] 3000000 ]
2000000 ] ]
2000000 100000003
1000000 ] ]
0000007 10000007 5000000
C ] ottt C : ot C [
0 50 Conc. 0 50 Conc. 0 50 Conc.
ENEE SRR YRR

3. =M INFFR RS
%= 3. SMNIIRIERIEDSTE

WS AR FREBEHIE) (min) HIEEE HEXREH R)
1 M2pER 2.18 Y = (35157.6)X + (19230.8)  0.9999
2 IEMEPE 3.00 Y = (43300.9)X + (189579) 0.9994
3 HRRg 6.31 Y = (197937)X + (423249) 0.9997

3.3 (YRS SEIE
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SARIRERRETVE T ERESENE 6 )X, EE(UESHIEERE, (REEIEFIIEER
NESUERIIE 4 fr. ERER: AERETNERRBREFMEERRAERERE
S BI#E 0.033%~ 0.095%%1 0.057%~1.37%2Z[8, {YEEEZERITF.

= 4. RENENERRESHER (n=6)
RSD% (5.0 ug/mL)  RSD% (20 pg/mL)  RSD% (100 pg/mL)

BIR
R.T. Area R.T. Area R.T. Area
EREE 0.061 0.22 0.095 0.16 0.070 0.057
SUE=R Nl 0.077 0.34 0.087 0.48 0.063 0.29
YRR 0.071 1.37 0.067 0.12 0.033 0.07

3.4 INtREMYERSEIE
XTHIBHERRREITIEN, IIARNENX ST, MmN 3T IR

EanEE, IRIRATA MBI T AR, HTEIKNERNIE. E4FNESS 57240 nmFl335
NI KE G TERIRIGIEE, BHERR, WRmnERFARTHEIEIES.
IR ERE AT B RMCRER RS,

mAU
/Ch1 240nm
75—

50—+

PIRg
LEWRRR,

|

25

o0

I I I I
0.0 2.5 5.0 7.5

E4. BREFERURREIMREIEE (IMRKES.0 mg/kg)

n:]CAhUZ 335nm
300i
200 %
] &
100{ ‘H“
] A
(o]
CQO ‘ ‘ ‘ ‘ 2.‘5 ‘ ‘ ‘ ‘ 5.‘0 ‘ ‘ ‘ ‘ 7.‘5
ES. HERRIREEER (MFRRES.0 mg/kg)
= 5. IAREIKER (n=3)
IMFESE BEMER  INFSE ElRER  REE  EER
wS &R 1 1 2 2 (mg/kg)  (mg/kg)
(mg/kg) (%) (mg/kg) (%)
1B 5.0 94.4 20 98.2 0.11 0.37
SRR PR 5.0 86.1 20 105.4 0.08 0.27
YEERRR 5.0 100.1 20 108.3 0.004 0.014

3.5 iR
R CARRTESIRIDHTISIE, $%ITi ZRTSEEmo T, FAREINE DIAFIR, B

ElSNE6RT .
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mAU
20-{Ch1 240nm JCh2 335nm

15+

10+

4. &5ig

ARSCIA TR S R B RORAE @IS LC-30A, BN TRt EEmE:. IBER Y
i =R E AR S BRI %, 7E 5.0~100 pg/ml BRESEER =R ES RIFHY
LM, FEERHTE 0.9994 LU L, FHERHIRAE 0.004~0.11 mg/kg 28, EEMRAE
0.014~0.37 mg/kg Zi8), EBERHFEFMIARIRE, BIESEEN 86.1%~108.3%, %4
FE R AR,
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1.13 TR%-GCMS EEFERCITBmPRN ZIERAEE

WE: BT SRR AR P RS ROANSE, ML
KIS, MINT gSfin, RIS, B SIEEERERHTAN. R EaaREs
SREFOTH, SRENTR, RUES, EEMYT, ERTHERCLRRE RN

=

&

_ ¥ (Dioxane, CAS §:123-91-1) ,
A& 1.4-—aCH. TERIK, HEER. BH
B, WA, IREBFIMRARAERIEY, FB
AJREXSHT. BIMERFENIRE, SWEPShaY
AIRESETET. RRERLILERIEZRIFIRIE (1L
REERANTENIRRILE T ZBin A

1. EIEERS

1.1 (&8

AOC-5000 =&—Hnhi#tFss
BESIEEIERIEEKRY GCMS-QP2020

1.2 St

1.2.1 TR=KAMH:

SEERRE: 70°C

SE&AIE): 30 min

1.2.2 GCMS 14

@it Rxi-5ms 30 m x 0.25 mm x 0.25
pm

FER: 35°C(5 min) 5°C/min_ 50°C 30°C
/min_260°C(5 min)

HEFOIRE: 200°C

FEEHA: [BREE

2T 40.0 cm/sec

2. HFmaraE

KEgR: nz=-SEGERERAMCE ik ek

TR,

A SRS - SHE SRR A
BRI IR T, R E
i, SERIREAR

HEEEHEE: 80°C
HHEEE: 1.0mL

BRI PR

oimtl: 5:1

BFIREE: 200°C

BEREEORE: 260°C

REAN: RASAMEN Scan B, 1EEFE
S5, SIM (m/z 88, 58, 43) T&

JERRFREX 1.0 g BEERT 20 mLIRESHRA, OO 1 g SULHIF0 9 mL Ak, EHEIR%ES.

TRZ4E, GCMS 5.
3. ER5idie
3.1 ZIgtmtn R einE



104, D)

3.2M

Ik

e L e e A e e e e e e Bz
10 20 3.0 4.0 5.0 6.0 70 8.0 9.0

1. ZIgtEmeBIEE
3.2 &I EENRMEHR
BohlikEZ9 5.0, 10, 50, 100, 200 mg/L M—IBRRIIRERR, KINEHEE, SIM TR
£ BRI T IEGT RSN E 2 B, ABXFRE 0.9996, LA 3 B AR _IEGe iR/ 1 mg/kg.,

Area(x100,000)

7.5
5.0

2.54

0.0 1 1 1 1
0 50 100 150 Conc.

E2. ZIEkeinErise

3.3 XERIREENE
BU10 mo/LASZIBkeimE iR, ST, ELNESR, TRUGEREE, SRNE!.
= 1. BEERESHER

No. IZMEFR
1 53728
2 51813
3 51537
4 50261
5 52874
RSD (%) 2.54

3.4 B

SHIEY 1.0 g eRKER=D, BIRNESRMNTERPR, FINRES 20 ug/mL, &t
REHTHERBIGIE, ERARMER, IR IR TIEERS 87%, TR
NHEE,
3.5 #millE

NTAHEERAK, ANAE. EFERFHERHTUE, EPEENREAAKGIE IS8R,
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3 Mz ARIKFEREIEE, ZFM_IRREEN 21.75 mg/kg. ERFRISARMNLH "R,

{x10,000)
1C

3. BFRRKEmEIEE
4. &g
KA -SAEEIEREE RGN TR AL AmRTR IR, 755EE, MIXATLAHRR
FESTFHAD, ERTLE—PEMEER, (LEREHRS 1 mg/Kg, T5iERMEYS 87%, TEiwER
FERNRIEK,
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1.14 TR%-GCMS EMEMmPSEET 37 HHERIER

i E: AXFIRSE GCMS-QP2020 SHE@IBFRISEAAIY, E 7iblm 37 MiFEA M
BIAFIRNETE. 7 0.005 mg/L~20 mg/LiRESBEIAN, REMLEEMERIF, BXR
#AERDTE 0.999 LA L, WZEREmIAT 5 RIMREIKEEEE, 5iAEIERTE 68.9 ~ 127.0%
Z[8), M RERESNT 6.0%, FEERY, 1WEEHERBRINATEX,

Xigia: SEeEREERAN ikm

WEREEFSES, BESIMA—L
BER, BT aENo8ERS. REBLR
F. HBE. REEET. EFFIREHEFE
7. LIRS mAIERE: 3ok, lmiEet
REIEFHEHRAREREALES
MIBFIRAE. (R ERRIXEETE
FIZHEESH, TEXNTER, BR
RRELBREIAENNS, ESHRS,
FEERRE, AIERERIEIIAER, M2
ROB. AR, TESFERIEMAER,
TG NETESE,

2015 IRl mBPEAGE) PRIER.
SUA. URER. —SkRR. —RIMK.
MR ESFEIETFEIERTIRRES,
—SRREMARN, MEE—YE55R,

1. SEE6ERy

1.1 {2
GCMS-QP2020 SiBtaiE-FigEkRIY
HS-20 TRZMY

1.2 D&M
HS-20 £&&44:
FEERE: 60°C
EEREE: 100°C
BRERE: 120°C
SefErhdiEl: 30 min
FEEERTE: 1 min
GCMS £A4:

83

BB

AR, ZRFNRBRIAZEAERA. B
A, BUM. BA. EERFEEEAL GRS
BIERRRERIRTSE. IRREFTITRE
PEMERETIATREISR, BHASS, —
RIS BRARMEES, Wat
S EAR B iR D TR 7S A A RE
TBLFMEER K, B —FRIEE AT
Wl mbER EETERINSE, T
HFHBRERNERIINGEEERNEX.
AR A/ SHEBIEREEKAN,
TR 37 MEREBETIARIEIERE, _RFD
Fr—STIEEkRIE, TREDHTimERm, RIR]
HRIRASEIE R 37 FERMBHAIN
PR, TEEEIE, SEBEMRIiEE
WimhrER EETIER.

& VF-1301MS , 30 mx0.25
mmx1.0 pm

FERFER: 30°C (10 min) _5°C/min_100°C
30°C/min_220°C (5 min)

ST PR

imEE: 50:1

BFRRE: 230°C

EEREEOEE: 250°C



SREEtETt: SIM SREEtETt,
BESHEEEFIE 1.
2. HmahiE

YERBFREN1.0 gRIRERT100 mLAIBEHRT, IVKOBHESZEZIE, iB5E! min, B0
MUEEEEARTF 20 mLIRESHEAR, A1 gNaCl (JRZSHEFINaCHI7ED 34R550°C FRERR) |
IEEE RARE,
3. &5Ridie
3.1 37 MHER MENBERISH A ELBERE

FREUER C5. C6. C7. C8. C9. C10#1C11 EMISIER, FREAHIHERES
10000 mg/L {ERMER R, BUER C5-C11 RIS RAMES R FARERIZEE 10 mg/L,
B 1 pL T GCMS 947, 1888 C5-C11 BYHIERHE), FIFESUREECRR 37 FiERMEHY
HIDHTE. 37 MUERMENATSUREE S £RENSECIETRAENE 1. B 2

R,
Ver.3.35
AR MR QP Series v| &=
 E#M|

AARTHRE R FEEIN M

n-alkane BUE3H |::\Users\skcliumeesmop\mgﬂE\MRT.qu .

B OO [xh\Deskop RIFEHR 3 TRVOCH FEIR.agm ..

Fka# 1 P

_» |
1
Level iRE

0 e ®xE MEES, | ISTD Group 3] HFES HHEH (C) REEW
3 - - - - - - - hd
4 1 Target SiM o 1 fr] ] 510
5 2 Target = 1] 1 ZE 512
i} 3 Target SIM 0 1 A 529
7 4 Target SIM 1] 1 FROE 538

1. 37 ME R MR EIRRE T Ao R E

MSEME SASHEENREE

201941_1.qgm
‘ PR
'

0.00

127 E#ms)

1.00 200

WEERITHIE

9.00 10.00 11.00 12.00 13.00 14.00

1: 2B (127 ms) ‘
2: 78 (13.0ms) ‘
3: M (13.0ms)
4: ARZER (13.0ms) ‘
5 HWE (130 ms) ‘
6: 28 (12.0ms) ‘
7: ZEFE (127 ms) ‘
3 ZHAR (13.0ms)
9 BREETEE (127 ms) 1
10 : IEFIR2 ( 93.7 ms) .
‘ | 11-2TH (187 ms)

12: ZBZ R (187 ms) 1

2.37 %EFE?i‘fétﬁﬂi{?ﬁﬂ%ﬂ?&ﬁﬁii@ﬂ@%ﬁﬁﬁ@

3.2 R R EIEE
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(x1,000, 000) -
357
o ]
201
Lo] & X
os] } 5
““‘..2.._&.@“..M. = —
25 5.0 5 10.0 125 15.0 17.5 2.0 25
3. 37 AR E A R BB E
*= 1. WEMNHEZER. CAS S, RENBRIEEEF
No.  HLAMWEH SR casg ~ ENE RERT  EERE
(min) (m/z) (m/z)
)i Ethan ol 64-17-5 2.543 45 31, 46
2 Bk Diethyl ether 69-29-7 2.636 59 74, A1
3 [ Acetone 67-64-1 2.980 43 58, 42
4 HER R Ethyl formate 109-94-4 3.169 31 45
5 A Isopropyl alcohol 67-63-0 3.207 45 43, 41
6 )i Acetonitrile 75-05-8 3.343 41 40, 39
7 ZEEFRBR Methyl acetate 79-20-9 3.404 43 74, 59
8 S HR Dichloromethane 75-09-2 3.573 84 49 86
9 ERENTEE Tert-Butyl methyl  1634-04- 3.982 73 41, 57
10 IEREE 1-Pr6pano| 71-23-8 5.086 31 42, 59
11 2-THR 2-Butanone 78-93-3 6.080 43 72. 29
12 R BR Ethyl acetate 141-78-6 6.288 43 70, 45
13 PSR Tetrahydrofuran 109-99-9 6.568 A .427A 41 ;1
1.4 R TES 2-Butanol 78-92-2 6.833 45 59. 41
15 SB Chloroform 67-66-3 7.01 83 85. 47
16 b7 N Cyclohexane 110-82-7 7.337 56 84, 41
17 R egid Carbon tetrachloride 56-23-5 7.654 117 119
18 = Benzene 71-43-2 8.377 78 77. 52
19  1,2-2“852¥% 1,2-Dichloroethane 107-06-2 8.799 62 27. 49
20 5T 2-Methyl-1-propanol  78-83-1 8.982 43 41, 42
21 SRl Isopropyl acetate 108-21-4 9.321 43 61, 87
22 =82 Trichloroethylene 79-01-6 11.225 130 132, 95
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23 IETE

24 “&
25 ZEERBE
26 A-FAEL-2-[XFR
27 E3PS
28 RIKEE
29 V]
30 v
31 357
32 ZE TR
33 ZHEK
. S ZEFR
(BB

35 BRI ER
36 P_EAXK

1-Butanol 71-36-3 11.892 56 41,
1,4-Dioxane 123-91-1 12.725 88 28,
Propyl acetate 109-60-4 13.431 43 61,
4-Methyl-2- 108-10-1 15.82 43 58,
Toluene 108-88-3 16.019 91 92,
3-Methyl-1-butanol ~ 123-51-3 16.534 55 42,
Isobutyl acetate 110-19-0 17.152 43 56.
Tetrachloroethylene  127-18-4 17.629 166 164,
1-Pentanol 71-41-0 18.24 55 42,
Butyl acetate 123-86-4 19.301 43 56.
ethylbenzene 100-41-4 21.093 91 106,

P-Xylene 100-41-4
21.544 91 106.

m-Xylene 106-42-3
Isoamyl acetate 108-38-3 22.266 43 70,
o-Xylene 123-92-2 22.702 91 106,

43

58
73
57
65
41
73
129
41
41
65

105

55
105

3.3 Rtk

DRECHIRERs, 2s. 4s. 10s. 20s, 40s pg/mL (sSARMLRE, SHDREKRE
FIR2) ARERR, LIRE(ENEMTR, IBEFRIEAMMALIR, SHintErs, 3778
AR ERZANEARR, SEDTNEMERISMESIENEXRRE (r) NFR2F7=. RIE
0.1 mg/LiRtFEE, LASEERICHT B3 7MIERAMEHIR, HRERNR2ATR.

I EF2(x1,000,000) IEEFR(x100,000)
1.0 ]
1.0+
0.5 0.5_:
(o)(o S — (oo} A
0.0 10 REE 0.0 01 REE
B “SHiR
I EFR(x100,000) I EFR(x100,000)
7.5 3.0
5.0 2.0—;

1.0

0.0

M o

R

01 RE
U

Bl 5. BoERtEilaTinERL

0.0
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IZEFR(x1,000,000)

2.0

1.0

oo
0 10 RE

PUS kIR

I FA(x1,000,000)

SRR

1.0

0o
ElES



7 2. 37 MERIEBHIATINEEZAERFEE (). 12HR(LOD)

No.  iLAMEH WRESEE  BEXEH KRHR No.  WAMER WRESEE  BXREH KMHR
(Hg/mL) (r) (mg/kg) (Hg/mL) (r) (mg/kg)
1 28 0.5-20 0.9994 3.819 19  12-Z”&2Z¥  0.005-02  0.9993 0.021
2 Z Bk 0.05-2 0.9994 0.014 20 ST 0.5-20 0.9999 0.593
3 B 0.005-0.2  0.9988 0.342 21 ZBRRAEE 0.05-2 0.9995 0.043
4 R B 0.5-20 0.9980 0.008 22 =524 0.005-0.2  0.9991 0.006
5 BREE 0.5-20 0.9991 0.016 23 IETEE 0.5-20 0.9999 0.618
6 V)| 0.5-20 0.9999 0.645 24 Z&R 0.5-20 0.9999 1.159
7 VGRS 0.05-2 0.9999 0.129 25 V] 0.05-2 0.9999 0.030
8 - 0.005-0.2  0.9990 0.005 26 4-BAE-2-KE8  0.05-2 0.9999 0.331
9  EHEMTHE 000502 09995 0.150 27 A% 0.005-0.2  0.9993 0.004
10 IEREE 0.5-20 0.9999 0.650 28 SIKEE 0.5-20 0.9999 0.884
11 2-THd 0.5-20 0.9999 0.090 29 R T B 0.05-2 0.9997 0.015
12 ZBRZ B 0.05-2 0.9999 0.099 30 WV 0.005-0.2  0.9991 0.008
13 TS kI 0.5-20 0.9999 0.756 31 IEXEE 0.5-20 0.9999 0.241
14 T EE 0.5-20 0.9999 0.281 32 2B T EE 0.05-2 0.9998 0.004
15 B 0.005-0.2  0.9991 0.005 33 ZEX 0.05-2 0.9993 0.088
16 NG 0.05-2 0.9916 0.018 34 XY/EZEE 0.1-4 0.9993 0.143
17 R 0.05-2 0.9990 0.030 35 ZBRRIKEE 0.05-2 0.9997 0.006
18 P S 0.005-0.2  0.9995 0.004 36 PBEBAX 0.05-2 0.9995 0.005

3.4 HmItREN R ES T

TSR aEmR, ET100 mLASEERT,
WERER, ILREES-500 mg/kgZ (8], & EiARIAMELSER

D AEX SRR INEER
ESHITRNE, B mLSRHHE,

EEI5ENERER, HminINEMERRESMINR3FT.
#= 3. INEMIRESHER (n=5)
No. (E¥MRBTR  FYEMKE%) RSD (%)  No.  WEMREIR  FYEME©®%) RSD (%)
1 ZE 87.8 2.9 19 12-Z852Z¥% 81.9 2.4
2 Z 78.7 4.0 20 ST 83.6 2.4
3 PR 83.6 6.0 21 ZEARWEE 83.7 2.4
4 RER O BR 89.5 3.6 22 =S 75.5 3.2
5 SRz 732 5.7 23 IETH 81.8 2.6
6 ZH 83.1 2.4 24 &R 84.1 2.6
7 ZERFREg 774 2.9 25 ZEPRg 934 3.1
8 ST 80.0 2.6 26 A-FAE-2-KHA 724 35
9 ERENTER 79.1 3.9 27 EPS 72.3 3.6
10 IEFEE 93.0 2.6 28 BIXEE 734 2.6
11 2-THd 80.4 2.7 29 BT 78.8 3.1
12 2B B 75.8 3.2 30 e 69.4 33
13 WS 78.2 3.2 31 IE/XEE 785 3.2
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14 (hTEE 84.1 2.0 32 ZE T B 79.4 3.0

15 L)l 83.1 33 33 ZEXK 69.3 33

16 7 N e 126.5 2.5 34 3/E”ERX 75.2 2.9

17 POS R 107.9 4.0 35 BB IBE 69.2 3.9

18 x 81.9 2.9 36 PER 73.4 2.7
4. g5

AN FFRSEREGCMS-QP20205HEIE - BB AN SEUERE, RIERIES. TR+
37THERMENAFIRNESE. 7£0.005 mg/L~20 mg/LRESERINS AL ROEMLE
MR, SMRXREAERDTE0.999LLE, T5iEBMIERIE68.9 ~ 127.0% 28, FAT5RAH
INEMZEIERITEREIS/NT6.0%, FEERY. AmEREEER, IEutallitiim
P37THHERMEIEINEE.
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1.15 GCMS ZEImP T FIBE =

B E: XCRASESIEEERZEHAN GCMS-QP2020 NX # T M BRI
WrziE. HmU=SRRREBERTFRETT. RERSMITED, SSEEERIEKANIT,
SRR, ERRIRBHEAFESFEl, EEBFRIBEREE. BR%H: £0.1~10
HO/mMLIRESEER, BTIREREMERRARY, HREN 0.5 pg/mLBIRERESIHE 6 X,
IR RSD /T 3.62%, EEMRYF, £8. 208150 pg/g IAWKFT, B rAINIZERREIKERE

84.3~103.2% 8. A75iEFIBEMNASE SR I BHhRIE S PR I ERATRTT =,

XiEiR: SRGERERAN tikm

KRR ATIRRABIGRET A
MIPELSY), R—FhEiRaRIrEatREGT,
BERIBS R BEARIER, BER— MBS
R, EHERKERBEIRIR DTURIZE R IR
I, SEIEAELAIMEREERRNS,
T ERYAT LUBIT FEIRIE R 5 e S8 7k BhA
Rtk b, BEZE RS MRS RZARE LR = SRR
ZEFNRHER. (BHEAEKER, BR
SHRX, (tiamZzeAe) (2015 F
hR) B ERS T AR EE RS A LR
FB45.

R MRERFERRSEARASERS
EENRE; %= RA=SRkEER, ZIE]

1. SCISERs
1.1 {%g8
SHEEIEREIAY: GCMS-QP2020 NX
1.2 SRFEH
BigtE: SH-Rxi-5 Sil MS,

(30 mx0.25 mmx0.25 pym)
HHERT: DI
HEORE: 230°C
2R : 50°C_15°C/min_150°C (5 min)
30°C/min_230°C (1 min)
FgEEHn: BLERE (36.3 cm/s)
1.3 HmeiE

it

BZE=R

RUZRERIRZ , JTH R P IREWD R AR
2%, FETHUE, BSHSEREENE
RTFHIERS, YEEUPRMERRZIIEFER.
2019 % 3 B, ExRBmFEAMES, 3 (it
RPN ERMET T RIRNTSR) HITEH,
BRI SAESISZESNSEEIE-FISER
A%,

AN SRERDLEHRES, #3 TH
PRI THFIRE RN GCMS WESE, 1%
ERE, B, ERTHRRSETT. X
SEERINUE.

ikl: 10:1

WHEE: 1L

HFIRREE: 200°C

EOBE: 230°C

FE&EH: SCAN/SIM BERTRE
FAFIFEIRAYE): 5 min
SMESEBE: JEHIBEBE+0.3 kV
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FREVERR 0.5 g, IONIBFISEIZKIER 2.0 mL

‘v RIEES 30 s

BRRARRESSUWERIGERRAEPE, BEIMA=SHLE 5 mL

‘ BHEEAS 2 min. 5000 r/min i1

ETEBHIAE, I 0.45 um jEiE

) 4

GCMS 237

2. ZER5iTiE
2.1 {REEIEE
BT RNERIIEIEE R REGIEENE 1 708 2 frx, BXERRE 1.

x1, 000, 000)

1. 254
1. 00
0. 75

0. 50

5.

B 1. S RERTETREIEE (RE 1.0 pg/mL)

-
] [~ |

0‘25_: MM"\_‘_—_/\__AA“—»M’/V
o 6o 7o 80 90 100 1.0 120 130 140 150

Q106.00 (+) 195e4 Q12800 (+) 101e4
RT=5.539 RT=12.409

1.0e4 -
1.5e4 ] 8.0e3 -
] 603
1.0e4 4 ]
1 40e3 -
5.063—: 2.063—:

O'Oeo----|--..|....|....|....| o'oeo:||||||||||||||||||||||||

52 54 56 58 6.0 120 12.2 124 12.6 12.8
RT (min) RT (min)

2.2 R

2.100 ng/mL H9&7T (KEl) FIHZER (BE) MRM

= 1. IERIEEETER

B H\ Il [ N =Ry o
No. HLAMETR {REBATIA] EEET EMEF

(min) (m/z) (m/z)
1 by 5.544 106 63, 120
2 ME=R 12414 128 96, 70
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RA=SRma@tmEinEm, BF 100 yg/mL BERETIEAR, B=SPkk/uaxR
GReERRRR, 1BRIRES 0.1, 0.5, 1.0, 2.5, 5.0 #0110 pg/mL BIRET AR, HEENE, KL
WREIEAR, IEERRAMNALR, REfNERS, BTTNNERNSMITERBEXEREGNE 3
R,

Area

1&7+

4.000e6 -|y=429591.3x + 16616.15
JR*=0.9998491 R=0.9999245

“| Curve Fit: Default (Linear)
3.000e6 - Weighting: Default (None)
“| Zero: Default (Not Forced)

Area

3.000e6 | pras=

{y=291095.8x+30902.70
2500e6 < R2=0.9992990 R=0.9996494

7] Curve Fit: Default (Linear)
2.000e6 -| Weighting: Default (None)
| Zero: Default (Not Forced)

] 150086 -
2000e6 ]
; 1.000e6
1.000e6-: 5.000e5-f

- 00000 W
0 2 4 6 8 10 0 2 4 6 8 10
Conc. (ppm) Conc. (ppm)

3. RSB RAVRERZ R AERXFEL

2.3 MiHRRESE
BORED 0.5 po/mL RRSIVERR, ESUHEF 6 /X, ER(LEESM, LL0.1 ug/ml
RURSINVERRERITERER (S/N=3) , FHDIEER RSD %RMHRERNE 2,
2. AFHBIERGMIEX RS ESHRIEHRER
IETEFA RSD (%) TR FEERIG R

WEmER  BEXREE ()

(n=6) (Mg/9) (Mg/9)
&Ir 0.9998 3.62 0.02 0.3
BE= 0.9996 2.76 0.03 0.5

BT FEEREHIR 2019 F 3 BERBGHBEH (ChmPHEFIRTTHMNT5E) PrIEHIR.

2.4 SRFHEaRAGN SR
2R 1.3 HEEtETEHITE B AMERIUN, RMEtzithmPaaaT. HER
(B4) . ZERZERCLmETIMRILN, IMRKEZ 8. 20 #0150 ug/g, SHiRES
AT 3R, HYEMERER IR 3.

x1, 000, 000}
4.0—5
3.0—2
2.o—f
1.0—5
50 60 70 80 9o 100 1.0 120 130 140 150

4. W RRBIREIEE
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x1, 000, 000)

4.0
3. O*
b [aN]
2.0 —
1.0; U
50 60 7.0 80 9.0 100 1.0 120 130 140  15.0
5. (L RITRENIE IR EIEE (IHRRE 50 ng/g)
= 3. IFEMEE (n=3)
8 pg/g 20 ug/g 50 pg/g
No. HEYBIR
© = THERE (%) THEKE (%) FHEKE (%)
1 v 84.6 92.6 84.3
2 DIEEER 91.9 103.2 101.9
3. &5t

AXFRABE GCMS-QP2020 NX SIEEIERIEEKAGES 7 NEM LR TR THINEE
SRENGE. £0.1~10 pg/mLIRESEER, STHIRERIMERZMERY, BXREX
T 0.9996, tHifRSBIA 0.02 71 0.03 pg/g, EFHEFEKRAIMHMR. 15 0.5 pg/mL #x
HEMELSHEE 6 X, RITIRERIEEFHERERZ (RSD%) 5579 3.62F12.76%, BES
MREF. f£8. 20%150 pg/g IFKFET, FEFTFIBEZEZREUIERIE 84.3~103.2% 28, &75
R, FEES, BRTHRRPRTTINERSENIE.
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1.16 GCMS ZNEILmPFE). SERSE

i E: FABE GCMS-QP2020 SREXFAN, By TiR@+AR. SERSENENSHA
%, G5RFERA, 7£0.05~2.0 ug/mLIRESEEINRED LI RIT, LMHHEXERE R 197E 0.9994
PAE, 7EEHRIS/NTF 27.28 ng/mL, X 0.05 ug/ml R SRR RSN E AR TESST
16, 8 REATHEE, IEERASERIRERETE 2.26%~3.38%, NFRKER 0.5 mg/kg Bf,
FRIE 3 ), BESHINREIKERTE 88.95~97.01% (8, %5 ARTRMEREE. DHHEER.
RYES, BERPARSERCNITEXK,

H

XigiR: SEREREE thm

AEAFNSERERE AR LA HI BB RNE
PEBFEBHERTI, LABTEHRIF/9E5EH
IR LIRS, B2, BTR
EMISERIIEE —ERISIE, XIRBRATRIEL
MR, ARKEAZRRES [ E Mys. By,
DIIERR, B, BEWRRIERER
E 7 AR SEREAN SRR mE T
FRWR, ERARImTIRABYIER.
Eit, By mbRE. SERESEE
ik, NHEREERERREINGEERER

119

BE ((amBEMT) (2007 i)
EREEE A IERESEEIEEANE
KEFISER, SERZRE, BXBER,
BESFRMERKR, TSR LEPRESRED.
SERSFRAEIHENSBERR, FImlE
FERERNE. AARFBSEATSES
EFRIEY GCMS-QP2020, BidikiAsE
BEENERRTRBMINSER, iZ/54808
HER, R, RYPEZTEEHESTTNE

=z \\
BN,

1. SEBGEfn

1.1 (&8

SHEEIERIEHKAN: GCMS-QP2020

1.2 St

@BigtE: SH-Stabilwax(30mx0.25mmx0.25um)
FERRER: 120°C(1 min) 20°C/min_230°C(20 min)
FEEHAN: BREE

ST 41.5 cm/sec

AN o, DimEr10:1

FBRIFEIRESE]: 2 min

HTRRE: 230°C(El)

EOEE: 250°C

KEEL: SIME(RESHIE )
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= 1. KB, SERHI SIM 28]
{REBAa)

No. Hoy CASE (min) EEET ENET ENET
1 B 108-95-2 5.760 94 66 65
2 SR 123-31-9  17.065 110 81 53

1.3 HmBtiE
FEFFRENEER 1.0 g TEOED, AFEESZE 10 ML, RHOEHI9S, #8258 15 min,
8000 r/min B> 5 min, B EERIT 0.22 um BHLEREEEE E GCMS 51,
2. BER5HiE
2.1 iEEREiLE
Ky, SEERSRNTICEERLET, SIMERMCENE 27N,

x100, 000)
IT1C
1. 5*_
5. 0]
i MJLW_.W
50 10 0 12 5 15 0 17.5
1. KEp, SERFRERBY TIC B(5 pg/mL)
x10, 000) x10, 000)
1 001,00 110.00
22 88 SIIA 00
| 95 B3 00
3. 04
2. 0
1. 0]
/N |
_ u
0. 01
5.50  5.75  6.00 16.75 17.00 17.25
K SR

2. Kfp, SERFNERAI MCE(0.1 ug/mL)
2.2 trfEHhe
FEN0.01 gRYEER. SEEMAZRIT0 mLNBEMRF, FAREESSEI1000 pg/mLEgHRE
fEEn, BUA AR R AR RRTEZ0.05. 0.1, 02, 05, 1.0, 2.0 pg/mL,
FIF SIM #&RZURE EIMRERR, LUREIEIEAR, IEEFUEAMAIR, SHIZRE,
SERRYIMTEIZANE 3 Fis.
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IEEF2(x100,000)

I EFH(x100,000)

5.0

2.5

0 1000 R o 1000 SRR
S SR
E 3. Xy, SERARERS:
HRHE 0.05 pg/mLIRERREHE, THEGZAGHIR EERIEERIGHER), BXEEW
* 2 .
x 2. Ky, SERRREHRSEXERE. QLR
No. HHEFR PSS HHPR(ng/mL)
1 xEp 0.9995 5.34
2 SR 0.9994 27.28
2.3 ESHER
X40.05 ug/mLAIRAER R, EEHFSR, BESIEEFRRSD%UIZR3FI.
xR 3. IEEAESHER (n=8)
No. R ETR IEEfR  EEE IETEFR ETE IFEA  EER EER EmER RSD
1 2 3 4 5 6 7 8 (%)
1 AEp 16984 17167 16994 17512 17143 16368 16591 17396  2.26
2 SR 18670 18522 18489 18554 17325 17028 17981 18084  3.38

2.4 FmREREIRESER

M EFRMARIECRER, & 1.3 WFTEH TR, EHTIREEOLIRRT,
MREGZAER 1.0 g, AN 50 pL B9 10 po/mL BFRERR, HISRSFE. SERREN 0.5

mg/kg BIIIAREER, AT 3 10, HRNEERIE 4.
= 4. RN R R IR SR
HFRAREE 0.5 mg/kg

FEmRE
No. = N MZ34 ;,__R
0. HWEMER (ma/kg) YE RSDY%
(%)
1 KR N.D 97.01 1.98
2 SR N.D 88.95 3.57
iE: N.D Akt

3. #5ig

RIFBE GCMS-QP2020 SRBX NN T HARRPHRE. SRS 7757, 7 0.05~2.0
pg/mL RESEEPIREMEEIRIT, FERHIRNT 27.28 ng/ml, MIREMETE

88.95~97.01%x i8], Z/ L EH. REMT. RBES, HEENEK,
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1.17 GCMS ZNEIZamP 7 Fheda—RiRfs

W ARSI R PR PRER AT TR, BSEEEREE
MEEBIHTTHN. HEBEgR, EEMT,

XA iR SRR SEEEREE

PBARFREREE (Phthalates) 2—3K/2  PARHRR T ERSF7TMBR_RREEEY
RIFRRIEER ZF SRR ETBATTRER RIS mPaIZERES.

— FHERRE. TEARR, PR HERERRTAESS ALY A BERATIR GCMS-QP2020
TUERRRYER. CRESEEFRRENRE X 7 MR RRESYIBHTHNT, 275
THERLD, FTENSSEENE, BT, 18 ZEERMEESR, EREMNESHFRES.

ML BRI, BeE L mi =B

1. SE3RER%

1.1 {28

BERSEEERIEECA GCMS-QP2020

1.2 SRS

B Rxi-5ms 30 m x 0.25mm x 0.25  {84&EE: 44.0 cm/sec

Hm HEERIN: RO RHEE
FERRERR: 60°C(1 min) 20°C/min_220°C(1 HEEE: 1.0 uL

min) _5°C/min_280°C(4 min) BFUA: E

HREER: 280°C HFIRREE: 250°C

5 a8 BiEREEOIRE: 280°C
HEEHAR: LEE X&EA: £fEER (Scan)

2. HmtlE

FIK. WEXERIMER: ERFREL0.5 9 F 25 mLBERY, FBEEREAE, BBE
BV BN

H7E. SEAFERER: EWRE 0.5 g FEOES, IERESS min, JIA25 mLE
B2, BR300, 5000 rpm/minEi(y5 min, B EERITEEEBEHE/INET _EHS
.
3. ZER5E
3.1 SFE_HRFERSInEmEIEE
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{x10,000,000)
e

20

1.0

0.5

EE NI L

Ly By L s S B S S B B |
75 100 125 150 175 200 25 250

1. 7 7R REREE N R IR E
3.2 trEZe R AR
BeHl—Z5RE/ 0.5, 2.0, 5.0. 10, 20 mg/L PR _RERERRIREINERR, &R
1.2 FnMYEESEUHITONT, SEDLMRERIFE 0.998 LIE. &R HEIIRR —FRREREDIR
HEHZEIE 2, LA 3 BERILITESEDEHIR, SRUE 1.
1. 7 MR AR AR, EMESTERIGHIR

o N i ) % RHE
FS WEHETR ESvEz CAS No. s dat 2% (ig/ka)
1 PR_FER R T Diisobutyl phthalate 84-69-5 Y=reilox+ 0.9998 17.01
149526.8
5 A R T Dibutyl phthalate 84-74-2 Y =780131.9X + 0.9997 12.80
101301.9
3 SBRCFRRCREEZE ELThe;:?:yethyl e 7 _11198802759%é7x © 09994 59
4 S EE— R Dipentyl phthalate 131-18-0 Y =910751.9X - 0.9995 69
263027.9
c ST R T Benzylbutyl phthalate 85-68-7 Y = 297919.7X - 0.9991 114
208876.1
6 R EERQ-Z RS Bis(2- 117-81-7 Y =532146.7X - 0.9993 157
ethylhexyl)phthalate 257743.8
7 S F— PR Di-n-octylo-phthalate 117-84-0 Y =761274.2X - 0.9986 471
655693.7
I EFR(x10,000,000) ITFTFA(x1,000,000) IETAR(x10,000,000)

1.5 1.0

5.0
1.04 ]
] 25 057
0.5 1

o 10 kE o 10 R o 10 i
B S PR T Rl PERZHRQ-2ECE)EE
& 2. Eo PR _FPERERE D TRERZE
3.3 EYEFES i
FREX 0.5 g {igmtEe, IMA—EEPE_FRIEESITVEAR, IWRKRE 25 mg/kg,

97



BRIR AT AR TRIANE, MiEML

R, ERIUITE.
7 2. PAR_FRIEEMERRESMER

B (%) F9E  RSD

Fs HEMETR ] 5 3 %) %)
1 PE_RR_STE 85.6 89.4 83.1 86.0 3.69
2 WR_FHRER_TE 86.7 88.1 95.6 90.1 5.31
3 WA _FRBR_REEIE 103.2 110.7 105.3 106.4 3.64
4 PR PR IXER 100.9 99.8 93.1 97.9 431
5 PAR_HRRT R 93.2 88.6 99.5 93.8 5.84
6 PE_RRR-ZECE)ES 103.5 111.8 107 107.4 3.88
7 SR FAR _ IESEs 110.9 102.6 109.5 107.7 413

3.4 #mlit
BRI DR TR R BRI EE R M, DITERER 3.
%= 3. SEhEERINES

HrhfeBEkemeigENE 3.

=3 X . SHTER (mg/kg)
i famEER [RERRFIE) (min) =T
5 K [iz1f35
1 SPER_HBR_SThs 10.325 N.D N.D
2 PARTHER”TES 11.075 N.D N.D
3 R _HBR_HREEIE 11.400 N.D N.D
4 PRTEHRRTKES 12.850 N.D N.D
5 BRTHERT 15.150 N.D N.D
6 PR_HRR-ZECH)E 17.508 33.455 N.D
7 SRR _HER_IFEfs 19.900 N.D N.D
iE: N.D FRkieH
(x100,0600,000)

1.5

1.0] R Z B

0.5

0.0

‘12|.5| | ‘15';.0‘ o |1').5‘ 26.0| ‘22‘.5|
3. HEKEREIEE
4. &g

RIS T 7 SR R RIS E, R A ENERE R AR S

MXEYF, BEENESHRIF, sl EREXMCRRATPRISE _RFRENS EHTUE.
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1.18 GCMSMS ZENEIZan R 23 #pePFx iSRS

BRE: A SCRASRE=EIRTSREAYGCMS-TQ803 03k 5 H2 3Fh R — FRERER T
BERSHEN, HmALECKHEZER, Bl, BREBERHITGC-MS/MSOHT. %7758 FEE, Eit
TR, RPES, MHRK, DINPFIDIDPAYEHIRA10.0 ug/L, ERSESHICHIRA

1.0 po/L, ATRTHE PR — FRERERRIIEIN,
= E PR SERER Y

XigiR: ilm PR "RERER

PRI EY (PAEs) {Fh—
MEBHNRR, 2 NATER. R GREL
Wi, BEmBEWE~m+. PAEs H&R
&, SR, B EERUMEMRERIERI
INERIER, RMARADWERSE. BLMIA
B EE ST Z—, AT NMMEERFEAR
Te, BEHDHILERGERPR — REREE
WEN. REMWLEEZFBBHENE 7 A EM8
A FERERRIPRIE.

1. ARG

1.1 {%&8

SR =E PR SERECRY GCMS-TQ8040
1.2 SR

&i%tE: Rxi-5ms 30 mx0.25 mmx 0.25
pm

BEIEHERE: 90°C(Tmin) 15°C/min 210°C
(2min) 5°C/min_240°C (5min) 5°C/min
250°C(5 min)

_25°C/min_300°C(6min)

HHERRE: 280°C

iiES: @5

BEEHL: BERRE

2. HFmeitiE

B, PAEs OGNS A EEEEKRE
BiE%. SESIE/RSE SRREEIE/R
IEE%, (B3R GC-MS/MS I3 2R/ MRIE.
XA GC-MS/MS & MRM (Z[RAzisilll) 75
AR LB ERTI, (RS EsR0EE M
MRBUE.

RELBIIE ChlEA 228, FIRSEA
B =EMHRTSURERAY GCMS-TQ8030 33
ikmh 23 MR _RRREER U ST
M, IDERE, REES, BIEME.

ZRImEE: 37.0 cm/sec
R AR
BEE: 1.0 uL

BFRERE: 200°C
BEREEOERE: 240°C

TNRRFEE: & +0.3kv
XE&EHN: MRM &, &HD MRM S4{
Wz 2,

IR A 1.0 g T 20 mL BERZIELLEES, HERIINECSKEE 10 mL, #E
30 min, LA 12000 r/min S&EEL 15 min, BLEERE 045 um BHUEIRETE, Skt

ER.

3. ER5idie

3.1 23 HPF_HEBIAS RESiREEREIEE



(ﬂ 000 000)

13

35

ao—; 2 ’

253 N

20-5 1 1719 22

157 5 1 21

10 5 16 20 23

1R T N

sl T

7‘7.|5‘ - I10‘.0I o ‘12|5I B I15I.0I B I17|.,5‘ - IZC)I.OI o ézl5l 5.0 Iﬂlﬁ‘ 5.0‘ ‘32|5
1. BEZRRESESTVESR (50 pg/L) MRM
1. 23 FhepAR — AERER A S (R ERRT )

7 amem HSTEFRRR CASNo,  EERIE
= (min)
1 SRR FRER — FAfES Dimethyl o-phthalate (DMP) 131-11-3 7.542
2 ECEER—ZE Diethyl phthalate (DEP) 84-66-2 8.704
3 £ = =T Sy i Diallyl-o-phthalate (DIPRP) 131-17-9 9.212
4 PR_HER MRS Diallyl phthalate (DAP) 131-17-9 9.983
5 PR _FREE B Dipropyl phtalate (DPRP) 131-16-8 10.243
6  SE_—EB_STE Diisobutyl phthalate (DIBP) 84-69-5 11.249
7 PR _FEE T g Dibutyl phthalate (DBP) 84-74-2 12.421
8 SPE_ R —REE 2B Dimethylglycol phthalate (DMEP) 117-82-8 12.925
9 gE_EB_QC-ZHOEE Bis(2-ethylhexyl)phthalate (DIPP) 4376-20-9  13.892
10 SRR AR —(4-FREL2-KE)EE-1  Bis(4-methyl-2-pentyl)phthalate-1 (DMPP-1)  146-50-9 14.007
11 SR _FRES —(4-FREL2-KE)EE-2  Bis(4-methyl-2-pentyl)phthalate-2 (DMPP-2)  146-50-9 14.064
12 PE B (2-ZFE) 2B Bis(2-ethoxyethyl)phthalate (DEEP) 605-54-9 14.517
13 SR BRI ER Di-n-amylphthalate (DPP) 131-18-0 15.049
14 PR _HER OB Dihexyl phthalate (DHXP) 84-75-3 17.953
15 PR _FERFRET B Butyl benzyl phthalate (BBP) 85-68-7 18.142
16 SRR T REZERE Bis(2-n-butoxyethyl)phthalate (DBEP) 117-83-9 20.507
17 PR"HEBR_IACH Dicyclohexyl phthalate (DCHP) 84-61-7 21.672
18 PARTHEBR_CEE Dihexyl phthalate (DHP) 84-75-3 22.041
19 SRR (2-ZEHIE)ES Bis(2-ethylhexyl)phthalate (DEHP) 117-81-7 22.273
20 SR RS — (2-AEE)ER Bis(2-propylheptyl) phthalate (DPHP) 53306-54-0 22.378
21 SRR FAER — IF Mg Di-n-octylo-phthalate (DNOP) 117-84-0 27.044
22  PRCHBR_STE Diisononyl phthalate (DINP) 68515-48-0  30.337
23 B S == =2 i Diisodecyl phthalate (DIDP) 28553-12-0 31.213

3.2 i EHZ RS IR
Fohl 6 MNRERPBAR_REREEIRESTVERR, KEDBA: 1.0 5.0,
500 ug/L (Eh DINP, DIDP{REESEIA: 10. 50. 100, 500, 1000, 5000 pg/L) , LA

100

10, 50, 100,


http://baike.baidu.com/view/993427.htm
http://www.ichemistry.cn/chemistry/131-11-3.htm
http://baike.baidu.com/view/993427.htm
http://www.ichemistry.cn/chemistry/84-66-2.htm
http://www.ichemistry.cn/chemistry/131-11-3.htm
http://www.ichemistry.cn/chemistry/131-11-3.htm
http://www.ichemistry.cn/chemistry/131-11-3.htm
http://baike.baidu.com/view/1318714.htm
http://baike.baidu.com/view/854648.htm
http://baike.baidu.com/view/9871406.htm
http://baike.baidu.com/view/2771041.htm
http://baike.baidu.com/view/906209.htm
http://baike.baidu.com/view/5943447.htm

MRM FHRE, BEISESIRERL, SEDEMXRARY, &0 PR _RERERE SR
HWE 2, HRRHWE 2, L3 BERITESESREHR, ERNE 2,

N 5Area(xl,OOO,OOO) Area(x1,000,000)

1'5/:\rea(xl,000,000)

1.0

0.5—5
trrr o rr . trrr o rr O'OI""I""I
0 250 Conc. 0 250 Conc. 0 250 Conc.
DIBP DBP DEHP
& 2. EPH PR _FPERERH DR ERLE
3.3 (W EEEEE N
BURES 100 po/L PR _FERISESRERR, 5 IR, EREBEE, ER

W2, ERFH, (EEBEEERIT.
3.4 a4

SRBRREEEHR, MA—EESA_FREEERNAR, IWRRES 50 po/L (H$
DINP, DIDP k487 500 pug/L) , %8B EARKMES EHTREIREMORIE, EkERE
Rk 2,
3.5 ERFFRAET

XN THIZHERNEEY. BESitmtTlE, HPmmBECNEH DEHP 2879 70.2 mg/kg,
ZEiEEE 3,

{x100,000)

707

607

507

10

30~ DEHP

20

L, J[ Lo ﬂ

o | ™ i n
50 100 w0 Tw0 =0 300

3. EREFmBIEE

3R 2. 23 OB RRRERAD MRM 240 SMBEXRE. BEEREKE

F EEET HEEE EMET WEsRE #HBR  RSD (n=5) IR
AR 2t R?
5 (m/z) CE (m/z) CE (Hg/L) (%) (%)
1  DMP 163 >77 22 163>133 10 0.9999 1.0 2.5 78.0
2 DEP 177>149 5 177>930 25 0.9990 1.0 2.1 104.2
3 DIPRP 209>149 10 209> 121 25 0.9997 1.0 1.8 76.1
4  DAP 189>132 3 189>105 17 0.9990 1.0 2.4 1106
5 DPRP 191>149 5 191>121 20 0.9996 1.0 2.1 80.5
6  DIBP 223>149 10 223>121 25 0.9997 1.0 2.2 92.3
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7 DBP 223>149 5 223>121 25 0.9990 1.0 33 90.7
8 DMEP 149>65 25 149>93 15 0.9954 1.0 8.4 99.6
9 DIPP 237>149 10 237>71 10 0.9990 1.0 1.7 85.0
10 DMPP-1  167>149 10 167>121 15 0.9990 1.0 2.6 97.1

11 DMPP-2  167>149 10 167>121 15 0.9990 1.0 2.1 92.6
12 DEEP 149>65 20 149>93 15 0.9974 1.0 8.7 112.6
13 DPP 237>149 10 237>121 26 0.9990 1.0 14 82.7
14  DHXP 251>149 12 251>121 25 0.9985 1.0 1.5 80.1

15 BBP 206>149 10 206>121 25 0.9986 1.0 14 91.6
16  DBEP 193>149 15 193>121 20 0.9945 1.0 33 113.7
17  DCHP 167>149 10 167>93 25 0.9990 1.0 1.8 95.0
18 DHP 265>149 10 265>249 20 0.9975 1.0 1.6 88.8
19  DEHP 167>149 5 167>121 20 0.9974 1.0 2.3 104.9
20 DPHP 225>149 10 225>71 20 0.9976 1.0 5.7 102.0
21  DNOP 279>149 10 279>121 25 0.9946 1.0 1.9 87.0
22  DINP 293>149 10 293>71 15 0.9956 10.0 1.6 95.3

23  DIDP 307>149 20 307 >85 15 0.9958 10.0 1.4 83.3

4. 55ig

RASDE=SIURTSREERN GCMS-TQ8040 IFtikfm 23 FepR_—REERHTH
. ZAEENERE CERINVERSSIERRY, RRENESHREF, TEHREENE
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1.19 GC/GCMS FEM U mPERY R o-SRF
BB AT TSRS R o SRR, SRR SRRNE, B

BRERINSEEIENHTON. REEFTR,

(REBRSIAENE, IMNEER. FRASHE

BIETNEBRAIEHTIE, AR ERERE, SRIETR.
XigiR: SEEEE SEREREKAE Wlm o-RE

o-SHZ (Benzyl chloride, CASE: 100-
44-7) BARN—EWSRERERHREL
&Y, SREENEIaRFIER, FEERER T
NI BRMEEGEIIRIBMESIRRTRA, Bl
B, IREREALRTRES EAEMAIRERTMY,
ERKAIRE. o- SR FEGRKRIE, A&
HEZMEERHAAART NS MER. ME, BXE
BIEERETEY. BB EFIEREN
WERENISRE o-SBRETIAEERYIR,

a-SREZNRATES. KK, S, R

1. EB63R

1.1 (Y58

BiESEEIEN GC-2010 Plus (& FID 1&TI2E)
BESEGIERIEEKAY GCMS-QP2020

1.2 Bi%. REFRMY
1.2.1 GC/FID &4
BitiE: Rtx-1701
pm

FEIRFER: 90°C(1Tmin) 12°C/min_250°C(6
min)

BHEFORE: 250 °C

o5 858

gEEHAN: BLEE

FRE: 1.5 mL/min

1.2.2 GCMS &4

SHEEEEHR 1.2.1

Bq5. 85

BTiR: ER

30 m x 0.25 mm x0.25

103

BEBIRISSE, ERRPEFENMHMEa-|F
AFFETILRFEREFITREAAE. EEE]
WikmERNDIFEER, ELX T NEdES
HIAIPAMER, I RASEGEREEH—2
HEIE, HERRRPBIL.

ALK ORI, BLES
REFENTESIESOSIFPHN o-SRERH
1794, FRASHEEIBREEKRIEH THIE.
TIEBFEERE, SERETE.

HER: DR
DifREE: 101

BEE: 1.0 uL

FID 1&NESRE: 280°C
TSFE: 400 mL/min

EFREE: 230°C
BIERISIZERE: 250°C
KASAEL Scani#{ TEE ST



2. HFmBihiE

FERFREN 0.5 g HERET 25 mL AZil{E+, ORI 1 g SR, 5.0 mL #B£EKF] 5.0 mL
k. B3, LUERESSERESSEN 5 2. BiHFEREAEDOE, £ 10000 rpm BE TS
EED 5 28, B EEBTEBE AR,

3. £R5iie
3.1 frfEmeEiLE
2,54(x100,000) (x1, 000, 000)
3
2.5 =5 S
B
20 " ]
iig 50 °
15 ®
=]
1.
25
iy ‘i‘_’—/\ﬂ'r
00 0.0}
25 5.0 75 100 min 20 35 40 45 &0 55 60 65 1.0 75 80
B 1. a- SRR E SRS EEIEE B 2. .- S REIRES RN GCMS BEFRE

3.2 tRfHhg. 1SR

(FRARCHRES a-S|ERERIRMERT, IRESF/ 1.0, 2.5, 12,5, 20, 50, 100 ug/mL,
12 1.2.1 FSHEEHTNE, 52 a-SEREFRIMEZINE 3 Fx. HXRE 0.9995,
LA 3 (EEATTE a-SRERHRY 0.10 pg/mL,

Area(x100,000)
3.0

2.01

1.04

0.0 T : T T
0.0 25.0 50.0 75.0 Conc.

El3. o- SRR

3.3 (W EEEEEM

EURE 2.5 pg/mL o-SFRFEIRERRIESL 5 RS, ERUEEBEE, X
* 1. BRIPIGEEEERK.

* 1. EERESHER

WEWEFR 1 2 3 4 5 RSD (%)

a-SEE 6834 6807 6812 6483 6897 2.40
3.4 SHEGIEREDF

% 122 SHHBERERY, o-SRFNESRNSEFREWE 2 fim. ELhrF

ERSEF R BRENRE(R BN AR E e IE 2SR, BT GCMS HTHEIE, &
FRiBEE O RAmBIHTEMEFIRT, HEBRTTRELIIAYEEIRGS
3.5 HFmillit 4 R R B
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MTIAHERNEK. BEE. NEEFHEMHTUE, WRENH o-|RK, ELLE3
MERTRINEEN o-FFXK, IHRKRES 2.5 yg/mL, BMERERTTHE=H#HT
IitrEMEERSEYE, HERNESRMEMERERNEE 2.

uV(x10,000
;|_,50%nmg,a )

Sk

4.0 5.0 6.0 7.0 8.0 9.0 min
4. BKItFEREEE
* 2. FRNEERMEWERER

FEmiRkE IRRE
FRRBR (%
FEmBTR (ug/mL) (ug/mL) [EKTZR (%)
EE N.D 102.1
&K N.D 2.5 105.0
NBE N.D 103.2

i*: N.D ZrFkiEH
4. &5ig
XASEATSHEEIEN] GC-2010 Plus DiTtiam+ o-SBEAXRE, £ 1.0~100
no/mLiRESEEININERSZGEMERY, #HRY9 0.10 ug/mL(3 {ZE1EREL), IIMREIRERY
¥ES 102%~105%., FiBESIESIERISKAAHTHRIE. ATATATREERICK
EH o-SERRSEAGT,
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1.20 GCMS ZNEImP 4-RE(BRAFFNEAARE

8 B AR T imt A- S RBRARNECRIRRI D TI5E, DITERER: £0.1~5
mg/L BFRESEER, MUEEDIIRIEMESMERYF, X8 0.999 LAE, 0.5 mg/L #nE

BRESIHEE 6 R, 1ERERENT 5%, EEMRYF. ISRREMIIE 2 mg/kg, [EI

I 90%~115%Z8), FRIRHERENT 10%. £5ESR (LiimEERARE)
(2015 FFhiy) #HTLR, BFREESE, BLRERBRE LIANTEER.

XKigin): GCMS (i 4-TEBRR BRI

BEELEEKFRRS, WEmELED B 1 BiehefT. AEhEKIEGNRT 4- 55
HECRIER TRIERIAR R, AMBH~m BRI IEZAAIFENR, HApEx
TR AR, HRNTSFREHIAY AP E MR ER R BRRE NS —EE
WiLmEE. ESESREFTA, F51L MEEYD, 4-2EERRNEIEEEY
R E N EEE R mIEIRIE T A B, FrLMRBOEMEE ARG
(N:8FSEZIETIN W73,

2015 &, FERESREKEER KEEER (UREERARGE)
A XA EMVERVERL £, R T (2015 FFhiy) FrRESEIG, RFREIERTS(E,
(mZERANEE) , T 20165 12 BSCIafERRE DIANEER,

1. 3c36ERs
1.1 (&8
SHEEE-FRIZEAE: GCMS-QP2020 NX
1.2 DrSRH
ittt InertCap 35 , (30 mx0.25 mmx0.25 pym)
HERFERS: 70°C(0.5min) 30°C/min_270°C(2 min)-25°C/min_300°C(2 min)
ARSI BEEE (35.7 cm/sec) EOIRE: 300°C
HEFAI: DR (2itE10:1) KMESEEE: BB E+0.2kV
BHEE: 1L K& FASST
BFIREE: 230°C
1.3 HmE
FREX 0.5 mg WAVKERFRZE 50 mL BOES, 1A 1.0 mLE/K-SHERENER, B
s, DA 10 mL T EBER, 45°CTFERE 15 min, B0 5 min 5§, KB 5 mL EER
BE 1S mMLBEOE, ERELT, BNTERRESE 1 mL,
2. BRiYie
2.1 fRfEmELE
EN25 mg/UnEBRR, RAGCMSHHT, 4-EBERFIRARSEFRENET, 18X
HEMEENERT, REGIEENEFR.
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{x1,000,000)

A-TTC (1.00)
75
- B A&
4-REBER
50
25
00}
9’0 95 100 105 1.0 15
1. 4-FEBERFERERZEFRE (25 mg/L)
x 1. 4-FEBERNERRESYER
raE e T
No. . {%gjﬂ cAs 2 EEEF EET
(min) (m/z) (m/z)
1 4-SEBEXR 10.185 60-09-3 92 197,120
2 BRORER 10.690 92-87-5 184 185,183
(x100,000) (x100,000)
192.00 1184.00
2.04197 00 2.04185.00
1120.00 1183.00
1.5j 157,
1.0
0.5
0.0
I I ‘ I I I ‘ I I 1 I ‘ I I I ‘ I I
10.0 10.5 10.5 11.0
4-FEBEXR BRAORER

E2. 4- 2B BEAMECREIRER (1 mg/L) RE&IEE
2.2 R SISHR
BCHIS M ERERERIAR, SIERERZ, 285507901, 05, 1, 2, 5mg/L,
DIBTRESRENESTR, BEDIEERANLTR, SHtnvErs, WE3. SHEXRER
FeHRIIER2, 16 HRIRIERKAR0.1T mg/LA3EERLHTITE.
2. A-SEBERNBRRE B R AN TR

No. HAMEIR EXERE SHIR (mg/L)
1 4-SEBEE 0.9999 0.0157
2 BRRRE 0.9990 0.0085
2.3 ESMHER

BY 0.5 mg/L BRAERR, EEHE 6 )R, ERUFESM, BRERIE 3,
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3. 4-REBRFNRRERESRESILE (0.5mg/L)

IR
No.  HE¥EIR RSD%
1 2 3 4 5 6
1 4-TEMBEX 98,831 96,605 97,344 90,991 92,432 93,112 3.29
2 i N 113,725 103,375 109,742 113,096 105689 113,565 4.01

2.4 Ot
STSEFRRSIKE RO R TINRSELS, IIFRE N2 mg/kg, EELWFIR, &R
EERRESH, SEARERTICEINE3, it R R IFREIKERBAERIERS,

{x10,000,000)

A-TIC (1.00)
125
100]
U.?Erf
050]
U-EMJW
000
4‘0““SIOI“‘GIUI“ITIUI‘ I8.IU IIQ.IU“II10‘0‘III11IUI“I
E3. ELPRERTICE
=4, IFEWERR ESHELIOER (I1FRE2 mg/kg)
u_‘ Ny i3
. MR B (%) i
No. HEMER e (mg/kg) HRE
ae 1 2 1 2 (%)
1 s FEEER N.D 217 224 108.6 112.2 36
2 BERRE N.D 1.99 1.84 99.4 92.2 72
iE: N.D AkieH
3. &it

RN T 4- SR ERARERARIRAIDHTIIR, DTSRRI £0.1~5
mg/L BIEMEEEINRUERZEMEREF, 152 0.999 LAL, 0.5 mo/L imERKRESHE 6
R, EXREREINT 5%, EEMRY. XLFRFERIE 2 mg/kg, EMIERAE 90%-115%
Z[8), PREIOTERRENT 10%, KGESHR ((WhmEERAE) (2015 Fhi) HT
e, BMERESE, BLRERFHE LIAEER,
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1.21 GC/GCMS MEImP =S HRRF 15 HBESER

WE: 27 rigmbREY. ISk, —SoRF 1 SHESERINnE-SEaeidlEs
% MRS B, SINEAE, BYSEEMNHITOT. REERTR REBIIEE

M SMREER.

FRASHESEBRIERAEHTHRIE. TEEHTE, B8N,

XigiR: (tizm BEET Iz SEGEE SEBERISEKAE

pEE R TIERE, il ER
AR RIS M IOREERTRN IR BEE 2. (L
RADPESEREEIAERIBET MR
FIRHNIERAE , I B RRETE 98
Er-mAIEREMA VI INNIERGRER , AT
BT MEEE BENEE. B miENA
HE (CREERARE) (20155R) B

1. SE3RER%
1.1 {88
TEsieeRs (HS-20)

BESAE®EIEMNGC-2010 Plus (BcFIDEIES)

BESEEERIEECANGCMS-QP2020
1.2 Bif. REFMH

1.2.1 GC/FID 44

&@itE: Rtx-1ms 30 m x 0.25 mm
x0.25 pm

FEERER: 32°C(5min) 5°C/min100°C
135°C/min _260°C(5min)

HEFORE: 230°C

5 &5

gEEHAN: BLREE

tFimE: 1.0 mL/min

HER: O

DifREE: 1011

FID #&EsiEE : 300°C

TSME: 400 mL/min

S5imE: 40 mL/min

2. HFmalhig

RENFmLY 1.0 g (FBHE 1 mg) F 100 mL FEMRF, MAKFEDBEAESEZE. L
ABRIEAEURRER. 10 mLEREURTEIIAN 1g NaCl IR=siRm, 7RIS SRS,

META. &h. OEWK. NEIHE. =S
IRE. R IEREENAAZELL TR
FREETE.

AR IEBY LI et i, £
QbF2, FIFSEGC-2010 Plus StEEIZST
IR FRNEEARIHTOT, FHETSIER
EEREEA AL, AN ER R, EE .

1.2.2 TR=544%
FERRE: 60°C
Sf&RTE: 30 min
EEREE: 70°C
BiaREE: 80°C
HEE: 1.0mL

1.2.3 GCMS 14

H5: 85
SHEGIERMAR1.2.1
BHFR: EIR
BFIRERE: 230°C
BiEREEOIRE: 260°C
RASAME Scan HUH TEED T



IR, BT SEBEMNHITO.
3. £R5idie
3.1 15 MER ERINBTIRSIRETREIEE

V(10,000
= T

7.0 12

2 6 11
6.0 3
5.0 10

13
40 7
9

30 4

1 5
20 14
10 b L—’———’—j\
T ]

20 30 40 50 6.0 70 80 2.0 10.0 11.0 120 130 14.0 " min

1200000
1100000
1000000

Bl1. 15ME & EBTATIR S RE R RAIGC-FIDEEE
1: ZEHEIE. 2: 1,1-Z824E. 3: 1,2-Z82%. 4: =587, 5: 1,2-282/%. 6: & 7: =52%
8: X, 9: ME2IE. 10: 27K, 11: [@+xJ-THFK, 12: K2E. 13: P-Z“HFK, 14: BEXK

T

2. 15 MIERMEIIAHIRSNERREN GCMS BB FRE

3.2 tREmZE RS R
B SHRERR, FIFFERECHIR—VERRIR, RIETVERSR, K HERECH HRER
Hl, PRIBFRERFLA®R10 mLFEIA1 g NaCIRTR=SHER, 3ZB0E HiREES, LTRSAE,
BESHEEENHITAT, BERESTNERZ, P HBADTNEREIERR R, LEEEE
HERENEHRUIE3 AR, FERFKF1E0.01~1.0 mg/LEEINRENERMXRRYF, &MHEXR
#HI9KTF0.999, LEEAITENHR, SRHRER TS REMURTEREBIIETICNG
EREK, HRERNZEKT.
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1009 D 1.007 059
049

0.34

05o] 050}
:i:
Ko S m s M e = i~~~ B A B
“SFKER = 0.9991) 1,1-ZHZIRR = 0.9995) (R = 0.9993)
0]
03]
0]
01
T b koo oo WER 0 2o ko en Tuo BER 0 o | oo | BER
BAZ(R = 0.9992) ZZR(R = 0.9998) RIER = 0.9995)
3. ERSHRVBHTERS
x 1. BUEWIRHIR
D W AYETR BT 2R CAS No. R (pg/g)
1 —SRkR Dichloromethane 75-09-2 0.30
2 11-Z82k5% 1,1-Dichloroethane 75-34-3 0.12
3 12-Z82)% 1,2-Dichloroethylene 540-59-0 0.17
4 =Sk Trichloromethane 67-66-3 0.25
5 12-Z82)7 1,2-Dichloroethane 107-06-2 0.33
6 = Benzene 71-43-2 0.06
7 =84 Trichloroethylene 79-01-6 0.15
8 22PN Methylbenzene 108-88-3 0.06
9 US2i% Tetrachloroethylene 127-18-4 0.17
10 S Ethylbenzene 100-41-4 0.06
11 [8]+ - —FRoK m-Xylene+ P-Xylene 108-38-3, 106-42-3 0.10
12 R Ethenylbenzene 100-42-5 0.09
13 B-THXE o-Xylene 95-47-6 0.15
14 [=07 S 2-Phenylpropane 98-82-8 0.09

3.3 (XEREEE
B 15 iR R EBETIERIBEVESRIEENE 5 'R, ER(GEEEE. WEERIE 2.
ERFPEEEERY.
= 2. IBERESHER

FS  EYMER 1 2 3 4 5 RSD (%)
1 SR 8872 8769 8903 8756 8913 0.85
2 1,1- 282k 27346 28127 27693 26732 26094 2.94
3 1,2-Z82)% 27203 27549 28109 26953 27908 1.74
4 =S HFIR 11749 11935 11638 12091 11097 3.25
5 1,2- 8745 9576 8907 8935 9403 9606 3.68
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0 N O

9

10
11
12
13
14

=

i
=R
3PS
S22
VS
8]+ %- B
K%
$B-—BA%
BAX

9386
21720
10312
20894
10056
19704
14981
9146
3509

9642
22081
10097
20219

9986
18965
15008

8873

3611

9109
20198
10075
19998

9932
19023
13987

9432

3487

9223
21134
10056
20675
10123
18769
14496
8907
3528

9418
20998
10123
20493
10492
19963
15091
9238
3497

2.17
3.41
1.02
1.74
2.19
2.69
3.18
2.56
1.41

3.4 ¥ anbe szt

DRIMIAEHENRER. £EKR. NABEFRS1.0 9, B1SHERIEETREGINE

BRAITFZERT, BRPZSRR. 1.1-282. 1.2- T8 2E SRS IRKE10.0
HO/g, BRI, BR. ZRSEEMIRRENS.0 ug/g, ERANRSARIEESHHT.

EERARERER, FBRUERS, Z=MERERENE 1 SMIFER ST, B4ZERRER
HIGC-FIDEILE,

7 3. EERER

. RITFE EHAR NBEE
- weamEmR  =RE CE ERER FTEE SHE BE TEE TME B
= (g9/9) (ng/g) (%) (g/9)  (Mg/9) (%) (h9/9)  (ug/9) (%)
1 =) ND 984 984 N.D 1032 103.2 N.D 915 915
2 1,1-Z&Zk¥ ND 926 926 N.D 8.91 89.1 N.D 877 877
3 12-Z&Z% ND 1001 100.1 N.D 9.26 92.6 N.D 893 893
4 =S8R N.D 1067 1067 N.D 1048 104.8 N.D 967 96.7
5 12-”&Z%¥ ND 875 875 N.D 9.93 99.43 N.D 1076  107.6
6 x ND 266 887 N.D 3.07 102.3 N.D 321 1070
7 =82% ND 938 938 N.D 9.62 96.2 N.D 911  91.1
8 Z2PTS ND 295 983 N.D 2.76 92.0 N.D 288  96.0
9 TS24 ND 969 969 N.D  10.11 101.1 N.D 992 992
10 VS ND 293 977 N.D 2.91 97.0 N.D 287 957
11 [@+x-"”HExX ND 610 1017 N.D 5.93 98.8 N.D 6.25 1042
12 KW ND 279 930 N.D 2.89 96.3 N.D 3.01 1003
13 4-T”H% ND 322 1073 N.D 3.08 102.7 N.D 296 987
14 SRE N.D 331 1103 N.D 3.26 108.7 N.D 319 1063
iE: N.D ZRFKIEH

3‘OuV(xlO,OOO)

25

20

15

10

05

0.04,AJLA | [

8

25

50

75

100

125

150

175 200

Bl 4. 07L& RmAY GC-FID BikE
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3.5 StEGIEEESF
ESBEEERLEY, bR 15 MERIESFIRSRESRNAEFRENE 2 fix. &
SERFRE RGNS, MRERIRERBREERER, TTA GCMS BHTHE, MAHE
PEM BB TEMEHINT, HEBRTTAE AR R,
4. &5ig
RABEATIGC-2010 Plus SEEENENESHERIMCETS1SHIEREESAR,
FHEI SAEEERE B AR TIRE. FERIERERE, EUEREST%~111%2(8, E5iE
EA5, 15MERMIEEFIG IR RBRES BT TER AT ENER,
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1.22 TR=-GC iZNENImPREESSE

WE: AFRSRAE HS-10 IREEahiFsM GC Smart SIRGIEN, #37 FEX
RS BIIRRTIE. EERZRESEE 2~ 200 pg/mL A, BoEMRRR
¥, HRFEER AT 09999, IEERESMRYEF, RSD%/92.92%, # 100 mg/kg IltR
WET, FEMEESN 93.7%, 1%75iEZRBES, #MEER, IRTRRETRESERN

E

PRz FELNFIRIEF] B IpiE R I, 57 ik
WATLAEBD IR, BRESHAARG, BIdHh
BRACEEEC D FRESAN PR RS, FREE R ELAET
WMEBEHRIB ARPIRHE RS, hinfEn ~
NESHKIREXREZESLT, BfEL(FEH
ERERITIMNES, thahilsE. K.
E=ERER, Fltt, GB 7916-87 ({XI4F
DARE) MEIUGRF R REEASED
0.2%.

HellELmPRENG EZEES
DICEEE. SBBIEEE. DYOEER
HEE, EEELNESE NA, EBRTF
1. SE6ERy
1.1 (Y8
SHEEIEY: GC Smart SHEEIEY
TRZSHERESS: HS-10 TRESiHEse
1.2 SRFEH
HS-105%44:
=R ERRE: 70°C
EENEE: 80°C
BEREE: 90°C
{EEAE): 30 min

2 HablE

XA HS-10 GCSmart {bizm BEE WinE

B TEBRICE DS, WESRELL
RIS REAYEREIIEBRIESY, M5
BIEZEAHER. RE. RPESFHA.
GB/T7917.4-87 ({igmIBEEFtR
HERIRT5% BEE) MR RESERN
MBS TH#EFTTE, (BT AR merahiE
BB, AR AIEHEF RS SEEE
IXBRFA, B 7 Wt ENEIZm P REE S
BRYTiE. IoAEE., tREE. . A5,
HERTRESENEERUFTK.

TR=SHRANERASE: 50 kPa

GC Smart D54

Bt

WondaCap

Wax,30mx0.25mmx0.25um

HEORE: 200°C

HEEFER: 45°C(1min)_10°C/min_110°C_
30°C/min_220°C(2min)

HERT: iR, okl 10:1

FID: 240°C

FREXEERR 5.0 g T 50 mL ZEHRF, /EBIIA 20 uL FAEHFARR, A NN-ZH
ERBRERES, ToiRies, RE>ERREBERLDER, £ 5000 %&F/L 5min f5,

LB, 5 GC o,
3 ER5ie
3.1 R EGIEE



UV (x100,000)

ID1
150
1.255
100 b
0.75%
o.5oé -
0.25é
o.oo—f
10 200 a0 a0 s e mn
E 1 PR sREiEE
=1 Bis. WMDEEER
S  LEYMER AR CAS S {REBAYIE)/min
1 2 Methanol 67-56-1 2.907
2 =27 ST Isopropanol 67-63-0 3.126

3.2 it

TR REE AR 5.0 g TEEMRS, B NN-“REFRREHESE 50 mL,
RRERESRE R ARIER R (REZ 100 mg/mL) . B 1 mLiBSTREMESERT 10mL SE2/R
&, FRANN-ZRERBRRERES, FIRFPENERSAER (REA 10mg/mL) . o
BUEX 10, 40, 200, 500, 1000 uL NRERERSERT 50 mL FEMRF, HERIOA 20
uL SREFAMD, B NN-Z“RERRIERES 50 mL, InETRERRED 57
2. 8, 40, 100, 200 mg/L, 533BUEX 5 mL BNIREHRBHTHHT, FRiStRERIZLUNE 2 A
e SRR REFIENIR (3 (2EREL) #Em= 2.
ALY

0.5
0.4

0.3

000 025 050 075 SREEH
& 2 FiEtnERZ%

* 2 FEinERZSMEXRRERC TR
EHBTR ZMEEXRER KR (ng/mL)
FRfs 0.9999 0.40
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3.3 ESHER
B 2 pg/mL BRESARAERAR 5 mL FIREEE, B8 5 DTS, FERMSRE
IEEFRESMEERE 3 0% 3.

uV(x1,000)
4 1:STD-2ppm-05.gcd FID1
Y RE2:STD-2ppm-04.gcd FID1
#3E3:STD-2ppm-03.gcd FID1
]

4.024¥84:STD-2ppm-02.gcd FID1
H4#E5:STD-2ppm-01.gcd FID1
3.5]

—

0.0 T T e
2.‘0 2.5 3.0 3.5 4.0 4.5 min
3 FEtNERRES LR EIEE
% 3 FERESRIEERESMER (n=5)
No. GA=c? 1 2 3 4 5 RSD%
1 FRfis 1615 1747 1702 1693 1720 292
2 BREE 347321 366160 351481 365809 363049 2.44

3.4 [EMeERsCiE

DRIMENEARR 5.0 g £ 50 mL FEfF, HINEENRERERR, 20 ul RIR
SR, BANN-“HERMIEES, ERERERZST 100 mg/kg, #ATIMREMEE,
BE 5R. RA4BHTRIREZNZAFRENERSTIRER,

uV(x10,000)

1:SPK-01.gcd FID1
32 2: SPK-02.gcd FID1
2#E3:SPK-03.gcd FID1
203R4: SPK-04.gcd FID1
#4#E85: SPK-05.gcd FID1

S

1.0
0.75+

0.50+

0.00+

B B
1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 min

E 4 itr=atmeiEE
% 4 TEHREINERSLINGS

=k 1 2 3 4 5 | IS RSD%
Bz 101.2 93.7 92.2 90.2 914 93.7 5.14
4 £5ie
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AICKASIRAT] HS-10 TR HFRRASSHEEIEY (GC Smart) B mFRIF
EBEE., ERMEER, REES, ENEMEIRETEE 2~200 ng/mL R, ZMHXR
RiF, fEXFERI90.9999, 342 pg/mlL infEEmES 5 Xitt:, REETRESH
R, RSD%J32.92%, £ 100 mg/kg IMRRET, SFHUEMIES 93.7%, %5 EREE
=, BMrER, ERY%, JRAT W mTREIUE.
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1.23 XRD iZMEILmP G

i 2. AREERSIANNEEYR, PE (CImZERAME) 2015 IRBHIEEIRE
LRI, ANER SR X FEATHH U T RUERIC iR, B X, £
ISR STT, SEEMENEAFRTEEE0R. EREARESRITMENES
ENET K18, FERxZ K EfE 7 ktEERTRIRGREE. %A ftlmbil

AT TR RRE S =,

XEEE: i, A, KEZX, 22, X5EAEHY

OREAHERIRAT YINGEFR, £
BRI A aRIIENaammAE, 4
e EARNRRANE, AINERAaRE
EEOR. 50%. ERaatR. ERNaeqa
BB A ARERM. AREERAIAN
Bk, EAETLIZEEESSP, BA
NIRNG, SSHEhEFIERREE. BEES
RIXEREXSABRIE B T ™ ERYR
. FRRH TRARPEIENTGE,

R RERFEREAM. =8, BafA
FIRERRAZRIAT YIE/EEL, XL )
R MBS HEAR. AMMUREERRD
HEEaRHE. PE (WiimzesA
ASE) 2015 IRBFFE a2 ERYIR.

XRD {#F3 X SRR 0MEm, 7740
EAPEFEXERBPMHHBINGER, E15E
BE FFEmigRE, BTFEHT RS
pERE RIS RFARFIRIERATHE
FEREA—E, ALARNT YSEEIAR
BIRVITENEE, XEIESUHIE, Bt XRD 2
TR RES2B8aRT ¥, FHXa
1. SCERERS
1.1 {88

5 X BHEfi753Y XRD-7000
1.2 SrFRH

=1

FEMSERHITHIE. XTIz R iTaY
1%, BERE 12.1°F0 24.3°BRIBAIRHIE
178918, ABINERAIRE 10.5° Bt
RED| =

FE (CIRRLERAIEE) 2015 b
BEFRLE(ER XRD Fl{m 23R PLM X3
lizETEN, LHEERPERSEa
18, HER K EEuEREHTER. KER
EEN I (1) , ZSEEERERNT
SYlEsRE B RBAECSK,
I; W,
T m
RXF, KAstEE (KE) ;

li AR B E N TETIEAYFR D SRE

le IR EMIEEITENERIFRS IR

Wi SETEYIERE;

W ARIEMEE;

AERDE X GIEAT5HY, JWEMIL
FRENESAN IR RHT TN, FIRratE
BEER, HMER K EBEIETARSE.

XRD A S

1% g : XRD-7000
B o8& & @ A=RaH
BEE/ER :© 40kV/30mA

B & JE : CuKo, A=0.15406 nm
HEE - SHH3M% 06/20 (Step-scan)
KRE kg - 1°
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B EEH

£/ A

: 5-80°

0.02°/ £i% 0.6s

" 0.02°/ ¥ 55

PrERGdRRaE - 1°

FUkE : 03mm

1.3 HmibiE

(] \ (e | (mmEEE)
R 450°C = \’EE ’:,Ey 'm”‘f“7°22 REFORIE XRD
27 EEFRE JEXIHER WA .
T ik - N e A1 =8
WE oh %J\*M %l:l$$l:lnlm f I'H.’:EP*JJ 3E ;EQE* fj\ﬂ:l-'

2. ERiTiE
2.1 TEhEERMIES T

FRHEEHR, B HIARSEREMARHAIER, RASEEMXT 10-13° XEH THHE
A, BENTHHEEWE 1. %R 10.5°MImRBITHE, RBFRTPASEINGRATR, 12.16°

MHEBRRAYTEIE, BT
PUEES L EY

s, XEiiesraHIEBIEFEEIR, XRD REXS, SEEBEMENEARHIR. M

Ei=N=|

BEXE m
EEaBARA4HE.
— KAJERE AR
£}
©
=
=
1b 1|1 1|2 13
2Theta(deg)

B 1 HRALE 10-13° Kisami e
FRAVEHE RIS RYEREITERIE 2, fTahEEPIERREL, HBRERRT. YIEFT
SBREWIBNEHRA CaCOs FIAHE SiO2, 12.16°F0 24.36°FAMIISS AT IE AT BEXT RIFIE L A ER AT

ARRYTEIE, ELFEELWEE, HTYERT, FERERMR

=P
M,

FEMERF, ZREGFIBAENERBIRGRRTERNGE, XEORA4ERIHENHE. BLHIE 12.16°
1 24.36°RISSHTHIEXI N AR NLTIESR, ElEATR.
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4000 4 — KWJE A

3000 |

2000

Intensity(counts)

1000 -

0_w&.«-__,,LJL~JLJLAAMﬂhg,kkJANAAAj_ﬂ~AJA“JAg~$\Jw~

| PDF#25-0645 5 A H4
| I| ) | |
’ PDF#46-1045 £

‘ PDF#86-0174 J5fifAa

! 1 | 1 A1 '

10 20 30 40 50 60 70
2Theta(deg)

2 FRIIEEERERYIEEE

2.2 BAE K {ENNE

K{ERPAMBAISELLIRE (Reference Intensity Ratio, RIR) , #2ER KBERENX, BUEAIRINE
RIINIEM KL 1.1 NEEEFIERS, NS ERENATEIE, WE 3. Basic Process 1&
B4 IEfS, {A Profile fitting IRHREFRRE, K K&, Wk 2.

T A AEKAE
3000 -
w
[
§
S 2000 -
k%)
5
IS
1000 -
O T T T T T T T T T T
9 10 11 12 13 14 50 51 52 53 54 55
2Theta(deg)
& 3 BARE K ENE
*x2 BAREKE
BARNTETIE BARIRDEE W EfT5TIE MIEFRDEE K&
12.08° 70125 counts 52.5° 22887 counts 3.06

23 RORESENRE
BURMERIREmRIZA 20%wt INIERGES, £BINAE 2 PRIBE, SEIEENE 4 Fi.
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LSS

z 2000 - ,
5 AT
e
2
2
2
< 1000 A

0 T T T A T T

11 12 13 51 52 53
2Theta(deg)

4 BAWR K EEEENTFNEE
213 Basic Process &hEF( Profile Fitting iEIEHIIE, oAk EAMBFINIEERATHIERIFR
o3EE, AR (1) , IRENARERFERRENFEARNSE. REZEEYH, FRWHE
BREARENSE. SYESHENE 3.
X3 BAREIENITE

W le e " BRIrNES+ RIS
‘ (counts) (counts) BORSE EOREE
20% 17827 10646 3.06 3.9% 4.87%

2.4 SRS

(1) KIEZEEEST, BERERTEMALERKYIEEE, FMEE&THEETERNEEIE
. NTHERARER, FESHITEE, FiefetmLUgin X ST, SNaBasE
DI AINEANEDNERESEEARIRE

(2) FRTRICEMZEUNER, XRD FEAMKETREARRIKY, 2UCRRTHIARINEER
ABRAFER., MENTEEARIER, HEEENREKET XRD,
3. £5ig

R fEFASE XRD-7000 fiT5Hhal T AR faaMlmttin, BEEMEam. SIEaMYaE
o, EERMENSEHAFRT R0, EREGRTINENUET KE, FERZ KER
T 7 RUEHmRPRRAREE. A AR TSN GRS &%,
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1.24 IR ZEEEEES I mRERRER

# E: A% (W@ ERAERRNELEESTT) IERKEWR, BafSERMERM LG
RBhOE, WTEFERSESMALIS IRTracer-100 BEE=REREIMIE ATR MititizmFEs
HERpIMzE, EEEEE, WHERBTEMMRARIE, SEE 1%-5%4FF, 45 ATR U
IEERERY, MRTEES.

KR {IMGEE ATR  Olu@m EERMER

BRHMEARIEEAINT 5 EXRERER  BXF, BREEMEE2020FRIEEEELHE,
Fihl, B—MERRVERER, TEURZE. B 2018&1}%1 H, FE&EXIENZELIEH

Ak, BNEK R RS, RERPEER B BRErT R, FERF7H 1 HiEEE, [
B, el zRTRED. KER. ZREE. 7 ZiZ‘ET MEREEEE T AR, BRiEEX
B. NABEFWILEA N AIFEERM, Rt X BRI EEER RO S HE ISR

XM BRLLR—ITROBRIGIRL, 203 REBRERRSINETS %, BISSEHE, ANRDEAR
BERBNESEREERARNBEIAN. fFR, HIEKBERBEGE, FRZRLIIMRTracer-
BERSEARXEN, RIEBRARECm  100EERREREIMHATR, WK T =MRE
hfERA. MEX, £E, RE, RAESLFNE RBHEWUmPERGERIME, EBEAEEHS
2018F 7B 1 HiER IHEESBRAERLIGR. £

1. SEEERS
1.1 sEISmE

FHEREREBHINER, T (60+2) "CHTZEER, ITEERGERS

BRSNS ERBTGEDHT, J@%jlijzﬁﬁjliﬂi‘il@lv‘u I StrESCEFEHTEE
BEM.
1.2 (N=RFEE

5% IRTracer-100, ATR (£NIGEK) , ZEDHRTF: BHE 0.1 mg, MRS, HiHE,
BIBsRIE,

& 1. 52 IRTracer-100 £I9MEEY 2. WEEREIMHE (ATR)

1.3 Stk
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RESERE: 4000~650 cm! o o R 4cm !

PIREL: 2008 B 4 =REREE (ATR, SRIGER)
1.4 HmBRitsl

o XAREE BUE, SEHE

1 SN, ToKZEE, ZEKEKR (ZB2: K=1: 2 (V/V)) &

2. pinidis
2.1 HFmpdhE

AT RISMEL RS —RIMIES D BRI SREI AR5 mmagiEk, WESRRAT
[EERRONER, BRIERBATS mmAEARE, NETLIERISE, alLAERESRAFIEHT
QMR USRI BRERIGERLIMIE BER,

(1) BiE---FLHEE. B PRSR.

RENT g (FBFAZET mo)ERTEMRERIEMF, ZEE50 mLZEKARIMAZIGEIRF,
BRHIYEE T KAFIIRAEE RS ARESEASRT , EHERENIEEZIREHIE,
RAYMREBEFME, 93XERE20 mLZEAREEMPIA AR, EHEDBIA
10 mLF/KZ BEEMSEIE3IRF IR, HIEsEse, SR, IRESANaY—FHmE60+2 “Cittia
T EEE, HETIESETPIRE=R, RE, WENSIRN,

(2) FEE---IEEMHE. SBFRmEETIRIERILR.

FRENZY5 g (FBFRZE1 mg) HEZEFRER250 mUEMAF, JIAN100 mLFKZEE, ik
198, METH/KA LA, AERENFRESREEINIE, NAMREBRTFRMNF,
DEIRERFI20 mUARIS B ZEE BRI R PRI A R, NaRERERNP. &
BYIIIANEBFK100 mL, KBIIPYEHARE, IR, NEYREBERMNT, 93X8XA
20 mUEAEBE KRR PRIAAYIHE. B2 3IA10 mUIJoKZEEMSTIREIRFHRIE.
HIETeEE, BRMR. BESAAY—HMERE60+2 CltiattTEIEE, METIREEPIRE
=@, 8, WERBEN.

(3) ERREIE---HEERM L.

FRENT g (FBFAET mo)FRTEMENRMFR, 250 MLZEIKER, STEEAFIIA
2910 mLZEZAR, HETTERIN, BERIRI40 mLZEAREINGITAF, #HYS, &
B, B roaREEANZISHRENEERIFEMIE, FAMRERTFRNT, 93XE
RA20 MLZEEERITERMRRIAEYIAERE, FE 2 5IH10 mLI/KZEEMRIRE3IRF
. HISSSEE, B, IR, NAY—HER60+2 CHFEEPTEEE, METIEET
WE=ER, FRE, WERBIEFN,

3. ZR5iie
3.1 BBRERI YN E S

AR RNIMNGEE, SnEEETRISILGEEIEIR. SERKGETSELE
BEGER, MATENRKGES. NRFEEUSBERER, BR2ZUENMEEBHR
EEETR, RAERENRIEASIGEE.

NFUEEMRLIIN GBS (520) , YIZHIETIFMLEY, A5t
BYRIRELINGEELR, U ESYIRNIINGESTRENSYIRLIINGE—E, BIREE
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RSN E R AR R EEA—ERS, WAHEFUCEN Rz ST U RERY.
(1) BUWBRILTINGEE

0-4 = —
7 <
. =
Abs =+
i =8
S
i \g
0.3 N
4 ¢
0.2+ o
i o
4 —_ :
> o~
7 o>
©
T =
0.1—
0-0 J L

L A L S SN N JL L A [ s A S B R [ ey B B B

4000 3500 3000 2500 2000 1750 1500 1250 1000 750
FTIR Measurement cm—1

(2) FEERILIIMNGEE

0.5 e

Abs

2914, 44

~-2846. 93

e
N

e
w

717.52

e
N

1469. 76

e
L.

e L

U U I U U L
4000 3500 3000 2500 2000 1750 1500 1250 1000 750
FTIR Measurement cm—1

(3) EAEHEIERILIINGEE

e
=
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e
3

[ A o s —

Abs

2914. 44
~-2846. 93

e
S

e
w

e
Do
717.52

—1469. 76

e
—

J

L P A L A S I L ) DL B L R
4000 3500 3000 2500 2000 1750 1500 1250 1000 750
FTIR Measurement cm—1
(4) BWE, EEBMERREEIIIINGEEINE
0.5 EE —

POE —

(s —]

e
o
|

Abs

2914. 44

-2846. 93

e
N

e
w

717.52

e
N

1469. 76

S
—

SN gy PAr-eus et

4000 3500 3000 2500 2000 1750 1500 1250 1000 750
FTIR Measurement cm—1
VI EEIMEERTIUEE, =M@ hERGERIINGE—E, TLFRT, BRERAE—
YR,
(5) MWERREEFHERGBARTIOENER, ERUTE:
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1. 0—
Abs |
0.5+
4000 3500 3000 2500 2000 1750 1500 1250 1000 750
FTIR Measurement cm—1
17 ll D PE —
Abs |
4000 3500 3000 2500 2000 1750 1500 1250 1000 750
Polyethylene (PE) DuraSamplIR-II cm—1

LEPIBEENEAREEFERAIINGEE, SOBEEARIGPERRECEE, M
IEEIHIEM E—E, ERRIE—E, LN AREIERRIERMAL S 7IPE,
3.2 BRER S ERITE.
BRAT (1) BHAEASE w.

W(%)=m1_m0

X 100............ 2~ (1)

A
W---HiZ R EERAERI SR, %;
mi---IEFERR. IRRSAAYNER, BUAR (9) ;
mo---ERMSIRENER, BAAR (9) ;
m---HRNEE, BLIA% (9) .
3.3 BRIHREIR SR,

= 1. BRAREERNTER

EEBER, % EMER
HERATR
s 1 Mt 2 s 1 A, 2
EREE 4271% | 4.237% PE PE
EE 1.658% 1.758% PE PE
EEE 3.278% 3.232% PE PE

4. &g

AXSHE (W@ ZHAERNEEEEDT) IEREWR, AIERZEKERIGER
MMM RO S, T EER DRSS IRTracer-100 EEERRE RETMIH ATR
W mPERAERRIRR, EEXAEE. WNERER=MUmPRIZBRGENINERD
1% PE, BE1E 1%-5%FZE. IIMNEENEE ATR, EERELR, oI A EHREERENEER.
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1.25 LCMSMS/GCMS JIFESEREVIRIZam P 55 7
REG%ER

B AXE TNESEYIRBWIZEIZ R+ 55 FRAKRBIG L, SE=EIMRITRR
EXFR{ LCMS-8045 31T 20 fuksk, SREXFIY GCMS-QP2020 NX 5 35 fisk, @il
M AEIMRERMIESEE R TIMREIMERNER, HEIWERE 70.5%-122%2(8); A
A ERERERNTI, e ERNNEERPTIKEERE. HENERBERENE

MERTTTIEE R SERER,

K ROKE Whm =SPURATRENY SERERRIY

MEEHEEXIFIRMIVERTITRS,
SR IR Ml B AR
Bk, LUEYREWEEE DR S

PR, KRR EBWEIRRIRIL, 1F
FXERESE; THReMEREE. HINERRTH
LRI AR E SRRER. B FR .
SRR EEMSRENSEBREENRRE
18, RETAFHY T BIEREWT. KREXA
EFIFRES. Eit, EYHERYINATR
e T AR A PARE S,

FRBIERAD A= BZEEDIER
e =2 NI L=E Y A=l S I IVAVAVAR
SIKERF, ZTELERABRREGTRN
TIEFRBRMERES, AIECH. IKEHIF, Zid
TK, TREAA BT PRI SRR 7K IR TR ER
MR, ARIKECHIZE ., XEIMRHAFAIRES
SREY—ER NSHAEMIIRIL 2RISR ZIEY

—. EVMIEE SR, K4HEE

= 1. HawER

ISR, SWAKRERBE, Eit,
7 (ISR ZERATEE) (201555hR) BB
e T, ZIEFEREGH. IKERRISEARZIE
PR EE S .

ERZ4i1F[2010]339 304 (<TFED
R PR SEF RN R S XS ERINEE
TG TERERE AN YR ER I ERC S P B EYD
KRERR, SSFNEVMIN TEEZEER
HIEYIIEAL, N AR RE S B R AT BB RIS
Wt SIFRRIRANIN, R —S =BT
REYISERRR, MER, tBRIREARRERE
RAGTEENIER.

BEFLU IR, ASEERERER
B (BEYHEBWIE LGRS SSMEEARE
REERNE) FHENLCMSMS EF]
GCMSi%, RASELCMS-8045F1GCMS-
QP2020 NXEZNES BRI LS
HRSSHRAIRBIIDIT AL, HIBXARS
*x,

. TR, ZetETE

SMEE 1R

o - .
=S wan R CAS No. o/ (ug/L)
1 FREER Carbaryl 63-25-2 2~100 0.31
2 ZHER Carbendazim 10605-21-7 2~100 0.23
3 T Di-allate 2306-16-4 2~100 0.19
4 R ED Dinoterb 1420-07-1 2~50 0.38
5 Bl Diuron 330-54-1 2~100 0.78
6 NI Epoxiconazole 106325-08-0 2~100 0.05
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7
8
9
10
11
12
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
50

BESES
BItEARER
AR ER
KRS
=31l
BTWETR
NI
REE
A%
R
KR
g
+=13mk
B
NZEX
ZRRE
alpha-73757%
LA

beta-75757%

gamma-73757%

HRBRE AR
B
BES
delta-73757%
2Nz
FREERZ
t&
XECFH|
St

=SRBER DR

FLECH!
e REtH
ZEF|
-1
o,p'-DDE
alpha-f&f3
IKEGH!
p.p'-DDE
o,p'-DDD
= ]E
FEEW
FIKECH!
beta-#&fF
p.p'-DDD

Fenpropimorph
Fluazifop-p-buty
Flumioxazin
loxynil
Iprodione
Isoxaflutole
Kresoxim-methyl
Molinate
Monocrotophos
Propargite
Propazine
Simazine
Tridemorph
Linuron
para-Dichlorobenzene
Diphenylamine
ao-BHC
Hexachlorobenzene
B-BHC

y-BHC
Propyzamide
Phosphamidon
Chlorothalonil
8-BHC

&6-BHC

Alachlor
Heptachlor
Aldrin

Fenthion
Dicofol(kelthane)
Isodrin
Heptachloroepoxide
Chlozolinate
Chlordane
o,p'-DDE
a-Endosulfan
Dieldrin
pp'-DDE
o,p'-DDD
Myclobutanid
Flusilazole
Endrin
B-Endosulfan
p.p'-DDD

128

67306-03-0
72941-46-6
103361-09-7
1689-83-4
36734-19-7
141112-29-0
143390-89-0
2212-67-1
2157-98-4
2312-35-8
139-40-2
122-34-9
24602-86-6
330-55-2
106-46-7
122-39-4
319-84-6
118-74-1
319-85-7
58-89-9
23950-58-5
13171-21-6
1897-45-6
319-86-8
50471-44-8
15972-60-8
76-44-8
309-00-2
55-38-9
115-32-2
72-20-8
1024-57-3
84332-86-5
57-74-9
3424-82-6
959-98-8
60-57-1
72-55-9
53-19-0
88671-89-0
85509-19-9
72-20-8
33213-65-9
72-54-8

2~100
0.2~10
20~1000
2~100
2~100
2~100
2~100
2~100
2~100
20~1000
2~100
2~100
2~100
2~100
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500
20~500

0.09
0.04
4.78
0.02
0.14
0.21
0.04
0.10
0.08
5.05
0.01
0.13
0.36
0.02
0.3
2.7
35
0.3
1.7
2.6
33
4.5
3.1
47
6.0
2.3
3.7
6.0
2.5
3.0
5.9
1.3
2.7
6.2
3.8
6.2
55
7.0
1.0
4.0
0.8
4.5
6.3
2.4



51 o,p'-DDT o,p'-DDT 789-02-6 20~500 6.1

52 A REsES Endosulfan sulfate 1031-07-8 20~500 2.5

53 p.p'-DDT pp'-DDT 50-29-3 20~500 49

54 HET Captafol 2425-6-1 20~500 3.1

55 SREALERS Fenarimol 60168-88-9 20~500 4.3
—. ZIERS

S5 TRNTENTE: LCMS-80451720F 45, GCMS-QP2020 NX4473 5504
. BN AT,
1. LCMS-8045%9#r20Fh5%

1.1 (&8
ARSCIafER LCMS-8045 =EPURITRIREXAR ST, BIAECE Y LC-30AD HikiR, DGU-
20As TEELRRSHL, SIL-30AC BEhBHHESS, CTO-20AC 184, CBM-20A RFtixks, LCMS-
8045 =EPUHRATRRIE(Y, LabSolutions Ver. 5.97 & T {Fik,
1.2 SR
USRS R
B & # : Shim-pack GISTC18 2.1 mm I.D.x 100 mm L., 2 um
: Shim-pack GIST C18 2.1 mm I.D.x 50 mm L., 2 ym (i&E=ZE

E R

R B s moas )

S w48 A 01%EEKER: BAE-ZE
Ay

® : 0.3 mL/min

= i3 45°C

R 2ul

B 7o X BER, BEMIAIRENS%, MIERRFIR2,
*® 2. BEIRIETERER

¢
-

Time(min) Module Command Value

0.50 ® B.Conc 5
6.50 R B.Conc 100
8.00 R B.Conc 100
8.10 £ B.Conc 5
11.00 =HlEs Stop

a4

BFHEL  ESI (+/-) EXSHE : 3.0L/min

M#IH/SFE : 10.0 L/min FigSFE : 10.0 L/min

EOERE : 300C INFFERIRIRE  : 400°C

DL & E : 250°C i 'E S &S

MRM &% : 33 B £ L +2



% 3. MRM 2%

No. R EFR BAEF FHIESF  QiPre Bias(V)  CE(V) QsPre Bias(V)

* - - -

1 _— 20210 145.15 15 11 14
127.10 -15 27 11
. 160.10* 14 18 -15

2 3 192.05
PER 132.10 14 29 23
86.00* -11.0 16 29

3 25 270.00
T 128.10 10 13 11
207.10* 27 25 14

4 =T 239.10
R 176.10 27 39 18
72.10* 17 22 12

5 =] 233.00
arElE 46.10 17 17 17
121.05* 4B 22 11

6 e 330.00
B 101.00 ® 49 17
147.10* 12 28 13
7 T EIEH 304.20 177.05 12 54 10
98.05 12 .30 16

Y= * - - -

8 rEtER 384.10 282.10 15 20 12
=3 328.10 15 18 21
| =4 * - - -

9 ARaEE 35510 299.00 11 26 28

s 327.20 13 16 22
126.90* 19 14 13
10 B 369.80
G 215.00 18 33 21
245.00* 13 16 14
11 S 330.00
I 288.00 -13 -14 -18
=X = * - - -

i SR .00 251.05 11 17 16

i 220.00 26 41 -23
222.00* 12 -16 22

13 T 314.15
T 267.05 12 9 17
126.15* 10 13 23
14 REE 188.30 55.20 10 25 -20
98.05 10 18 16
126.90* 16 -15 11

15 2O 224.00
g 193.00 15 9 18
231.20* 14 11 -23
16 SRS 368.15 175.15 14 17 230
57.15 14 23 22
146.05* 16 23 26

17 T 230.05
RE 188.05 17 17 18
104.00* 11 -26 17

18 103 202.05
FEd 96.15 14 23 -15

* - - -

19 —m 508,25 130.20 11 27 12
98.05 12 230 16
182.10* 10 16 17

20 I 249.00
el 160.00 -10 17 -15
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EEET

Purmp - =

Auto Sampler

1. REGRERERS S~ EE
1.3 HmAIE

1.3.1 HRElE

R 1 g (FBHEIET 10 mL BZEHEOES, A 10 mL 255, #EAIER 10
min, 0N 1g SR, JREE 1 min f5; BEZE=E, LL6000 r/min BE{ 10 min, BEER
BT 10 mLBUE, HEHEER 10 mL ZIEESFEN—RE, BIRBAR—BLE, £ 40°C
+2°CKBRET, ARSIREEIET. & GPCRARUE, AZHE: X=3: 2093& (V/V)
BRESE 1mL;, 2A. 2R (SEYRBWISUIZmT 55 MERRGKEENNE) Efx
ERE AR,
1.3.2 BREIEHZEHERRIEISE

EERWIOKEAR, &Y 2.1 HmpitiBEflg s aFmaER, IL=EEAERIS
#, ECHARIMRERIRIEMZER, REDBIZA 2. 5 0 10, 20, 50F1 100 pg/L (LAFRZEEL
it) . FAFEERIACHZE.

1.4 ER5iHie
1.4.1 GigE

(x1,000,000
1.5+
«,3&
149 [
#
14
139 =
1.2 % = \
S g £ i
114 X fu # it |
P S-S [l
Kl " ) + & |
1.04 LI [
N 3 2K w [y
0.9 f NE B = 4B &
A NS E BaEs
0.8] AR 3 I & ®
VAR NWAl S x| & i
074 J & | - Bl ¥ E
J — g ~ 2
06] JﬁN g
— i :
[
04 <
03]
0.2
0.14
004

TSR e B B B e e e B L L ey B e SN B
3.25 3.50 3.75 4.00 4.25 4.50 4.75 5.00 5.25 5.50 5.75 6.00 6.25 6.50 6.75 7.00 7.25 7.50 7.75

E2. 20 pg/L 20MRLEFIRRRIGIEE (HPRIEAER2 ug/L, AREERMRER200 pg/L)

1.4.2 tFfEig
% 1.2 DEENE, LUREMERR, IEEFR MR, RAIMREE I ERICERE
Hhge, HEXEEZUE 0.9986~0.9999 /8, FZRERMIEIEERET 91.0%~1124%2/8), %
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MEFEXMERYF. 20 FE SRS HIR (ASTM, S/N=3) 7£0.02-4.78 pg/L [8; ZiHE=E
Bl 0.2-20 po/L, HENVEMENZM(EA 0.5-50 pg/L IEEK,; HEMARE. BXREK

{NESHEHRIIE 4.
2 4. 20 R ERIREISSH (IE 1/0)

_ R e SWSEE IBRRE W R
S Han ks (ug/L) r (%) (ug/L)
1 =2E2355 Y = (9430.74)X + 2281.32 2~100 0.9997 98.3~103.1 0.31
2 ZER Y = (82203.5)X + 19268.1 2~100 0.9999 98.8~101.7 0.23
3 T Y = (3184.73)X + 578.742 2~100 0.9999 98.1~103.0 0.19
4 YERED Y = (53685.4)X + 23983.2 2~50 0.9991 91.0~105.7 0.38
5 EEpE Y = (10469.0)X + 2548.38 2~100 0.9998 92.8~108.7 0.78
6 NI Y = (50863.3)X + 14351.3 2~100 0.9999 97.6~102.5 0.05
7 T ARG Y = (15916.0)X - 1446.39 2~100 0.9999 94.0~105.0 0.09
8 BitaRkER Y = (27671.4)X + (71.7124) 0.2~10 0.9988 929~1124 0.04
9 ARG Y = (142.567)X + 610.784 20~1000 0.9997 96.3~103.4 4.78
10 TS Y = (6597.41)X + 3987.43 2~100 0.9986 92.5~109.0 0.02
1 SEIR Y = (7707.71)X + 2711.97 2~100 0.9996 94.1~107.9 0.14
12 BEMETR Y =(6111.10)X - 848.148 2~100 0.9999 95.5~104.2 0.21
13 DIz Y = (7248.16)X + 1383.89 2~100 0.9998 96.3~102.6 0.04
14 REEL Y = (19328.0)X + 4817.47 2~100 0.9999 92.8~104.1 0.10
15 Ak Y = (14825.2)X + 1566.09 2~100 0.9998 98.3~102.3 0.08
16 SRS Y = (79.2995)X + 375.464 20~1000 0.9995 94.7~107.0 5.05
17 FNKGER Y = (92200.7)X + 9765.63 2~100 0.9999 97.9~102.2 0.01
18 i Y = (6982.03)X - 421.520 2~100 0.9999 98.2~102.0 0.13
19 +=13mk Y = (19582.8)X - 757.392 2~100 0.9999 98.8~100.8 0.36
20 F&pE Y = (4737.01)X - 500.472 2~100 0.9993 949~111.4 0.02

1.4.3 BE

AEAEREHAERERNRENERRIORERE, SMNRETTUE 6 R, HFR(NEEHY
BERE. &5 ERER, 20 MRIGKEESIKE FIREBIEMIEmRAE T NERED BT
0.02%~0.11%%0 0.46%~9.09% [&].
% 5. (RERNEFIEEREEMER (n=6)

ma AR 5pug/L (RSD%) | 20 pg/L (RSD%) 100 pg/L (RSD%)

R.T. Area R.T. Area R.T. Area
1 BZER 0.05 3.26 0.03 2.18 0.05 1.44
2 ZHER 0.07 1.38 0.08 1.34 0.06 0.96
3 TE 0.04 5.60 0.03 2.80 0.04 0.93
4 15 RED 0.03 2.46 0.03 0.99 0.04 1.10
5 EEE 0.04 3.53 0.03 1.84 0.05 0.72
6 EEZN 2 0.03 2.34 0.03 0.86 0.05 0.92
7 TS 0.05 3.24 0.04 0.78 0.06 0.72
8 BltEARER* 0.03 4.63 0.03 2.66 0.04 0.88
9 ()55 0 0.07 9.09 0.04 5.74 0.06 2.78
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4.5+

4.0+

3.5

3.04

2.5+

2.04

1.5+

1.0

0.5+

0.04

10
11

12
13
14
15
16
17
18
19
20

BERAS
FER
SRR
T AEE
KREH
ARk
IR
K=
i
=050k
T

0.02 4.26
0.04 6.10
0.05 3.34
0.03 2.82
0.04 4.55
0.06 1.54
0.03 7.04
0.03 1.58
0.03 2.36
0.11 3.87
0.04 6.94

0.03 1.16
0.04 1.74
0.03 2.10
0.03 1.71
0.03 1.93
0.06 1.31
0.05 6.58
0.03 1.34
0.03 2.02
0.05 1.48
0.03 2.00

0.05
0.04
0.05
0.04
0.05
0.06
0.04
0.05
0.05
0.07
0.05

1.56
2.61
1.66
1.36
1.16
0.84
3.49
1.38
0.47
0.46
1.82

SREESSEI 05 pg/L, 2 ug/L, 10ug/L, *SREESBIA 50 ug/L, 200 pg/L, 1000 pg/L

1.4.4 ERHFEE

RIS DK RS
B=1 ;RJ%J@E’\J%JEJJM/T\H (EW)&FEKSF’R%?E@
ERETHFEIIMRREIRER (WE6) . ERER, FRERINRKENREIEEEE70.5%-
122.25%2 /8], 1EXItNERZETE0.06 %-7.29%,

1,000,000

, PBIFINROFRRISIRER R,

BREFTIN;

S%2. 10, HIEHE. .
; 20FARESTRERTE

Mz

AN e B
3.75 4.00 4.25 4.50

L BBy B B e B B
4.75 5.00 5.25 5.50 5.75

B U B By B B e
6.00 6.25 6.50 6.75

(S UL e
7.00 7.25

3. 0.05 pg/g #mITFEERY MRM &iEE (I ID SE%* 6)

7 6. 20 FRKFRATIIAREIER (n=3)

I B0#% 0.005(mg/kg) | B4R 0.02(mg/kg) | AR 0.05(mg/kg)
WEYEIR
= E=% RSD% | EMgE% RSD% | [EMgE% RSD%
1 RZE 97.94 3.05 106.60 2.01 101.74 2.95
2 ZHER 102.77 1.44 107.19 1.30 95.64 0.25
3 TEE 72.40 7.52 71.86 5.12 70.50 1.14
4 R 110.92 142 115.22 0.96 97.66 0.06
5 R 101.67 2.02 110.55 3.87 99.53 1.72
6 EENI 104.64 1.43 109.60 0.85 101.49 0.13
7 T AEID 95.21 2.25 95.37 0.66 86.76 0.60
8 BitERER> 107.47 7.05 106.78 2.68 88.97 1.71
9 AR R 115.14 5.54 122.25 4.49 107.70 0.87
10 PN 111.20 3.41 116.12 3.04 96.67 1.32
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11 SEiR 104.23 2.65 113.32 5.20 101.19 2.70
12 FELERR 108.17 5.25 108.93 2.51 104.05 0.62
13 TARE 102.27 5.75 103.89 3.06 94.68 0.40
14 REH 75.84 7.29 79.61 5.16 73.36 2.78
15 i 104.21 2.39 107.27 1.52 99.73 0.55
16 SRR 83.40 2.85 88.66 4.81 85.78 4.57
17 FHKGE 104.62 2.78 106.84 1.88 96.74 1.55
18 FaiiE 102.19 1.46 106.70 3.29 92.90 1.07
19 =50 87.89 3.51 89.68 4.19 75.26 417
20 FBkE 110.66 6.44 107.98 5.12 100.55 1.23

MRS 87 0.0005 mg/kg, 0.002 mg/kg, 0.005 mg/kg,**IMkRs> 87 0.05 mg/kg, 0.2mg/kg, 0.5
mg/kg
1.4.5 SEfFEEmillizt
&% 2.1 gidtiE, DiTE@ERIX. IikiEm, R,

(x10,000)

7.0+
6.0+
4.0
3.0+

2.0

1.0+

0.0 ” o~ |

L e e e e e e e e B
35 4.0 4.5

5.0 55 6.0 6.5 7.0 75 min

4, HAOKEER MRM i

(x10,000)
0

6.0+

5.0+

4.0

3.0+

2.0

T e LT S e B B B B o e B Sy
35 4.0 4.5 5.0 55 6.0

5. FLHEES MRM it
1.4.6 ZRFREBER

BiIEERIE (RER-1) WRMHEESIGY,; YLHERZERME (KE) $F35IA
1. BB SREAREM—ERES, ERmiEFHEEES T EAYRERE
HEIRZE 6.1 min LS (A& 6) ; MMIRFRPEEE (RT=5.75 min, W& 7) 27, B
ETEREI T,
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FREIRFE

B m g s ow om
CTR I U P I T
[oR g

ol 4 o 0 Av‘ﬁ\ﬂvMA MJL\ IL“‘\

l6 E 1 HT,HEMEEF'HH:}E&E@ MRM @,Pél (El ?LJJI aE: ﬁLJJfI)

(x100,000
Wﬁﬁ@é 233.0000>72.1000(+) CE: -22.0
1. 00*4 5-EEE[Z 233.0000>46.1000(+) CE: -17.0

5.749

0.75+

ERnREERE

0.50+

0.25| \

RANEPEERE

0.00- J Lj:\_“_.
——— T T T T T
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min

7. 731 20 pg/L EFRERRTEHERE MRM BiEE (BIERE)

5 &g

A {55 B = EE PR TR R PR LCMS-8045 8 v M e S BN R B AL L B Pk ES
REBIIAHTE, %A PRARRIVAL, HAMEXRETE0.9986~0.9999 8, &R
EANEREERETET1.0%~1124% 218, SHEXIERIF, 20ME SRS RATBE R
0.2-20 pug/L, FEIREERILMERO.5-50 ng/LINER, FEMERT, 20MLAYIIR
B R RN ERRR AR R ZE S BIFE0.02% ~0.11%7F00.46% ~9.09% 2 [8], {XESEHER
#%. 390.005, 0.02, 0.05 mg/kg (AFRZERIIT) =ANREE BRI, EEKESEEAE70.5%-
122%2 18, {ERSHREERETED.06 %-7.29%, {XBERBEHEIR AT IHIGHIR (0.0005-
0.05mg/kg) FIEER (0.001-0.1 mg/kg) HIEEK,

2. GCMS-QP2020 NX4>#r35f 7%

2.1 {8

SESFREAN GCMS-QP2020 NX

2.2 BirFEM

BiE+E: SH-Rxi-5Sil MS, 30 mx0.25 FEEEHAR: &EE, 51.9 cm/sec
mmx0.25 ym BEFREE: 230°C

FEEfER: 70°C(2 min) 25°C/min_150°C_ EOIRE: 280°C
3°C/min_200°C_8°C/min_280°C(10 min) HOMISSERE: JBIEE+0.2 kV
HEERE: 260°C FeEtE: SIM, S5E 1

BRI AR
WEE: 1L

135



2.3 Hmaitig

TR gifm, BT50 mLAEEOEH et/ ZREERBHAESZ10 mL

A 4

i IIA10 mLZBE v 0.45umiERid g
FHERIERAT min, BEIRSEEEA 10 min RRSEEIERM
! IS gSLHH o DT
BIET min, 88, LERENFTREEROET ESRESET mL
i REESIRN IR ]

BHFERLER GCMSHlE
LT
2.4 ZER5iHiE

2.4.1 fREEREIEE
3SMARGRIR AR BIEEE i, SAD HIERERSIMSENERT.

(x1, 000, 000)

-011C (1.00)
ﬁ.o—f
4.0—2 — g‘ &
3.0—5
] g}% 8w
2.0 4 3
10]
i L
0.0 " [ T T T T
50 7.5  10.0 25.0  21.5  30.0
E8. 35MRIGEEINRBIEE
& 7. 35 K ADREBRIBNEEEFERE
No. HEMETR fREBRSE] (min) EEET (m/2) EMET (m/z)
1 W—EXK 3.846 146 148, 150
2 TR 10.522 168 167, 170
3 alpha-737%7% 11.920 183 181, 219
4 e 7\EA 12.003 284 286, 282
5 beta-75737% 12.947 219 217, 181
6 gamma-73737 13.287 217 181, 219
7 oS A 13.825 254 256, 257
8 Blehz-1 13.990 127 138, 264
9 BES 13.984 266 268, 264
10 delta-737<7% 14.560 219 181, 217
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11
12
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37

B%-2
NEEIZR
AR
ts
SCEGH!
fEtmis
=R )
S EGH]
e RgtH
SR
SF-1
o,p'-DDE
alpha-#7if3
-2
IKEGH!
p.p'-DDE
o,p'-DDD
FREI
EhEW
FKEGH!
beta-fif3
p.p'-DDD
o,p'-DDT
TR FHmER TS
p.p'-DDT
&
SRIENERS

15.826
16.342
16.515
16.639
18.411
18.815
19.253
19.898
20.532
20.949
21.828
22.163
22.454
22.502
23.721
23.757
23.983
24.034
24.159
24.538
24.997
25.394
25.441
26.392
26.678
27.378
29.920

264 138, 193
285 287, 212
269 237, 224
272 274, 276
265 291, 298
278 280, 279
139 250, 252
193 263, 265
353 351, 355
331 259, 188
373 377, 375
246 318, 316
339 241, 265
373 377, 375
277 380, 279
246 318, 316
235 237, 165
179 206, 288
233 206, 234
263 245, 279
241 265, 339
235 237, 199
235 237, 199
272 229, 239
235 237, 165
150 151, 80
139 219, 251

2.4.2 fRfEHZ

Bt aEREHAARESNERR, RESHI79 20, 50, 100, 250, 500 ug/L, BEX1
ML e, DUKRESRENEMR, IBEFRIMASR, SIWFRERS. SR RAIREMSINE 9 Fim,

BEDTREMZL I HER RN 8.

Area

8.000e5 |
6.000e5 -
4.000e5 -
2.000e5 -

0.000e0 -

=%
Hy=1945534x-7574.872
1R2=0.9996804 R =0.9998402

Curve Fit: Default (Linear)

-| Weighting: Default (None)
-| Zero: Default (Not Forced)

—
0 200

—
400
Conc. (ug/mL)

Area
1.750e6 3
1500e6
12506
1.000e6 3
7.500€5 3
5.000e5

2.500e5 -

— o

y_= 3580.242x -6918.802

-|R?=10.9997109 R=0.9998554

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

0.000e0
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200 400
Conc. (ug/mL)




Area
1.000e6 -

8.000e5 -
6.000e5 -]

4.000e5

2.000e5

o

=

S

S

@

=}
1

o

>
=
(0]
Q

3.000e5

2.500e5

2.000e5

1.500e5

1.000e5

5.000e4

0.000e0 -

o

Area

1.000e6 -

8.000e5

6.000e5

4.000e5

2.000e5

|y =1978.005x-11673.58

| Weighting: Default (None)
-| Zero: Default (Not Forced)

eRER

R2=10.9996493 R=0.9998246

Curve Fit: Default (Linear)

1
400
Conc. (ug/mL)

ta
y =674.1020x - 2769.161
R?=0.9995916 R=0.9997958

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

1
400
Conc. (ug/mL)

p.p'-DDE
y =2115.365x - 5833.120
R2=0.9997926 R=0.9998963

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

0.000e0

Area

8.000e5

6.000e5

4.000e5

2.000e5

0.000e0

o
N
o -
o

1
400
Conc. (ug/mL)

Yl p.p'-DDT

y =1773.005x + 2591.215
R?=0.9999560 R=0.9999780

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

o

1
400
Conc. (ug/mL)

>
=
[0}
[Y)

2.500e5

2.000e5

1.500e5

1.000e5

5.000e4

o
o
S
S
1]
=}

RABRES
y = 545.9683x - 5555.575
R2=0.9994957 R=0.9997478

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

———
400
Conc. (ug/mL)

o
N
o
o

Area

4.000e5 - expm 5

3.000e5 "| Weighting: Default (None)

1y =785.2438x-1855.652

| R2=0.9989418 R =0.9994708

Curve Fit: Default (Linear)

| Zero: Default (Not Forced)

2.000e5 -
100065 -
00000\ #
0 200 400
Conc. (ug/mL)
Area
1t
1y = 4496.802x - 19105.00
2.000e6 -|R?=0.9997838 R=0.9998919
J curve Fit: Default (Linear)
| Weighting: Default (None)
1.500e6 | Zero: Default (Not Forced)
1.000e6 -
5.000e5 -
0.000e0 L& — —

—
400
Conc. (ug/mL)

o
N
o -
o

9. BRDRESTRERL,
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Q 146.00 (+) 257e4 Q168.00 (+) 3.26e4 Q284.00 (+) 1.29¢e4

R160.91% (96.62) {R150.83% (100.55) 1.5e4 4R 1 80.62% (100.26)
2.564—: N ’ 4
] 3.0e4 ] ]
2.0e4 - 3 1.0e4
15e4 - 20e4 ] ]
10e4 - . 5.0e3 -
] 10e4 ] ]
5.0e3 3 ] ]
-|""|""|"' "'I""i"'l""Ovoeo_-"l""l""l"'
36 38 40 1025 1050 10.75 1175 1200 12.25
RT RT RT
PO S KR LA
Q 254.05 (+) 3193 Q27200 (+) 564e3 Q35300 (+) 413e3
{R137.47% (51.53) 6.0e3 JR186:66% (94.25) {R1 52.62% (102.01)
3063 - ] 4063
: 4.0e3- 3.0e3 ]
2.0e3 ] 2
: : 20e3-
] 20e3 - o ]
1083 - 10e3 ]
L e I B | I B B I B B B
1350 1375 14.00 1625 1650 1675 17.00 204 206
RT RT RT
RRERE RS +t& e RELH
Q 246.00 (+) 146e4  Q233.00 (+) 304e4 Q23500 (+) 9.76e4
{R16022% (91.35) {R1 50.97% (164.66) 4.0e41R1 67.21% (105.69)
1.5e4 3.0e4 i
: ] 3.0e4-
1.0e4 - 20e4 ]
] 1 20e4 -
5.0e3 - 1.0e4 ] :
-\ e e 1.0e4 -
D O R B T R B L
2350 2375 2400 2375 2400 2425 2450 264 266 268
RT RT RT
p,p'-DDE FREm p.p'-DDT

10. BORARESIEE (RE 20 pg/L)
%= 8. WEGFEDTREMEAERFE(). 1HR(LOD). IEEFR RSD (n=5)

No.  HAWSEH RS Jol o EERRD
1 =S 0.9997 03 1.9
2 TFE 0.9999 2.7 2.4
3 alpha-73757% 0.9998 35 3.1
4 e A"EXE 0.9998 03 15
5 beta-75757% 0.9999 17 2.0
6 gamma-73737 0.9998 2.6 4.0
7 RARERERZ 0.9997 33 3.0
8 Bpg-1 0.9967 45 17
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11 Bh%-2

9 EE 0.9984 3.1 49
10 delta-75757% 0.9998 47 2.9
12 CIEEIZR 0.9999 6.0 1.5
13 &g 0.9999 23 35
14 t& 0.9998 3.7 25
15 X 0.9999 6.0 2.7
16 fEhms 0.9997 25 5.0
17 =SRIAEES R 0.9999 3.0 4.1
18 FEF 0.9999 5.9 42
19 e RE Lt 0.9995 13 1.7
20 Z &R 0.9983 2.7 3.8
21 S55-1

o -2 0.9999 6.2 1.2
22 o,p'-DDE 0.9998 3.8 0.7
23 alpha-f/t 0.9999 6.2 2.7
25 IKEGHY 0.9999 55 42
26 p,p'-DDE 0.9999 7.0 1.6
27 o,p'-DDD 0.9999 1.0 2.6
28 M 0.9998 4.0 2.7
29 SUREM 0.9999 0.8 34
30 FIKEEH! 0.9999 45 4.6
31 beta-Fif} 0.9999 6.3 43
32 p,p'-DDD 0.9998 24 38
33 o,p'-DDT 0.9999 6.1 0.7
34 R EE 0.9996 25 1.8
35 p,p'-DDT 0.9999 49 3.1
36 HES 0.9969 3.1 1.9
37 SRR 0.9998 43 13

2.4.3 EHHRKRESE

RIEERINR0 po/LRGRERRIVELE, HESKAESHSFEHR EEETE) |
BERINR20 uo/LEETNERRIELR X, FRURNESN, SESRHRRESHERR
=8,
2.4.4 DNtRMEMTSEIS

ATERD MR, ERFIOERPRINEENRGREINESR, FIHKENS0 mg/kg, &
EARRRMELBRHITAIE, B pLEeE, FRITEANEER, FRllEER R RINEIKEERNZRIFT

TN
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(xL, 000, 000)

L 75—5
1.50]
125
1. 004
0. 75—f
0. 50—3

0. 25-]

0. 00 ==

T
17.5

B11. IiRE R EEE
9. InkRELE
e AR T=EE SCHE N Bl

(mg/kg) (mg/kg) (mg/kg) (%)
1 pO S N.D 42.043 50 84.1
2 TER N.D 42.536 50 85.1
3 alpha-7x757% N.D 38.093 50 76.2
4 e NEE N.D 37.793 50 75.6
5 beta-7x7\7% N.D 46.881 50 93.8
6 gamma-73737 N.D 41.288 50 82.6
7 JRARBR BB N.D 45.538 50 91.1
8 w1 N.D 49.519 50 99.0
11 o)
9 HEE N.D 46.585 50 93.2
10 delta-7<757% N.D 44.375 50 88.8
12 ZEEIR N.D 40.580 50 81.2
13 LR N.D 42.985 50 86.0
14 +5 N.D 43.405 50 86.8
15 I N.D 41.414 50 82.8
16 fHms N.D 44.046 50 88.1
17 SEREEESRY N.D 43.803 50 87.6
18 SEFH N.D 41.306 50 82.6
19 e INELS N.D 42.591 50 85.2
20 ZEF N.D 49.462 50 98.9
21 8731 N.D 46.150 50 923
24 53-2
22 o,p'-DDE N.D 41.219 50 82.4
23 alpha-Gif3 N.D 45.449 50 90.9
25 IKECRI N.D 45.600 50 91.2
26 p.p'-DDE N.D 40.865 50 81.7
27 0,p'-DDD N.D 47.264 50 94.5
28 S N.D 45.547 50 91.1
29 SR N.D 44.895 50 89.8
30 EIKEEHI N.D 41.417 50 82.8
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31 beta-#3

32 p.p'-DDD
33 o,p'-DDT
34 B EE
35 p,p'-DDT
36 &
37 SRIEIEES

N.D
N.D
N.D
N.D
N.D

512.600

N.D

44.843
45.960
42.551
48.899
36.877
551.938
43.458

50
50
50
50
50
50
50

89.7
91.9
85.1
97.8
73.8
78.8
86.9

iE: N.D RFRFHGH

2.5 g

A RASE GCMS-QP2020 NX SURBLFHY, ST T bl 35 FREtFRzGHOIETS A,
SSEEUFRAITE 20~500 po/L SRESEEIR, BESBOEMAEIRIT, SHABXREUIHE 0.996 1L
b, FEEERE 73.8 ~ 99.0% 28], IREEH 20 pg/L EUEERIFRAEIESE 5 RUHE, TERTHRER

EINT 5.0%, BEERYF. A7ERARKSECENFRE T, TERERERNTI,

RETSIHERRRTIE M m -PAYIRZ TR R,
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1.26 LCMSMS ZEIZmT 9 MEABEEEER

i B: A FIRSE LCMS-8045 =EMURATREREXF(GES T izm+ 9 MBERABTERANER
SENNESGE. 23RN ERRFRINRE T 7NN, BINEREEERNER, ERER
1ZJ351E 10~250 ng/mL iRESEEINEZiNERLZ, SHEXREHIILT 0.999, LMRYF, B%
EEEERDRYERRERE RSD 577 0.04%~0.44%, IEEFR RSD S701E 0.92%~4.10%; EARH
RERIRE SR INAREISER D FRTE 70.21%~108.89%2(8); 9 MESEEMAZYR REENL LOD 7£
0.01~0.14 ng/mL (0.04~0.56 ng/g) , LOQ 7E 0.03~0.42 ng/mL (0.12~1.68 ng/g) , BRI
BRRYERY,; ZAhEoTEER, RYES, HEHREFERTWRET 9 MERTERINER
JRENE, BalAEXMNARSITEIRESE,

KigiR: —EIIRTRAESIEREKAN R IHERTERENER

BERINERMWEAR. [UFFE. Uk
RS YIS R T RAHA TS ARIREZ
¥), BEENEAEXRAER. BriFECKLE
RN EIRT, HBEHEERE.
HE (hmBERAIEE) (2015 FhR) B3
RIS AL mEE RN . AL,
BXER FREERBEMImBR T ETIE
YRR ITE FTBRE. RER AT INRT
EMAEREY), KEMERARTESERSK. HEm
AMFEZER, MNERANEENSEERE
AYIEIRESE IR, IEIBEEERM, &
PSR ERSE. (BER— LM RNER
FKINEREERRIEFFE, AAEEN
BERZE, EUIRRPEERINXLZY), KE
ERAXEN SRR EEENS ORRIE
BEXIRE.

LtERY, FeE R R E IR E

1. SCIEERS
1.1 ((EBFERE

FRiNERES: (WiRmZeRARTE) (2015
Fhiv) 2.1 MBS 9 FED. 2.2 HEREHE
RE 7 MAD. 23 KEPESE 10 FAEDE,
ATIERHHEENERTE, 2019F6 8 4
H, HExRm7EEEELBITEERNEL
EERRASHERAR TWEEF 9 HEERE
MERENGE, FHIE T RASKRIEEE
-BERIE AR+ O MERSERENE
ZHZERHTUE.

A RAEE LCMS-8045 =FHUIRFIF&R
EEERZKRN, SRERTHEEEERSS
MFEERINENEEZRASERARAIIL
RPAEFANS 9 MERTSERENEZNN
E RESIE-BERELE) B TR F 9
MEAESESRFNERSENENGE. 1ZHE
PR, . RBES, JLUBTHENILSEF
BERFNARYINHETERNE.

AL (FEASEEERIRERIE LC-30A S=EMRAFRIE(Y LCMS-8045 BXFRSE, BEAES
B9 LC-30ADx2 #iRERE, SIL-30AC Bznidtifss, CTO-20AC tHEfE, CBM-20A R&uzHeE,
LCMS-8045 =EPUtkiFiERiL{Y, LabSolutions Ver. 5.97 &1 T {Euk,

1.2 SFEFG
PGPS



BitE: 32 Shim-pack GIST 100 mm x 2.1 mm I.D.,, 2 um (P/N:227-30001-04)
mantE: AR 0.1%ZEKER; BE: 0.1%ZBRIBER
FE: 0.3 mL/min
HHEEE: 10 pL
R 30°C
el AI: SRABEER, B EWIAIREN 5%, IEERFENE 1,
= 1. BBERIRATEER

Time(min) Module Command Value

3.00 Pumps Pump B Conc. 5
3.10 Pumps Pump B Conc. 50
10.00 Pumps Pump B Conc. 50
10.10 Pumps Pump B Conc. 5
12.00 Controller Stop

PR S

BRI ES| (+)RD3E INPELRERE . 400°C

ES: @53.0L/min EOIRE: 300°C

TS &S10.0 L/min JEERATIA): 30 ms

s F1E=510.0 L/min MRM £%§: #0133

DLBE: 250°C

& 2. I BB RRNERTYA MRM 2458

BEfE AR e Q1 Pre CE Q3 Pre
MR CAS {%EE.j]—.] BIAREF FYIEF

(min) (m/z) (m/z) V) V) V)
N 365.85 114.10* -18 222 222

61336-70-7 214
FISREAH 365.85 34915 18 9 .25

* - - -

N _ AN 163 334.85 160.05 17 12 17
334.85 176.10 17 11 -19
350.00 106.00* 11 221 -19

== 61477-96-1 465
pliah 35000  160.00 14 14 14
517.90 143,10 -26 221 227

VR 113-98-4 4.99
TRIFAA 517.90 160.05 -26 13 -30

* _ _ -

8. 139085 s 351.00 160.00 14 15 27
351.00 114.00 .26 230 -10
401.85 243.00* 220 -13 -26

I 7240-38-2 5.80
UL 401.85 160.05 229 13 17
435.80 277.00* 222 13 230

s 7081-44-9 6.20
SMLTE 435.80 160.05 222 13 229
415.10 199.10* 221 -13 221

%= 7177-50-6 6.39
AT 415.10 171.05 221 .37 -18
469.75 160.05* 17 14 17

% 13412-64-1 7.02
A 46975 310.95 -24 .15 223

*NEEEFIER
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1.3 iSRS

tERERRAVECH . DRIBHRAREGR 1 PHREDTRERL 10 mg = 10 mL FE/RH, JIA 5%
ZIEKBRBRERZEZE, 155 1.0 mg/mL ISTREMESER. DIBEESIVEEERT
10 mLEEMRF, B SHIBKERHTHREES, 15810 po/mLBERETER, BERER
ERERZRRFEREMMRE/ 10, 20, 50, 100, 250 ng/mL BUtRAETIEREZE, 5 LMD,
1.4 HmayibiE

TR R 0.5 g (FBFRE 0.1 mg) , BT 50 mLEOEH, RN 15 mL 25
1REUE, iRNE30s, DENSS), #EAIREN 10 min, FBLA 8000 r/min #EEL) 5 min, IRENLIER
F 50 mL BOES, A5 mL ZBEMNESKRER, ©% 1 min ERALESK, REHIERR
EREBOMRT, SRERIET, 1A 2 mLKS#REE, BYEE 0.22 pm BIRENR, IERIE
A mERER.
2. ER5idie
2.1 9 MitREYIRR MRM &i5E

%R 1.3 EohlAY 50 ng/mLimtERKR, LD, 52 9 MEERFJNERLSYI MRM &
SE, FIE 1.

Q36585511410 (+)  507e5 Q33485516005 (+)  4.86e4 Q35000510600 (+)  1.13¢6
100.00 - . 100.00 - 100.00 -
% FEFR % EBEG % ST
000 e 000 e 000 e
15 20 25 45 50 40 45 50
Q51790514310 (+)  9.20e5 Q35100516000 (+)  830e4 Q40185524300 (+) 5995
100.00 - 100.00 - 100.00 -

%1 VTR %- EBEV % M
000 e o.oo'/,\....,....,..o.oo'..,....,...
45 50 50 55 60 55 60
Q43580527700 (+)  458e5 Q415105199.10 (+)  1.05e5 Q4697516005 (+) 2365

100.00 - 100.00 - 100.00 -
% ST %- =S S
===y === S =———————
60 65 60 65 65 70 75
1. 9 MMEERFENARIES KRN MRM &i%E (50 ng/mL)

2.2 {REERLR I EE
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IR 1.3 Dk ERY AR,

% 3. 9 BB RRNMERIGYRILMERR

NS EHSUEZEIEEEMEERR, I 3.

HEEE XA

HERRE

Fs &=z 5k T
(ng/mL) R (%)
1 PRIEZPEHA Y = (47757.1)X + (32543.7) 10-250 0.9999 97.2~106.9
2 BE&G Y = (2578.95)X + (13199.2) 10-250 0.9990 91.5~107.9
3 I ST Y = (73901.3)X + (257158) 10-250 0.9996 93.9~106.5
4 TS aVEEAEL N Y = (49397.8)X + (282341) 10-250 0.9997 93.4~106.6
5 BERV Y = (5468.04)X + (2360.71) 10-250 0.9999 91.7~110.8
6 ZIEFERR Y = (33781.1)X + (119153) 10-250 0.9997 92.1~110.0
7 SULTERR Y =(31539.4)X + (67731.1) 10-250 0.9995 95.1~104.6
8 ZRPEM Y = (8036.79)X + (-6568.53) 10-250 0.9999 97.9~102.5
9 PUETEI 7Y Y = (18227.4)X + (48273.0) 10-250 0.9998 93.1~108.5
Area Area Area
| R 70e5 | BBHG EETE
1.5e7 -|y=47757.12x+32543.69 {y=2578.955x+13199.24 y =73901.34x + 257158.5
R2=0.9999368 R=0.9999684 6,065 ] R2=0.9976670 R=0.9988328 1.5e7 -|R2=0.9992814 R=0.9996406
1367 Werghting. Default (Nane) I Wetghting, Detaut (Vo) 1367 ] Weighting. efast (ane)
; Zero: Defa;JIt (Not Forced), 5.0e5 ': Zero: Not I;orced = Zero: DefaLJIt (Not Forced
1.0e7 4 4065 E 1.0e7
7.5¢6- 3005 _ 7.5e6
5.0e6 2065 ] 5.0e6
2.5e6 - 1.0e5 - 2.5e6
000 000 000 ——
0 100 200 300 0 100 200 0 100 200
Conc. (ug/L) Conc. (ug/L) Conc. (ug/L)
Area Area Area
| msrE 1406 | BBEY eSS
-|y=49397.82x+282340.9 “4€0 fy-5468.039x +2360.709 4{y=33781.15x+119153.2
1.2e7 <{R?=0.9994235 R=0.9997117 JR2=0.9999214 R=0.9999607 JR?=0.9993711 R=0.9996855
| Curve Fit: Default (Linear) 1.2e6 Curve Fit: Default (Linear) 8.0e6 7| Curve Fit: Default (Linear)
1.0e7 -| Weighting: Default (None) E Weighting: Default (None) .| Weighting: Default (None)
E Zero: Default (Not Forced) 1.0e6 -| Zero: Default (Not Forced) 1 Zero: Default (Not Forced
8.0e6 - 8065 _ 6.0e6 -
6026 ' 6.0e5 - 4.096-5
4.0e6 4.0e5 E ]
b k 2.0e6 -]
2.0e6 E 2.0e5 -
000 00e0®, Ny, -
0 100 200 0 100 200 0 100 200
Conc. (ug/L) Conc. (ug/L) Conc. (ug/L)
Area Area Area
| FESSs | gz
8.0e6 |y = 31539.38x + 67731.11 2.5e6 |y = 8036.788x - 6568.525 5.0e6 - y=18227.41x+48272.97

.|R2=0.9999630 R=0.9999815

Curve Fit: Default (Linear)
Weighting: Default (None)

R?=0.9990447 R =0.9995222

J curve Fit: Default (Linear)
Weighting: Default (None)

Curve Fit: Default (Linear)

4.0e6 "] Weighting: Default (None)

-|R?2=0.9996654 R=0.9998327

6.0e6 7] Zero: Default (Not Forced) .| Zero: Default (Not Forced) 1 Zero: Default (Not Forced)
: 1.5€6 - 3.0e6 1
406 - : ]
1.0e6 2.0e6
20¢6 5.0e5 1066
000 — —— —  — 000 —— ————————— 000
0 100 200 0 100 200 300 0 100 200

Conc. (ug/L) Conc. (ug/L)

B 2. 9 MEBRENERDYIRIR DL
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2.3 EEEER

78UEX 10 ng/mL, 50 ng/mL, 250 ng/mL BRERR, IENREEIERRRIEN, Tl
E 6 XITELRERATIA] (RT) FEEFR (Area) WERY RSD%, ERBZVIAIREERTA (RT) AY
RSD £ 0.04%~0.44%, U£EFR (Area) BY RSD 1£ 0.92%~4.10%, LIERFIREEERELI

=K. BINERFENE 4,

x4 BEEERER (n=6)

RSD %
e WS e
10 ng/mL 50 ng/mL 250 ng/mL

RT 037 0.21 0.44

1 FTELFEM Area 114 0.92 1.59
S N 0% 1 iy
3 SR s T4 " 3
4 T s 201 ras 107
5 EBEV s 010 11 75
% RT 0.07 0.08 0.04

6 AIEFGHR Area 177 1.08 1.85
7 ST i o 125 145
# RT 0.09 0.09 0.06

8 BN Area 1.94 1.36 0.94
5 Wz R Nez a5 172

2.4 HmIREIERER

KA 14 FiElERSREENLR, FReHRERKES, HEEHIEXISETEBRETHE
., HREIEENE 3; mzERTOIBEEINRSINVER, IHRES B 80 ng/g. 200 ng/g
#1400 ng/g, FWE=MHIMREIKIER, 12 1.4 FEHTHRGCIERNE, FRRENELHTE
WERAGTE, RCSIIRIEIKERTE 70.21%~108.89%2 (8, BERERIENZE S,

(x1,000,000)

1.00

0.75-

0.50-]

0.25-

0.00-

0.0

—
2.5

—
5.0
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[
7.5

—
10.0

B 3. EUIZRRIRN MRM &1EE (ZBHMR)

;
min



(x1,000,000)

5.05 jL
] <
4.0 o
3.0% P b
0] I
07 N P
] i
1.04 i
] A
OﬁO 2‘.5 5‘.0 7ﬁ5 16.0 min
1 EFEN; 2.58% G, 3TN, 4R, 558KV,
6 RILTHR; 7T, 8 ZERTTHK; O TUEFHE,
4. Bl RshinkRE s 200 ng/g B9 MRM &iEE (IIFREER)
= 5. HEmIFREIWERERER
HEaE¥E HRIFREISER (%)
e YRR ””(f/ ) . y
9/9 80ng/g  200ng/g 400 ng/g
1 (@i N.D. 87.74 92.24 89.31
2 == N.D. 87.27 105.86 108.89
3 SEFR N.D. 85.17 102.13 108.01
4 DRRIFERR N.D. 82.47 92.76 94.21
5 EE=V N.D. 74.48 71.36 70.21
6 FITERR N.D. 71.09 78.40 78.85
7 ST N.D. 73.34 79.99 81.14
8 =S Sl N.D. 80.82 84.85 83.53
9 ST N.D. 71.78 74.86 74.80
N.DZFZRFIEH

2.5 tEHRESR
R EERINERIR, EARES 10 ng/mL BIFIIER, EREENRBE, BE
YFRIRERIR 1.2 PRIDITSREHTUE. BERETEHITEHRMEER, BASiEFIE
6. £ LIRFH T, IMBBRENEFYEAIREE LOD#£0.01~0.14 ng/mL(0.04~0.56 ng/g),
LOQ #£ 0.03~0.42 ng/mL (0.12~1.68 ng/g), MHERKBNRRYWERLF, W (Hikm+
R 9 MERABSERENERINUE) AIREUE LOD=10 ng/g, LOQ=30 ng/g HIZEK,
%= 6. MHIRFIEER

- R E2R
Fs YIEREFR (ng/mL) (ng/mL)
1 BB FERR 0.050 0.150
2 ¢ 0.140 0.420
3 SETE 0.010 0.030
4 DRHIFERR 0.140 0.420
5 5BRV 0.060 0.180
6 PiSIE AT N 0.050 0.150
7 SUMLFERR 0.060 0.180
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KT 0.100 0.300
ST 0.040 0.120

3. &g

AL FEREELCMS-8045 K REX AR SR, SRERMHRESERSBNTEERINENEE
ZRESHRERHHN (LILRTFIEANEIMNZERTERINAERNNE RIEEE-BREREE) |
BEXIMEREN TR OMERASTERRNERSENRNTSE, LRERKE, FZESE
FRMAERA10-250 ng/mLASSEEINLM REF, BHRESLNT, IMERSERINAERRENE
HIRSD73#r7E0.04%~0.44%, IEEFRRIRSDSHTE0.92%~4.10%, (U FEEERYF, HESIR
IAREIRER S 1E70.21%~108.89% 2 [8);, IMBEBREXNERMRNRELOD0.01~0.14
ng/mL (0.04~0.56 ng/g) , LOQ#£0.03~0.42 ng/mL (0.12~1.68 ng/g) , MEkZEERZ<RA(EE
REERY,; BE (R FINEANSIMERTERXNERINE) FIREELOD=10 ng/g,
LOQ=30 ng/glVE3K; BiELCMS-8045KREARINEBDINEER. BEMF. ERERESS
R, BE(CIREPITRAMSIMERSERENERIINE REEE- BRI ENGERK,
BERTFEZMEXITAIREREFIR ST TIE,
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1.27 LCMSMS i NIEM e INED A

BT AN T —MMERSEEEREEIE Y LC-30A FI=EVUMRATRIEY LCMS-8050 BXMA
WEMZERPRINE A REBENGE. HRAEFREN. ISEZFNMIERERE, RARKE
BIE=FEIURITRIZ( LCMS-8050 HTEEDHT. XX A 7£ 0.1~50 ng/mL IRESEEINLZMR
%F; 330.1. 5.0 %020 ng/mL XEp A FREARGIESE 6 HEE, XUEY A BYREBRY AR NIEERRAHERT
VEREDBITE 0.073%~0.127%7F1 1.53%~2.86% (8, {YESEAEZERIT.

XA um XY A EBERIEEIEY =EIURTFRRIE Y

WER AN TR _EpE Ak (Bisphenol A, BPA,  2011F6R1H#E, HIEWMARTEL) LSS
CASE: 80-05-7) . SESARTLARFHIFREN (ngih) ErFFiEC. HREWIREIEREHE
fE. RIKEREE. REMEE. AT TAr~1525). MrE, WEPARILERE D FHIZEBYIE.
BRI, iERl. PdeERl. BEREER. K A 5% (GB/T 30939-2014 {Ligmis
7, RESRATCIR. HILESEEN  RMIVBMARNUE SMRIEEE-BEEISE) |
EHANBREIRET, EREERR. BT #8327 LC-30Af1 = E R R iE (X LCMS-
T, BIFIBRMESKESIER, o, BRRIETRN  8050EXANIEAREEFRIZR DS RYINE A
A BEE—CHRIRSHIEmEY, JBEEE 5% BEEREER. K. TR, EREE
INzNYIORESRE. RUFIRREE. BIRSEENAE. R fHEXUKARSE,

BETBAERALE2011ES15E0E, B

1. SE3RER%

1.1 &8

B EESMREEIEY LC-30A S=EMRITRIENX LCMS-8040 BEXFRSE
1.2 SirFEM

RABEIERMY

DHTINEE: LC-30A RéE

it Shim-pack XR-ODS 11 2.0x75 mm,  #E&: 50°C

1.6 um FE: 0.3 mL/min
mantE: A—K; B—ZFE (A/B=35/65) BHEEAFR: 5.0 L
B SE

FRig &4

OHTNEE: LCMS-8050

BFR: ESI(-) EHSImE: &S 3 L/min
AFIENRE:  200°C RS : =510 L/min
BEORE: 400°C FESIE: 2510 L/min
IESRERE:  500°C filttES : Eizhat
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http://baike.baidu.com/view/195016.htm
http://baike.baidu.com/view/116498.htm
http://baike.baidu.com/view/1161263.htm
http://baike.baidu.com/view/61312.htm
http://baike.baidu.com/view/61312.htm

IEEEAY(A): 150 ms HhasEst: MRM
FEIRATIE] : 3 ms MRM £24: INEN
& 1. MRM &%{

Pre CE Pre
KAMER  AHET  EET N o .

TS A 29710 212.15" 16.0 18.0 20.0

133.05 16.0 24.0 20.0

FETERET

2. FmpikE

FREX 0.5 g if# (FEHRZE 0.01g) , ETF 25 mL FEHF, AR 1%2KZEAREREZLE,
FBAZEEY 20 min, JEAEERSE, AN 15 mLEREIEEIRT, Kia 45°CieRET.

F3 10 mL IECkI—SERGEREEER (75/25) B, HEREL 1.0 mL/min FEETEE
HBEZBUIME, 10 mL IESHRM—SRREGER (75/25) EERXLLENE.

XA 15 mL BB —SRREAR (20/80) IaEERRERE, FIERREIEEK
#hER, A5°CKIBEERZET. A 3.0 mL & 1%S/KREAR DR, T8 L.
3. BR5iHie
3.1 i R— R AN E FHREE

Inten.

|

Inten.

100 | 227.30 100 | 212,15
75—: 75{ 1;@?@?-10
1 255,45 1 (
50 50- 227.30
] 1 190.70
25 283.45 25
0 7\ T T T T T T T T T T ‘ T T [ T 0 7‘ L T T T T
150 200 250 mz 125.0 150.0 175.0 200.0 2250 mz
1. X A (BPA) —RRiEE (k) FF-WBFEREE (B) (26V)

3.2 fxitEH¥ A MRM &i5E

9000

227.105212.15(-)
227.10>133.05(-)

BPA/1.470

8000~
7000+
6000
5000~
4000

3000

2000+
1000+
o

I ——
0.0

b

—
15

B 2. SUE A FRASEIR MRM 8 (GREE 0.1 ng/mL L)
3.3 frEd%. thFRFIESR

LAREIAEELBI/9ER, Bl 0.1, 1.0, 5.0, 10, 20 #150 ng/mL 7"ANRERNE A FRER,
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LURBEAIEMYR, IEEFR MR EIEIRERZ. BAE 3, Wy A EENIRE e ERE& R,
FAXERECH 0.9995, HFFTEEBMHEN 0.02 ng/mL, EEFREJ 0.06 ng/mL,

Area
5000000+

40000004
30000001
20000004

10000004

LA SO SO L L R S L R B
0 10 20 30 40 Conc.

3. XEp A TEERNZ:

3.4 {EEECIE
xJ 0.1, 5.0 120 ng/mL XE A tRERRIESR 6 R, WD A (REBRYEIFNIEEFRAVAERIIR
VEREINZE 2 iR, DEITE 0.073%~0.127%F0 1.53%~2.86%2 |8, {NSStsZ7mERIF.
% 2. (REERNEFIEERESHER (n=6)

RSD% RSD% RSD%
RELEFR (0.1 ng/mL) (5 ng/mL) (20 ng/mL)
RT Area RT Area RT Area

BPA 0.073 2.16 0.087 2.86 0.127 1.53

3.5 Hmath

BRI TS 2T ARERICIR RO TT. BB HIAHESIAE RIS
BROK, 2R 1.3 FaSRHTAEE, BN, SLRERER, SEREERENREIESENE A
TRBR, 1FEURBRKRIGIHIED A, FFMLIZERAT MRM &iEE NE 4~5 B, B, XJ$EUREL
IKBHT T £REI0R, IFRARESS 0.1 ng/mL, EEISRRKINRRER MRM &iEENE 6 Frx, IR
[EE=) 88%. TEMEEEREE 3.

[227.105212.15() N
12271105133.05(-) S
30000 <
20000
10000+
o] /\ AJ
R e L I L L T
0.0 05 1.0 15 2.0 25 3.0 35

4. SHKKEEE MRM BiEE
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227.10>212.15(-)
1227.10>133.05(-)
2000
1500
1000
SOOW/\\J\//\Ml\MwW\MWN
0]
T T T B e R e TR N e e B S A s e
0.0 0.5 1.0 15 2.0 2.5 3.0 3.5

5. #EUFRK MRM &iEE

7500227.10>212.15(-)
1227.10>133.05(-)

'Al1.455

sy sty By B s s ey B e B
0.0 0.5 1.0 15 2.0 2.5 3.0 3.5

6. FEFFKIFFREIEE (IMRARE 0.1 ng/mL)
7= 3. W FNED A 1SR

FERR RT (min) Area  Conc.(ng/mlL) TEMBEFFELL%
SHRARLERE 1.452 109748 0.971 41.76%
EESREK N.D
FEUERRKINFR 0.1 ng/mL 1.455 21274 0.088 43.55%
E: N.D Rkt

4. &g

27 7 A SEESIRIAEIEN LC-30A FI=EPHRATERIZ LCMS-8050 BEXAIEILSR
SRIES A 973, W A SRR REF, BXREAT 0999, (HHEEERY, 3 MEIRER
HERRESHE 6 X, (RENEMIEEFENREREDBIE 0.073%~0.127%F0 1.53%~2.86%
ZI8, WARERIMCLmEFERETOIRN, SHEERENEESENE A, FHSHXNEH
WD A, EEURRRZKINR 0.1 ng/mL B 88%., X5 AR ERIEREIE, (EENRBES,
BT ATRERIER A YIRAYIEN.
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1.28 LC ZENE MmN SIEERHIRIERN S S

A A0S 7T —FER SR Nexera XR BIRIEREEIEENEIZm P ISIEERFII RS
% WP SIS EIERAETEAER, LA 30 mmol/L NaH:PO4Z&Zifi& (pH 5.6) FA—7T
BESERSE S min REEITEBRISENR. SUEEFSEEEE 0.1~50 mg/LiRESEER,

FMRYF. X30.1 mg/L. 0.5 mg/L#12.0 mg/L =/NREFME 7 RESHHFIVREBRTEIFIEETR
EXREREDBITE 0.27~0.39%F0 0.20~1.06% (8. J3iARI TG SUIEERFIINIEERIIE

i,

KR (Cum BREREEE SR IDEE

SUEFH (Chlorthalidone, CAS £ 66258-
76-2) B—FSIFIRIEIEZS , KEBEFSUERR
BT SERRKFIEBRREEL. FEmT SR, 28
RMNESEIVER. 1IEEE (Phenothiazine, CAS
S :92-84-2) BIFREIRERI, REF. ZHH
SRS L. SR EIFRENFISE, XIARAS. RZAX.
FRRFD_ EPIREERIBIER, a5 ERR.

SUSEER . IEE R ECIZRIEFIERER

1. O3S
1.1 {258

IR EZAERM IR SR A D HEERYR. HE
EstnE (GB/T 24800.4-2009 XS
I EERINE SWREEEE YMETH
IEERFNNDIERIERYAG PR /92 mg/kg, TEER/I8
mg/kg,

AR ENexera XREBHIRREIL, X7
Wiz R SRUEERF I EREH TIE, BiE&EIET
B, ESNT.

BEEMRBEIEY Nexera XR ZTR/EHERSE (Bt SPD-M20A —iREMSIHENES)

1.2 S
it Shim-pack XR-ODS IlI
2.0 x150 mm, 2.2 ym;
iant8: A—30 mmol/LNaH.PO4 &dik (pH
5.6)
B—ZhE
FE: 0.4 mL/min
FER: 40°C
MRS : 230 nm
B 10 pL
TeRRA T BREERR, B IBHIMRIRED 30%,

2. HFmalhig

RYEFERR IR 1.

%= 1. BRI EES

Time (min) Module Command Value

1.00 Pumps Pump B 80
Conc.

3.00 Pumps Pump B 80
Conc.

3.01 Pumps Pump B 30
Conc.

5.00 Controller Stop

IR 0.5 g, BT 10 mL EEECOESH, 0N 6 mL A, #EREE 10
min, LA 15000 r/min B4 10 min, & EERBE 25 mL BEES, SRR, B8R 2



mL, §FLiE®K, A 30 mmol/L B —SHNARERZ 25 mL, B, B 5 mL ERE®&IA
15000 r/min B> 15 min, Ei&E®&T 0.22 pm JEiE, FH.
3. BZR5iWE
3.1 S REBIEE

SUIEERFIMRERSINEAREIEEWE 1 Fia~, SIEEIREERYEA 1.865 min, IHIEE
{REBRTIEI 3.783 min, #&MEKIA 230 nm,

mAU

Al
Ch1230nm "
25| ] g
I &
204
154
104
5]

1. REWEARNEEER (KRE 1.0 mg/L)
3.2 iFiEs:, 1SHRHESR
FAZ FEECHI SRR . WIEE R STVEERR. BZESREZEWHRER 0.1, 0.2, 0.5, 1.0,
2.0, 5.0, 10, 20150 mg/L FEIREMNIIER. & 1.2 PRIDHTEREHITUE, BSEISE
. WIEENEMZIE 2, MADEMEXRREE 0.999 UL, A3 EERLAEIR, &
X ERHEHHPR : SUEERG HPR /9 0.009 mg/L, EEFR/ 0.03 mg/L; It HR /9 0.01 mg/L,
EE2PR7 0.03 mg/L,

Area Area

5000000 40000004
4000000 ]
] 3000000
3000000 ]
] 2000000+
2000000 ]

1000000 10000007

00 280  conc 00 280  conc

SUERR (R=0.9997) BEEEE  (R=0.9991)
2. SEERFNR TR L,

3.3 ((EERZE iR
EARETERS 0.5, 5.0 70120 mg/L =/NKE, 9BIFT#HE 7 R, £RINEK2, Bir

I EYRYR B EFIEERAEItRERZE D BITE 0.09~0.34%F0 0.20~1.86%2|8], {XEsHE

BERI.
& 2. (REIEMETRESHER (n=7)
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RE {RERATE RSD (%) IETEFA RSD (%)

(mg/L) SIEF I SR I
0.5 0.14 0.07 0.44 1.86
5.0 0.19 0.15 1.02 1.17
20 0.34 0.09 0.20 0.41
3.4 ItREULEECE

TEEBRTE RIS, IRARRIAF MBI TR, IR E8)9 2.0 mg/kg. ERRFER M
BIEENE 3 fR, ZEERRER 2B SIEER 0.134 mo/L, [51EE: 0.205 mg/L; JERRERm
IR EISEE 4 frr. SUEETIIFREIERYS 95.0%; BHEEEIIFREIKERS 89.5%.

mAU
40jCh1 230nm

30

20|

W

10

SER

o

_10;

B e B e e S e e By S e
0.0 1.0 2.0 3.0 4.0 5.0

B 3. kAR meitE

mAU
40-/Ch1 230nm

SRR

\

0.0 1.0 2.0 3.0 4.0 5.0

E 4. JERES IR EIEE
4. &ig
A TER R R FRSIZERFIINEE, sihES AR ERE, FiBEd SiEEk
ERIEEIE Nexera XR #H{ T Zrom/EBERIROHT, £ 5 min RFEAFERIGN, FE%EMED
Bz, SUEERIGHRY 0.009 mg/L, EEMRH 0.03 mg/L; KIEEGHIRA 0.01 mg/L, E
2R 0.03 mg/L. REHBWIURPSIEE. DEECUAIENRK,
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1.29 LC ENEEmP BELZRESY)

WE: AGET 7T —MERSRBRERIEEE Nexera XR UEML RS BELZZEASYIRTTG
%, BRMERFRERRE, HFRIEER, RE. ERTTEEBERRE 6 min RSCIRE
DT, SEIRLERRIA: 4 MEBLZRYIRIZIEEE 0.5 ~50 mg/L, HAXFEEAT 0.9998;

ER 0.5, 5.0 %050 mg/L =NREIHES 7 )R, (REREFIEEFAEI R ERED BIE
0.01~ 0.53%7#0 0.04 ~2.54%2[8), XEREEERIF. ALETRAThmPELZEAR

BRI,

X888 Wiis Nexera XR L2454

Bt ZK25Y) 2 % RYEFFITIER
F. ZEEYBZIPERIL, EARTD
T —RLFIERT, XTI HiE
HIRSFIEAESNAMBZHNREAR, =
EERR, MARBHZSFIEAIHRINZES
YINF=AEAEFRE, —BRD AT ERAT ALK
IR, TR EMAIBLAFR RS S A ERE
RS, SRtz Hhs.

Wi BESAE RN INER BRAER.
MERER. AESRKSAY), MEBLZEAY
IR BLLZATAATESESK, IR EZ5Y)

1. SCISERS
1.1 &S

RORCEAOHE, MTREEE AR, FKE

WAL ERIEAFIR B I i = ERBA TR AN E
T BRI BRIz, Hep (SNT
2108-2008 #tH Atim B Z AT

E7i%) ME: Bibx, REIZUERR
790.001%; RXEHZNE(RIR/90.002%;
B BLLZRN (ETR) WERRA

0.005%.

AN (ERZFERERE IR R

TR PRF B2 ERE
WrE, ENRERRIIETINEEX.

3i# Nexera XR ZtaFEHERS (B SPD-M20A iR EFEFIHETIZE)

1.2 SR

B : Shim-pack XR-ODS Il 3.0x75 mm

moiE: A-7K; B-ZfE
FiE: 1.0 mL/min
BREEAFR: 5.0 pL

R 45°C

MRS: 210 nm

PRI BBRESEER, BABAIMRIRED 30%, RYERERUER 1.

= 1. RN EER

Time(min) Module Command Value
1.50 Pumps Pump B Conc. 58
2.10 Pumps Pump B Conc. 58
3.00 Pumps Pump B Conc. 30
6.00 Controller Stop
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2. HFmerE

HERFEFREL I RIREE 0.5 g, BF 25 mL BT, IO\ 5 mL 288, BAIREL 20
min, SEECREERRE 10 ML BEET, ZBEES. IESERESOES, 5000 r/min
B0 10 min, BLEERTIERE, AHREEIENE,
3. £R5idit
3.1 B R EIEE

BATVERRHNEIENE 1 i, EHCRBAIEY 0.650 min; KB ZFERRI AN
1.150 min; EXEHHRBATEN 1.686 min; ST ELLZESHIRERTERN 1.842 min,

30

AU
[Ch1 210nm B
5

=y

25+ %

20+

15+

EIR LR

FXEBLE

L e e B A s s By B B s s B
1.0 20 3.0 4.0 5.0

1. RENESRNEIEE
3.2 frifEdhgk. LR ESR
FZBRECH) 1000 mg/L B, KBLbZ. FXEIZNE B ZBNtnEiES
K. AZIEEINEESRRIER 0.5, 1.0, 2.0, 50, 10, 207150 mg/L REIREHNT
1Bk, 2 1.2 PRDIERMHATE, BENZINFMESTRERIZANE 2 Fim. M55,
BEXRFHUER 2, LA 3 FEERELIENER, 10 (SR AEERITESE] 4 MBS
YIROtE HBR A E PRI 3.

Area Area
j 1000000
500000+ 7500004
5000004
2500001
2500004
o
0 10 20 30 40 Con . . :
0.0 25.0 Conc
w2 o 357
Btz RXEZ
Area Area
500000
500000 ]
400000
400000 ]
300000
300000 k
200000 2000007
100000 100000
0 T U U T T T T T T T
0 10 20 30 40 Conc. 0 10 20 30 40  Conc
= b >
SXELLE AT R

Bl 2. PUFp B ZesYtn e
& 2. s
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HEHETR S&MoRE HBEXEH

Btre Y=14065.0X-461.6 0.9999

ABLEZ Y=21416.7X-6174.4 0.9999

RIKBHE Y=10890.8X-1936 0.9998

=R Y=9986.9X-800.6 0.9999

* 3. HREEER
HEWEFR ERvE=T i CAS No. KPR (mg/L) FEER (mg/L)

Btve Bio-Tal 77-27-0 0.06 0.20
ABLE Phenobarbital 50-06-6 0.02 0.07
RIKBEE Amobarbital 57-43-2 0.05 0.20
RAJRR Secobarbital 309-43-3 0.05 0.20

3.3 {XERHEEE Nt
B2 0.5. 2.0%020 mg/L =MRERESNELIFR, DBITATHEE 7R, 4MBimLE
YIRYEREB R RIFNEERRAEXITRERED BIE 0.01~ 0.53%7F00.04 ~2.54%22[8), X255
BERY.
&4 BEEMER (n=7)

R {REBRTIE) RSD (%) IEEFR RSD (%)
e KO, SRk KEL o
mo) mE o FRER em mwm 0T spmwm o
= = = i
0.5 0.53 0.16 0.13 0.13 2.54 2.24 0.83 1.65
5.0 0.23 0.13 0.14 0.14 0.41 0.60 0.20 0.73
20 0.34 0.15 0.01 0.09 0.09 0.08 0.04 0.08
3.4 NtREMLEESCEE

fERE MR, IR ETTIRE TR, IFRKREDS 10 mg/kg.
NSRRI mAVBIEENE 3 frx, ENINFFRAIEENE 4 frx. %
EYPARIGHBZSIR, IREMERINE 5 Fi7s.

mAU
93Ch1 210nm

7 DI O Ny

———
0.0 1.0 2.0 3.0 4.0 5.0 6.0

B 3. SEEtrmAaitE
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9?(5#:]1. 210nm \g
8—2 EQJ-
Bl N o=
OE\J\/‘\/\ i A i i ] i i i i ] i i i i ] i i i i ] i i i i ] i i i i 1
Bl 4. SEys It RaEIEE
= 5. [EWEERER

L EYIETR WELER (mgrkg) IrEERR (mg/kg) [EIER (%)
B N.D 8.97 89.7
RELLE N.D 8.83 88.3
BXELE N.D 10.29 102.9
ECI N.D 9.09 90.9

iE: N.D FRtGH
4. &5
A5 DB HRIESGRIAEIEY Nexera XR 37 T —FRENEM LR B ZE
AYRYTT . BISNETSARFERRN, HmitEER, RE. FR_TEERERSE 6
min PSCILREDHT. ZMEBEITE 0.5~50 mg/L SEREIRNZMIEXRZREME 0.9998 LAE, AT
BT R TRIBLZ R EE DT,
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1.30 GCMS ZNEM L s PERER — FRERFITREE — S iR

i B: AEM T SEeE-FEENENIRR TR — PRI — ZEES BRI, 1
LIETERN, SEDEMEERRESE 0.999 LLE, 0.5 mg/LF12 mo/L imETIERS 3!
TR 3R, IEEFWENITREREIYNT 3.4%, EEMRYF. LPrEmTE 10 mg/kg B9
IMRRET, FIEERAE 80.8%-103.2% (8, &/ &R FER, DHTEER, ERTH

I imh e — BRI — J B2 B,
XigiR: SEEAAN ik MR —FEs

Wi S ASEFZTEX, EJLFH
IR, EARIHA RIS
WimAIREEHRE TESHEK, (iR
m LA AEF=rh AR R85 | NFiBR — FREEFOAR
BR_Z8, EPmBR_FERTESHLE
¥, EERSTTFSI, SEtbESK15
f&, MR _— BB AR R EERIREM
M. BT EARE, REITH (Wi
REFAIGE) iR — B — 2
PERRS, EEEREACHEMBIEHER—
FRESFIIRER — CERFINB R TMIEI B,
LEFF A tRER — FRERFNFRER — Z BRI TS

1. SEIEERS

1.1 {88

SHEEE-FRIEY: GCMS-QP2020
1.2 SR

B _ 2B

EEEEENIIELEN.

B, MER_FEAIRER _ ZBsR9a
FiEEEESEEILE. SEEE-RTE.
SHESIE-BRREEE. AR (GB/T
35771-2017 {LigmPHiR — FREEFOMER
ZZENE SHEEIE-FRIEE) . AR
RAERNAFIZERA, @3 7 SEEE
-FREESI I R P HRER — FREEFIARER —
ZEEEEIGIE, ZhAERERIE. [l
KERFRRE IR ERNERX, EBRTX
HEEFERAEN,

BiiE: SH-Rxi-5Sil MS 30 mx0.25 mmx0.25 ym
HEfER: 50°C(2min)_10°C/min_130°C_30°C/min_280°C (2 min)

HEFOIRE: 250°C
FgEiEHn: BELRRE
ZREE: 39.7cm/sec
HEDI: 2

ok 5:1

1.3 Hmayibid

HEFRFRENO. 1 gftimtrmT5 mLRIELES, IIA2MLAIZERZBEFN0.25gRITT/KERER TN, iR

WHEE: 1L

BFIREE: 230°C
EOEE: 280°C
HEMBSERE: JBiEEE+0.3 kv
FEHTSIM, HEEFIR

FEfRS%2min, 5000 r/ming/05min, BUERIZ0.22umiElRE, FlxE.
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2. ER5idie
2.1 irEERGIEE

{x100,000)
207
2.0—f
1.5] ,
] 1
1.07
=
0.0—f
’ 5|5 GICI 6‘5 7,|(] ' 715 8‘0 8‘5 9|0 9|5
1. WRER— B EEFIARER — 2R AV EIEE ( 50mg/L)
* 1. MR PRI _ JERERENEREREFHER
fvala s =R [T = W-BEST
No. WAmER CAS 2 {REBRTIE] EEET EMET EMEF
(min) (m/z) (m/z) (m/z)
1 s — Hlg 77-78-1 6.055 95 96 66
2 s 2 Bs 64-67-5 8.651 125 111 139

2.2 fRfEZ

IR EEFIFRE—EE2RITER — P ESFIMER — JEnEmAREIES, 52I50mg/LAVFRENE
Bk, BUALIAMREESRBOLRTSBERZERHEE0.25. 0.5, 1. 2, Smg/L. FIASIME
IURE DIMFEER, LIREIENEMTR, IEEFREANSIR, SHEER— REMImER— 28RS
TREREANEI2F.

Area Area
100000+ 150000{
75000 ]
] 100000+
50000 ]
] 50000-
25000+ ]
0 ] ' ' ' ' ] ' ' ' B ] C ' ' ' ' ] ' ' ' ' 1
0.0 2.5 Conc. 0.0 2.5 Conc.
TER —ERfE B _— 2B

B 2. 1B — FPERFIRER — J BRI EERTE:

RBEEMRNERERINVESREEE, (tESE KRR (3 BERITE) | &Rk 2.
& 2. TRER— FPERANEER — ZBRAOPVERIZABXR RN, 1R

No. AHEFR RS t&HR(mg/L)
1 FRER — PR 0.9999 0.03
2 i 0.9997 0.05
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2.3 ESHLER
%40.5 mg/L. 2mg/LAYERER — FREEAIRER — ZBetnE S RESIHF IR, BEDIEEFRRSD%
ANZR3F.
% 3. IFEFRESMER (n=3)

IEEFR RSD%
No. HPBEFR
0.5mg/L 2mg/L
1 mEe — B 1.96 3.31
2 B — 2B 1.20 2.32

2.4 HmliREE R MRESEE
IV EFKESAIZLREMG SR, 12 1.3 ET5EH THEARNE, TEH T INFREIGR IR,
IMRRES 10mg/kg, &R 1.3 SEEFSEFATAE 3 0. HmlEERREKERRE 3. 4 &3 4.
50
& 4. IKERIRRIIRENER
IHRRE 10 mg/kg

HERIRE
No. = N\ MLTY) L&__'_<
o. WEWEMR (ma/kg) S| Elive RSB
(%)
1 Bk — FREg N.D 80.8 1.92
2 MR _— 2B N.D 93.6 0.46

% 5. IREIRERE
HFRREE 10 mg/kg

HEmRE
No. & R St 2=
WEHEBR (ma/kg) SEIET RSDY%
(%)
1 TR — FAEE N.D 89.6 2.11
2 ER— O N.D 103.2 1.93
iF: N.D ki H
{x10,000)
1.25-
1.00—2
0.755
O.S(Ff
e —
o.oo—i
'éo 65 70 75 80 85 90

B 3. KEX U mEEE
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x10,000)
1.00-

0.75-
0.50-
0.25

0.00-

— T T T T T T T T T T T T T T T T T T T T T T T
6.0 6.5 7.0 7.5 8.0 8.5 9.0

4. RN REIEE
3. &ig
RASEAT GCMS-QP2020 SREXFSGEN TR iR — B BsAmER — 2 Behote S
5. HREIBRIEEENGEE GCMS Hifr. 1ZAARERR, MR_PEMERE _JEELMRT,
MEXRFEEME 0.999 LA L, 0.5 mg/L 02 mg/L inETIERDBIESSHRE 3 R, IBEFUEXITNERE
INF 3.4%, EEMRYF, HEIWRFIEICERTE 80.8%-103.2%2 8, FEREHE, A5 AERT
Iz R RER — R ERFIRMRER — 2B S 2R,

164



1.31 GCMS ZNEIZmP 6 MIEEFXILEY

i E: AXfERSE GCMS-QP2020 NX SHEGIERISEARNEE TR mT 6 MiEERENE
YIRSETS %, 7E 0.05~5 pg/mLikESEEIR 6 MIEERIMLEMEMEXRRRIF, BXREIIAT
0.9993 LA L. 0.05 ug/mL tREEmiaRIELSEHF 6 £, IEEFR RSD%/NF 5.27%., SERREFERANTRE]
KA 83.3%~110.7%, ZFHEER. HE, IPES, AR IEERIEY

=1
N Eio

XigiR: SEGEBERIERKAN tikm EERUEY

RERXUSYIRIN, EARREGEFN
THEFPRERRMEFER, BTE5E
SHH, BEBERT AR, FFAELAR &
RS, BREZEBRENL. ZXME
YIMERRASRE, A PR, BEE T CROKESRE
RMEBARRT R ZFE. (aRFAEER
fm, SRINEHEBERK. BA. 8F. OF
FEI, HeemE=xt. RERER (i
RERERAME) (2015hk) BBFERIEMIL
mFPEERIEEDR. 2-tHERK, 2,6- “HHER

1. SE38ERS

1.1 (X8

GCMS-QP2020 NX Sttt RiZEL Y
1.2 Dt

BigHE 1: VF-1701 MS (30 mx0.25
mmx0.25 pm)

HHEERE: 250 °C

mEEES R EEEES T

ST 36.8 cm/sec

HERTL: DimEeE

DimbE: 5:1

2. HmBItE

K. 2A4-TIHERREMEERREY.
Eit, ARE IR EER S RE
WEZEEEERN.

RS SN/T 4442-2016(F# H O
RPEER, EERR, ZHERRRENS
EMIRIRNERT S, RASAEEIERA(GCMS)
DiffiamRT 6 MEERRNEY, Z/5E
B, HE, REES, BT
FROBEERR SRR E.

tHEfERF: 80°C 5°C/min
_200°C_30°C/min_250°C(2 min)
HFn=: E

HFIREE: 230°C
BIERISEORE: 280 °C
HEMIBSERE: JEiEEE+0.3 kV
REEN: SIM, BHEERFR1

EUR, BRMLILE: AREEERR0.5 g, B50 mLBLES, INEERE, THREREL
Y #8715 min, AREBEERZE25 mL, LA12000 r/minEiEE()5 min, E&E#&#£0.22 pm

VEREITYE, GCMSTUE,
BIMEIEER (KIK)
£20.22 pmiEfEIdE, GCMSTE,

: EREFRENEEERO0.1 g, EF15 mLEOES, MFE10 MRS ES,
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3. ER5idie
3.1 tREmeiRE
nEEREIEENE, SRS HIEREFERRT.

£100, 000)
L so]
1251
oo -~ ) o
u.75—§ )
as0]
0.25—% u ﬂm
o001 “_JL,_.
o 8o 100 1lo 1Zo 130  1a0 150 160 170 180 180 0  z.0 z.0 730
1. 6 FEERRETVEAREIEE (0.5 pg/mL)
= 1. WEYER. (REBATE. CAS SKEEEF
No. {L&EMBR T EFR CAS & {REBA 8] EEET TEUBET
(min)
1 HESR Nitrobenzene 98-95-3 8.452 77 123, 51
2 2-TEERR 2-Nitrotoluene 88-72-2 10.023 120 65, 91
3 3-EEFX 3-Nitrotoluene 99-08-1 11.158 91 137. 65
4 4-FEEERR 4-Nitrotoluene 99-99-0 11.807 91 137. 65
5 2,6-_FEEFXR 2,6-Dinitrotoluene 606-20-2 19.224 165 89. 63
6 24-"FHERX  24-Dinitrotoluene 121-14-2 21.401 165 89. 63

3.2 tiEH RS IR

PRIECHIRES90.05. 0.1, 0.2, 0.5, 1. 5 pg/mLASEERERK, B pLidtee, LUK
BtEAR, EERIRIMESIRERS, SESTNERS R REGIEENE 2 E 3.
HR#20.05 ng/mUREREHE, ITERUEWIGHR, SUSYIHIRIRZMEXRERIR2

FE’J\O
(x10, 000) (x10, 000)
77. 00 1120. 00 (91100(())00>
123. 00 20500 1300
5.0451. 00 . :91.00 6.035. 00
Lo 5.0
4.0
3. 04
3.0
2.0
2.0
1.0 1.0
0. 0 0.0
— T T e L B —
8.25 8.50 8.75 9.75 10. 00 10.25 10.75
Ny . “++
EESSS 2-THERR
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LG

L s e B B
11. 50 11.75 12.00

4-FHERIR

2.

A (x1, 000, 000)

1. 25—:
1. 00—:
0. 75—:
0. 50—:

0. 25+

0.

[l

0 2'5 e
EEX

AL (x100, 000)

9. 0

8. 0

7.0+

6. 0

5.0+

4. 04

3. 04

2. 04

1.0+

0.0

0.0 275 I

A-THERR

(x10, 000)

2.00165. 00
89. 00

1. 75463. 00

1.504
1. 25
1.004
0. 754
0. 50
0. 254

0. 004
T

L B sy B B N
19.00 19.25 19. 50

2,6-_HHEEIR

(x10, 000)

165. 00
2. 0-9. 00
63. 00

I B ]
21.00 21.25 21.50 21.75

2,A-HHERIR

Pav = N[
ZWEYREEIEE (0.5 pg/mL)
WETT AL (1, 000, 000) WETA (x1. 000. 000)
1. 0
1. 25
0.9
0. 89
1. 00
0.7
06 0. 754
0. 59
049 0. 50
0. 39
0.29 0. zsj
0. 19
- %To 275 g 0- 0% 275 T

2-tHERX

e FTFR (X100, 000)

275 g

2,6-_FHE X

E3. HERREDTERSE

7 2. EREHPAQHRER

3-FHERR

VTR (x100, 000)

0.0 215

2,A-HHEHX

Wz

ID HPBR

R

BXEH (R)

0.05 pg/mL FREAR

(Hg/L) RSD% (n=6)
1 EHESR 0.9999 1.92 4.51
2 2-TEERR 0.9999 1.63 4.58
3 3-EERX 0.9999 3.01 3.27
4 4-THERK 0.9999 4.67 3.84
5 2,6-_TEERX 0.9997 3.71 482
6 2,4-_HEERAX 0.9993 5.86 5.27

3.3 ES=e

BY0.05 pg/mLiRAERE

R, EEGHEEOR, ERUFNESY, NELERNFR2. 6FHE

ERUESYIEERES A RIIRSD%IYINTF5.27%, BB SRSt BT,
3.4 HtrmEYsEE
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SRR F BT AR, IIN—EEREIRAR, IRRENS mg/kg, KR E
AFIME A MRS RS LT, FATMAEEIR, EIMREIRER IR, NERFaILIE
Y, i ENEIERTES3.3%~110.7%28, [EINERERBF.,

% 3. HEEIREIKEE
TR R % PEEREEE

ID HHER (n=3) (n=3)
1 HER 83.3 92.3
2 2-THEERR 88.6 94.5
3 3-FEERE 91.3 93.1

4 A-FEEER 96.7 99.8
5 2,6- “THERR 100.4 108.3
10 2,4-"THERR 107.6 110.7

4. 45

KT5ERABE GCMS-QP2020 NX SHHBIERIEEARIEN LM 6 FIHERIL
GYEE, 7£0.05~5 pg/L RECERINEMSSMEREF, BXFREE 0.9993 LIE, 0.05
ng/mL FRERARIELSEAFE 6 £, IEEFR RSD NF 5.27%, BRERIF. MHEmEITIARE
eRsLa, MRED 5 pg/kg, FATAE 3 1, EIMtrkrmAYFaEIKERTE 83.3%~110.7%Z
B, %ITESHR SN/T 4442-2016 RIRIALIETS %, BESE, REUELF, TE&RHEIZmT
RERXU SIS ENENEK.
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1.32 GCMSMS iLNEMC I mAPIER AL fE AR

WE: A0GEL 7 =BT SERERNEC R HER M IHIE S EH5E. HRE

THEA YR —XREBRICEEEY
R, BRI HEREMRU S, B

2R AIIEERR, B IR AT S oI vE.

THHEEARE 2 R SR A L A ER 20 S AL
R, TR ESLI =B AR FEREAR
FMIMIAR, ERRRIIREIRFHTT. Et,
HERAEBAR PO iz, g TIE
K, BRLUREE. ER. R, BESIR
IR PER AL T IX SR, TV ARRE AT 2 B2 ARIR
KTHANK, BIARAIN, RS,
fEPRPREGH N-THHE—ZB2RR, 1lERES

1. SEBSERS

1.1 {28

B =FPURFFSEEXA(Y GCMS-TQ8040
1.2 RS

@ittt Rtx-Wax 30 mx0.25 mmx 0.25
um

EEHEE: 50°C(2 min) 6°C/min_130°C
(10 min)_30°C/min_230°C(12 min)
HEFOIRE: 230°C

iES: 85

FEEHA: BREE

Lo 36.0 cm/sec
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30%
FREEKARRIEEIN, BOE, B HLB /MBS, k4EEH GC-MS/MS HEFIEN., 9 #hir
IR EYITE 10~200 po/L ikESBEININERSGEMRYF, HXREUIE 0999 LLE, #H
DIAREMEZRTE 85.7~118.1% 218, %3 10 pg/L THEIGEATREAIRIZESE 5 Xt IEEFAE
SHRERESINT 5.0%, BEERY.

XKigiR: =SIURITSRERIN kR

PRI AERR R HBI SRR E, BBM
R TR E AR ZEERRNEZ—,
Et, (i e IR ISt A o fe T
A —S AR A, FREFIRREW
1L ERIEMIS B E L E R S AR
RADPERYIRE.

AR EE GCMS-TQ8040 eIk
PRI ERE, BT, /. REN
ERENR, seEAR R g I iER

===

A DimHEE

SifEL: 20:1

HEE: 1.0l

BEFREEE: 200°C

BIERISEORE: 240°C

X&EA: MRME, B4EHS MRM 244
1.



JHERFFREN 0.5 g B

v> mL30%FREEZKIAER

whE, Bl

1 mL 5%
4

HLB %
(HLB #£5%R 6 mL BREZE(L, 6 mL 7K¥Ff)

8 mL — SRRk
SRR, R

1 mL EBfg

0.2 um BYRFLIEFEITIE

v
GC-MS/MS UzE

1. HmRRtEREE

3. BER5iHie
3.1 IR SN EEREIEE

{x100, 000; -
1. 25+
Lo
0. 75 N »
o5 7
0.25] = .
u'w:%..“““.—T—\....“““““‘...l....““k_‘
llll.l] 12‘.5 15‘.0 17|.5 zulu ZZI.5 25‘.0 27!5 3{]10 32‘.5
2.9 FhVAERRRIEIERE (VRE 0.5 mg/L)
%= 1. 9 FPIAERLAREERT )0 MRM 244
. - REBRIIE) BfrEFX [iEsEE  SEEFX fiiEREE
No. frER B CAS 2 . - -
(min) (m/z) CE (m/z) CE
N-TFEEREZE 10595-95-
1 g H;I N-nitrosodiethylamine 6 10.251 88>71 5 88>73 7
N-
2 N-TPREE 28 . . , 55-18-5 10.810 102>85 5 102>56 13
nitrosodiethylamine
N-
3 N-TFREE AR . . . 621-64-7 13.602 130>113 3 130>88 5
nitrosodipropylamine
4 N-TFREE T &% N- 924-16-3 17.513 84>56 17 84>57 7
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nitrosodibutylamine

N-TTRSE-N-Z 5% N-Ethyl-N-

, - 612-64-6  17.970 12.>106 10 121>77 30
ik nitrosoaniline
N-IFREEIRLE N-nitrosopiperidine 100-75-4 18.163 114>84 9 114>97 10
N-TZREENL IR Nitrosopyrrolidine 930-55-2  19.372 100>55 10 100>68 11
N-TFAEE NS N-nitrosomorpholine 59-89-2 21.360 116>86 5 116>56 13
N-
N-TREE —RERR . . . 86-30-6 31.997 169>168 13 169>66 23
Nitrosodiphenylamine

3.2 IR
BRHIREES B 10, 20, 50, 100, 200 pg/L MIFRERATRERR, B 1 WL AREER
BHE, LAMRM BEURE, SRISHAYIRERILINE 2 Fin.

WETHTFA (x100, 000)

T A (x10, 000)

1. 00
0.75
0.50

0.25

0. 00

0.9993)

0 ido
N-TPHEERPEZERR = 0.9997)

IR (x10, 000)

e

5. 04

0 ido

P

N-TFAEE T ER&(R = 0.9995)

3. 03

2. 0

i (x10. 000)

3.3 {FEEsS

0 o
N-TPEREL IR = 0.9995)

P

7. 54
5. 0

2. 54

0 1do

"kt
N-TRSE=Z (R = 0.9996)

IR (x100, 000)

0 o T k)
N-IFAEE-N-ZERKRZ(R = 0.9999)

o

T #A (x10, 000)

0 1do

L
N-TFRSELIBME(R = 0.9993)
3. 9 FhITAERRF R AR

TR (x10, 000)

T AR (x10, 000)

T D ¥
N-THE_REER =

5. 04

2. 5

0.0

0 " do
N-TFEEEIRLER = 0.9993)

A

UETATAR (x1, 000, 000)

o " do
N-TPAEE —KERZ(R = 0.9998)

"t

BV 10 po/L WhHBZ B ETERRIESR 5 Xitte:, ERTANESN, WELRNEL 2.
%= 2. IBERESHER (n=5)
WEHETR ER1  ER2 ER3  ER4  \RS  HYE  RSD(%)  LOD(Ug/kg)
N-TRSEREZERE 3893 3750 4016 3907 3889 3891 2.43 2.5
N-TFRSE = Z f% 2875 2970 2911 2876 2905 2907 1.33 0.7
N-TRSE—AER 1143 1136 1077 1067 1022 1092 4.65 2.5
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N-TFREE T Ei% 2727 2656 2390 2601 2543 2583 2.20 1.8
N-TAEE-N-Z&ER

P 6153 6044 5570 5912 6037 5943 3.79 0.4
%
N-TFREENRLE 1991 1888 1922 1803 1854 1892 3.75 2.6
N - IR IR b5 1148 1071 1087 1136 1061 1101 3.56 2.8
N - RIS Mk 3689 3707 3599 3616 3607 3644 1.38 14
N-TREE —RER 61784 57121 56565 55823 55635 57386 441 0.1
3.4 [O=E=sCas

ATEL 3 o= aEmR, DREET 2 HEmFIEETHRESESR, NIIKE
728079 0.1 mg/kg, BT uL i, % OASEHITRINE, FA GCMS/MS #TlIK, &
BmAEER, WEERNEL 3.

%= 3. [ERERER

t & U =AE WiztfE 1 WHE2  BOWHE NINE S RS|EIES
= R (mg/kg)  (mg/kg)  (mg/kg) (mg/kg) (mg/kg) (%)
N-THEERE AR N.D 0.0872 0.0842 0.0857 0.1000 85.7
N-TEE 2% N.D 0.0962 0.0935 0.0948 0.1000 94.8
N-TEE AR N.D 0.1070 0.1062 0.1066 0.1000 106.6
N-TAEE T Ei% N.D 0.1161 0.1085 0.1123 0.1000 112.3
N-TFFEE-N-ZERR N.D 0.1179 0.1184 0.1181 0.1000 118.1
N-TFAEEREE 0.0402 0.1524 0.1439 0.1481 0.1000 108.0
N- AR T N.D 0.1069 0.1091 0.1080 0.1000 108.0
N-TFAEENS I N.D 0.0861 0.0887 0.0874 0.1000 874
N-TAEE KRR 0.0073 0.1136 0.1063 0.1100 0.1000 102.7

iE: N.D RRKHGH
3.5 taihfR

HRIE 10 po/L iniEEidE, LA 3 fBERIHE 9 MRV IR, TTHRERNER 2 Fr
TR
3.6 HmillitaR

ER0.5g #+i0, R DASMAHITRIIE, FA GC-MS/MS #T, SEImAIE
IEE AR

x10,000)

7.0

6.0

3.0

2.0+

104

O e B B B o B
10.0 12.5 150 17.5 20.0 22.5 25.0 21.5 300 32.5 35.0 37.5

B 4. HFREisE
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& 4. FRNAER

No. HHER fREBR(E) (min)  && (Mg/kg)
1 N-IEEREZERK 10.251 N.D
2 N-TiEE— 2% 10.810 N.D
3 N-TIEE _RER 13.602 N.D
4 N-TFEE T EHiR 17.513 N.D
5 N-TIREE-N-Z &R 17.970 N.D
6 N-TFAEEIRLE 18.163 0.063
7 N - AEEE AT 19.372 N.D
8 N-IFREEENS mh 21.360 N.D
9 N-TFHEE RERR 31.997 0.011

i¥: N.D AFkigH

4. &g

AT3ERADE GCMS-TQ8040 =E PRI SEEXRIAENI L aRT O Fhirfsl, £
10~200 pg/L SEEIATREMELHERY, BAXRHUIE 0999 UL, HAEKRE
85.7~118.1%2[A, 10 pg/L WHEIGREIMESRIEEENE 5 R, IEEFREEIRERE
YINF 5.0%, HBEERY. A5ERMEER, TERtRltLRPrTERSE.
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1.33 GCMS ZREMmP 11 MALSHREBE

8 B ASCRA GCMS E Teimh 11 FSENO L, DITERERE £ 0.02~0.5
mg/L BSRESERER, 11 MEBERREMSLEREF, 19AF) 0.999 LALE, BUKREYS 0.02
mo/L TNERRESIHE 6 )R, R ERENT 8%, EEMRYF. XL Fmints 0.2
mg/kg, EMZETE 80%~105% 28], =IRESNMFRSERAERIRE/INT 5%, AITESR (L
BRPATEHEENE SHEBE-RSE) ERKEUREHTER, RBES, BIEER

7318, BLRERBE DIANEEK.,
XigiR: GCMS {tilim ATEREE

WHEREANMIN B BEFPERR
Mz, ATERNEIRESER, T REEFR
LR FRINERER, ALGNEER
BRI —REERN. ATGHEBEEETES
R, DHIREERENZIHEES, HPiH
EREUSYRIESLEEENERNE. BT
SHMEEREE, URTRE. REE.
_RXRESHETIRERS, EKREE
MRS E S E R T 7 PRHIEEELE.

1. SEIERS

1.1 &8

SHEEIL- BB : GCMS-QP2020 NX
1.2 gt

ittt InertCap Pure Wax , (30
mx0.25 mmx0.25 um)

B2/ 80°C(1 min) 20°C/min_185°C
(17 min) 40°C/min_230°C(10 min)
BHEEHLI: [BELEE (36.8 cm/sec)
1.3 HmBitiE

174

mEZNEERBrERREZIN—FEE.

2020 & 7 B LigmhREREtRiaAK
HREAfS T (iREP AL ESREERIN
E SEeE-REE) [EkER, 815
FIEERSTN 6 MRS, SZaIEmHE
chESENARERLL, EINT SRBEENE
W%, BraHRER. AXSHRIEEAE
KRR 7 BESEEERIZERKB U
11 MALEREERRGE.

HHER: AT

WEE: 1L

BFIREE: 230°C

BEEE: 230°C

HEMBSERIE: JEiEEE+0.2 kV
K& FASST, BRS#F1



ERFTEUEM0.25 g

i

AL mUBHRWEIER, 2mLIESk, 100 lNtiRAR, REEEAG,

il

2. ZRidie
2.1 trEmEIS

RIMEBEERERR (REAN1.0 mg/L) , REGCMSIEN,

40°CFiEBA20 min

|

B LEE®R, AECKESRNUR, R LEFR

|

FAO.1 g BB B

l

AMELT, HAESHEESELmL

BRIREFRENE, Hpg

HEENEFRENIBERY, RWEMEARES (REN0.02 mg/L) REGEENE2, SUEY)

IEBRYF, HEXMEMERNE.
L75_xl,mm)
1. 504 g
1. 25 i E E
1. 004 E
 § " E
0. 50+ gg % %
0. 25 ﬂﬂﬂ iﬂi
5.‘0 7.5 ‘.UI R 17 5 ' ZU.U 22_5 25.0 27_5
B1. 11fEESEFRE (1.0 mg/L)
Q191.00 (+) 434e3 Q229.00 (+) 5.72e3 Q 229.00 (+) 5.49e3 Q 243.00 (+) 1.17e3
4.0e3 - ] ] ;
g ] ] 1.0e3
: 40e3 - 40e3 - €37
2.0e3 — 2003 _ 20e3 _ 5.0e2
00e0 et b 0e0 It A 0000 It A — 00e0 e
70 75 100 120 125 130
FHAHEh RS migss EREBE-1
Q 243.00 (+) 1173 Q 215.00 (+ 4.14e3 Q 258.00 (+ 9.79e2 Q 282.00 (+) 8.23e3
4.0e3 -

1.0e3 ] 4082 ]
5.0e2 - 2.0e3 5.0e2 - 2 0e2 z

] N
0.0eO— B “""‘"'_OOeO— — —OOeO— — “"‘_OOeO— — —

13.0 13 140 150 205 210
EREE-2 SFRIER MHHNEEE —HRBE
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Q 263.00 (+) 9.07e2 Q 253.00 (+ 4.12e2 Q 251.00 (+) 2.99e3 Q 279.00 (+) 1.62e3

] 4.0e2 ]
: 20e3 4 ]
SOeZ—_ 2092— 1.0e3 —_

0.0e0 -E===— OOeO— — " 00e0- —=—0.0e0 -

215 220 215 220 250 255 275 280
PRBE EFRE ity MRS
2. WEMERERMETRRESIEE (KEH 0.02 mg/L)
= 1. 11 HBEERRITHENER

No.. - R A2 EEET  EWET
(min) (m/z) (m/z)
1 FHFHEHE DPMI 7.102 33704-61-9 191 206,135
2 EFEE ADBI 10.041 13171-00-1 229 173,244
3 MmiERE AHMI 12.066 15323-35-0 229 244,187
4 ERBE-1 HHCB-1 12.934 1222-05-5 243 213,258
5 EREEE-2 HHCB-2 13.112 1222-05-5 243 213,258
6 FFRIER ATII 14.059 68140-48-7 215 173,258
7 S d3-AHTN 14.98 / 246 261
8 MHNEE AHTN 15.073 1506-02-1 258 201,187
9 e AREE d15-MX 19.717 / 294 312
10 —HREEE MX 20.669 81-15-2 282 297,283
11 PEE MM 21.704 116-66-5 263 264,278
12 ETEE MA 21.979 83-66-9 253 268,223
13 POl S MT 25.451 145-39-1 251 266,252
14 BREsE MK 27.853 81-14-1 279 294,280

2.2 iR SR

BCHIS M RIRER R EmA R, SUERUEHS, 2855790.02, 0.05, 0.1, 0.2, 05

mg/L, RIRKRE 0.1 mg/L, LUBRESSARGRELLtER, BirEs SHRNIEETREY
RYEIR, SHvERS%, WE3. SMBEXRESFLEERHRIR2, HEPN%%ﬁtHBE*ES‘Eﬂ—{EEM
0.02 mg/LAY3(E(EIRLLIFHITITR.
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Area Ratio

P b
|y=0.6295968x+0.02220889
-4{R2=0.9999223 R =0.9999611

-| Curve Fit: Default (Linear)
4__ Weighting: Default (None)
-| Zero: Default (Not Forced

Area Ratio

10 -

| EBEBEAHMI
Tly=1.296412x-0.02716262
“|R2=0.9999285 R =0.9999642

-| Curve Fit: Default (Linear)
| Weighting: Default (None)
"| Zero: Default (Not Force

2
0-""I""I""I""I‘ o7
0.0 2.5 5.0 75 0.0 2.5 5.0 75
Conc.Ratio (ppm) Conc.Ratio (ppm)
Area Ratio Area Ratio
| ®EEMM 1=FEEMA

1y=0.5632054x-0.1769963
{R?=0.9985187 R =0.9992591

7| Curve Fit: Default (Linear)
| Weighting: Default (None)
-| Zero: Default (Not Forced)

|y=0.2619535x -0.08523011
2 R2=0.9986385 R=0.9993190

-| Curve Fit: Default (Linear)
| Weighting: Default (None)
_| Zero: Default (Not Forced)

06.0 25 so 75 0(;.0 25  s0 75
Conc.Ratio (ppm) Conc.Ratio (ppm)
El3. o BEERERS%

R2. BEZSIMTEXFFGHR

No. B MR ELE () S/N (0.02 mg/L) KR (ug/L)

1 FFiFHiEkE(DPMI) 0.9999 390.6 0.154

2 F=FIESE (ADBI) 0.9999 1132.8 0.053

3 MTEEEAHMI) 0.9999 4537 0.132

4 ERESE-1(HHCB-1) 0.9991 217.0 0.276

5 EREE-2(HHCB-2) 0.9998 140.7 0.426

6 RIAR(ATIN 0.9999 453.6 0.132

7 MHZNESE (AHTN) 0.9997 176.4 0.340

8 “BXREE (MX) 0.9995 25.2 2.384

9 PLEEMM) 0.9992 92.6 0.648

10 EFEEEMA) 0.9993 38.8 1.548

11 PO & (MT) 0.9999 211.5 0.284

12 RS E& (MK) 0.9999 103.7 0.579

2.3 EEHER

BURES 0.02 mo/L RIS, EEHM 6 X, ERUREEN, BIRERNE 3.
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3. BEWEERESMZIR (0.02 mg/L)

IEEFRLL
No. B RSD(%)
1 2 3 4 5 6
1 FHFHERE(DPMI) 0.251 0.254 0.257 0.257 0.256 0.248 1.44
2 = E§ & (ADBI) 0.401 0.411 0.409 0.416 0.413 0.412 1.25
3 ¥tEEFE(AHMI) 0.489 0.496 0.492 0.506 0.505 0.495 1.39

4 {EREE-1(HHCB-1) 0.102 0.102 0.099 0.111 0.11 0.101 4.84

5 FREE-2(HHCB-2) 0.096 0.096 0.097 0.101 0.104 0.097 3.32

6 HRIER(ATIN 0.453 0.455 0.459 0.468 0.479 0.454 2.22
7 ItZHESE (AHTN) 0.114 0.097 0.098 0.098 0.113 0.099 7.79
8 —BRXREE (MX) 0.076 0.077 0.08 0.09 0.075 0.075 7.33
9 PLIEEE(MM) 0.157 0.155 0.171 0.182 0.185 0.158 7.91
10 EFEEMA) 0.067 0.066 0.07 0.076 0.073 0.069 5.36
11 TERESE(MT) 0.238 0.246 0.25 0.256 0.247 0.234 3.27
12 ERESE (MK) 0.152 0.141 0.141 0.154 0.153 0.147 4.01
2.4 [OYRER

XISEFRRAVK B OK R A TINRSESR, IIFREN0.2 mg/kg, EESLW=IR, FEEL
KNESH, LirFEmTICERES, FRlilEREIITRERERERERIRA.

x1, 000, 000)

3.0+

2.0

] ML ot n
] A,
—————— — ————
7.5 10.0 2.5 15.0 .5 25.0 20.5 30

—————T——7 ==
17.5b 20.0 .0

El4. sEhrkEmTICE]
=4, IREERESMLRER (IRE0.2 mg/kg)

N, - BERE IEARE (ma/kg) FEME  RSD
(mg/kg) : 2 3 (%) (%)

1 FrFiEkE(DPMI) N.D 0.175 0.179 0.180 89.06 1.54

2 F=F|EFE (ADBI) N.D 0.192 0.193 0.199 97.25 1.91

3 MRS E(AHMI) N.D 0.187 0.190 0.192 94.94 1.24

4 EREE-1(HHCB-1) N.D 0.187 0.185 0.189 93.54 1.01

5 EREEE-2(HHCB-2) N.D 0.201 0.205 0.199 100.80 1.64
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6 FRIAR(ATIN N.D 0.187 0.189 0.192 94.53 1.24

7 IH4RESE(AHTN) N.D 0.185 0.195 0.191 95.06 2.65
8 “HREEBEE (MX) N.D 0.206 0.207 0.199 101.91 2.26
9 QIEFE(MM) N.D 0.201 0.206 0.196 100.54 2.47
10 ZFEEEMA) N.D 0.191 0.206 0.195 98.59 4.10
11 PR (MT) N.D 0.161 0.164 0.166 82.01 1.66
12 FRESE (MK) N.D 0.180 0.182 0.183 90.67 0.76

iF: N.D JsRt@H

3. 45ig

AIHRA GCMS 37 Tl 11 MESERIDHTITIE, DITERK: £ 0.02~0.5 mg/LAY
RESEER, 11 FBEIIRIEZEMERY, 1A% 0.999 LALE, BUKRES 0.02 mo/L tRESRE
S 6 R, R ERENT 8%, EEMRIF. WSLhRF&RINE 0.2 mg/kg, [EIKERTE 80%~105%
ZI8), ZRESNREIRERENT 5%. £F%E2R (CHRTPATEHREENNE SHEeiE
-FRIEE) RS TER, BFERSE, BLRERFHE DR REER,
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1.34 GCMS ZEZmP 12 FEEUR

RE: A0GE T SRBIERIERAMEICER P 1 2MEBURIUESE, BiiESEST, al
LMEEEE, TR,
XigiR): SEEERERAN Lilkm BEUR

W RPHEERRES AR EMEEE 0.001%, FHBERUURPZEABEST
SR, BRI — IR, £ 0.01%, HERWRRENMS FTHERH. T4
e, IRmIBRRMERRENARSMUIZmEZARE  AIEEURR D S SE#EIT0.02% .
PERAEN, REETERIARRIN. K. ALIiE S REER AR, FIRSRATS
BRI AERESWFR, KBRS  EeEREEKARY GCMS-QP2020 3tikmtF
RRRREIS. BEMBRNEESER. BEN & 12 MEEURETON, ZEtaNZEIETE
W ZMPRAE, BESEEAENN26ME B AMXRNEEMRY, EEER.
BEASERHEXNRRTEHESERES

1. SESERS

1.1 {¢E8

BESEGIERIEEKAY GCMS-QP2020

1.2 s

B1Z4F: Rtx-Wax 30 mx0.25 mmx 0.25 HEF: Aot

pm HEEE: 1.0l

#538: 100°C(1min) 25°C/min_ 170°C_10°C  BF5=: El

/min_235°C(10 min) BEFREE: 200°C

HEFOIRE: 240°C BIERIEEEE: 240°C

BEEHL: BRRE XKEHI: SIM RS, BESEEEFIE 1.

LEE: 37.0 cm/sec
2. el
TERRFRBUCILERIEAEE 1.0 g T 20 mL EEZIELCEES, ERIIANFEZ 10 mL, @REE 5
min, #7& 15 min, LA 12000 r/min SiEEC 15 min, BRI 2 g ToXKFRERIRAL K, &
0.45 um BHIEIETE, ERENER.
3. &R5idie
3.1 12 YRAR RS S REIRE
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{x100,000)

11
6 g 10
3 12
7
‘12‘0I ‘13|.0I I14I_U‘ I I15|.0‘ o I16‘_U‘ o “IT‘_UI §
1. 12 MEBRES RER S E FRE
F 1. 12 EBURBLINEEF
. EEET - EUETF
ID {LEWER L= CAS No.
(m/z) (m/z)
1 g Geraniol 106-24-1 69 41, 93
I 108. 107,
2  KHEE Benzyl alcohol 100-51-6 79 7
149, 103,
3 TFEM Eugenol 97-53-0 164 N
4 POEEEE Cinnamyl alcohol 104-54-1 92 78, 134
FTFEB Isoeugenol 97-54-1 164 103. 131
6 BEH Coumarin 91-64-5 118 146, 90, 89
. 31906-04-
7 ES=RE Lyral 4 79 136, 93
. " . 133, 115,
8 kERERE Amylcinnamyl alcohol 101-85-9 91 129
— . 132, 131,
9 o6-BHEE=EX 6-Methylcoumarin 92-48-8 160 104
— . 132, 131,
10 7-BEEEXH 7-Methylcoumarin 2445-83-2 160 104
11 KipBERE Benzyl salicylate 118-58-1 91 65. 228, 92
12 7-BEEEFEER 7-Methoxycoumarin 531-59-9 176 133, 148

3.2 tntEEZERAS IR

15 12 FhEBURLE 7> P R ESECH B R

PAN
/|

ek, BRIz EEERECHIRREY 0.05,0.10,

0.50, 1.0, 5.0 mg/L ZFURETIER, LASIM BIURE, SESKIMERFIYAE 0.999 LI L, &5

Jriskadl]

HRVESRA SRR IE 2 Fr. LA 3 EERIGTESESRHIR, SRNE 3.

Area

Area

4000000

30000004

22000000

1000000+

30000004

2500000

22000000

15000004

1000000

500000+

[

T T T
2.0 3.0 4.0

HItEE

T
1.0

0.0

T T
Conc 0.0 10

T
2.0

T
3.0

T
4.0

RHIEE
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1500000

12500004

10000004

750000+

500000+

250000+

0.0 170 210 310 410
L ESiE]



Are:
Area 500000 Area

25000004

400000 20000004

20000004

- 1500000+
15000004 300000

3 1000000
1000000 200000

500000 1000004 500000

o T T T T T o T T T T T o T T T T T
0.0 1.0 2.0 3.0 4.0 Conc. 0.0 1.0 2.0 3.0 4.0 Conc. 0.0 1.0 2.0 3.0 4.0 Conc.

BEXR EO=FE 7-REERER
2. BN EBURED RS
3.3 (YRR E i
BHSRASBRESESR (0.10 mg/L) EELNRE 5 X, FRGEFFEE. ERIE 2. R
=, NREEERIT,

X

% 2. IFEFRESHER

No. {L&#IER 1 2 3 4 5  RSD (%)
1 EHEE 76834 78940 77499 78167 78833 1.2
2 X 82297 86481 82912 88656 84369 3.1
3 TFEE 53788 57723 56160 57543 57783 3.0
4 pYEEE 31652 32516 30490 32531 30586 3.2
5 RBIFER 27114 29829 28318 29320 29260 37
6 B 46396 48914 48995 49566 47179 2.8
7 SR 8966 8796 8768 9173 8759 2.0
8  IKEPIER: 15871 17633 16931 16809 15740 4.8
9  6-REESER 45841 43428 42350 46361 44799 37
10  7-RESSXR 60410 62557 63305 59863 64285 3.0
11 KRS 33550 36961 34640 35625 36490 39
12 7-BEHEETE 35607 36994 35688 38795 36949 35

3.4 [Ei=ilizt
S BIBERBKITEN=EHEES 1.0 9,48 12 MEBRES BEESNESRAMITZRER T,
IMRES 0.1 mo/kg, & EARTTRHTON, ERTERKER, BWERNEERNE 2. FES
[EZSE 80%LA L, STEHEITNAIEK,
7= 3. EMERRAQHIR

No =1 HMHXER
el IR TEME% RSD%  THYEME%  RSD%  (Hg/kg)
(n=3) (n=3)

1 B0 0.9997 91.2 3.2 84.3 3.9 13

2 XEE 0.9996 104.7 2.1 96.8 28 0.6

3 TFE 0.9994 95.4 18 88.9 40 03

4 potEEs 0.9996 96.3 29 93.4 45 0.9

5 BIFEH 0.9996 101.2 34 86.2 2.2 0.8

6 &Hax 0.9996 102.6 3.0 93.7 3.9 3.2

7 EREEE 0.9996 95.1 26 95.3 17 8.8
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DCEPIERS 0.9995 99.5 3.7 934 2.2 9.3

6-REETHR 0.9997 98.3 1.9 95.7 2.6 1.2
10 7-REEER 0.9999 99.4 2.3 98.1 2.9 0.9
11 KB R 0.9991 90.6 4.5 82.5 5.2 2.3
12 7-REEEEHR 0.9999 101.9 2.6 91.2 3.1 1.6

3.5 H#millE

NTIZEHENREY. ANAE. REOK. BKEFERHTUE, HPERESKENHKGER
s, B 3 AZEKEFREIEE, ZHERTKEERTEEESES 15.3 mo/kg, HREFRIGFRGNE
ik 12 URES.

{x1.000,000)
40

30-
] IKIZBR < BE

20

]

Q0

T A L B e B B B By B B By
70 80 20 100 10 120 130 140 150 160 170 180

3. BKEREIEE
4. 55ig
gy T SESERERAMNRI RS 12 FEEURNESZ. FHDTE 0.05~5.0 mg/L
RESTEINZMREF, 33 0.10 mg/L B9 12 MEBURAESNE 5 X, 12 FESHIIEEEFR RSD
BINF 5 %, EEHTF, SEPEIERE 80%LLE, TEHEEMILRPEEFEANRER,
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1.35 GCMS ZMEmPRIEEE

WE: #7 7 SERERERANNE LR TGRS ERINESE. £ 5.0~500 pg/L KEEE
RESFERZ, THXFRES 0.9998, 4T 5 RNEIEERAIEXRERE 2.2%, PFPHFLIN
TREIKERTE 77% ~ 88% 18], LT AMERRIEHIRY 0.01pg/L, HF5iAREER, AIE(FILE.

XiEiR: SEGERERAN tikh RER

AI%FE (Acrylonitrile, CASS: 107-13-
1) YENENERINEZERE, # ZNATH
ERAIERAEREZ). THRZR. ABSKIS.
ASHfE. RAMEEZ. REERERE. 2. 1
IKFIFIRGRIZE , BRI IR ISR —EfEEN
. AEIRRETK, ZaTENaR, H
SEMURA, aHHI4EEITIRES. ©rTBHRARR
Wz, FRIRerEREERUILITEER PRI, K<HA
i, SHMREGATE, [RILESHE. B
PIRERIEMRERE (LR T SR AIE) BB
B RERRFIINEERYIR.

1. IS

1.1 B8

BESESERIERAMN GCMS-QP2020
1.2 St

it Rtx-Wax 30 mx0.25mmx0.25um
FEBRERF: 30°C(5

min) 30°C/min_200°C(5min)
HHERRE: 200°C

aSEHEI: ERE

fBLEREE: 36.0 mL/min

HERT: oinHeE

2. HmtlE

AT AERRHRICRIE, BRIRgRNTGEE
EEME-SEGIERSRETE. MkmE
FREZ%, 1IN T TRESEET ORI, TS
[REXREAMX AT AR R PRI THER S , iR
Lit—EEttE R, TRE SIS ImES
B, EERREERNZERMTFNA.

B I MR R ERAFE RS
HEEIEEE DTG, B3 7R T RIERRRY
SNTTE, 1%I7ERERER, REES, ATHRME
Mg, EEAHERRIE.

ikt: 30:1

HEE: 1.0l
BHFHHEC: E
BFIRERE: 230°C
BIERIEEEE: 230°C
KE&EH: SIM

FIK. EKERESR: EFREL 1.0 g F 10 ML AEEF, MARERS RS, BREE
BEAWE, 2045 um BHUEREIE, ERENER.
EE. EEIAEERER: /EFREY 1.0 g F 20 mL EEZIELLEET, ERIMAREZ 10 mL,
HEBRIEE 5 min, #B7 15 min, LA 12000 r/min EiEEL 15 min, E&&KE 0.45 um BHLEE

g, ISR AtNER.
3. ER5idie



3.1 AEFINERGIERE

{x1,000,000)

Gﬂmumm

1300 {11 {
50 200100 5

40

304

20 /\
10 f\\

00

L s T By B L L e e B B By S B
45 50 2D 60 63 T0

. 1. Wlﬁﬂih'\lﬁnn@ .
= 1. inEARREN EMF ST

521 BR {REBATIE] (min) EEEF(M/z) SEEF(M/z)
1 [Ei 5.613 53 26, 52
3.2 RS

FeiREEA 5.0, 10, 25, 50, 100, 250, 500 pg/L (IFIEREIMERSIAR. SIM HTURE,
BRIRIGIBIVEIZINE 2 Fix, #EXERECN 0.9998, LA 3 {HIRFEIHEREEIGHRA 0.01 ug/
kg,

Area(x1,000,000)
4.0

3.0

2.0

2. TN |
3.3 (NEEZEENE
BN 50 pg/L RiEEERRESHIE S 5, ERIGEIBEE, ERIEK 3, EREKE, (=55
ZERYF.

S

%= 3. AERBEEMER
No. HEWEMR @R A 2 [ 3 EfH 4 Ef5  RSD (%)
1 RIES 412960 411325 424667 424279 433652 2.2
3.4 BN
BRI SR RN R R, R RATRR IS , SHREREH 2 AR,
DIHFRERBESRES B 5.0 po/L H1 50 pg/L, SMRENHFERSBITTHLE 3 R, EMENE
LERIE 4,
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&4 EERER
At 1 it 2

No. HEE&HR  THEM=E%  RSD%  THEME%  RSD%
GRESOpg/L)  (n=3)  GRESOug/L)  (n=3)

TRIREIK 82.3 5.5 88.0 43
2 AREE 88.0 6.8 77.6 6.5

3.5 EfFtEmSMER
R MBI AR R K ERE R, —ERAaEAEERE, GUhEET:

*1,000) {1,000)
mic 50 NC
175 PB00{100) PRO0{1.00)
L7552 00 (1.00) 5200{100)
%3.00 (1.00) 53.00{1.00)
150 1
VAT N N NI o N 175_%«/\/%%
125 ]
100—3 10_-
e e ] ]
075 1
050-] 05
D e e
000 00|
e LR : | : :
525 550 575 6.00 625 525 550 575 6.00 625
a b

3. LPREMIEE (a HKER b EEFR)
4. &g
RASFENTSHEEIEFIEEAEMN GCMS-QP2020 MMIZRAEEREHTON, FHikRiEmE,
£ 5.0~500 pg/L RFEEREINERSZ, TAXFEED 0.9998, 4T 5 RNEEERRAIERER
£792.2%, NHREIERIE 77%~88%28), AJLARBTF UG HIRIERBAIEN,

186



1.36 IC EZMEMmPHE. RERBHIEEF

BE: AXERSEAT HIC-SP BFEENET TEFELENE R E. RRIFMmST
SEIE. ATERFAEEFEEIEE, FAMEA 36 mmol/L ENE TR, LB SAG IS
TR, &, RRRAME FE—SREENAMRET, SMEXERE 0.999 LIE; {XEEGHIR
730.001~0.043 mg/L, {XEEERM/0.004~0.145 mg/L; (K. . B=NRERE 6 ELHH
REAOR BB RIS EIRUERTI R A RE S BITE 0.24%~3.79%71 0.019%~0.24% 2 (8; HikREERTE

HHINFREIERA 96.4%~103.0%,
xR B WiLm

RSP TNBEE FBE KRS EFSK
KHEER. SEREERSZRIESNE
E257 RERAIBRIFIRCELERN. IR
b aE Fa BRI SRR EEMSERIR
BRRERALR, JLUARARE, 1IERRK. B2,
RTERTBZENERUATE, T THEEEL
EBRYTEIE e AR R AE D RIPH]. RER
REERISH, E5IBUEEEL. 85, hRM
RERBRERKAMEERBSKRE, HE

(WHO) BRI AR REEEYI R MINMES R
iR, TERIREAIRDIET, TRTME M, K

1. SEIRERS

1.1 (&8

SEATEFEILY HIC-SP (EEESHaNIZE)
1.2 RS

& & #£: Shim-pack IC-SA3 250 mmx4
mm

i 48: 36 mmol/L BRERINE TR
BEAI: FEER

W 3&E: 0.8 mL/min
¥ = 45°C
2. HEmHE

= RERIR ET

EiZMMERAERREASET 0.1%, R
MEFUAMNBRIAR GRS ZEMELY), B
HNBHES FA0 = B SRt an - PR AR AYBEER
REEEATHY. REWLEENBHENE, (£
KRB FEENMEEY 0.15%, RERE:
EERYIR.

A XABELTBEFEENENEX
=HMET, DIEERRT, ERES, TR,
REBLUSEERRNE, TRAHIRSEN
MR, MO SR YRR SR AR,
RGNS .

N 28 EBSAEIZE

NESEE: 45°C; MaRz: 1.0 sec; #hi4k:
+; HEES: 1

1HIES: WLK-6A BEE-FHIES
FIEEE: 120 mA

FHEEARFR: 50 pL

TR AR 0.5 g T 100 mL BEZELb@ES, 0N 36 mmol/L EEREY 30
mL E7E5ES, BEZEE 30 minf5, A 36 mmol/L IEINIARESEZIE. B EBERET
BRBEtE. $RIERD 0.45um JEIRTIRE, ISRERE LD,



3. ER5idie
3.1 inEmEinE
EEERRIVBIENE 1 k.

11000 (e
T

REIR

58858882388
88g888g8¢gs8zs
$.5.8.8.8.8.8.8.8

L mET

g

8
o 2
5

1. SRS FERiEE
(FEF 1.2 mg/L, EERRFIMEFRERN 6.0 mg/L)
3.2 tREZ
3.2.1 fREEREH

F3 36 mmol/L BERRINERZFHEFARIINELEER, fBF. RRE. MEFiE

RONRELE 1.
1. iRERFIRE
WERP  EET (mg/L)  REIR (mg/L) i
(mg/L)
RE1 0.030 0.15 0.15
RE 2 0.060 0.30 0.30
RE 3 0.30 1.5 1.5
RE 4 1.2 6.0 6.0
RE S 24 12 12
RE 6 6.0 30 3
3.2.2 %R

B=MBEFREVERIIAR, 1% 1.2 PRDTFREHITUE. LURE/IEAIR, IEER
FPRIR, IMRETIWFINERZ, TERZRE 2. =B FE—EREEER BN ERLZ
MR, LMEEMBRRENE 2. L 3 ZI8EH 10 Fo3it BGERalR. 2R, &

Rk 2,
0 0 n}
500000 400000 400000
300000 300000
250000 200000 200000
100000 100000
[of. - - o (o3, T T —
0.0 25 50 RE 0 10 20 REE 0 10 20 REE

2. —MEFinERLZ
= 2. —MBFEI5E. MHRMEER
PR

LEVS) Tt =R SES EEMR(mg/L)
(mg/L)

SE7 Y = (793486 + - 0.9998 0.001 0.004
587.351) ' ' '
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Y = (13054.5)X + (-

iy 09998 0,011 0.036
RERMR 812.619)

=T V=801 + 6 9097 0,043 0.145
h 444.926) ' ’ ’

3.3 {UEEF5ZRREsCIe
R, . B=MRERSTVERSRIES 6 X, 3 NREKENERNIEETRAIIRES
A EREXIFREIRED BITE 0.24% ~ 3.79%F1 0.019% ~0.24%2 8, (NEEZERIT.

% 3 ABTFRENEMIEERESMER (n=6)

(0.060 mg/L) (0.30 mg/L) (2.4 mg/L)
ZFR RSD(%) RSD(%) RSD(%)
Area R.T. Area R.T. Area R.T.
aAEF 2.69 0.034 0.45 0.011 0.34 0.045
* 4 RERIRTIAE FRENEMIEERESHER (n=6)
(0.30 pg/mL) (1.5 pg/mL) (12 pg/mL)

LR RSD (%) RSD (%) RSD (%)
RT Area R.T Area RT Area
IRERTR 2.41 0.019 0.94 0.017 0.24 0.041
HEF 3.79 0.24 2.82 0.095 0.92 0.066

3.4 hitREY=EsEes

RIRRIA T EMIR R R, ETU, RiatE. REARMEE . NERRmet
I 2 NREKANERR, BRIFMATSERATOM, FT 3R, ERTEEKER,
Ik mBIEELNE 3 Fi. CIRmEmilreiEENE 4 frx, ERIMREMEESRINE 5
A7,

+
e
W

100 180 | 200 250 300 50 400 450 500 0o 50 100 180 200 250 300 350 400 450 500
3. {iamtFmeiEE 4. (LR RIS E

%= 5. EFIIREKESR (n=3)

N HmaE SEYEIBTER (%)
i (mg/kg) 6.0 mg/kg 120 mg/kg
aEF ND 102.2 103.0
N HmaE SEAEIKIER (%)
(mg/kg) 30 mg/kg 600 mg/kg
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IREREL ND 100.9 96.4
BT ND 98.0 97.2

iF: N.D JsRi@H

4. &5ig

A T —MERASEAIEFEE SR E. RERIEEFNSE =/
HFE—TEERNEMRY, BEXREIIAT 0.999; (XEEtE R 0.001~0.043 mg/L, X
EEEEMR 0.004~0.145 mg/L; =FAREIRERE 6 RIEEHFAIR B BFIEEIEXI R
ERED BT 3.79%FDF 0.24%; ikt RIEIIMREIKRE S 96.4%~103.0 %,
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1.37 GC ZNELILmPRTEE. BN "HE
WE: N TSRS RER . Z BTSSR

BidiglE, NEERERIANEBBNHTON. XKEEFTE,

(REBRYRIENE, IMREE

B, FRASESIEREHKALSHTIE DXARMEEERE, ERGETE.

XigiR: SEREE SERIERERAL Wil

R_EZ (1,2-Propanediol, CAS §: 57-
55-6) . &—fg (Ethylene glycol, CAS
5: 107-21-1) F0—Hfz (Di-ethylene
glycol, CAS 2 111-46-6) EIIERHEH
BRI, (BEdEfERFEEERNRk.
RERE, IWIENAZERTCREMNERE
BHIANRLER, (ERMER _BESHT
RN, S5, OIERPIXEERTIR
5. MAREEORBAESEZRRK—EER
“HEgR, SSENBTRPS,. TRE. =
MEIRERIE. FARIRENEREFR
BEE., ITZERCE™ESE R "HEN
M. BB EIMRECRmEY+
BEFRLE 7 R LR HERE AR

1. 83D

1.1 B8

BiESiEEIEY GC-2010 Plus (& FID #&iNISE)
BESAESIEFSERA GCMS-QP2020
1.2 &l FEFH

1.2.1 GC/FID 44

BEitE: Rtx-Wax 30 m x 0.25 mm x0.25
Vigg!

HERRER: 80°C(1Tmin) 30°C/min_150°C
_5°C/min_ 210°C(10 min)

HHEORE: 250 °C

5 &5

ARG [BEEIEE

& 1.0 mL/min

1.2.2 GCMS Fi4

SHEGIERMARE 1.2.1

191

B, FAREEAFEMERER, —HEE R
EFERRNEERSEEE 0.1%. 2TEEAZEEGE
FIEL979 1.6 g/kg, BT Z_EERZMEEIR
RUEIZEHE AR, ELt, FEBRiEN
TR "ERFATEIRKE, BRFFHEANZ
HEEMZ —EEZMN9<0.1%, £FTRTES.
BRI HERFEEST, BUEMTAIRE
Mot R . 2B HERAS
ETTi

ALY RARERBCL MR, TREE
BENTESESCHFPRIR . 2
—HEEHTON, FERASERIERISERARE
1THRIE, 7oiRR{FEERE, SHRWETE.

HEAR: O
ikl: 10:1

HEE: 1.0l

FID 1&NESEE: 280°C
TERE: 400 mL/min
SSARE: 40 mL/min

WESRE: 30 mL/min

il

BFIREE: 200°C



®5: 85 EIERIEEOIRE: 240°C
BB ELR RAScan&iFE T
2. Hmpiti®
ERRFREN 2.5 g id#E, A0 20 mL BBEE, FERIBS 5 min, #EAIRE 20 min, FFEESE
25 mL, 8, i 0.45 um JEREE,
3. ZR5E
3.1 REiREmGIEE

Vi):OllX] um
40 -
]
- HoE
[ — - i}
20 H_E? k|
Z_FE =
10 -
|
1b 2.‘0 310 40 5h Bb 7:0 8‘0 9:0 1dﬂmwn 1‘5 T l‘ll ) ‘1‘5 ) li‘l ” ili y ill‘ ) ilil y "l,ll o 1,‘5' ” l‘ll l‘! ) .l‘l ” lli‘ ) lll " ]lli
1. [BETRERR GC-FID &iEE 2. BRETNERM GCMS EEFRE

3.2 tritEEhZE RS IR

RN, 2B —HEstntEm, RREECHN—EESR, KIREES
RECHIHZRSRE 10, 50, 100, 500, 1500 pg/mL, BEDIMEMLIIE 3 . A
3 BIRATEIGHR, RHRIE 2,

REE(x1.000) HRE(x1,000) . soiﬁE(xl 000)
1.504 1.50+
1.254 1254 1.254
1.00- 1.004 1.004
0.75 0.754 0.754
0.50- 0504 0.50-
0.25+ 0.25
. Comes T s BmR ’ C st socboo @R ° 250000 500000 [
A—EER = 0.9999) ZZF2(R = 0.9999) —HER = 0.9999)

3. BEDIRERL
3.3 {XERHEEE it
EX 100 ug/mL RUBENERRIELNE 5 R, FEMEREE., WEERNE 1. &
RRBIUREEERIT.
x1. NFREEENESR

Fs HEMER 1 2 3 4 5 RSD (%)
1 i 47597 48413 44603 45709 46377 324
2 Z_H 42350 42698 39850 41709 41133 270
3 —Hz 45947 46848 43609 43895 44010 322
3.4 SEGIERES T

BRSIESIERERYG, RTE. 2B HERESESRNESBE FRENE?2
AR, ESChr R mAYUE P AR ZIRIEREE R ERMEEEERT, TR GCMS #H1TH
IE, NFEREIGETEEI TEMFINT, ARRTREHIMAYERES
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3.5 M=zt
2B 2.5 g WHREEER=D, KREWESRMITERT, FRIMHREN

150 pg/kg, IREERIATEZRIMERS oM, EESERRER, FRE 2,
= 2. IREIEE RS IR
SO 1 S 2 SEE 3 Sy EIER &R

amEn (ug/kg) (ug/kg) (ug/kg) (%) (Mg/kg)
[ 1438 147.2 139.9 95.8 0.26
2"F2 1447 137.9 140.6 94.0 0.32
“HEE 1483 1425 146.3 97.1 0.47

3.6 HmillE

XNTHAHEERNEEI. FERK. IKNABESHTUE, EPE— mEa0kmymiand
R, BANZERGCMSEEFRE. EREGIIFIENHEAR"EE,. 2 "Bi—H
=0

o000 | IS

L p— 1 T T — — T T
5.0 7.5 10.0 12.5 15.0 17.5

B 4. EEFxmyitem GCMS BB FiRE
4. &g
RASEATSEEBUOWCRRTR_E. 2TEBM"HE, FEdSHEGIER
IEERFAHTIRE. AR EEERR, FEEIEREI4%~98%ZiE, FERIZETE,
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1.38 fiF: HHmBZERAIE (2015 FiR) --HthzE

RAZREENAEE

1.FH(o)Ee

75
50

25

Iﬁﬁ%ﬁ
i+ : CAPCELL PAK C18 MG S5, 4.6
mmi.d.><150 mm

o EREE+7K=90+10
P O1#E: 1.0 mL/min

2. ZECE

naT

R E: 35°C
O SROEENIES, BURIKES 370 nm,
RETIRIS 406 nm

BEEE: 20 pL

1. fFECE

1

T T T
7.5 10,0 12.5

Iﬁﬁ%ﬁ

@it CAPCELL PAK C18 MG S5, 4.6
mmi.d.>250 mm

AR EREE + 0.1mol/L BSER —SURAR
(SERVETI pH =2 3.0) =2+98

3.4:%E= D2, WEED3

1. #E4E D, (50mg/l M.W.396.65)

R 3#E: 1.0 mL/min
B E: 30°C
: PDA 210 nm
: 20 uL

k>
B E K

2. #E4EE Ds (50mg/l M.W.384.64)
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mAl
75

a0

25

ARt

ittt : SPOLAR C18 S5, 4.6 mmi.d.><250 2 E: 30°C

mm ¥ UV 265nm
Nt . =] = _
mantE: BEE+ 25 = 90+10 SR 5 L

it 1E: 1.0 mL/min

AR, FEM

mal 3
2
200
,
1004
7
4 6
D_
oo 2|5 SID T‘S 1D‘D 12|5 15|D _
(1. EEREHER, 2. BEW,; 3. TKEEXK,; 4. HEIRE,; 5. HBEEER, 6. HMSINx,;
7. SE%R)
Fit—
Iﬁﬁ%ﬁ
B@Bi+E: CAPCELL PAK C18 MG S5, 4.6 B E: =R
mmi.d.><250 mm 1:@ mu PDA 268 nm
parda . =TT LANE]
RzNHE: 0.01 mol/L B (BEERE pH2.0) BHRES: 10 ul

+EAfE+ZfE = 67+22+11
7 JE: 0.8 mL/min
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AL

1000+

750

500+

2450+

0+
0.0

(1. ShELEHER, 2. FEW,; 3. T/KEEXR,; 4. BRIAE, 5 HREEER,; 6. HRSFHRE,; 7.

FEZ REE

itz de

fi4E: CAPCELL CORE C18 S2.7, 4.6

mmi.d.><150 mm

RENHE: 0.01 mol/L BEER (BEE&IE pH2.0)
+HAEE+ZF = 67+22+11

-

oot

0.8 mL/min

i

=

PDA 268 nm

S



5% [RRAS S

2.18|5

WimRAR S RIEERERM N FatimER e RrIR. RAE S NSEWIX
R ERAERBIAEFIREIERR (E)ERFEE, WZmERITHIRARIFRELL
REMREFIERBITER, URMERSENEE. (WhmkeAWeE) (2015
FhR) PEEWRRERAESTIHT 47 TIRAES MREER, RARD Wa-REER
K. WIERAOAREREE. htsS. HEBRSSAIIEFR R MAVAEYIR. RARZRAMIREr - mPfE
FBRY pH WH5IS. L5, ERBB{miERL (Regulation (EC)1223/2009) HtikmaHI
PRABYIESREN T EANFERE:, FRIRAYIREEE T XEAHRRERMZRGE (RE. D18
IBOTAEY]) . —LREMABRIRE, FREREFINFERIIEER. F1REBR
M—ESHANERRME,

(hmBzERAIEE) (2015 Fhr) BEURLEHT 13 MERESENGE. o-f
EERENTTRMRERAY 5 FUEINE 10 #, ERNAFTIET LCMSMS #EIEYSi%; SRERFOH
BREAIINTTEFTIE T ICP 73i%, ITHEENEBEI TR, FRERISERINMARER

ERAME) FIRAESHNBRS ZNAFERENMIRAROBRTE, JHARSE,
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2.2 LC/LCMSMS iLiEC I mAR 10 fho-ZEES

T ASEES BT 10 Mo-ZERAENITEAERENR)

HE EXRORLEBEEERTARS (201955 12 8) #lE, iR a-RERIIEN
FhSRARSTHY 5 MUEINZE 10 M, FHEINT RREXBIIET %, A3 5| BERRAA TR
WrFE, FIHTHRERT 10 Mo-FERINRIBEETS FNREREMIIET A,

Xigin: o-ZER (tm SXREGE-—EUNRMEEERNY  EMERIE

o-FRERR (AHA) TFRKRER, FAK  AEFEN AHA Z 57, (BRRIEERSA
SIERHRAVETR, FKRIERRIEIER 2 RhEEERRN FRIES (2019 F5
WESFERPND Fho EERESE  125) e, 1A AHA 772 10 # (B
B, —RIRNo-ZER (AHA) Bio-BEER. PR, AR, REIRK. ¥RR. IR,
EZIRATHRRTILERRSFNHE, R 2-RETR. B, T RIER
BHEAAMRZER AHA IIERMEET PH (&, MFRESE)  ABNFREWESE, T 2020
[ER&EIM AHA FERER BB, TBkx & 1 BIER(SEhE.
WY B, T TR BRELER FMERIRNTTIER LC NEETTIE,
BAERER; 2@ IZRIERER. Ehk  LCMSMS AEMHIERE. AXDBINE
B. FEERK. MRETRSFRRaT. TXRALC-20AEE, LCMS-8040 EMERY
RiE (CimZEeRAWE) 2015 ifle 750, il 10 Mo-ZERRREN
a-FZEER (AHA) AIRBYIE: RERWE  73iA

1. RIEEEEES (LCiE)
1.1 {UBHEMH
INEEEEE . 3 LC-20AD SCRIBEIEY
ikt CAPCELL PAK ADME Cis#E (250mmx4.6mmx5um) ; SiERE S No-
REFSETHAT, AI%F CAPCELL PAK ADME Cis#E (4.6 mm 1.D.x250 mm L, 3 pm)
BRI B E AR TR .
matE: A: 0.1mol/L BIBSERS — AR, FRBSER pH &4 3.0; B: HEs;
M : 214 nm
HR: =8
HEEE: 5 ul
VeRR AT BRI, BEWIMAIRES 10%, BIERERIE 1.
= 1. BERRAEER

Ad{E)(min) iizE(mL/min) REE A/% FREAE B/%
0 0.7 100 0
7 0.7 100 0
7.1 1.0 100 0
14 1.0 35 65

14.1 1.0 35 65
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23 1.0 35 65
23.1 0.7 100 0
28 0.7 100 0

1.2 tREERAYEDH]

AR : 5 BINESHRAVATIRESS: 400mg. TEE: 200mg, EEZE 400mg,
3EERER 400mg. FLER 500mg. 1515 400mg. 2-RETE 500mg. mHkE 10mg, —
KZ K 10mg FHRE 8 400mg FE— 50mL &R, hizk 40mL, 60°CHBAS 15min
AR, FKES, REREAFEEEER,

AR SRS S SRR RS SR 10mL BRI,
FKER, BECHIMRNE 2 iR EnERTIBR.

7 2. 10 fho- S EBARERYIRE

afég %*ff@g BEE %EAZ wEE AR FER 2'%5 FabkE _KAZ %Ef'g
BMAS B iy TES R B

100 50 100 100 125 100 125 2.5 2.5 100
BT 200 100 200 200 250 200 250 5 5 200
EERF 400 200 400 400 500 400 500 10 10 400
AR, 800 400 800 800 1000 800 1000 20 20 800
mg/L 2000 1000 2000 2000 2500 2000 2500 50 50 2000

4000 2000 4000 4000 5000 4000 5000 100 100 4000

1.3 HRaE

MREER 1 g F 10 mL BELEED, BT 90°CKAS 30 min LIREER MBS
F, IKZE 10 mLZIE, ZEoRIEES 30s, 60°CEAEIREY 30 min, BUEE#&{E 10000
rom TEEED 15 min, BLES&KY 045 um iElEfE, LD, WEERIDHEKEE
FAHKPDEGIE, A5 1 mL RREERIEES 30s DEU9S, BIVKE 10 mLZIE.
1.4 inEEREIEE

BORRmsR (s6) dHRBREsHT, SRXIRmASEENT:

mAY___

=1 i Snmgsl o0

] & "
200+ 103 2 =

s

: = = =

250 &
-5
e o
<00 -
e O
1 (g -

150 1 o =

b 3 3 i

: i % < =
-] b L
_'_‘J—A - | e

. o
50 ‘ \ | 1

1] | AL

o -'—-__”J*.L-,F#L__ S g S N e,
=
-‘_lIlI|lIlI|I|Il|llll|llll|llll

0.0 5.0 10.0 15.0 20.0 25.0 min

B 1. MEEAREIEE (S6)
1. EFEREES (4.125min) 2: iBAEE (4.617min) 3: FEZE (5.285min)4: FEEES (6.025min)5: ZLEE(7.577min)
6: FFIEER (8.252min) 7:2-FETER (15.114min) 8: fHkER (10.815min) 9: T RZEEE (24.161min) 10: &
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Efg (25.290min)
1.5 ZIEXFMGLR
LMSMREE3: 1/9taiR, (SIRLE10: 1AEE TR, WEARTZRRHRSESE TR,
IERIERT1g, BR10BHEADAMERESREEERE. BHR. EETR.
HEEHRE., REEERE. LMEREMEEESERNE 3.
% 3. 10 o RERIEHIR. SRR QHKE. BEEERENLIETE
BHR  EETR SHRE SEEERE SR EESS

By

(Hg) (ug) (M9/9) (M9/9) (ug/mL) (R?)
EITEEEER 0.08 0.24 150 450 97.96~3918 0.9985
iy aTi 0.03 0.09 60 180 50.06-2003 0.9983
REZR 0.02 0.06 40 120 98.23-3929 0.9995
FERER 0.02 0.06 40 120 98.23-3929 0.9995
FLE 0.05 0.15 100 300 113.0-4521 0.9987
SRR 0.02 0.06 40 120 99.29-3971 0.9995
2-FRE TN 0.04 0.12 80 240 146.0-5841 0.9994
JRTKER 0.001 0.003 2 6 2.549-102 0.9988
i 0.001 0.003 1 3 2.487-99.5 0.9993
RESR 0.02 0.06 40 120 98.46-3938 0.9993

2. EHEGIE-FRBIKAEES (LCMSMS %)
Ho-ZERMEIMREGEERHE, SENEREREEE - RDAHEER, LIeE
R ESEEMAS Fito-RERIONE. EHERSREEIE - RSN HT, R
BRI R B AN G E S SR RS —E, AR MNES Frdaute
SR SRR E R E SRS FEX L I EN AR I RSN E, WELHIEESR
chE AR RO E S
* 4. ERBIENENB FFEELNRERITRE

BFENEE (k) k>50% 50 %> k 2 20 % 20 %> k 210 % k<10 %
RIFRIRA(RE +20% £25% +30% +50%

2.1 (UBESEFRM
2.1.1 @ig&H
fBigiE: CAPCELL PAK ADME CigtE (150mmx2.1mmx3pm) , siEEiEE;

mEntE: A ZFE (S0.1%FR) ; B: R 40°C;
0.1% FRER7KIAR ; HEREER: SuL;
#E: 0.3 mL/min;
B RERE RS
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5. MEMEREIER

R1E)(min) AR A/% ifRztE B/%
0 0 100
4 0 100
15 95 5
17 95 5
171 0 100
22 0 100

2.1.2 HESFM
BYR: BEREEFRE (ESIR) ;
WS ABEFERMEEUEL, EUEFXRAEREESEIRENERG;

SSmE: 3 L/min; EFEIFGEE: 500 °C;
Fl&S70E: 15 L/min; Rf#ES: Ar, 230 kPa;
BEARIESRE: 300 °C; EFERE (IS) BE: 4000V,
= 6. 10 A HISENE AT RBXEESHIRER
R YRR CAS BIAEF  YEF CE Q1 Pre Q3 Pre
N 113.1* 19 14 21
1 Ry 6556-12-3 1932
AR 131.1 19 11 22
87.1* 15 14 30
2 ivaty 87-69-4 149.1
RaR 73.0 15 18 26
45.1% 20 16 13
3 2E7 R 79-14-1 75.2
REZR 47.1 20 15 13
115.0* 12 16 20
4 FER 97-67-6 1332
PR 712 12 17 25
43.1* 17 13 14
5 95 79-33-4 89.2
A 451 17 15 15
111.1% 18 12 19
6 SRR 77-92-9 1911
Frilii 87.1 12 11 12
‘ 45.1% 18 16 16
7 2RETE 5094-24-6 103.2
RETE 57.1 17 13 19
8 FatkEs 90-64-2 1512 75.1% 16 9 26
9 TEZER 76-93-7 227.1 183.3* 14 9 10
10 BE=Zw 617-73-2 159.2 113.2* 16 16 19
2.2 DR

IR 2.1 M4, 1510 Fho-RER NS, FrS@IBE 2 Fiax. 10 MUESHIHIRER
Rir.
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F100. 000
o

4
0. 0

B8 20048, Poi=jeg (]

L]
1

&0, 4

20,04

133. 207115 ooi-1e2 (1

1
3100, 000
50, 02

2004

191, 20110 100-DEE QL

3100, 000
&0. 0

0.0

T8 20 -0h, 10184 11

il O

100, (0

0. 0

149, 10787, 10(-18s (1

E100. D
&0, 0

0. v

0. JUCLES 300-JEE (1

11 F'h_-l

f100. D00
&l 0

20. 0

193, 207113, 104-1el9 (1

EL00. DO
&0, 0

o, i

G0 3 T0T-1Y (1

el O

20, 0

100, Do

T T T T
50 -3 10,0 12. 5

15.0 17.8 20,0

B 2. 10 Mo-ZERRBEIRERR LCMSMS &i%E
(1: ZHERSER (2.072min) ; 2: SBAER (2.443min) ; 3: BEZE (2.570min) ; 4: 3ERE (3.241min) ;
5: ZLE8 (3.956min) ; 6: 7158 (5.135min) ; 7:2-2ETE (9.231min) ; 8: FEHkEE (2.570min) ;
9: “HKZFEER (13.594min) 10: }2ESEES (12.736min) )
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2.3 GCMS ZtEiixibiamep 3 HIFKREERR

B E: XFIRSEATHN GCMS-QP2020NX SHEEIE- TSN, By 7 —Fithitism

o/ \BREIANEESNR. THRERTOESN T —RER RIS ENNESE. &

0.01~1pg/mLRESEERSES LR RRY, SEDBEXRFELIUTILE] 0.999 AL, HiEaHIR

£ 0.17~0.48ug/L Zja, 0.2pg/mL iRERRIARIESHE 6 £, IEEFH RSD 139/ F 5%, 2.0
mg/kg IIARRERINIAREER S 97.17%~102.67%; 20.0 mg/kg IIARERERINIAREINER /g

97.33%~101.00%, 1ZF5EEHRGE, BEBERBHENMESULeG+ 3 IR REESRNS

=

==)

BNECSYE ZNATF N AFE~
@, HFRERSREa T~ mEER
¥, HPEBINEEHAL. £EMEEY. 5%
REMESHRSERERERESR (VMS)
ExXit. HREEREHEANMENEIAE
REREESR ((VMS) HEHAERTA
AR, TECE/\RERNESRR

(Octamethyl cyclotetrasiloxane, LATE
fRD4),;, +BEKRAESEN (Decamethyl
cyclopentasiloxane, LAF{&FRDS5); +—H
E R NNES K
cyclopentasiloxane, LAN&EFRD6).

( Dodecamethyl

1. SCISERs

1.1 (X8

GCMS-QP2020NX StE - FRiEk X
1.2 &4

B+ . Rxi-5Sil MS (30m x 0.25mm
0.25pum)

B 60 °C(2 min) 15 °C/min_240 °C

(2min)_20°C/min_300°C(3min)
HEFORE: 260°C
TR BSEEAT
SR 40.0 cm/sec

2. HFmariE

HERFRE g R TEOES, IIAN10mLIESK:. 2mLEEF7K, F50°C N ERINEERESmin,

XigiR: SEGE-FUERAN RPEESRR s tiim

2018F1811H, BNBEAHMEERS
(EU) 2018/355{&1T%, 1EEXXT (EC) No

1907/2006 (BEPREACHIERT) BERXVIEST
1EIT-FiEEE70LPRFEIIR, MRE T 5L
G DAFIDSHI R ESVNTF0.1%. 1L ERE
FiEZARE20R, BI1H31 8%,

AN T —E R, EREIM SR L
& D4. D5FID6REMNTGIE, iZHENE
[RFHee DR, 1GHRE, EIMEF, EIREE
=, AL RFEUmENERIREFDA.
D5FID6HISE.

AT DI

DimEE: 10: 1

BEFIRERE: 200°C
BEiEREEOERE: 280°C
SMBSERE: BB E+0.1kV
RERD: SIM, BHEERE 1
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FERBEET3000r/minE/H5min, B EERIT0.22umBNERIFGCMS K.
3. &R5iie
3.1 3 HIRIKEREERIRITE S RISE

(10, 00G)
o] D4 D5
D6
1. 3 MR P ERSERAESR TICE (0.1ug/mL)
(x10, 000) (x10,000) (x10, 000)
281. 00 50899, 00 5.04341. 00
5.0.1282. 00 326700 129. 00
283. 00 1.03356. 00 409349, 00
3.07 3.0
2.5 2.0 2.04
1.0] 1.0]
0.0 0.04 0.0
L0 4T 50 5% 65 67 T 13 B R A
D4 D5 D6
2. 3 MR R ERSEINESRREEIEE (0.17pg/mL)
= 1. MRPERSRSESER
No. EEBVEZT T 3oL CASS  {REERJIE) EEHF TEMET
Oct thyl 556-67-
1 NFERD ¢ ame. 4 4,969 281 282,283
et Cyclotetrasiloxane 2
B h D thyl 541-02-
, THER A b 6.784 355 267,356
et Cyclopentasiloxane 6
- N Dod thyl 540-97-
; T=RER odecametny 8.512 341 429,342
7SR Cyclopentasiloxane 6
3.2 fREMZ IS PR

4>BIEEEI0.01, 0.02, 0.05, 0.1, 0.2, 0.5, 1.0 pg/mLATHIRIKREHEITRESIRERR,
Bl LUREAEASTR, IEBERANBIRIERS, CEYRERZINESAR. RIE
0.0Tug/mLiFHEEE, LISEERLIEEIE) T E3MIMKRERSRS AR, SHEYIEHR
DA MR R R ENZR 2R,
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IEEE(x100,000 IEF#(x100,000) IEEER(x100,000
304

! N N 0 i R
000 025 050 or5 R 000 025 050 075 RE 000 025 050 ors R

D4 D5 D6

3. 3 MERARERESE R ERZ
7= 2. BEDERFERHIR

ID EHER B35 BXREE (R) @R (ug/L)
1 D4 Y = 312868.7X + 3243.416 0.9993 0.26
2 D5 Y = 260645.4X + 1817.652 0.9992 0.17
3 D6 Y = 260645.4X + 1817.652 0.9994 0.48

3.3 ESM
BN0.2ug/UinEfmiamR, EERHFOR, BER(URIIESH, WELERIZRS.
% 3. 3 MIMRREERRESHER
ID AHHFFE ER1 ER2 BER3 ER4 EES ER6  RSD(%)
1 D4 72215 68508 71224 69317 69317 69083  2.06
2 D5 57801 55249 57325 54899 54973 56496  2.25
3 D6 67331 60781 64134 61072 59236 61023  4.74

3.4 hREMTER
ER+ IR ERERN. HIERABE FKEHRMERBIIA MO RNERER. B
B BIH172.0mg/kgF120.0mg/kgiRENFRG, &8 DIARRMNEFSAAMERS LN, FATRIE3 M0
A BREMEERIRSD, EUASERATT: 2.0mg/kgIAFREINIFEMEES97.17%102.67%, RSD
795.67%-7.91%; 20.0mg/kgiitmRERINIFREIZE/97.33%-101.00%, RSD/33.00%-4.18%,
SOERAZSAENER, BT,
% 4. BESTINEEER

D ESER IIKIFE (2.0 mg/kg) #IIZKSE (20.0 mg/kg)
EIEMEER (%)  RSD(%) SHYEIKER (%)  RSD(%)

1 D4 102.67 7.06 100.33 3.00

2 D5 10217 7.91 101.00 4,05

D6 97.17 5.67 97.33 418

3.5 HmilliteR
KA EXFRARIRIAIETSE, DT 6 Mk imtEm, DREERAK. FARMASR
R=M7=mm, GRS Fi:
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x5 WESCILEERT D4, D5FID6 &8 (mg/kg) LR

No. HDBIR D4 D5 D6
1 FRAER A &K N.D 0.12 0.24
2 fRhE B kK N.D N.D N.D
3 FRRR C Ak 1.08 N.D N.D
4 FRi& D A7k 3.23 N.D 0.11
5 kD IPRER 2.89 0.29 0.34
6 BB D iRAR N.D N.D N.D

N.D->Ki&HH

4. #ig

RFEXRBEE GCMS-QP2020NX #lltiksfbizm+ 3 HIKBERESER, E 0.01-
Tug/mLRESEEPFR LI RIF, X REUITE 0.999 LA, J I HFRTE 0.17~0.48ug/L,
0.2ug/mL FRAESAROIELOHEE 6 5T, ISR RSD Y/\TF 5%, REEERIT, 2.0mg/kg IRKRE
HOAREINEER S 97.17%~102.67%; 20.0mg/kg IHRRERINIIAREMIER S 97.33%-101.00%, %
TEEEAE, A EREIRIMNER IR 3 MR REEERISE.
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2.4 GCMS &8

IXRFRES TP ST REEER S

# E: FXEASE GCMS-QP2020 NX SHEGBIERIEEKANE SRR RES HTC R Y
EREEEURR D HINETTIE. Wik BRI REZER/ MRS, BRI GCMS #{To1T,
FEFRLE, FRRREAREEEEEPRIELIEERER, WEFRHISNBAESIEET

RERtZE. BEEIRNRRRIZ S IIEEA LIS
XiEiR: SEGEREFRAN R ks

BRER—MEERIR T IR B ESERARR
SHBERIER, Rt EEEE
FskREEEMUFE D TRRISIK, L8 ALIETE
HIRE. AT Eiee S R mTSREEN
BX5>, M5 [k AMIRIKE,

BRER Lz @i A (EC1223-2009-EU
Cosmetics Regulation-In Force) 1RIEERT
HEXSEEIENRIHERAE : 78 TR
AR EEXRTET0.001%; &H
IMAEUCIZmPEEARTET0.01%" F5&M
B, I mERBE26MEEIRIRVAIENL
RS EFLRE. B, EEES0NE
MR TR SRR BRI R B A — T

BTN PRITEEEIR S
— N EEMREE RS E N ERIERNSD

1. CI8ERS
1.1 (W88

FIRARIIFE, AIBAIESHFROITER.
EEEEUR

BiamsEEs AEBFRFIE FaY) B8R,
B, WIREFRARSERMEERERNE, X
L EHNEI DTSSR ITY
25, AMIEFUERINEAAS S, BTE
B ERE IR ERNE R EE (MTIEIEE
PURERRRER) FIRMETE (MEXTIERIERTR
FAEERIAFR MRS ER) - A, B35S
B ERYDRIEX RN M = RIS R A &R
524, 550, S FEMRERET PR DO T,
R EENREE, BRERTCE.

ARICRATCIER MR R EEEE AR
BEIES T, FIFAGCMS-QP2020 NXS &
BRAREERIEA, EEMEREE,
BHESEERMAS NEEFELNS R
OHEH, LUBZDRIGCMSIYEERI S, MR
= 7 DT,

GCMS-QP 2020NX StEEIEEHEBRAINERN RS

1.2 S5

@i+ 1. SH-Rxi-5MS
(15mx0.25mmx0.25um)

it 2: R (0.5mx0.15mm)
BiEE 1 S8BT 2 1EETRIGEE, 1£2
ETMS (WE 1 AR)

B8R 50°C(1min) _15°C/min
_240°C_100°C/min_300°C(1min)
BHEOESFER: 120Kpa (12.5min) -

399.9Kpa/min 20Kpa(2min)
RWELFER: 20Kpa (12.5min)
_400Kpa/min _120Kpa(2min)
HEEAI: U (9EE: 10:1)
BEORE: 280°C

K&, Fasst, SIMZENZE 1, Scan:
35~500amu
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2. HFmeriE

TEFFRBULILEIHE1.0gF20mLEOES, IIANTOMLREERES, #BALEE15min,
LA5000r/minZ>10min, B EERIIAN29F/KmERRARK, 20.22umBtlERITER, £
GCMSHHT. ARSEIRLAGRKERAG], REFESEEREEIRRAFE FRLTFT.

®1. LEWETR. REHNE. CASSRIAEST

No. WEYER CAS S {RERRIIE) (min) EEEF EMET
1 % 5989-27-5 3.333 93 121, 136
2 pEgi=iE] 78-70-6 4114 93 121, 71
3 2-FEIRESHEE 111-12-6 5.147 95 123, 111
4 EXiE 106-22-9 5.439 69 95, 123
5 EHMHiEEZ 106-24-1 5.685 69 93, 81
6 RS 104-55-2 5.903 131 132, 103
7 RESER 107-75-5 6.043 71 59, 121
8 RIEES 104-54-1 6.260 134 92, 115
9 BTEH 97-54-1 6.626 164 131, 37
10 E5E2& 91-64-5 7.433 146 118, 90
11 T&ER 97-53-0 7.501 164 131, 103
12 o-FHRERT =R 127-51-5 7.718 135 150, 107
13 TRERERE 80-54-6 8.177 189 147, 204
14 REPIHEER 122-40-7 9.155 129 117, 145
15 o-CERERE 101-86-0 9.930 129 216, 117
16 AR 120-51-4 10.108 105 212, 194
17 KPR 118-58-1 10.861 91 92, 228
18 NlES RS 103-41-3 12.406 192 193, 238

AFC-1 SR

g _ Septum purge
Carrier Gas He Split vent
fay]

<—
| uwnjo)
AL

FHJE

»g > pes MS

CarrierGasHe ——— Column 2
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AFC-1 SPL

g _ Septum purge
Carrier Gas He Split vent ——p»
T

—
| uwnjo
HGE

FHJEAE
Wy a
Carrier GasVHe —_ - Column 2 "
 m—

1. RECEEREE (EERMESTIERRIEIER, FERNERI R RREER)
3. FRGiTiE
3.1 R GIEE

nEEREIEENE, SYRLHIERERFELER.

(20,000,000

35
30
25

20

Y

s e Ly e e e e AL ey B s s S
40 50 (11 70 a0 90 00 10 prd)

2. BB ESREIEE (10ug/ mL)

3.2 Et PR ESHLE

LATEMIere (C9-C33) I EEEHBURSYIRAIREE S, IASYIRRYRERIBE S Scan
KEZRREBSNISTENRARE (S\TEEAT70) BMEMEAEIRIE, LUBMER
P EREEEURAYRIAMEIIS.

VIREEABHIECEIRE10 no/mLERRETVERR, LIRENEATR, IEEFRAHE
tr, SHBRINERS, EETEFRTSEREERNSE. BBETHoUSYINRE
BigE.

(x100,000) (X100,000)
g

(x100,000)

5.00 135.00 192.00

123.00 107.00 238.00
3.07111.00 7.5150.00 3,0-1193.00
2.0 5.0-] 2.0
10 \ 2.5+ 1.0 |
004 P 0.0 0.0+

50 55 75 80 120 125
2-ERERERRE o-BREET = PR B

3. B EREBEURNRBEEE (10 pg/mL)
3.3 HmRIMSKRRIRGRILER
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B, ERMSTFRY T ARRABEEEFTHEEI320°CLIRRIEER M tRiRHE
ISR AR R R, FIBRVEEE , Skt m, Mo zUAIRI LU EI N B4R,
HE4ATLAEL, SEEERIRLE (12.5min) |, AEARNEHRRYIBTLBEESIEHE, EIJ

{(EfEA320°CRIEIR, 4EROminABEYIRAL, M WEIEERIERES, FRNEREFED
1, 2EEXI T MFREBIEERITI, MBS, RRWHERISHFERIREGIEERIRY
tEEAILIEH, EE#mRASE F—itmneiEEdRt, FT—sEaieiEkENmSE
DITERARE.

(x100, 000, 000)

3.0

] | \‘ | | | i o
] \ \ H \‘\ “ \ | f‘ “ ‘ ‘ ‘ ‘J M WL W WA W T L N AL
0‘ 07 0 0 ‘ 0 | 0 0 0 0 0 | 0 0 0 0 | 0 0 0 0 | 0

5. 0 7.5 10.0 12 5 15.0 17.5 20.0

Bwe: RREReEE B RIREIEE
B 4. FRIRERREREIEERILE

(x10, 000, 000)

2. 00

1. 75+

1. 50+

1. 25+

1. 00

0. 75

0. 50

A
T

0. 25+ u L a U U A
. , I\ I Ao PN Mt Sl WM
AUV ISPV R S NN VU S

0. 00

5 B B B B B B B B
5.0 7.5 10.0 12.5 15.0 17.5 20.0

EaE: RKRWHHEAIREEIEE Wi KRR EREGIEE
Bl 5. RRWHERIS ‘iﬁff?FFEﬁE;%i%li]‘tb
KERRRSGAEREBIRGE, BB haIERENSEE O, 48587 51
RIiE), RFEFAEROHTE 15min, MARRUFEFAIFRDHTHRE 21.33min, SHTEREE]
TRENES. B, BERVWERFRE, SPEEWRTENEFOSTHE, ENaFTESR
RIS T EASZR BRI, B 6 LT R REEEEERINLL,
ALAEHEEREAL TN, tRoHBERVEEENTEHEAIRNERSE.
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(x1, 000, 000)

4%
4@
&%
&@

2.5

2.0

| i J %
v

V)«»,M,("ulyr\u‘w\LrJ\P *

s i
\ e
U gl sV
] (MR

VS | TR L
(ot il 1 N

N I iy
R R I P R i O U
4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0

B RWEFERHNTEGEE HE: RUEFERITEEREENE
6. RUIRFFH AT S U E PR EILERItL
3.4 HmilESER
FRRVEFE Mt T, HmeEENE 7 fx, SRR 2,

{x100, 000, D00}
7.0
&G
5@
iﬁ
&G
z@
0.0 bu‘Jk |
et T s T T elet T e T s T e T e T e T e Be o

Bl 7. HmeiEE
%= 2. HmNESERE
HEMER 1 (mg/kg) AR 2 (mg/kg)

5% - 158.84
ISR 124.82 158.84
B - 1103.86
EIEE - 223.86

BTER - 24.18
o-FHRERT =R - 44.85
TARERERE - 187.43
a-CEEE 513.48 587.69
KBS TERE 178.33 134.38
IKIAEEEER 13.45 416.18
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4. &5

AFA GCMS-QP2020 NX SREXFBIVEE R, EBInMtERLE, BiRSHE
IERMES NEIEHESLO TR OHEE, LUBDRT GCMS (YEERSSR, MRS 7O
R, FARUKRANCLR P REEEBIERDHTON, Wik BRERTRERE, B
BHEDHT, MARVSEAGEFAAMIBNEFO IR, AMURSTHTHE, LIRS
BIETTRYERS..
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2.5 GCMS EFEM W anPRYIEIZFZ

B R _BE—MEENONTREM, NZRTHREL By EAFIIAE  RIFET
BEENEMAHARERR ZRTET | EREES—EIKRKSE, MUSER
FIFHEIRS]. RN LR FER —ERBEN T REARBREERAEENTEN. FX
RASHEEE-RERASMURTNERBMHTUE. &M, BiE, EEMRYT. %

LA EER, RYES, ERME.

KigiR: SEEE-RSKAE Whm BR "5

[ER_BEERTR T, B TE
i, BEESM, sl kB miE, iR
TERZBR EAJ S [RERZBRIRE, FHAIRIKHSES
55T, REFRAIAR =" ¥R
. B, Bl REEREAILISHB

Bal. ExRREEBATH T 326/ A GSH
Hr=fm, PSR EBErAmiE, NEA "k
215" (DHC) Lok BEx"E, &N
HEEVEMEIEER. X—E#5 T ARK
IENBUAFEXEREERR B EEMR. AH—2F
IEiZmE e M IIE, WetthmbEEa

1 CI8ERS

1.1 {58

ZEGCMS-QP2010 UltraSiataid-FRiZELA
e

1.2 DT

it Rtx-5MS, 30 m x 0.25 mm x
0.25um

HEEEE: 280°C

FEBFRER: 50°C(2 min)-10°C/min-100°C
-40°C/min-300°C(2min)

2 HmblE

213

YR, EXERAREEEERT2012F18
R TR R EER BT %, JiEEW
A AR REFTAITEY (20155FR) .
BRIEER _HREBNESSRIEE

A ISHEGIE A, SIEEIE-FSIKAAR

TIRIBREBNEREMS, B LABSIEEEF
EHRE R E NP AR TN, EETEM
=, BEARSCII MRt Rl REsEAR
B, FRSHEEE-RERBHTEEER

otf. AEREER, EENT, REES,

EIKZETEI6% ~ 113%Z |8, SRR,

fELERE: 36 cm/sec

HERT: DR

Stk 30:1

WHEE: 1L

HFn=: E

HFRREE: 230°C

BiERgEORE: 290°C

XA SCAN 2R TEED T, SIM %
EETFEREIN (110, 81, 82 TEENT.



0.25g 4%42(:%1%‘%
v

20mL EREEHEAIREN 15min, &S

A 4

SERZE 25mL, TE

A\ 4
GCMS o7
3 RS
3.1 [ER_EpEiEE
oo L

1 R —BiRESRNSE FRE
3.2 TS
ERRFREN AR Byt FFREFECHIA—TNERSIR, IR ERESRECHIH RS IRES 1.
10,20, 50,100,200 pg/mL., LUGEEF 5 TURE BEIFRERLZINE 2 Fi, f8X54009 0.99976,
D= RS BER "B HRA 0.18 ug/mL, LIHBBESHRER _HEER 0.60 pg/mL,

WA (x100, 000)

0.0 250 50,0 75.0 100.0 125.0 150.0 175.0 kI

Bl 2 [AR _EAItRERZE

3.3 EEMNE
BV 10 pg/mL [EXR"EnERRESHRE 6 X, BRIK 2, ERFPESERY.
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®1 AXRMESHER

RSD
1 2 3 4
(%)
I TETRR 22090 22681 24254 25637 25958 6.4
{REBATIE] 9.485 9.485 9.485 9.485 9.485 0.004

3.4 BRI
BULIZmRIESRR 0.25 g, IINERZEMREE, IIWMERREZIRER 20 yg/mL, FTRME 3 5,
[EEREESRINGR 3 A, [EIERTE 96% -113%2Z 8,
% 2 DOkREIKEE

_ BV (%)
HRE (ug/mL) 1 : : ; F9E%)  RSD(%)
20 107.95 112.85 96.55 105.78 7.9

4 Z5ig

(iR R PESEEAIRE, FIAEEAE GCMS-QP2010 Ultra SiEfiL- FRiELFEN XL
EERTNER B TENEEST, HEREER EENY, REES, BIKEERE 96% ~
113%28], TEHEMILmRPER _EMSNIATEK,
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2.6 UV iZME Rl EaFImAES =0

RE: A T RIRR-H RN YO ENERS M RiAF R E MR RIS 8, L4
2B, 1%ITIETE 0~320 pg RESEEIRGMER R RYEF, fEXEENA 0.9997, WELREEE RSD
71.73%, [EIKERIE 105.5~106.2% 28, ZARFREER, 75E, REES, ERTLRETHER
R = ERIRERIN,

KigiR): BIIER-H RV YOCEE (O B iR =

A& (Boric acid, CAS£: 10043-35-3) T2)LBmPEMA. BRifhE R BRItk &ix
NEE. TR, EPRERMENER, MEREE NETEEZEREEAFIRTE-H 9Y08E
ERINEREFRD. BEMPHET, B FN %

IEIERSS, WKEEAAREAZIEERN, ANSEIRFENT 7 FRIIAE-H RN I EREEN
XEREAIMBTSNEERR. —BHts ERSMRAFRTPHERIIMERSSE. AR
RERRWL, ATReSEHE. MEBRLILGZNIFTE  (FER, KE, REES, ERTF R
ECIZRENERRAIE TREWREPHEE KRR ENREN.

RAREN 3%, OFEAEFH 0.5%, =5LA

1. SE3RER%

1.1 %88

BRI DY ETH UV-2600

1.2 i3

1.2.1 ZB-ZBREERAR (pH=6.0) : FREXZE$. 50 g, EDTA Z884.5 g, A7k 150 mLi&

iR, BINKZER 3.5 mL, &S,
1.2.2 FATIRE-H AR (59/L) : FREXERIEAR-H 0.5 g, #PRIES 2.0 g, Hozk 100 mL, 3k
(<50°C) , Fz5EeAE. TEIA.
1.2.3 hE (1+9) : BURRLEEES (p=1.19 g/mL) 10 mL, f07K 90 mL, ;&5
124 Z8 (1+1) : EWJFKZEE 100 mL, fizk 100 mL, 84,
1.2.5 TREARES K [P (H3BO3) =1000 mg/L]: FENJC/KHAER (HsBOs) 0.50 g F 250 mL =R
R, NKBRE. FFEE 500 mLBEMR+, FAKHERZZE, ETRIEEF.
1.2.6 TRERA/ERERR [P (H3BO3)=20 mg/L]: ZEREINESR 1.0 mLF 50 mL F&#H4,
IKERZEZE, BETRIIEHF,
2. A

MNTFREMEREm: ERFRE 1.0 g FRET 100 mL FEfH, INERKEZURE 3
min, BIVKESZZE, BS, B, 8. FEVIER, SLERIEFUERAR. REiEHEF
=R

NFAFRERSHER: HEHRERE 1.0 g #RET 100 mL BERF, INEEZE (1.34) &
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URE, BRECEERZZE, #S, Bb. NEERAHERER. RiEHSERTE.
3. BER5iWE
3.1 tRHERZHIE

BEMIER AR 0.0, 1.0, 2.0, 4.0, 8.0, 16 mL(HBIEZXTF 0. 20, 40. 80,
160, 320 pg BHER). 10 mLERARMTHAR, BT 25 mLELBES, MKZE 10 mL, 555!
IIANZER-ZEREREMAKR 8 mL, &S, BIMARIEE-H A%k 8.0 mL, #5. =R TR 80
min, EEZE 100 mL, F415nm T, 1 cm b&M, LUKESHE, UERNLE. LHIRNE-KR
B, TIEMZNT. £ 0~320 ug iREEERN, HERSESRNEBEERTFINEMEXER, 1
FZ#59 0.9997,

0.774 . . T

0.600

0.400

Abs.

0.200

0.000

-0.080 L L

0.000 100.000 200.000 320.000
RE(ug)

y =0.00222 x - 0.00877
HBXF 2 = 0.99968

1. TYERRZE
3.2 HmREMENE
REW. EFERERIREIARINIES AR, WEERIE 1. EREMERTIA—TEE
HIBIEAR R R TIREIKERNE, MEERIE 2,

= 1. HmUESR % 2. REER
BE DRE fi;f =EE WEE S8 B 7*‘(’% 73”:”%; mgm)a @(:'f)
@ 0 k9 k9 (/) i S °
S 106 10 39 40 0.10 mam o010 0 0 1085
wER 110 10 39 3.9 N.D 100 1063 106.2

3.3 (NERIBBERGEIGHIR

EIEELI KA TXIFERESINRE 6 )R, T8 RSD EA 1.73%, MFRTSHIELNE
100K, HEAXEHREA 0.017 pg.
4. &5ig
RICRASBEATLEIN-TTISYERELT UV-2600 Z237 TERTRE-H LMY EENERS
M RAF R RERFNMESER 2 BT /A, SLREERFE, 1E 0~320 pg IRESBEINEZ MR
AR, 1BXEENF0.9997, MELEREZE RSD 5 1.73%, [EMERAE 105.5~106.2%2
8, ZAER, HE REES, ERTHIRGTHER RS ERRERT.
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2.7 ICP ;ENES SRl EEF IR

5 B2: sEExmE (GBT 38791-20205

SEEFERm FETHRAMER RS ERTNE

HEBEEEFARRFRINDEGEE) | FRDEBEEEESE FIRIIGE{ICPE-9820UE
T BTN E. DERER, 1% AGHR0.115 mg/kg; (NESEEER
R, RSDIEINF3.61% (n=3) ; €. SKREFRIMREIE102.9%-105.4%, 1Z75EREH
ER, EEMRY, JRTFETHRIESENTENE.
XKiEiR: BREESEEFIRRSDLEE FE WER WiEksh

FERMIZEERNEL M AT
SR ARSI S SIFEATIRY, FEEFITE
SIS, SEER. BT,
BRFE, MMM ST,
TR R ARRIVITTER , 85 LAMIBRE

BRESHOR VA, BRI ARE B =AY,

SERENHSS R SHEERMhE, 20

AIEES, SRR, SRS ESEm

EEER, B, SR FETHNSE.
RS SE RIS (ICP-

1 LIRERS

1.1 (RIS

OES) fEA—FRANZTRERTEIE, R
BES, NFSEEI, DITEREER, &iHET
ElEE, s ETRIREDT.
sEERME (GBT 38791-2020 O
e EirERR FETHRIMBRESE
RINIE BEEESE FRNRTRFIGEE)
NESEBRBESE FIRRFTIEN
ICPE-9820 JUTE T 7 &+ iERFIAEL ERAT

BE,

32 ICPE-9820 BUFBRHE S S B FAKRIIIGEL,

=

S

1.2 SEISRR M Az izt

B
o
4
B 5. 3 ICPE-9820 AU BHESEE R ETIGEY

SCIOFrAASEMISEREERSAR (1+1) B8 24 /\IIfG, Bedukdk, HeEER;
SCHFTFRRER B AR TR, SCRRIZK IBALE T K.

Cis EFfEZEBVIME (500 mg/6 mL) : {FERRIHOREE 5 mL BBEZ. 10 mL 7KiEK.

R HER. iR STREAR. BERINERR.



1.3 (e

%= 1. ICP-OES #7514

IXEESE REE EEBH REE

[=p eSS 1.20 kW EEFARSHE  10.0 L/min
HHESIRIR 0.60 L/min SR 0.70 L/min
E =St minile & e84 E Sl I
E= e MERT5AE I

2 HmBitiE

ERBFREN1 g (18FRZ0.001 g) F50 mLEEREIEEOEH, AIA250 uL 10 mg/LEY
$RmK, BI0A25 mL 5%AIHNO;, j&EE3 min, B, #7/& 20 min, F5000 romE&EL
10 min, EUEE HERIEZECEEZRVIME, BARE, FEIS mLRHR, WEREL

it st R s s = R
3 ZR5idie
3.1 iR e FIE HER

ToEIMERZ TS IE BRI E] 2 F1E 3. o 3BEEEMEINEESIRE 25
mL BBtk @ET, IO 250 ul 10 mg/L B9sRIRE, FB 5%HI HNOs iAKRBC—&RF K
& 0.00 mg/L, 0.57 mg/L. 1.14 mg/L, 2.86 mg/L. 5.72 mg/L KRETIEAR. TT

RIS IE R EEI L E] 2 FOE 3.

10000

9000

8000

7000

6000

5000

Intensity

4000

3000

2000

1000

0

-1000

r B249.773nmi1)

r=0.99998

0.0 25
Concentration {magiL)

WHESE: Conc=a*|*3+b*[*2+c™|+d

3 a=0.0000000 c=7.011051e-004 flgE: &
b =0.0000000 d=-0.0084770 F#p: *
12 HPR(30) = 0.0061433 SEEETFR(100) = 0.0204775

2. MBER (H3BO0s3) #tEdhZs
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B 249.773 Best
EiF

2500

2250

2000 | /v

1750

FERA+2.28 mg/L

1500

Intensity

1250

1000

53+ 0.57 L
750 £ $$|:m+ mg/

500 [ R

250 |

3. ¥ (B) 1EIERCERE
LIS E==EARELSENE 7 )R, THENEEIQHIR (IDL), LAFREE 1 g #8225 mL it
B, BRIz AR R (MDL), MIBRRY(NESQ HPRFNTG A ie HR S8/ 0.0062 mg/L #1
0.155 mg/kg, FRERNE 2.

& 2. MR
R R (nm)  BGE DL (mg/L) MDL(mg/kg)
AR 249.773 ) 0.0062 0.155

3.2 FFmiER
BRI mENEER, MHERREFEFRETOIE, SHTERIZE 3. RS
HmEH TR, SREFRIFREKRERSLE, IWRRES 51/ 0.57 mg/L. 2.28 mg/L, IR
EERS 102.9-105.4%, EHEFRUE 3R, RSD E/NF 3.61%, (EEEEENLR.
%= 3. DHTERNANFRE R

9 SHiESR RSD MRRE R RSD bR EM =
i (mg/L) (%, n=3) (mg/L) (mg/L) (%, n=3) (%)
0.57 0.692 0.82 102.9
=ym—x
mEAR 0-105 321 2.28 251 361 105.4
4.4518

SEERINE (GBT 38791-2020 OSSR ERAm FEPIRRAIMRE S EANE
BEREESFE ANRFAIEEE) . fASE ICPE-9820 BB RFRSEH AR EE
NE T THEFEFHBRNIIRE (GRUNRKRLY) S8, ZhiRNES, FEEY, %
MEEERE, AIREERIUET SR EIRENSE.
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2.8 MiF: iamBZERAME (2015 FiR) EtRAHAE
SRS E

1. 2B EW
1. FEEEM
1000+ 1
Iﬁﬁ%ﬁ
i CAPCELL PAK C18 MG S5, 4.6 it EE: 1.0 mL/min
mmi.d.>250 mm B E: 25°C
ST . = W= £
imote: EAEZ+0.01 moL/L HihErstn & J: PDA 240 nm
AT 1L Z< _ " e
(BZ5ERVE pH = 2.25) =60+40 BEEE: 20l
2B
1. HEZR
75 1
Iﬁﬁ%ﬁ
i CAPCELL PAK C18 MG S5,4.6 AL J&: 1.0 mL/min
mmi.d.>250 mm s E: 30°C
SPegdny = di7S
RSN ZB5+0.01 mol/LKHPO, (BiES & : PDA 215 nm

‘ﬁ £ 2. =10+ s =
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3.7

mAT

800
400+
3004
200+

1004

T
5.0

T
7.9

Iﬁﬁ%ﬁ

@Bi+E: CAPCELL PAK C18 MG S5, 4.6 #O3E: 1.0 mL/min
mmi.d.>250 mm 3B R 30°C
hrary - =
s w0 1 BB +o0l ¥ : PDA 328 nm
mol/L(NH4):HPO4=90+10 4
HEE: 20 UL
4.7K1%E8
IXKiZBE (M.W. 138.1)
maL
750+
500+
250+
i}
on 2% EE 7h 1dD 155 150 1;5
Iﬁﬁ%ﬁ

&iZ+E: CAPCELL PAK C8 DD S5, 4.6
mmi.d.>250 mm

REIRE: A, BEERIAR 200.0mL, FHEFKFE
FEZ 1000 mL;

B, BEESAR 250.0mL, FHAREERE
1000 mL,

5.@F=

B) 20%(0 min)-90%(10.0 min)-90%(15
min)-20%(15.1 min)-20%(20.0 min)

BE: 1.2 mL/min
3 E: 30C
# M: PDA 300 nm
HEE: 20Ul

pin

BA_E; (M.W. 110.1)
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500+

2504

0o 25 an Filki] 10.0 125
!ﬁﬁ%ﬁ
E+E: CAPCELL PAK C18 MG S5, 4.6 iR E: 30°C
mmi.d.>250 mm ¥ M: PDA 274 nm
g . = =
motE: FEE+7K = 20+80 WEEE: 20l

i 1#E: 1.0 mL/min
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B=F HAES D

3.1 5|5

R R ERES BIE T ERIEIET. HERBER. ERRAFFEREEF,

AR 2SR B AR, RETSAEER, LRI Rk ST E R MR RAAE
FIRF T RASTELGRFIINGIR, X R ERFIF M ZRarsT . YIEERSRTEF 4
N&e, BtEEOYIELRFIERIMEIKIER, WEDFT (XFRARIMNEREG) H
THiSEME. ENFER, HEUS BRRRESIISIERE. WiRLERAN
B (2015 FhR) E=EIRERED FFIH T IR R ERRIREIRERIE 27 I, FE7IH
TREDBRASEFNNRE. ENEEBWRRAPAHT 7 NHIEFIEENT5%, E4¢5.1
RERFKWEERRS 15 MBS ) AURES AL BN A0 B S SN & E RIS
%, BEEHOEFEESMRIES, ENNERSER. ERGER 2019 5 40 S, #
RETRIRFIGNGE (ki - I TEERE 22 MEGEFIRGNGEY | 1ZmERS
TESTERBHIRT, RRHE T RERIEASE, AILAEBRER BRI R AR
A9E .

BEE IR LI S P AERKFIZE S B IME IR IANGIE. ik
BPEINGEFERRER. KRG, BAETER. KILEK, KEEBREFEMBERSS, BX
MR, Bt —LEEBILERINRE. XEJE. BHTEEE. PERENMITSE, F
KIEBFIRRNIEREER. WIRREZERAIET (2015 Fhk) E=EWRmRERAS +
IR TR EFERRIBEFILE 51 I, ERIHT SEASRAAFMIRE. HENEEL
WIERLEHT 11 M BEAMENEE, H (47 FESSEMMERSE 12 #4E5) B9
WiEZES BRCNEEAZEER B ERNEERNG L, S SRESRRA—HNA D
A, XA GCMS 1 LCMSMS I#HTHEBEUAR/DH, 2019 F, ERALBE 12 S2E
FRn S PRGN AR T AMESCAE AEERIERITEL, Bal (Ie) +
BEREFIRIFRENEAREEET 7, M TIEREIR, A LCH GC #&lEA.

FRFISARE AR EMEZRT ISR, SAEREFIRERTH7 ENER
@R, EASERN, MESBRMFEAEBER, BERAPEATBEFEEHFNL
ENRRE, RESWKRE. BEFEERMBBRANRR D F, SEAELRTEN.
BT EERRREIATBEFTEBNA_REESR. FMEEONEEYR, HZ2R
AZET AMINKE, IEEHEEREFILRAFIA LSRR AE, HAENRE. IR
RERAIME (2015 FiR) B=2EmmERES P H T LR E BRI AR 75 IF,
ERSH 7 RESEENEFFERN R AT PR KA RIRE. SRR
REEHT 2 NREFIRGENE, DBIE 8 Ffl 32 FRAFIRRIBENTSE. BFRER
e, SREFIMRR R, REFRPRERTIZEER, SRAFIIEN TSR
TARLVEME. B, (E) JIREFEHOIEEET, AT LC A%, T LCMSMS
BIRIE TS,
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EEAIRIEF R RETPT AR, A R e S MM,
SEEINGOYIR, ERGIBERRET. BEEANSNERECHMAREET, HhXA
BEARLNS, ERAE, ReEOTEssk; SRESHIRNRE, RelF, Ee
BRLBE. MBI RN R T RN AR ECARETR, KRR
SRS (2015 F1R) B SURERIES FHIH TR BN 157 I,
EOARITTIASE (I58) RIS ERIERFNSE, 74 LC A E RS
NEHEEFNE, LREDHEIRS HEEE LCMSMS #THIE.

15 ESS, IRBRERRSINT, BEARTHEAEESER, AREEER
EMFFIES S (FE) ERFSIRHARE . SERERIETLLHES
SAKIRF, B, FERSEEIMEE LOMSMS, GCMS Fl GCMSMS 2B SR AT,
HERERESEIEER T, ASRETERPERES NS, SIEN (1
) MBS, RS A R ER SR LA S TR A%, Btk
RitTEE,

LR S R TI =X

tamBELEATE (2015 i) o= .
BSERTS = iR ERRBE R
BEEH FEE (DOEER) . 3FERILER g (LCHERATE) . 24 FBAREH
(LC) . =&4&. =5 =t (LC)

(LC) . 12 Ml (GCMS)

23 FPEERIER) (LC) . 15 FEHRRH

863l 10 MEER (LC+LCMSMS) /
ES 3 1] 7 MR (GCMS) RS 8Fh. 327 (LCiE)
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3.2 LCMSMS iEZlEMC I amrR 15 G2 BhATT

B B AT T B AR YL C- 30AFI = B PR LCMS -8050
BRERRGRR 15 RGBS E, SRRHONAMIHTIE, HpamaEse
BRI, it 14 MCEBIHRNNE, SNREER, PREERT, EXREAT
0.997, HEHIEHE 82.0%~117%ZI8, ERE MREREAEERIIERERES S
0.03%~0.12%#0 0.68%~6.82%Z (A, =AM AEIREEFIMREMERE 81.1%~114.8%Z

[,

XA PR (thim EEXURERE

RIMLEH S SRR, Wi,
BEEFEREIE, FiETRIEE /AT
RY73 iR TRERR. (A mR AR InREIR,
A LAMRIFRIAR R RIMEARGIRIIRGE, T
B|RANIEEk. BolfFIERRERARIED
FHE R IRNYDERRGARRY . YPIRRT
ROEEINRER Y/ BT RIME, BH 9
AT HR, BERNRE-SHK. |t
PR, (BRI R ERTIRE R IR
S, SENATERBMLERS. YR
syl E SN I E Al it TS ES
ZEE, TR EFEZAMR, AR

= EPURATRRE

FXPE, SEE (CRmBERTE) 33 28
FRARFT A E PR E UM T BRFRAYAE.
SNt ATl R yabr = plizaet
ERREEIEE, EERESIEGNES
HIVRPAMER, SREERAVHBIEFER.
IRIB G- RIS AERMLLT, EAJLL
B RS SRS THRIE, 2L
SSMEFERTEZH B EYIRIER
TEMEEHIHEIE.
RICRABREAELC-30ATI=EN
RAFERIE{LCMS-80508XKF, #2377 —F
R, EERNE R TR 1 ST BT

BolfEC TS EEERICERIRR. (CERAIR
FINE NS, BARRRHEICSE

A7, HHEXRENARSE,

1.5c085R %
1.1 {88

ASLIFFASEEEIRIEEIE(Y LC-30A 5S=EMHRITRIE(Y LCMS-8050 BXFER
%, BREEER LC-30ADx2 #ikZR, DGU-20As ELA#SHL, SIL-30AC BEniifsE,
CTO-20A 5858, CBM-20A Z&i=4I28, LCMS-8050 =EPUMRFFERIE(Y, LabSolutions
BIE T Eul,
1.2 DIRFMH

BTFREXRREEM 14 MUECERRRIMRERRA, FRR—TRENER,
MELASERT B SRS AIIEBIFIREERIAL, SUASTIIE R ER PR M TIE,
LI AFERSD
1.2.1 WREFRESHFMY
THEEIE R

&@iEtE: Shim-pack GIST C18, 2.0 mm 1.D.x 100 mm L., 2.0 um
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SRIEHEEERE: Ghost trap DS-HP 2.1 mm
I.D. x30 mm L (EEHERGESENHE

=)

TREhtE: AFE- 5 mM ZEss/KiAKR+0.05%

AR B1E-FfE
#E: 0.40 mL/min

BEEAFH: 20 pL
TR BREE/ 2B
(2R 0. 5%)
EEMEIS: HERIE
(RHOMEERIE) |
Port

Sy

External only

SRWEE//K=1:1:1:1

Rinse Pump>Rinse

FEERIANH: 5l eI SRR, B BHImIKRE
HiE: 45 °C 7310%, BIERERIZE 1.
= 1. BBEEIATERER
Time(min) Module Command Value
1.00 Pumps Pump B Conc. 10
3.00 Pumps Pump B Conc. 95
4.00 Pumps Pump B Conc. 100
4.00 Pumps Total Flow 04
4.01 Pumps Total Flow 1.0*
9.00 Pumps Pump B Conc. 100
9.00 Pumps Total Flow 1.0
9.01 Pumps Pump B Conc. 10
9.01 Pumps Total Flow 04
12.00 Controller Stop

X *EBEIROTMTIE C18 HE LRERER, LARNWIRRES PR BRI EMRARBYIR, Ut

SbEREE 0.4 mL/min FHSZE 1.0 mL/min, EREBYIRIRE. TRMPHEIERE,

g &
BHuE: ESI, IEEFER DEEIRIRE :  400°C
RS =5 15.0 L/min HOBE: 40 kV
ES: &5 3.0 L/min AR SRAEN(MRM)
Fi&s: &5 5.0L/min JEERHY(E): 100 ms
nifES: &5 270 kPa JEIRAYE]: 3 ms
BOBEE: 300°C MRM £#1: U2
DLBE: 250°C IR :  +1 mm
%= 2. MRM &
1 Pre 3 Pre
No.  HXREFR CAS &5 BIAE T ;z (Blias(v) CE(V) gas(v)
| EEEEE 150-13-0 13800 77.05" -10.0 -23.0 -13.0
65.10 -13.0 -29.0 -25.0

*REREEE TN,
1.2.2 14 M2 BAIdERI ot
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TREEEEM:
fitiE:  Shim-pack GIST C18,2.0 mm I.D.x 100 mm L., 2.0 pym
SEIEHEEERE:  Ghost trap DS-HP 2.1 mm I.D.x 30 mm L. (EEERESSRSE#EEEa)
et A1E-5 mM ZERsRIKIBR; B 1E-FEE
FRIE:  0.40 mL/min
BT Sl
R 45°C
BAEEATR: 20 uL
ENR:  FER/ZRE/RREE/K=1:1:11 (SFE 0.5%)
EEHEL(:  HEERIEIEET, External only (HEEEETIMEEBI%) . Rinse Pump>Rinse Port
iR SRFEREERR, B IBWIMRIREY 5%, BYERERIIER 3.
& 3. BB

Time(min) Module Command Value
1.00 Pumps Pump B Conc. 5
3.00 Pumps Pump B Conc. 95
4.00 Pumps Pump B Conc. 100
5.35 Pumps Total Flow 0.4
5.36 Pumps Total Flow 1.0
10.50 Pumps Pump B Conc. 100
10.50 Pumps Total Flow 1.0
10.51 Pumps Pump B Conc. 5
10.51 Pumps Total Flow 04
13.50 Controller Stop
R &M
BHUE: ESI, IEREFEROHT IPELRIERE . 400°C
A=: =5 15.0 L/min ZFOBE: +4.0kV; -3.0kV
ZS: &5 3.0 L/min AR ZRAEN(MRM)
T8 &S 5.0 L/min JERRRYE): 10 ms
iifES: =S 270 kPa SEIRATE): 3 ms
ZEOBRE: 300°C MRM 284: RFE4
DLIEE: 250°C BIEEHEEE: +1 mm
%= 4. MRM 24f
=] 1 Pre 3 Pre
No. FRIZ R CAS & ;ﬂ? ; z I:as(v) CE(V) ;as(v)
] FEXRFF 27503-81-7  275.10 194.05" -14.0 -31.0 -20.0
IDRILFERS 193.05 -14.0 -40.0 -13.0
5 —Eg4 4065-45-6 307.00 210.90 11.0 35.0 13.0
227.05 15.0 24.0 14.0
3 —KER-3 131-57-7 229.10 151.00 -27.0 -15.0™ -30.0
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10505  -17.0 160%  -200
SRS 16105  -28.0 -16.0 -30.0
, ITPRERER 71617-10-2  249.15
SRE 17905  -18.0 -9.0 -19.0
4-FAEAE 171100 -18.0 -19.0 -30.0
5 FEF 36861-47-9  255.15
LR 21205  -10.0 -20.0 -14.0
23210°  -14.0 420" =230
6 BRI 6197-30-4  362.30
25010  -13.0 250% =260
—HE PABA Z, 151.05°  -30.0 15.0% =300
7 i 58817-05-3  278.20
HOE 16605  -14.0 1100 -17.0
HEEEE 161100 -12.0 52,0 -30.0
g JETRER o090 31120
FAEEL RS 13500  -12.0 -55.0 -28.0
A 161.00°  -20.0 430" -200
FREMERS 6773 20120
HOpEE 17905  -16.0 250" -16.0
KiGEe 92.95* 18.0 23.0 21.0
10 s 118-60-5  249.10
Z O 137.00 12,0 17.0 13.0
; — ases  e110 9300 30.0 27.0 20.0
i 7 136,90 19.0 18.0 26.0
71130°  -20.0 -45.0 -26.0
12 za%%aa%% 88122-99-0 82345
== 59920  -20.0 -52.0 -22.0
THEXR- 33615 -24.0 -28.0 -23.0
13 FH=ME  103597-45-1  659.40
U T A 26515  -240 -55.0 -28.0
W-ZE2CH 136000  -24.0 -54.0 -14.0
14 KBS 187393-00-6  628.40
S—. 40410  -240 420 -20.0
*REEEBFX,;
*RMUEHHEREEE, HIFRERENAE.
1.3 tRfEmiaiRRYEeHl

viv) BYREXPRINEESR, AREE/K (85:15 viv) BHER 14 FMLERIRRERE
BRERHEEN 8 M EIRENESNEL/FER. BT 15 MR REEERKA, 8§

R 54 15 ML Baf U ECHIpRE Y9 1 mg/ mL RIMRAERES R, FAFRES/7K (50:50,

RIRIKEH T HEEH, IREDESERNE 6.
%= 5. INEEERECHTTA

5 HEHER

Al

FEFTIRILTEARS

Hof: MEERPR. TFE-4. TFKE-3. 4-

2 RETTEERK. —HE PABA ZECHE. XHRE

BEERRE

H 8 PEENERZECE. THREN-FH
SWEURRETER, Bk, ZECE=E
fi. TERSETREBERR. SHENE. K%
BZECE. W-2ECERBMREFrE=E

SNV E 4%NaOH 5fE, BRHR
E2/7X (85:15, viv) &R

FBREE/7K (85:15, viv) BREDS

FREREE/PUSLIE (50:50, viv) SAfE

o

e
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& 6. REDEE

WE1 RE2 RE3 RE4 KES RE6 RET RES

= Y\
LEHBTR ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL

F—H 6 Fh
—RER-3. MRERERERRK
Big. 4-BRETIEEK, —HE

0.2 0.5 1 2 5 10 20 50
PABA ZECEs. AEEREERS
BEofs, WHREEN-RH=WEFYEH
BETHER
FETHEIE 457
RERFHKILERR, BRI, &
1 2 5 10 20 50 100 200
BEoE=E, TERGEKH
ERE R
EE=EHIL 5 Fh
TRERRRR., “RKEE-4. R
MEERTR, —RE-4. AR 2 5 10 20 50 100 200 500

B, KRIECHE. W-2ECH
KEPREARE =R

1.4 HmitiEsix

FREX 0.1 g LiEZ 50 mLBEOE T, AN 6 mL IS (& 0.1%&7K) |, iRbE#
H@RTEDEL BIA 4 mLEEE/K (31, viv) BEBER (2 0.1%=0K) , iRiEES,
BY 2 mL _Ei&%&F 15000 r/min Bt 10 min, BV &9 BIFBRES/7K (50:50, viv) FIREE
/7K (85:15, viv) 1EEHREE, Lo, ASCWRERNER TSRS, RIEFERPh
XA S EFEE 10000 (ZE_EHLOHT.

2. ZRTIS
2.1 fREFERA MRM iEE

(>a0000
1.00 5+ 138.00>77.05(+) CE: -23.0 =
*1 ijﬂ%KEﬁ@w 138.00>65.10(+) CE: -29.0 -

0.75
0.50

0.25

0.00

0.0 10 20 30 4.0 5.0 6.0 min

B 1. SEECREE MRM @8 (10 ng/mL)

230



140000+
130000
120000
1100001
100000

90000

800004

70000

60000

500001

40000

30000

20000

100004

0

B o s
/L /\L

-10000-
0.0

HRIE 1.3 PRYITIEECHISE 8 NREIRERIRERT IR, BIR 1.2 REIDHTRMAHTT
WE, IMREEE. FrSVEZINE 18 fim, LMNERBXERL. 1R (S/N=3,
ASTM 75=() FIEEBR (S/N=10, ASTM 75=0) W& 7.

& 7. tERSSH. WHRAERR (LHET, &R 1/0)

T T T T T T
25 5.0

T
7.5

T T T
10.0

‘ 12‘.5 ‘ min
2. 14 FMEERGIR MRM Bi%E (RE 2, FIR 6, EEEFIMERSHERZE 4)
2.2 GHEXREMGEESR

NO. & S SRR mmo e S EER
(ng/mL) (ng/ml)  (ng/mL)
1 PUE=E=S =2l Y=2790.3X-1221.8 5.00~500 96.9~104 0.9998 0.856 2.594
2 REIRFFDR MRS Y=21372.2X+13124.7 2.00~200 92.7~107 0.9996 0.027 0.083
3 TIRER-4 Y=2104.2X+491.4 2.00~200 91.1~107 0.9995 0.158 0.478
4 —KER-3 Y=184817X+12725.0 0.20~50.0 91.4~106 0.9999 0.023 0.068
5 XREENEERSXES Y=85763.5X+6503.2 0.20~50.0 85.5~107 0.9997 0.043 0.131
6 4-REATEEK Y=66140.2X+1705.7 0.20~50.0 94.8~108 0.9999 0.061 0.185
7 ES=RVZYN Y=7617.9X+4790.3 2.00~200 86.0~117 0.9972 0.056 0.170
8 THHE PABA ZECHE Y=121441.0X+757.1 0.20~50.0 93.8~109 0.9994 0.013 0.040
9 TgEﬁﬁfj(ZZKEEME Y=13087.5X+19616.8 4.00~200 90.1~105 0.9991 0.155 0471
T
10 HEERERIECHE Y=52891.3X+7310.9 0.20~20.0 85.3~110 0.9992 0.023 0.070
11 VNGV Y] Y=2098.8X-1231.2 5.00~500 94.8~109 0.9992 0.912 2.764
12 I Y=860.6X-163.9 5.00~500 92.1~109 0.9995 0.765 2.319
13 CECOE=EE Y=54630.6X+4342.8 1.00~200 86.2~114 0.9997 0.024 0.008
14 WHREN-FHT=IE Y=165650X+13426.7 0.20~20.0 85.2~110 0.9991 0.007 0.022
TR
15 RR—Z%E&%_%% Y=101472X+121756 2.00~200 82.0~111 0.9993 0.020 0.060
e
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2.3 BEEELR

ST=MNRERBRSIRERROES: 6 /0K, ER(UEEHIBTE, (REEFIEERARE
BELERIE 8 Fim. = NMREMRERIVEBR BFEBmRAOESITRERED BIE
0.03%~0.12%%#0 0.68%~6.82% 28, {YESEFERITF.

%= 8. IABEELSR (n=6)

RSD%(1 ng/mL)

RSD% (5 ng/mL)

RSD% (10 ng/mL)

NO. BFR
R.T. Area R.T. Area R.T. Area
1 TRHE-3 0.06 4.30 0.07 3.25 0.07 1.22
2 IR R R 0.06 3.31 0.07 0.93 0.08 1.20
3 4- AR EAEN 0.08 2.90 0.07 2.86 0.07 0.91
4 —FRE PABA ZEC R 0.08 4.28 0.09 2.83 0.08 1.61
5 REENERIECE 0.09 475 0.10 342 0.09 1.55
6 TREN AT =M 0.08 1.26 0.03 1.09 0.04 0.74

MERET E/H
RSD% (4ng/mL) RSD% (20 ng/mL) RSD% (40 ng/mL)
R.T. Area R.T. Area R.T. Area
7 AECRFFORILEER 0.08 3.51 0.08 1.55 0.12 1.29
8 ESCTRVZ YN 0.07 5.98 0.08 2.56 0.07 1.54
9 TERGETKRBERR 0.11 4.07 0.11 3.62 0.09 2.72
10 CECE = 0.04 4.23 0.04 2.25 0.55 1.33
11 W-ZECEXBMREXE=E 0.08 1.83 0.12 0.93 0.08 0.68
RSD% (10ng/mL) RSD% (50 ng/mL) RSD% (100 ng/mL)

R.T. Area R.T. Area Area R.T.
12 MRER AR 0.04 1.05 0.05 240 0.06 1.30
13 T KH-4 0.10 4.89 0.08 2.92 0.11 2.43
14 KGR B CBs 0.10 3.41 0.10 2.58 0.08 1.09
15 HHEADEE 0.08 6.82 0.09 4.51 0.08 2.68

2.4 NNtRMENESERS

THEERDITREIRER 1.4 #HTAME, FREmRIREH = AEIRERIINRER, &R 1.2
FEIDTERMEDHT, ERIMRENER, TERMIBERmM MRM &igENE 21, FE5RINL 9
Frr. ThEMIREF M AMUERLIRTINS, DA ARSERERIECE. TRE
W-FA=ZWEINRETEE., ZECE=ZEH. N-ZECERRREFRE=E,. KRS
BoBE. =M TAEIREIMREIKERTE 81.1%~114.8% 28],
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(x100,000
LFE +275.10>194.05(+) CE: -31.0 p=
45;%:%%%%%%%%%%% fsE>1éi?)5(+) CE: -16.0 o
i | B |—.
14:4- FREASTP RSN 255.15>171.10(+) CE: -19.0 P i
= e 3
4-0i75aa%gm$i&zgaga 201.20>161.00(+) CE: -43.0 N 5 =
B2 E O —IE/3+ 823.45>711.30(+) CE: -45.0 % ]
o XIEEE R+ 138.00>77.05(+) CE: -23.0 i |
3,510 TEESE _FRREE 311.20>161.10(+) CE: -52.8¢ )
haskinms 7 BT 249.10592. 95( ) CE 23.0(5.00) m @
15 aﬂgﬁuig 261.10>93.00(-) C 3
oo b san e e s
25 i
om :%
2.0 mn,'ﬂ] bict
] o !
] L& I ol
1.5 ® I %
1.0—? mmm
] N LU B
0.5 [\
0.0 .
(;.o‘ o 20 s 4o s eo 70 80 90 100 110 120 ' mn
3. TERIRERFR MRM &iEE
& 9. NAREIKER
IIARRE 1 IRRE 2 IRRE 3
a=x| HRIRE (1 ng/mL) (5 ng/mlL) (10 ng/mL)
B (ng/mL) IWREERE EMER IEEERE ERE IREERE EER
(ng/mL) (%)  (ng/ml) (%)  (ng/mL) (%)
ZKER-3 N.D. 0.865 86.5 4.431 88.6 8.705 87.0
STREERERRXES N.D. 0.941 94.1 4931 98.6 9.383 93.8
4-BEFIEEN N.D. 1.075 107.5 5.246 104.9 10.344 103.4
_HE PABA ZECCFEF N.D. 0.935 93.5 4.907 98.1 9.302 93.0
FEERERIECHE 7.754 8.102 112.3 11.726 94.9 15.642 91.8
TR - = I
TRED- A= 22.754 21.371 89.2 25.101 924 27.119 89.2
OERETER
IIRRE 1 IRRE 2 IRRE 3
(4 ng/mL) (20 ng/mL) (40 ng/mL)
IWREERE  EMEER IEEERE EIRE IREERE EER
(ng/mL) (%)  (ng/mL) (%)  (ng/mL) (%)
RERFF DR FEES N.D. 3.407 85.2 18.667 933 36.634 91.6
BATINIAR N.D. 4.001 100.0 20.220 101.1 39.095 97.7
BERgE" =
TERS Fz}:Eﬁ@'& g N.D. 3411 85.3 18.250 91.2 36.221 90.6
JG
ZECE = 9.895 12.820 90.9 26.302 85.6 40.346 81.1
RR_Z%E%_ZK% 3.454 7.700 114.8 25.765 113.3 45.358 106.5
FEXE=E
IARRE 1 IRRE 2 IHRRE 3
(10 ng/mL) (50 ng/mL) (100 ng/mL)
IMREERE  EWE IEERE B8R IEERE EBIRER
(ng/mL) (%) (ng/mL) (%) (ng/mL) (%)
SIS ERFER N.D 9.681 96.8 47.591 95.2 98.166 98.2
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ZKER-4 N.D. 10.702 107.0 48.637 97.3 93.155 93.2
KGR EClE 22.535 30.057 97.8 72.592 104.6 115.455 95.2
EEELi N.D. 10.352 103.5 53.215 106.4 100.832 100.8

EORE 1 FRE 2: IMREMER (%) =[ (IMERE-HFRIREX0.9) / IIFRmKRE]* 100

RE 31 IMREER (%) =[ (IARFERE-FEIRE<0.8) / IIFRRE]* 100

N.D. &AM,
3. &5ig

AIGEN T —FMER BEESMRBGIEYLC-30AFI = E IR RIEXLCMS-8050
BRAIE(C e 15 MYEERSIRIAYIS A, HRAERER, HEARME. BEE. IR
[ESERER R B D HTEEK , THEERAIRRE PG A FMMEFEBAIRR, 55N REERER ZECE.
WREN-FA=MWENRE TEY, ZECEZEN. W-JECEFMPEFE=IE. K
W ECE. A77ARH. T, Ry, IATWXmT 15 FMEERIRETIaE.
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3.3 LC iZRIRISHritizmep 23 FhEt b eiRILH

i B o087 T —MERSEEEMRIENexera™ LCEEDITRESF 23 FE KN
SIRWEI (BAIERY) B9755%. F33ARAShim-pack Velox C18 @it Totr, FERIEAY
BIESTEAT, RETEFNSBEMEEIEY. F5iE5 78 310 nmFl 350 nmEEMNEE
T, 23 FEEIEFITE 20 minNEEBSLMBMS B, BAZRTHEREEN, BT
4 FHERIRR. ASAER, RE, AESttBT IR FE BRI DT,

KigiR: SOMAIRUGT  Liam

TS ImERS B RIMRYGT (UV
IRIEHY) LARIPRZBR R 2 SRIMERIRE. £
B, RIE(GFX) (BESHNELE2000
FH3315) HEAMCILmRIVERE 7R
fm AT SE AV R IMEIR I RO &K
SVFRINE. AT ARERMXZER%GE
MEFRK, BEUERHPLCEERHENL

1. IR

BEREEIE

REZFIEHBIETE

R LIRFIRINER ARSI E A,

KR ERMA T EMANexera™LCESE
Shim-pack Velox™C18 SPP (FHEZFLE
K, %55) BIErEXY23F eI MR T
SIBEDHTHIRG. FratTetEniEE
RZARMREMEENCENES, £88
T BRI R IR E AYER S BR ARG AR,

Shim-pack Velox C18(100 mmLx3.0 mm 1.D.,2.7 um)

C. Hgg

BREVERR, BiEEISIRES 10%, BHERERINE 1 Fm.

& 1. BESREERER

DITERM:
B E
BEEL: UTERERE
o 8 A 01%HEKBIR, B: 28,
o iE: 1.0 mL/min
H R: 60°C
FMEEES: 310 nm, 350 nm
B AFR: 1 L
R :
Time (min) A.Conc
0 a0
2 &l
4 25
14 0
17 0
17.01 a0
20 a0

B. Conc . Conc
10 0
A0 0
0 75
0 100
0 100
10 0
10 0

1 B 7 1 uLRA 23RN (100 mg/L) RIBIEE. Dirstat. fr
PHTHI2IFRRINRUGHINE1§iE. FrEADIHENRFRILN, £1-100 mg/LEERR?

{EYKF0.999,



Shim-pack Velox@&iEIF B EASPP (REZF) MALNEERSE, RRHRER
RIS E. ZOTFRRRESEIET30 MPa,

E1 mL/mingSiE T, 2,2 -TWREN[6- (KH=M-2-8) -4-NFEXE) (1822)
MW ZECEERMPEERE = (1823) HIEREIE20 R, SZRIFIEREL,
XFRME SRR IS TR R AR

my

5 ? 310nm
oo 2 . . 355 nm
. 14 - 23
400: . 43 |s ' 8 . 22 l
g RO I | O ' | N O O O
200 3 ‘
|
o i ‘|| \. | fl Ill. ||'_II {. I|
o L - L o
0.0 T ZI.E T SI.L'I T ?'I_-.' T ICDI T 12 ) A IECI T 'IIF.SI N IMir‘
1. 23 MEIMERKFIRSTRESREIEE (100 mg/L)
1. 4-5EXFRR 14, A-REERER 2-2ECE
2. PUZRER 15, K78 2-2 &
3. 2-RE-4-REETXKRE-5-EE 16, 3,3,5-=RERCEKFEES
4. 22", 44 -URE KR 17, 2-AFH=-2-E-4,6- " T &EXEp
5. A-REXRRIEE 18, 2- (QH-FH=M-2-8) -4,6-HUKEFE
6. 2,2,4-_FE K 19, 24-—fTE-6- (5-§F-2H-FKF=-2-
7. 22-TRE-44-—REEKHH 2) Xip
8. 2-RE-4-REE KR 20, =RIRME=FESENT
9. 4-BENIFEEN 21, 24,6-=[4- (2-ZECESEKRE) -KigE] -
10, 2- [4- (ZZ2EaE) -2-2EXRBEIRR 1,3,5-=&
FRCER 22, 2,2'-WFREN[6- (FKH=M-2-B) -4-1F
1. 2-85E 3-8& 3.3-"FRERFER 2-2EHCCH EXER)
12, 2-ZECHE-4- —_RESERFEES 23, WZECEEXMPESERE=E

13, 4- T E-4-FEE"XRERIR
2. e mEI R

ER2 9 FEBhif = R RINREFIN S rEiEE., FREN0.T gifsR, IIASmMLIYSIR,
HEAEEEB0mMInGEL, BO0.5 mLEERAZERER10 mL, 90.22umiEiRE s
1, HFEEEEN UL, ERPRHNOERD T ERNENSEAITEE.
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3.4 GCMS EME A m BB RIS

WE: &Y 7 SEeERERAEEICmT 12 MIERIRREAR. FREREES

R, BlE, B GCMS oE e,

[N iR

12 MEAEFIRITEAFITE 1~100 pg/mL iRESEE
NFRAERIZE M R, BREREIE 0.999 LLE, 1‘$:‘ﬁ':7]l]ﬁlil
5 RiERE, IEEFRR RSD (E9/\F 5.0%,

KTERAE 82~111% 28], Y&
REEE R,

XiER: SEEBERERAEZE tikm BB mait

Wi PRI EREEZME LM
st GEMIERKTREVRTH, R
FEmEERHEA SR AF SRR,
EIAETATEIIAFTERIZ, BER
5 [ECERRR MR, R EEAIERRE
s, %, NI, T, ERUETHRS
ZEPE. A B EEETFEHFRAMALESR
. EpidRy. B . BE, LER
MR, 3k, B, AT RIERRER
B2, BIEREZRENBLEFIRTE
R,

1. SRS
1.1 {25
BESEGIERIEEKAY GCMS-QP2020
1.2 SRFEH
@ittt Rtx-Wax 30 mx0.25 mmx
0.25 pm
FER: 120°C(1 min) 20°C/min_ 190°C
_5°C/min_220°C(6 min) _10°C/min_
240°C(6 min)
HEFOIRE: 250°C
HSEHER: EEEE
ZEEE:  38.0 cm/sec
2. HmpitiE

FEREFREY 0.5 g BT BELOE

3. ER5idie
3.1 RSt RGIEE

EEER, WimEFNTERETERR
FUREN N EREFRNSHINERE,
=gl PSSR Al N e P I
FAMNER. HKE (LmEeRAe)
MR ERRIBARET. MAMTIFHSE
T FEE R SERIRE.

AR RABRSESIERIEHKANN
IE{UiznnEFE’JBEFH?fU&h%MﬁU AR

B, E. REES, SEBEMEMNEIMT
R AIRB B RIF M.

WSV DR

ﬂl)lbtlﬁ 20:1

HEFEE: 1.0 pL

HFALHa: E

BFIRREE: 230°C

BIERIEEOIREE: 250°C

REHI: SIMER, FEDEFEFL
=1,

BRI 1 g S4GERFN 10 mL BBER, FBASHEEN 5 min,
SEELDE, LERBEIERTIREHE.



E110, 000, 000

2-25—51'1:: N
2. 00
1752
;50 w
25 -
WE P
0753
0,50
0.25—5
n.nn—"-:ﬂl- a - : - — . | |
5.0 7.5 10.0 12.5 15.0 17.5 20.0 22.5
1. BEFIRI S EiEE
x 112 MBER. HENFINEYEIRREEST
D eET SR CASNo, DIPAS  BEEY
(m/z) (m/z)
1 KEE Benzyl alcohol 100-51-6 108 91. 107
2 26-—RTHERX 2,6-Di-tert-butyl-4- 128-37-0 205 220,
3 2-5. 2B Chloroacetamide 1979-7-2 93 76. 95
4 1LEER Sorbic acid 110-44-1 112 97. 111
5 NTEREES/E  Butylated hydroxyanisole  25013- 165 137,
6 YREXFERR  Methylparaben 99-76-3 121 152, 93
7 WREXHRRER  Isopropylparaben 4191-73- 121 180.
8 WEREXHERZEE  Ethylparaben 120-47-8 121 138,
9 XREKXHESREE  Propylparaben 94-13-3 121 138, 93
10 XWEERBERRT  Isobutyl 4- 4247-2-3 121 138.
1M NTENEE tert-Butylhydroquinone ~ 1948-33- 151 123,
12 EREXEEMTE  Butylparaben 94-26-8 138 121. 93
3.2 tRiES

7 HUECH 1.0, 5.0, 10, 50. 100 pg/mL BBAEFIRMENFIBEINERR, B 1
ML, LASIM GTUREE, SRR ERZRBRREUNE 2 Fix. RIE 1.0 pg/mL ixkE
R, L3 HERIHEREHIASHFIEHR, BERIRAaRISAD FRHRES
BRI 2,

7= 2. 12 MEBBHIRIENFIBOLMITIE. 1HXRERAQHR

ID {LEMER 5Lt LEP S KR (ug/mL)
1 EEPE Y = 19015.9X + 7346.801 0.9999 0.004
2 2,6-TITEXERE Y = 41023.94X + 42911.47 0.9993 0.001
3 2-SBRE Y = 7137.419X + 61.09434 0.9999 0.070
4 LFE Y = 8765.709X - 4302.939 0.9999 0.114
5 WITEREEEER Y = 34597.36X + 14847.86 0.9997 0.003
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6  NREREERPES Y = 53350.93X + 5857.56 0.9999 0.026
7 NREXRRERAEE Y = 56384.72X + 20728.39 0.9999 0.084
8  WRERRERZEE Y = 58924.84X + 17135.29 0.9999 0.488
9  XREXRPRAE Y = 59932.34X + 25350.96 0.9999 0.016
10 EREXRRSTE Y = 64647.61X + 22090.21 0.9999 0.016
1M1 NTENEZEH Y = 35755.17X + 14384.9 0.9999 0.016
12 XREXRPRTE Y = 43316.87X + 11094.38 0.9999 0.012

3.3 {XERIEEE SOIERsElE
7 BUERRFREX 0.5 g BRI RERZ B, BHhEH RmE T ImR AN T mT,
ILRES 0.1%, LRI, EEEURE 5 R, FE(EERKERIEERE, SRR 3,
%= 3. [EERRBEE (n=5)

D AEH (LAL VS : iS55
S EUER (%) RSD(%) S ERER RSD(%)

1 XEEE 84.9 1.1 106.1 1.5
2 2,6-THTEXNKRE 99.7 1.2 106.1 1.1
3 2-50BR 82.9 2.3 95.8 1.7
4 IFER 107.3 0.7 110.7 34
5 NITEREEEHR 92.8 24 107.9 14
6 XIREXPRPE 109.4 1.8 103.5 1.0
7 NREXFRRAR 933 2.2 104.3 1.1
8 XERERPRIE 92.8 2.0 103.3 1.1
9 XERERPRAE 92,5 14 101.1 0.9
10 XWREXFRSTE 93.6 1.3 101.3 0.9
11 NTENE 92.1 1.3 99.0 1.2
12 WREXPERTE 93.3 1.7 101.3 0.6

3.4 BRI
XTBFREITK, KA. ERSHRIHTUE, WESRNE4, B4 2Ea
A RNEIEE,
x4 oK, INBE. BREMRGS

&8 (mg/kg)
D HEnE L 21°0N KNAER SIS
1 FEEE N.D N.D N.D
2 26-TRTEXKHE N.D N.D N.D
3 2-5ZBHE N.D N.D N.D
4 IEER N.D N.D N.D
5 NTEREESEHR N.D N.D N.D
6 XIREERFRRFR 1143.4 577.6 1544.7
7 REXRBRER N.D N.D N.D
8 XREXRPRIE N.D 145.5 N.D
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9 WEEXRRAN N.D 729 525.8

10 MNREXRRST N.D 721 N.D
1M1 RTENR_E N.D N.D N.D
12 NREXHERTEY N.D 142.5 N.D

E: N.D AkiaH

1, 000, 000)
2.0
] R E R PR
1.5
0] pUEEe: Sl el
0.5
0. O—W

————— 1 T+ T 1 - [ T+ T T+ 1 T+ T [ T+ T | T
5.0 7.5 10. 0 12.5 15.0 17.5 20.0 22.5

4. EmEEENREIEE

4. &g

RASESHEGERIZHRAN GCMS-QP2020 SHtizfs 12 MEEFIRRENFIHTT
WE, 7£1.0~100 pg/mLEEIRSUEMLIERE, 5iARMCERIE 82~111%2(8, 31t
IR ERERIRESR 5 RUE, HEXRERETE 0.6~34%208, BEERYF. A75REIES
B, IaRitteiitaRFmERRRENTIRSE.
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3.5 LC iZEm St ibizamh 24 HEhiE:

i B AES T MERDRESMREER T mT 24 FE IR RIRTTIE.
73i%KAShim-pack Velox C18 @igtEH 7o, EEENBESHENT, RETELF
A9 BFNEIEAIERL. 24 MIBAIRFHITE 9 minEERESTINAN S B, BIEATERT 3 1
HEMIZERTRETIRGEN, EHTHREIEE. SNEERFRRLRE. MRERRERIET
RERARAEESEUNEN, RHSENRTRERKRNSENNNE. £77EEH, RE,

AR AT LR T E LB e,
EEXREEE

XigiR: psR (s

ikmSRm—F, BRSKOH
7. BTFHRKBERRTMRT, 828
TEHEMNEBE, SRAERN, FRLHI
TR BF (AR) FRE, WikmrIk
BYMRIFIFLALASER, 3FLARATRE
A, DAWER EREERT . NRER

T, SEUCIERINT MR ERRRREES.

RRJEBEZHEMEMROLEY. BR,
XEREHINMNEREER, EAIESEA
UK (EESRAR) HINBBHKFTEME
ER. AL, BUNEXHLRFREREFIANE

1. iINERSERST

73i&fERAShim-pack Velox C18@iEtE, FrotTAMtEYIBERERRREERN2-REEZE
FOZATCRRTERLEIERIIERS, TEEEESMEHIERMBERERNESSHEY (&
it24) . FERESRECHIRES0 mg/L. ADHFEM FEIEID I NFSHFTA 2475 HY

RESFIERGIETE

INEREATTHEAIBRS!.

AN B—MERESHRERIED
Y (UHPLC) B HrEE BARNEESS 5
B miRERICERIIZ LR FORR
BRENWIZRFFERERINAIFLER
EATT2AMBEERIRENTEE. SHTHRA
¥ kR x @ B A

(superficiallyporous particles: SPP) iE
¥ EigtEShim-pack Velox™ C18, 7E48:E
DHTESE., IREDIRERIIRIE T X EIYE

Nexera™

SE. 10ll, PIFHEEERAENLR45 MPa, LTRSS EEFIERETR.

DTS

& & #£: Shim-pack Velox C18(100 mm L x 3.0 mm I.D,, 2.7 pm)
it o 18 A: 25 mmol/L BEER—SERiER (pH =3.8) ; B: FEE+ZBE=9+1 (V/V)

W &E: 1.0 mL/min
¥ iR 45°C

MRS : 190-800 nm (Eeh4#T 254nm #1 280nm FMEIE)

AR 1 pL

eI BRENEEN, BARERIAIRED 8%, RIERERFANIZER 1 Fim.

&= 1. BERHAEER



Time(min) Module Command Value
3.00 Pumps Pump B Conc. 30%
4.50 Pumps Pump B Conc. 49%
5.00 Pumps Pump B Conc. 49%
5.30 Pumps Pump B Conc. 53%
6.50 Pumps Pump B Conc. 53%
7.20 Pumps Pump B Conc. 80%
7.21 Pumps Pump B Conc. 8%
9.00 Controller Stop
mAU
» 1 8 |9 10 1z |14 16] 18| |12 d: 13 254nm
20
1
10 4 6 7 15 ‘ 24
3 3 5 ’ | J 22 \_L
D:#J 2 ] LJ W u . |J.J._A_ AN
" I [ 10 23 280 nm
24
20 3 12, 16 ‘
4 22
E ‘l | || ? | n | 'I 13 ll 1?:9 2
10 || s :: || | (I I|I'|I ]I'S i ],?, Zoi | ‘l
. | - L __ | 4 I;I I._ N L il I., “—‘,'I_| A B WL B
. — — " . p— Y Gl " " —

1. W mBEFRERESR (% 50 mg/L) RIBIEE
(LRESEWME, 2: 2-R-2-tH8-1,3-R°TE, 37KERR, 4 REWWMER, SRR, 6XFRR, 7HXRIE,
S:LIFES, IXRERRRPES, 103RERXRRIE, 11 XPRPE, 12XREXFRRRE, 134-8-3-F
R, 1432EXPRANE, 15FXRRIBE, 162-FEXE, 178 "FFE, 184-2EXPRRTE, 19
SREEXRFRTE, 20:KBBRAEE, 21:24-2"8-3,5-"HERE), 22: %, 23:=5 R, 24=54%)

2. EHSFIEAGIGHE

Shim-pack Velox@IEF 2SR EFIENMERRTRIRIIGIETE, AIETRESFUEREE
BENRERN, SEHEsE. RESFUERNPOATIZ, FEEESFRASHNERELEES
fLE. R, ERRS FROFSRIEREEE, 5 FEErERBNTESFAERE. XBZ
AR, BRREERN, RAZSFUIERSEEZFERIBNEARRGNEEIERR, REESME
1CEETREL.

ARERAFERIRIShim-pack Velox C18EIEEREEMERF7r. ZBEEEERESNHIRE,. 7
RISEEVKE, FIEAR. Bm. MEDTEIE ZER.
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E2. Shim-pack Velox C18EEET~EE
3. hEMaRAPRLIER S HrSER)
E3. 4. SHRIAEMEWRMA. B, CHEERIOINGIEE. 5RIFREZI0.1 ghtiLmT
50 mLEfR+, BREEESE, BREE, #EE1 ul, EROWERMRE L.,
MECROKAZGUERR RS, MEERRRPEEREERRRIE, RuKCHAteNlH
WREXRRAE, HAER2n. SRONSEETET (X)) SMCminERFrcERIR

KiAINE (1000 mg/100 g) .
mAL

25

20

a JF_,,A.,—!;:_I‘;_/\JL_-\__—__,U-#—-"’“'L‘__

o 10 20 30 40 S50 60 70 80 Min
E3. WizmARNEIEE
(TREEE, ITREXRFRFRE, 10:0NRERRERIER)

mAll
Pl
0 ?
15
10
5 7 1o
ﬂJr_N%—l—lLf‘- |— _h.n_-'nlw
0 10 20 30 40 50 60 70 &0 Min

E4. (ilmARSBIEE
(TFRZEE, IXREXPRPE, 10WRERFRIE)
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maAL
25
[ [1]
20
9
15
10
14
5 7
{,.Jr_/\_._Jl_.. N R .—,_____,,m,;' ".1_,__
0 1.0 20 3.0 4.0

"0 60 70 80 Mn
El5. {CizmARBIEE
(TFEIE, INEEXRFRANE, 10:02EXFRIAE, 14NZEXPRRAE)
R2. BRUKFRPILBRIERER ‘
Amount present/ mg/100 g

Preservative A B c
Phenoxyethanol 99.0 2245 2616
Methylparaben 1129 152.6 1421

Ethylparaben 97.3 1.2 79.2
Propylparaben - - 41.5

4. B

ASLWFTESTHITE, B ARES BN @S T IR R G E D TRRES
W XA R ECH SRS 24FBBRERIRRS , FEOD SHLAPZER T iX RN . B4R
FONHEMILRTOBEARS, BHERTSETRERRRIEERFAE, IEERe
EFREERNSEATINE.
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3.6 LC BEfEEIERERRERRA R

B AXKASESREEIEY Nexera LC-40 XR, &M T ZEBAEEEITEENEHILTR
PR RRESENSTTSE. RAIMKEER, FEE 0.05~50 pg/mL iRESEEMNEM R, 18
KEHKRT 09999, =NiKE TNRERBMETDROBNITEREDBIE 0.03~0.04%7H
0.23~1.82 %[, HREEIEHPRY9 0.013 pg/mL, EEFRY 0.039 ug/mL. SCRRRRmmITAKAIZE)L

NBEFR= IR ERERFmIREMERTE 95.0~98.8 %A,

X485 Nexera LC-40 XR =3CKiBEE

FREER— T ERIEME SR, RIHRDE
B EFMEERF AN —K50EY, B
FRIZARRZRX, ATRES [FER3k. BBIRNBLIATE.

RPN RBEEERIFETES P ER
T REREREERRNIET, 40 DMDM ZRERHR,
XSS R LA IR mBY B0 e A
IR R SRR R R B, 2R

FITFREWERAERS, NTTAZIBSEATSER.

EFERRSETS, BRMAMMEER.
HE(ImZERAREE (2015 FhR) )

SREREIIRE : 15 (Bb) B RAPERAIIT

PRAGERE (LARRBELT) NANEE 5%, SiRE

1. SCERERS

Rl {tim

HBId 0.05%hY, BiMTS RS, BEFIZRE
EEFRVERRIEFIRY, M FERSERET 0.2%
(B REgT)  HRER LT IRE R,
ERARESEEET2019F3822H
K, B (Ia@PiEE REANTEY N
(IR L2FANEE (20155hR) ), Fi
EE20205F1A18E, Wiumits. &RE
INERISHEXACNIRIYY, TREZENSE.
A SE(R PR PR A,
XASESHRIEEIE (U Nexera LC-40 XR
¥ T ZE R EITENE IR RIS
FREISHTAEE, HEXEUARSE,

1.1 &8
ALHEF S EEMRIBEIE(Y Nexera LC-40 XR, BEAEER:
RGzHles:  CBM-40 Lite B4 = #1 : DGU-403
W& R LC-40BXR EIEERESE:  SIL-40 XR
HiEFE 1:  CTO-40C % W 28 :  SPD-M40
fEiEf 20 CT0-40S f&iZT{FiL:  LabSolutions Ver. 5.98

DGU-403 —
LC40B XR —

SIL-40C XR —

Back Pressure Coal o 001 im0 2 SLIS)
ohil= Besction  Aeaction Coi @05 mm = 5 LIS
Phase Regern Cooling Coil p0S mm = 5

2. DHTRIRE

3313
oo
In

Bl 1. pireEE
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1.2 SRR

RHEEIEREMF

& & # : Shimadzu Shim-pack GIST C18-AQ 250 mm x 4.6 mmI.D., 5 p
m; P/N:227-30742-08; Zi# (L) LkesMEIRAT

W@ 8 0.2 BEEKER

T & & : TREN62.5 g JERER, NH07.5 mLikZER, 5 mL ZELRER, H07KZ=1000
mL, ESRMS.

pin = : 0.7 mL/min = 3 o 20 °C

fTE®RE : 0.35 mL/min fir&E B E :85°C

HEMKIE 10 % BB X FEER.

O GE i : 420 nm
1.3 IEEREH

BB FEINEYIRUKAR, LA 0.2%BB /KA RZ & #HE/ 0.05. 0.1, 0.2, 0.5,
1. 2. 5. 10, 20, 50 pg/mL +MRERFITIEAR, IGFREIEL.
1.4 HmBiaiE

FRENBERR0.2 g (A518Z0.001g) F10 mLEZELLEE D, 1N0.2 %EEKEREZE,
JANET min, 5000 rpmE05 min, B EBERE0.45 pmHFLIEIR (kH8) 38, BUSRR
HRE.
2. BER5HiE
2.1 tREFRINENEa6IEE

FEtNERER (1 pno/ml) FIBHI=E (0. 2%BEKER) HNESEIEETE 3.

uV(x10,000)
15
1 FAEg
1.0{
0.5 .
] Bt
0.0

25 50 75  min
3. FEtniEREm (1 pg/ml) MERIZANEERIE
AR AERERERER T EIEE, A THE.
2.2 HMHEXFE
RER1 EHEIH M AEIREBRITVERIAR, BB 2D RGEHTUE. LUSEFR
NP, LIRENESR, IMPEEREIRERS, PERERZIES, 0.05 pg/mLRAEE
EFMBIEENES, ZMXR. R (S/N=3) FIEER (S/N=10) W1,

& 1. HMEXFMEER ((X&E: 1/C)

BT ZM5BE (ng/mL) HFERRRE (%) BXRMr AR (ug/ml) EER (ug/ml)

FARE 0.05~50 96.7~106 0.9999 0.012 0.039
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TEFH(x1,000,000) MAU (x0.1)
] IChl 420nm,4nm o S/N:1 3.82
] ] =
] 3]
3.0 50-] =
20] f
] 2.5
1.04
] 0.0
0. T T T T T T 0 0 T 7‘ T T T T T T
0.0 25.0 RE 0.0 5.0
E4. BESrERZL El5. BRESERER (0.05 pg/mL)

2.3 BEEXR

M= MRENRESNVEARIES: 6 X, EREIIEERE, (REREFIEETRANE
BRELRNE 2 Fim. =MRERERNRBRBFERRNENIRERED BT
0.03~0.04%%0 0.23~1.82 %2 i8], {NESIEZRERIT.

= 2. FEEELER (n=6)

- RSD% (0.1 pg/mL) RSD% (1.0 pg/mL) RSD% (10 pg/mL)
N

R.T. Area R.T. Area R.T. Area
FAEE 0.03 1.82 0.03 0.31 0.04 0.23

2.4 NtRENSsES
(ERAREGN T ARk LAAER. EARKPEHFE, 2879 0.003%; 22
JUABREHRPERREIEE, BRTEER. ERMERTSBIFIN= N RRIRERRE
B, SNRENIMMER I TNERS, IREKERIE 3. = N REIREIREISER
£ 95.0~98.8 %2 [8], J5ikEHfAIER.
% 3. BRERIREIKER(n=2)

R (%)

o S C st

i ol 0.0005% 0.005% 0.05%

mAAE  RFEER, S/NSIS 95.0 95.8 98.8
sk 0.003% 97.0 98.1 98.1
3. &t

ANSE (WHRZEFAIE (2015 Fhr) ) & (iR PEsRERNGE) |
FAZESHREEIEY Nexera LC-40 XR, B 7 ZEIABEEITEENENILRE
EHEEBSENSITSE. 7 0.05~50 pg/mL i, HEXEHAT 09999, &iETER, %
MRYF. HEAEEREE 0.05 pg/mL, SANERERZEEMR (1 pg/mL) 9 1/20, REK
Em. &5ETERF. RerEfiedidsSing—, &ETERE. XES. EENT. &
s, ERTCIRRTFERENSEUE.
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3.7 LC ENEC KPP =L SR

WE: AOGE 7T —MERRE LC-16 RENEWUKP=MFILSIRESERITIE.
ZZIEERRNE, LR ETUEN, ERIMREEHI=FERFLSERAIRIERS, BUERZAT
HEXFREIIE 0.999 LAE, 43503t 5.0 mg/L#1 10 mo/L RIFRETERIELIUE 6 )X, R
BRE A RSD%E 0.04%~1.85%2[8), IEEFR RSD%FE 0.82%~2.31%, {(EEEEERIF.

WREKE RIS R ANEE R HRITERIG R, =ML SRrItaHiRERSA 100

Hg/g, RIFEERETSN 400 ug/g. EE=

EREE, RBRMIESAERER.
KIEBiA): (LUK FILSR

FIERNBERK (BAC) , REB
FRE(FRNEREEB FREEER. &
R =FREGERCRIRFLSERER : + 2kt
ERETESE (CAS § 139-07-1,
45 Benzyldimethyldode
cylammonium chloride , C12-BAC) .
TIRE—RETESER (CAS S 139-
08-2 , X4 Benzyldimethyltetrade
cylammonium chloride, C14-BAC) #0
TR ZRERESR (CAS S 122-
18-9, HXX4Z Benzyldimethylhexade
cylammonium chloride, C16-BAC) ,

1. SEI8ERs
1.1 {%&8

RENRERERER, RRERHTERY,

C12-BAC 2B EMEEDHI;
C14-BAC #1 C16-BAC Refig D BIERTF &
= ERPBMEFIBMERE. Sl ZNATE
HiESR. BEPERRZES. B,
BEWUEEEHBAE T XILE %R K
B FIRAEYR, WA R mEX
RIFBREAS 3%, HtF=REREARITIREN
0.1%,

ANSE (WURTERAIE) | £
FSiE LC-16 iREEIE RS R 7 —Fhik
BERNEK PRI SR BRI,

BDESMRIAGIEY LC-16 RSt (BLRIMETIZS)

1.2 PiRFEH

ittt Inertsil CN-3 4.6 mm 1.D.x250
mm L., 3 um

mEitE:  A1E—0.1 mol/L BEERSREE A
# (VkBEERYVE pH £ 5.0) ; BHE—Z8B

FE: 1 mbL/min

R 20 pL

R 30°C

S 260 nm

e BRI, #WO%AtkBl B 18 44%

= 1. BEEHAERER

Time(min) Module Command Value
25.00 Pumps Pump B Conc. 44
25.10 Pumps Pump B Conc. 95
27.00 Pumps Pump B Conc. 95



27.10 Pumps Pump B Conc. 44
35.00 Controller Stop

2. HmblSE

FREUEIKEERRO.5 g (F8FAZE0.001 g) , ETF50 mLELESH, I0A20 mLZEE,
RIERH1 min, BAEIZE30 min, B, RHAEERGE0.22 ymigiEE, JERIES
FUEER, B,
3. BER5he
3.1 InEmGISE

5TV
' THENIES A:260nm

25+

0.0

-2.5

5 o e LA R e
0.0 50 10.0 150 200 25.0 30.0 min

1. IS EIRER 260 nm FHIGIEE (GRE 5 mg/L)
(1. T0RECRETESMNR, 2. TUGECRETESNE, 3. T/ WURERETESNR)
3.2 fritEEhge
B+ TRECRETESNER. TIUREZRETESNR. 7 IGEZRETESNK
RAZRBECHIRK 1 o/L RIEEER. BEIZINVEESERA S0%RZBKERECHIKES
5.0, 10, 30, 50, 80 #0100 mg/L ZIWFRETIER. & 1.2 FRIDHFHRMEHITUE, S
tREHWERNERZ:, SEDEMXRRIYRE 0.9993 LU E, =fRFL S EinEMZIE 2 Fir.

u] im]
100000@ HE T
75000
75000 75000
50000
Sooooi ° 50000
25000j 25000 25000+
]
Y 1] T 1] o Y 1 T 1] | 0 1 T 1] N
0.0 25.0 50.0 75.0 R 0.0 25.0 50.0 75.0 RE 0.0 25.0 50.0 75.0 RE
C12-BAC C14-BAC C16-BAC

2. =R SRiT RS
3.3 EZELS
3 5.0 mg/L #1 10 mg/L BFFRETIERRELENE 6 /R, EE(USENHEERE, (RERRTIEF
IEEFIRIESHERINE 2 AT, (REEETE] RSD%TE 0.04% ~ 1.85%2/8], UEEFI RSD%IE
0.82% ~2.31%, {YEEHBEERY.
% 2. (R EIEERES AR (n=6)

RSD% (5 mg/L) RSD% (10 mg/L)
RT Area RT Area

FERETR

250



C12-BAC  0.58 2.31
C14-BAC  1.46 1.82
C16-BAC  1.85 1.96

0.04 0.82
0.06 1.16
0.06 2.21

3.4 i FRFIEEIR

B S/N=3 BXI9tatiR, ¥ S/N=10 EXNE

BIR. A7ERIMEHIRER 100 po/g, &

REEREN 400 pg/g. FBOROKFRIZIR 1.4 HmpidtiEiz0EE, EIIE, riSeiE
EGNE 3~El 5 s, ERWRUKERIIM E’Jﬁél)ul 3. ZLRAEBERENN, CIUkE
PSSR HIERRIA T, RHRVANEERE 4, EERIMANEEINE 5

50?Lﬁ%A6 m
aé
zé

T ] ] ] ]
0.0 5.0 lO 0 15 0 20 0 25 0 min

B 3. =EMoKEEmRIE 260 nm TRIBIEE

mV (0.1

507 \_\Lﬂlllé‘%A: 60nm
—

-2.5+

— T T T T
30.0 min

0.0 5.0 10.0

4. IWRCRUKEERTE 260 nm TRIBIEE (I0FRE 100 pg/g)
(1. TTRECRETESNE, 2. THREZRETESWR, 3. IUE_RETESNR)

mV (0.1

5.0 F=MIEE A360nm

i
25
0.0

-25-

T S S R T B e A )
0.0 5.0 100 150 200 25.0 30.0 min

B 5. IinRuKERTE 260 nm THIBIEE (MHRRE 400 pg/g)
(1. T0RECRETESNE, 2. THUREZRETESNE, 3. H/IRE-RETESNE)

3.5 LT RO
SCRREEMOITERIE 3. EERMCHUKERPARQUZIRILRR. IMOokEm 400 pg/g

IFRMRENFIR, EMEREE, FTHRYT,
R 3. WHUKFRILEEND L
C12-BAC C14-BAC C16-BAC
InE STNE [EKER SCNE [EER SCNE [EER
(na/9) (%) (h9/9) (%) (u9/9) (%)
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FAIIK N.D N.D N.D

400 pg/g haFR-1 329.7 82.4 342.1 85.5 352.9 88.2
400 pg/g IHR-2 356.7 89.2 375.3 93.8 346.6 86.6
iE: N.D AktEH
4. &5ig

AIGEN T FEARE LC-16 BIBEIENEIKFRILE RS BN, FRIMRNELT
RN, ROERZAIEREREESE 0.999 LA E. X3 5.0 mg/L 1 10 mg/L BOFREARIZESEN
TE 6K, {REEAIE RSD%TE 0.04%~1.85%2/8), IEEFR RSD%TE 0.82%~2.31%, {XEeiE%
BRI, WIuKERIMREERA A HRFERMR, 537 100 ug/g #1400 ng/g, #HEH
BIENNEK, EEERIMFEREIRER, ARRERHTHRI, BKESHE, FEFKE
BREAERE. B LC-16 KA RHEMIKPARILEZAMCIEK,
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3.8 LC ZMEMm=REN=aF

WE: AFEASE LC-30A KREEIEGEY TR P=SEM=8 I RER %,
A73iEKA C18 GiEtE, BEE/7K=70/30 (v/v)aimants, EIMNESAUIIRI<)S 281 nm,
£ 0.50~50 pg/mL BRESEEINLGIE X R RIF. SERIMKRE 5.0 pg/L BI73 M THEREHT
o, =S -FUIAVREERTE RSD 79 0.03%, [EMER RSD 4 0.1%, =S4ERIREBASIE RSD A
0.01%, [EMER RSD 3 0.3%, FERFPESHRIF. 1ZEA=S4ERIEHR 0.09 ug/L,
FEEMRA 0.30 ug/L, =S-EHREHIRS 0.03 pg/L, EERA 0.10 ug/L, EEKERIET

REE.
XA im =8 =SFI REeE

=& K~¥(Triclocarban, TCC,CAS &
101-20-2) fEA—ME. &, T2
BYER, EETESRIPEE ZNA. =
S4 (Triclosan, TCS, CAS & 3380-34-
5)TiZRTEHERE (REERE. BPA%RR) .
PRIRSRN (BSER) . BSERFR. HBOE
SEER. B rsmiEs. ZEEmEDn (8).
SREHIRIKERERZE, LT BAERY
AUEIBRNZBRIAURA R AR B s ERTR R
W ZBTaT FRR. FRK A O RmS
N AT ERBROKF, BNERRER

1. SCIEERS
1.1 (W88

0.05%~0.3%, IS EER=SERNEFITEE
SSHAEFERINSNE, AT LRI =84/
Eh, =ZSEFRERIMAKERD W, FS
BANHEEFERSM, TTReaEuE, HREW
EREMBBAE , (R =SERES
g 0.3%, =S RIEREAGHET 0.2%, 7+
IINFEEE, BT ERREE.

AL PRAZFESREEE LC-
30A #&3 7 —M=REFN =S RIAIHRIE
WA, ANRT R (BEFE) #m
BT TiARER. REES, TJEFMER,

BEEERIEEIEY LC-30A RE (BELLIMENIES)

1.2 PRFEH

it Shim-pack XR-ODS ||
mEiE: A-7K, B - FEE,
FE: 1.0 mL/min
B FEER
FER: 40°C
EIMEMRKES: 281 nm
WHEEE: 10 uL

2. bl

3.0 mml.D. x75 mmL.
A/B=30/70 (v/v)

HERBFREY 1.0 g BT 25 mLBOES, A 20 mL B, BE&F% 1 min, BELOE
TN 50°CKA#ER 20 min, FEOERANEOHL, LL4000 r/min B 10min, 1LiEkR,

=5,


http://www.ichemistry.cn/chemistry/101-20-2.htm

FZR5idie
3.1 fREmEBEE

'
Detector A Ch1:281nm

TCC

TCS

B 1. =& RI=84RESINESRK @,ﬁél
3.2 tRifEmnL
=SEM=S - ItARER N EES R, BRIZNEES RPN 0.50. 5.0,
10, 20, 50 pg/mL BGRERFITIER. & 1.2 FEIDITFRMFTUE, IMRNEHEIRERZE,
BEDHMRFIYE 0.9999, =FEM=R RIHNEHZLNE 2 Fir.

Conc. Cone
50} 5
a0 4
30— 3
20 2
o] |
" 250000 500000 'Area " 100000 200000  Area
=S~ =54

2. =S RIFF=S 4 nErL,
3.3 {{EEEERENEEN
SBRIBGKRE 5.0, 10, 20 yg/mL =M= RILESITRERRESENE 6 /X, *
RUEEEEE, ER1% 1. ERREFRTPIMA=SEN=a ~ILESNE, R LiAE]
RAEEFSEBH TR, ERFARBER. FINE=S4FM=8 RIAHEERES 5.0 ug/L, EIKER
MELERME 2,

x= 1. (RENEMETRESHER (n=6)

RSD (%) RSD (%)
RSD (%) (5.0 ug/mL)
No. 2R (10.0 pg/mL) (20.0 pg/mL)
R.T Area R.T Area R.T Area
1 e S 0.09 0.26 0.16 042 0.86 0.15
2 =54 0.09 0.60 0.17 0.59 0.86 0.28

2. EEAER (n=6)
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ARE (5.0 pg/L)

No. BFR
YRR (%) RSD (%)
1 =SIRHE 104.1 0.13
2 =54 103.2 0.29

3.4 RHRSESMR

XEREAR 0.5 pg/ml BRI TOHT, SEIEEEWE 3 fx, WHEERS 18.67, &
ITEBER, BE=SERNMEHRY 0.09 ug/L, EERJ 0.30 ug/L, =S REIAVGHRY 0.03
uo/L, EEBRJ0.10 pg/L,

\Y
Detector A Ch1:281nm

T B B ey B B B B B S R |
0.0 10 20 30 4.0 5.0 6.0 7.0 8.0

3. HmiEE (RE 0.5 pg/mL)
4. &g
ARELIRAZEAT LC-30A &S, 8Y 7 imh =M= RIaENITE. &5
AR ARESEAZEEUMNE M, RAEIURIERIETE 8 min R5ehk T RO, EBRIEERE,
S, EEMFNIREESSFNA.
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3.9 LC/LCMSMS iZEMmPiaETIS 7. Rmid 9 F+
EaER

WE: AXEN T SEESMRIEEIEY LC-30A MBILZRFAFIGR 7. BRI 9. BRLL
7. RmE 3. BREE1. Amd17. SR 1. BRI 87, BE I MRRERE 7 FHiEeR|
HPHEE HREPERER, BIREREHToN, RENEERE, IMRNEER. &M
HINPAMLER , RARAEEIE-FUEBKRIAH THIE. 275 ARbEER, LM RIF, ESHT,
RPES.

XEER: (iR Bef BeiREeR REeIE-REERAEE

BEFIXUEYETEFRAREIMC M AR T A RRBEERREEIEN
KGR, SBODWATIEF=REEMAEHE  LC-30A XMULRTEFGR 7. BRI 95+
BHREF BEEREEN, EEERNE MEeRNNESE, BIRERERENE, 4
LSMOEER, KEIGER, MERESIMER  REAEE. EFREINANLER, RAREE
SIERRARIEE. BHRRIZRTIE, 18- TIEEKRIEHTHIE. 275 AR R R,
B4 1 BTRELERIMLEY, BT 87, SLMURE, ESHE, ISPES.

Rt 7. BRIR 7 BTEFREIRALEY.

1. EIEERS

1.1 {X&8

SEESRIEEIEY LC-30A R (B SPD-M20A iR EH7 I NIES)
1.2 SirSH

it Shim-pack XR-ODS Il, 3.0 mm BEEERER: 10 pL

I.D.x75 mm L, 2.2 pm PDAEUSEE: 190-800 nm
RENHE: AtE-0.02 mol/LZ B %%, BiE-ERfEE BRI BRI, BIEMIMRIREE98%,
JRER: 0.5 mL/min iy in N I =AY

8 40°C
= 1. BERIRIRRER

Time(min) Module Command Value
4.50 pumps Pump B Conc. 55
4.51 pumps Pump B Conc. 8
6.00 controller stop

2. HFmBibiE

TERRFRB I GRiEE 5.0 g T 25 mLEL&ES, A 1.0 mL PUS0kIE, B0 20 mL B
FE, SREERSS 2min, 7ERBAIREN 30 min /5§, 12000 r/min By, B ESHID 0.45 um JEpE,
=z,
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3. £R5idie
3.1 i REIEE

EETVERFMAVBIENE 1 fR, BRI 7 RIS 245 nm; Bmid 9. |mL 7.
R 17, K. BRIHLT 87 faliiKI9 520 nm; R 3. BME1. BRI, Rt
& 7 iR/ 480 nm,

mAU
Tor

35
T

RS B B By B By
00 05 10 15 20 25 30 35 40 45 50 55 min

1. RS EEIEE (RE 2.0 mg/L)

3.2 trfEmlLe
3.2.1 tRERRECH

FAFRESFCH] 2000 mg/L 10 FMIERRENERKR. FBRAREERRER 0.010 mg/L = 10
mg/L BIARRIRERIBSTRETIER,
3.2.2 &4XHR

ECHIAERERETVEL/FR, & 1.2 PROITEMGEHITE, LMH5iE. BXEEL
BRI 2. BRO IR ERZE 2,

Area Area Area
250000 400000
200000 300000 ]

] ] 200000
1500004 ] ]

E 200000
1000004 E 1

] ] 100000

E 100000 ]
50000 ]

T T T DU B N S P B B
0.0 25 5.0 7.5 Conc. 0.0 25 5.0 7.5 Conc. 0.0 25 5.0 7.5 Conc.

BRI 7 L9 L7

El 2. BRoYIEin L
7 2. 10 FWIRAYR R,

WS B A LRSS ZMEE (mg/L)
1 B 7 Y = (24269.9)X + (1173.80) 0.9999 0.10~10.00
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O 00 N oo U A W N

—_
o

BRO9
BT
fRE 3
Eg e 1
B 17
BRI
ERM4E4T 87
BE|

ER1RE 7

Y = 37773.7)X + (4315.97)
Y = (28341.1)X + (41.1559)
Y = (22902.6)X + (19.9368)
Y = (3501.29)X + (-25.6395)
Y = (35812.1)X + (33.0044)
Y = (9293.17)X + (68.5440)
Y = (68607.5)X + (-25.9989)

Y = (37948.8)X + (-61.7497)

Y = (34168.7)X + (109.405)

0.9994
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999

0.10~10.00
0.05~10.00
0.05~10.00
0.20~10.00
0.05~10.00
0.10~10.00
0.05~10.00
0.05~10.00
0.10~10.00

3.3 HiLFRFIEEIR

EcHliRE 0.2 mg/LiReE 7 10, EESHEDHT, ARFIEHER, BSEN 7 XUEER
HEWRERE S, IAHEHR MDL=3.14xSD, EFE TR LOQ=4xMDL, &HRKEZIRI0
% 3 Fim. KRHIRIEERSSINT 0.0051~0.0606 mg/L F10.0205~0.2423 mg/L Z[d.

7 3. 10 I RiG HIRAIEEIR

wmS &R FLEZFR CAS No. e HFR(mg/L) EEMR(mg/L)
1  JBRIZ7 Solvent Green7 6358-69-6 0.0397 0.1588
2 B9 AcidRed 27 915-67-3 0.0122 0.0490
3 HB\EL7 Carmine 1390-65-4 0.0606 0.2423
4 HB\RE3 Food Yellow 3 2783-94-0 0.0383 0.1533
5 B3 1 Naphthol Yellow S 846-70-8 0.0246 0.0982
6 BZ 17 Allura Red AC 25956-17-6 0.0137 0.0549
7 B|&E4 1 Ponceau SX 4548-53-2 0.0058 0.0233
8  ERMLT 87 Acid Red 87 548-26-5 0.0077 0.0309
9 HEHEI Orange | 523-44-4 0.0496 0.1982
10 ERME7 Acid Orange 7 633-96-5 0.0051 0.0205
3.4 ({ESHEEESES

BRI 4 RERTRAIRR, P

1T 6 R, BR(EBEEE. ERIE 4. 10 MBERL
BYIRYR BRI EFNIEERAEXI TN ERZED BIFE 0.09~0.88%7F0 0.05 ~ 3.24%22 8], {XESHE%

ERYF,
x4 RENEMERRESHER (n=6)
RSD% (0.5mg/L) RSD% (2.0 mg/L) RSD% (5.0 mg/L)
ws - B
R.T Area R.T Area R.T Area
1 Bk 7 0.75 1.81 0.88 0.08 0.53 0.27
2 feel 9 0.59 2.68 0.53 0.34 0.37 0.83
3 el 7 0.37 1.95 0.28 0.13 0.19 0.05
4 2RE3 0.37 1.29 0.23 0.09 0.17 0.21
5 ERMEE 1 0.27 324 0.21 1.10 0.16 0.89
6 B 17 0.23 0.94 0.16 0.60 0.13 0.62
7 GRel 1 0.17 1.08 0.17 1.77 0.13 0.84
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8 ESI4E4T 87
9 ZE |
10 ERME7

0.15
0.18
0.21

0.64
1.26
1.42

0.14
0.13
0.10

0.17
0.13
0.12

0.11
0.11
0.09

0.29
0.09
0.13

3.5 INtmEME RS

FEOLRERFERD 0.2 mg/kg [BEHREE, 1%
17 3 RNERIKER, RIENESER,

BB ENE 4 F.

fRRIA R EIE A S mE LN,
ZOAmaB ERMEE 7, HIRERZTHE, HHN
IREIBERTE 71.5~130.0%218, BEAERINZ 5. TROLHFRNEIEEWNE 3 Fix, IRE

mAU
T
N \
I i
1004 |
1004 I ' ‘
I [
754 1A
7] I I
I
‘\ 50 It
504 [
| |
I'l » I
7 I} 71 = |
| I & |
| / N\ | H |
! N % . ol B A Y A
! T T T T T T T T R R e T (RERE 7 T T 7
00 05 10 15 20 25 30 35 40 45 50 55 00 05 10 15 20 25 30 35 40 45 50 55
Ay
nau EZUnrMnm [1.00) N
o (10 g
504 754 %
2] I g “
| 501 4
il f .
no—\«/\J \ L J g | -
v 25| o @ o ‘
2 g
| g ‘
254 | [ j\ & | I £ \J\ l
\ |
[ ) /
L ) %&L ,%Km L SM U
00 U‘S l‘U 1‘5 20 25 30 3‘5 40 45 5‘0 55 00 05 10 15 20 25 30 35 40 45 50 55
may may
75 O [L00) O (L00]

5]
P
3
23
3
ol

EE

2

) N, |
3. ZEOIHREIEE 4. DHRIMREIESE (IMRRE 0.2 mg/Kg)
*x 5. BIBERER (n=3)

. 4%%@‘@ FERIRE DIAREESTIRE e RSD
(min) (mg/kg) (mg/kg) (%) (%)
1 BRI 7 0.603 N.D 0.1430 71.6 36
2 BRI9 1.079 N.D 0.1280 64.0 5.3
3 BRO7 2.049 N.D 0.1810 90.6 3.2
4  BRES3 2.231 N.D 0.2410 120.5 2.7
5 EatEs 1 2.383 N.D 0.2370 118.6 34
6 BRI 17 2.526 N.D 0.2410 120.5 2.5
7 O 3.061 N.D 0.2250 112.9 4.8
8 ERieT 87 3.552 N.D 0.2220 111.2 2.9
9 B | 3.776 N.D 0.2300 115.0 3.5
10 BT 4.480 0.031 0.2520 110.8 26

iE: N.D AFxtaH
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3.6 BHIEERIBIE

MNESFEHEBEMER, T RARIEEIE- R AH—EHIE.
3.6.1 jRREXAERM
UiEE
LSy Gy mpri=| e
[RiE S
SHTNEE: LCMS-8040 BiARIERE: 250°C
HFR: ESI, taBEFaE INEEERE : 400°C
EFRIEOBE:  ESI(+), 4.5 kV AEE: SRS (MRM)
EHS: &5 3.0L/min IFERRTE): 50 ms
Fg&5: &5 15 L/min ZEIRAYE]: 3 ms
fifES: &5 MRM 22§: Iz 6
% 6. MRM 2%
wS B BIAREF HIEF Q1 Pre Bias(V) CE(V) Q3 Pre Bias(V)
e 72700 187.95* 11.0 14.0 19.0
228.00 11.0 5.0 23.0
. 228.20* 19.0 14.0 23.0
2 R@A9 267.90 268.00 19.0 6.0 29.0
s mms 26700 205.90* 19.0 12.0 20.0
268.05 19.0 5.0 18.0
206.00* 220 25.0 220
4 AEHE3 202.90
203.00 220 8.0 13.0
232.95* 220 21.0 24.0
5 ERME1 312.90
295.90 220 24.0 29.0
w4 y . 206.95* 16.0 14.0 21.0
224.95 16.0 5.0 23.0
. "4 199.10* 15.0 17.0 20.0
217.05 15.0 6.0 220
N4 1650 522.65* 320 30.0 36.0
520.70 320 25.0 36.0
247.05* 11.0 19.0 26.0
9 BEI 326.70
171.10 11.0 20.0 30.0
o EE 12690 171.05* 16.0 26.0 30.0
156.15 16.0 29.0 28.0

*RTEERT

3.6.2 R R MRM &ikE
EatnERmA MRM &IEELNE 5 A,
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T227.90-187.95()

2 267.90>228_20{-}3.00)

b3 267.90>205_90(-)

A5M4 -|4:202.90>206_00(-}4.00)
I5: 312 902232 95( )

6:225.00>206_95( )

40000 17217 00219910 )
864650522 65( )

la 326 70>247_05(-)[0.20)

3500 110:326.90>171.05()0.03)

-—

4 o™
3o /\ fi o

oo i I
Nl e
2000 | /\jf\ﬂ
1500 | L Mﬁ
— il o
N J\ft .
ﬂ I

5. PEFARERERA MRM &i%E GRE 0.2 mg/L)
(1. BHR7, 2. BRL9, 3. BRL7, 4. ARE3, 5. BEE1)
(6. BRLL17, 7. BRELL1, 8. BRMLI 87, 9. &I, 10, BME7)
3.6.3 ({=RIEEELI
Bohlanzk 4 RERRETRR, FATHEE 6 R, 10 FBEIRMCESYIRRER BFIEEFRAIHE
SHFRERESBITE 0.01~1.03%7F0 0.45~4.23% 28, {VESEZERIF.

x 7. REMNEMEARRESHER (n=6)
RSD% (0.5mg/L) RSD% (20 mg/L)  RSD% (5.0 mg/L)

wmS B

R.T Area R.T Area R.T Area
1 BRIER 7 0.65 2.55 0.08 2.74 0.12 1.38
2 B9 0.12 3.95 0.05 2.68 0.02 1.63
3 Bma7 0.36 2.88 0.03 2.86 0.05 0.67
4 BRE3 0.59 1.60 0.05 2.07 0.10 2.23
5 Eg e 1 0.83 3.02 0.10 2.14 0.03 0.45
6 Bael 17 1.03 245 0.07 2.14 0.01 1.30
7 Bl 1 0.56 3.91 0.03 2.41 0.04 1.52
8 BT 87 0.79 3.13 0.06 2.58 0.04 1.04
9 B | 0.44 2.02 0.02 2.85 0.04 1.72
10 ERMRE7 0.24 4.23 0.05 1.37 0.03 0.61

3.6.4 HGFRFIESMR

IR REIR T, FIRIRER 0.2 mg/kg BREIMFER 7 03 ToHT, X3 AN
EERUTEIRERE S, WAHEHIR MDL=3.14xS, EE TR LOQ=4xMDL, ELERINE
8 A7,

Z 8. 10 M Eua HIRFIEER

wmS BN TERZ(S) HHR(mg/L)  EER(mg/L)
1 BRI T 0.0079 0.0247 0.0987
2 B9 0.0135 0.0424 0.1695
3 BR7 0.0035 0.0111 0.0444
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4 BMRE3
5 Bt 1
6 FREL 17
7 B
8 FRMAT 87
9 GH |

10 BRIEE 7

0.0148
0.0019
0.0093
0.0087
0.0066
0.0042
0.0028

0.0464
0.0061
0.0292
0.0272
0.0206
0.0133
0.0088

0.1854
0.0243
0.1169
0.1089
0.0824
0.0533
0.0352

3.6.5 RiHPAMELS RIRIE

A0 3.5 PERIRIPAMELE R 41+ m A SR ERBTiE

ElilﬁnnEF'T = 7_ 1—:,AJE7FT% RIS I RBATE.

THED T, 5RWE 6 Fix, FRBFIZ

ﬂlﬂﬂ*45202:90>20&:00(—)(4_00)

-326.70>247.05( Y0_20)
-326.90>-171_05()0.03)

B R R £

on a5 10 15

4. £hig

T g T
20 25 10

T T
315 40

E 6. DIt m MRM &1EE

e e
45 50 55 min

RIGET T BFESIRIAEIEN LC-30A B IREMFINEILmPERIE 7. BRI 9
FTMERAINDI L, FRREEIERK=ENRTRSEH
ER. EEMTF. REEER, BEELEERTEERIREN,
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3.10 GCMS NESMBEREFIPNFE TGS 7 HAED

WE: A& T SESIERERAERNNER N R FIIR RS TR, #REZER
CEREREZE, ZRERERASERERE S TERNEEDHT. R IRFTFPIRE25 ~
100 mg/LRESEER , SEDELMEXREITIAFN0.999 LU L, 5iEH e HR55790.036 ~ 0.64
Mg/g, 50 mg/LASEERERRESLNESR, EEFAEXENTRNERZEN3.7% ~5.6%,

KiEiR: SRGBRIEEKAEE FAF Ju

SRR ERR ZNBRRETIR ]mR, BTIZmPERASD, MR IERE
¥, HPRERSNPE"R (BTRIEE N (ERATEMIS AL mRE D FERAYIR,
&) | BRI (BTHRRER) . R BB ERASIFRESN 2%, —HR{ER

(ATRAIRRR) . RBRER_"MENE RS, Femine EVERRARME "R
YEE, R, NRIKEBERRE ALIRASHEBIBRBERKAIEYRA

IRARMEANRAREIR, FEBE+S, R TIR DR, BEARTRES 7 Ml
EFTERER. REWmENBHRERR 1T, FEEEEERE, ERRVETE.
"Rz, BRI EAIRI N AEAATEMI A

1. SE3RER%

1.1 (%88

BESIEEIERILEAYGCMS-QP2020

1.2 St

i Rtx-1701 30 mx0.25 mmx0.25 45iREL: 50:1

Hm HEE: 1.0 L

#E58: 100°C(2min)_10°C/min_230°C(3 min) BEFHA: El

HERE: 230°C BZYEER . 250°C

HEEHAN: LRE BERIEEOERE: 280°C

fEARE: 1.0 mL/min XASEEHTELS T, RAEEET
HEERL . DIt B TEEST, SELEEETFIER 1.

2. HmpitiE
JERRFREX 0.5 g HERT 25 mL FEHA, M 20 mL ZEZERE®R K 0.1 g NaCl, BEEZEE
20 min, AZERZEEESZEZIE, F 045 um BHUIRIEITIE, FERAERL,
3. £ER5idie
3.1 7 MRSt EmEIRE

263



wo'-—

1.7 ARSI EREIEE
(1: BFRTH; 2: WERTE,; 3: BXCE,; 4: NEER, 5: BEER, 6: R, 7: BXZH)
3.2 iR RS R
ECHISPA R, WRER. BRER. WETEBMSTMREMNINESIRERER, UREEER
BoHHEFNIRE925. 50, 100 mg/L 7THMRMAGESIESRR, &1 2PN FHITUE,
BBy EMBLRRASRIRERZ UER, LISEERILITE 7Fravie iR, F1F3R14. SRKA:
7£25~100 mg/LEEAN, KRESEERERIFNEMEXRR, BRAEFIIAEIT0.999 LLE,

i T B

3000000E 5000000“«‘ 3000000E
40000004 4000000 40000004
30000004 30000004 30000004
20000004 2000000 20000004

10000004 10000004 10000004

0
oo 2500 50,0 75,0 g 0o 25.0 5000 75.0 [ 0lo 25.0 5000 75.0 e

PR PR SRR

[BPR_B%
E2. ZpEBIASFRERSE
= 1.7 HPRASEREF. SEAESKHEHIR
waEYy EEET B X BNR
FS T BFR CAS No. MR TE "
2 W (m/z) 5 # (ng/9)
1 4B%"BE o-Phenylenediamine  95-54-5 108, 80. 53 Y = 69370.23X-386999.0  0.9997 0.34
2  XEZB& p-Phenylenediamine  106-50-3 108, 80. 53 Y =49078.35X - 99566.5  0.9997 0.05
3 [@ETE  m-Phenylenediamine 108-45-2  108. 80. 53 Y = 35251.83X - 97265.0 0.9999 0.80
4  SEEFEE  4-Aminophenol 123-30-8  109. 80. 53 Y =33309.3X-99117.0  0.9997 0.34
5  |@S&HE  3-Aminophenol 591-27-5  109. 80. 53 Y =29925.81X- 0.9999 0.39
a8 -Aminopheno -27- . . . .
' P 100370.5
6  FIE—E) Hydroqui 123-31-9 110, 81. 53 Y =30901.32X - 0.9996 0.60
FHE— roquinone -31- N . . :
i yered 121564.5
X Y = 31997.58X -
7 [BZ_f3  Resorcine 108-46-3 110, 82, 53 0.9996 0.60
120860.0

3.3 (XERIREENE
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B 50 mg/L FRGTNERRIESENE 5 R, FREFEE. WEERNE 2. FREFH, Y
Aeis B R,
2. BEEMER (n=5)

FS  HUEWER R 1 A 2 A 3 HfR 4 [HIFR 5 RSD(%)
SBETH 2739514 2891645 3004340 2648627 3003920 5.6
SETRR 2152419 2214716 2301112 2045905 2286176 4.8
BPEZB: 1577799 1606864 1642115 1463387 1624798 4.5
SIEEE 1452995 1482872 1528919 1366377 1506723 43
EISVEE) 1329456 1340302 1372217 1247682 1362619 37
SIFEE 1340848 1351033 1386020 1247162 1373777 4.1
7 EEEZE) 1411989 1414440 1440680 1300477 1443439 42

3.4 HmlE
BRATTENES BRI m, SRNGEENEBMR, WEERNES.

A Ul A W N =

TIC TIC TIC IIC
1 SN |
12500000 AR
ORI
TR0
5000000
200 STREE (5775

\ [ER B N
TR um | 5w s 5w 555 sw | &% 6k & | 70 1%

El3. HmtikE
% 3. HRMUES

Fs HEMER {RERRTA) 28 (ug/9)
(min)

1 WPR_fE 4.533 N.D

2 POy 5.242 2535.4
3 [E1S: 5.867 202.7

4 POE=E=0)] 5.958 N.D

5 BEER 6.400 683.5

6 IR _Ep 6.825 N.D

7 (515 7.175 1618.2

i¥: N.D Akt

4. £hig
AR TSAEEIERERRNERERIT 7 FEREAIDTTE, EREEMERRRYT,
EEMF, RBREERRINIR RS TEEEE DT,
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3.11 fiR: (UmBLFAME (2015 FhiR) EERESR

BN
1. ILBESFNIR S S ES
1. LLFYER 2. REBE
5] 1 2
0 | Je_
Iﬁﬁ%ﬁ
& i+ . CAPCELL PAK Cis MG S5, 4.6 B E: 30°C
mmi.d.>250 mm ¥ : PDA 290 nm
25 . == A3, —_
l}lbﬂﬂﬁ- ZJHE"'EEE&/ﬁI&_ =25+75 J\\Eﬁéi 5]1L
i O&E: 1.0 mL/min
2 FREAES R HLER 3
NEEiE (M.W. 122.12)
Iﬁﬁ%ﬁ
it CAPCELL PAK C18 MG S5, 4.6 R O&E: 1.0 mL/min
mmi.d.x250 mm 2 E: 35°C
TRENE: A, BEER T SUNEEIiR(0.02 ¥ : PDA 230 nm
mol/L , BiE&¥E pH 5 2.2); B, FfEB) HEEE: 10 pL

50%(0 min)-50%(10 min)-10%(11 min)-
10%(40 min)-50%(41 min)- 50%(50 min)
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3.FaiE (12 )

mAL
200+

100

112

A

T T
30 39
rmin

(1. FESEWINET, 2. RESSEMME; 3. 2-R-2-HERNR-13-—8; 4. KR, 5 FRIE
6. 4-REXPRPEE, 7. KPR, 8 4-FEXFRIE, 9 4 REXPREAE
10. 4-ZEXRRALE, 11 4-2EXPRF T, 12 4 2EXPRTER)

!iﬁ*ﬁ%ﬁ

=¥ : CAPCELL PAK C18 MG S5, 4.6
mmi.d.x250 mm

REAE: 0.05mol/L B — S + FES + 28
=50+35+15, HMNEFU T m=FERERE
MRE 0.002 mol/L, FABERE pH = 3.5

4.BhfFs (15 )

mAl s
1000
500

o

18

: 1.0 mL/min
=R
: PDA 254 nm
5 uL

o.o

(1. FEFFRMER,; 2. ZREE-4 FIFKER-5; 3. WaERRR, 4 -3, 5 p-PEENERRE
8. TERSEFHERNT; 9 Hruirik;
10. PEERERZECHE, 11. KaBZECE; 12. BBENIER)

6. &-FREFTEREK,; 7. PABA ZECCES;

Iﬁﬁ%ﬁ

BiZtE: CAPCELL PAK C18 MG S5, 4.6
mmi.d.x250 mm

ot FREE + USIKIE + 7K + SRR = 250
+450+300+0.2
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5B (5%)

mal

750
500 2,
250

0

T T T T
0o 25 5.0 74 10.0
mir

(1. ZECEZIER, 2 WREN-FHAZHENRETER, 3. W-JECEANREFE=F)

!mw%#

JEFE: CAPCELL PAK C18 MG S5, 4.6 mmi.d.>250 mm
FEhie: Bl + TUSKIE + 7K + & SER = 450 + 500 + 50 + 0.5
R E: 1.0mL/min

R E: =R

¥ UV 311 nm

HEFE: 10l

6. A BIREF-IETREE (8 #)

AL
300+

200+

100+

-
T T T T
0 5 10 15 20

(1 XMFRTRR; 2. WREXRE, 3. S8R, 4 FFX2, 5- 7%,
5. [EEEARED; 6. WA_RR, 7. AX_E, 8 JRIERE)

Iﬁﬁ%ﬁ

BiE4E: CAPCELL PAK C18 MG S5, 4.6 mmi.d.x250 mm
WREDHE: G =ZER% 10 mL A0Z 980 mLkeR, AINBSBRIEEW pH 7.7, HIAKE 1L, B
T 950 mL SZ 50 mLRAERME 5% ZIEHIHEE AR

FROE: 1.0 mL/min ¥ 3: PDA 280 nm
2O 30 °C HEEE: 5 ul

268



7. WHFEZEEF (327)

$—H (20 7h)
mAU
500 80nm,4n ]
R
400

28
32

1 -

OlO‘ H ‘SlO‘ H ‘1(‘).0‘ L ‘15‘.0‘ H ‘2(‘).0‘ H ‘25‘.0‘ H ‘30‘.0‘ y ‘35‘.0‘ ) ‘4(‘).0‘ n ‘4E‘>.O‘ n 50.0 n‘wln‘
21: 2-FFE-3-FRHEMENE, 1. p-ZKfE; 2: p-EIEEMY; 25: 2,6- & FEMEIE; 3. HIEK-2,5-fEmEEEE; 18: 2,4-—
AEREIELTEHC, 4: m-BAERE;  20: 4-2HE-m-HE; 8 WKW 6: 2-F-p- AR EIRER:; 22: NN-X
(-2 C3)-p- R TJEIIRER s 120 2-WIETEIF: 9 2-fitk-p- 2K fik; 14 FRILFEEMEMEIRER; 11. 4-2=FE-2-0
2K 16: 4-%FE-3-MHIEKM) 28: 4-EHEBHIE; 27: 6-RHEMIVE; 31: 1,5-285 ) 32: 1-ZEW

BTAE (12%)

mAU
ICh1 280nm,4nm
1000+

30

900+

800

700

600

500

400+

19

300

200 N

100

o

e s ey sy B s L ey B B Bt By B
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0

17: m-Z %5 19: SFH; 5: o- R M 7: o-mIEEN; 23: p-HEEIEEMMREL: 24: 4-fiFdE-0- 2K 1%
10: WIZE-3,4- T 13: 6-FFE-m-WEy; 29: 2,7-ZE W) 26: NN-—ZFE-p-ZF JbRBSEE: 15: NN-ZIEHIZE-
2,5- [ HCl; 30: N-ZEJ-p-2K — i

Ii&*ﬁ%ﬁ

igtE:  Shim-pack GISTC18 4.6 mm i.d.x250 mm, 5um
magte (—48) : A20mM BEER SR (PH7.5) B BEE C 2B
magte (T4h) © A20mM B SER (PH7.5) B HEE

E: 1 mL/min, #EE: 280nm
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ENE EERTED

4.1 5|F

oK HSEEETERIENSYRONNESEEIR, ThmTETERES.
MM—ERNEBRAEHERCILRELNR, BEEBESETRNAT LR, 1HER
BN INEERRER. KKER. JEFER. BARHE. WEHREFVER, BKEAiE
RESEBEFIERE, SERTELENCE. ESBERMRREEEARRIR, 15
BIBMERE, REAMEE, BURADWES, FENEERMES, WURRERAN
B (2015 FhR) PRETHRRFESESWRADR. 1. M. BHRE.

WIRTEESBITRAENTERRFIRIGE. [RFIGA. ICPAES iAH] ICPMS %,
RFRMGEFRFIIGET AT BN TRHITON, ENIRTERARE (2015 FhR)
iR, B, R, BRMEURARFREGERRFIO6E (WK 1) . ICPMS iEZRILAERI T
SMITRNIDTT, RBES, DIEERR, ICPAES BaTATF UG ZTRNERNE,
BYASEL ICPMS BB, Lt5h, BT ERTENARSARERREAENED SRR T
79, BAIAILAS ICPMS 5 LC RIBXFA, MNARRSRITRHITO BRI, Ertt
REESTERARSE, FERETICRRTERNESRITRAIDHTIIIE, BERFIRK
i%. ICPAES &, ICPMS iZ#l LC-ICPMS 288517015, AIERHINIHLUR L ERAT
B (2015 i) MmERERFNES BITHRIGN,

R 1. WURLERARGE (2015 Fhi) PEITHRIQUTTEFREZEK

H F—% AEFRTFRESIENEE 10
BE KERTFRMDIOLEE

i F—iE SMWNRTICEEE 2
BTE SWMRERTFIRECE

X F—iE SWRTFICEEE 1

BTE ROWE
B=E REFRYGE

] JHERFIRI D N EE
% 37 MTR RESSFEFAEEE (ICPMS %)
WE 15 MtR BEMBEEEFHARIEE (ICPMSIX)
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4.2 ICPMS iFMEMZmPRIESF 37 FaE

W E: 2% ((WURTERAITE) (20155hR) |
FARRENECERERTNZSHTRSE, FRTIMREIKEGIE, 0L
, EEEMR (IMREKEEI1~111%)

FiERBES (1~10 pg/L)
MITRSENNEEK,
XA WL ICPMS-2030 €=

WimBANEEERNRET m, €
(ERE R EREMAREIRRER, FEiLt
WimrRENZ2HRETHEE. KE
RICURBEZEAE, B CRmEt T 7™
BRNELMREEEE R, lmPhIT

{EFESEICPMS-2030R 4858 %S
HEREH, 1Z
, ARG E

(ICPMS) FTEIL GRTTER DT L EEMEFL
B, BX (IR ZEFAE) (2015 F
iR) BALE 7 ISR P R# TUENS
i,

ANSEHCGE, RASEERGE

HEERMNERENERER, BEXR SFFFAREIEN ICPMS-2030 UEHIZ
fFERENRSE, BUERRENIHMCGGRE SaEFRTRISHTRESE, BEB%IEtEE,
FRYMETTRHTUE, MTFiEERRER IREES, ,@uﬁnam EHHA.
EEEEEFA. BEEAEEFAHRRIENY
1. EI8ERS
1.1 {88
2 ICPMS-2030 FBEFREEE FARRIENY
1.2 (B thER
ICP-MS{YEE R4 R R IKEIS | FHiR. .
% 3. ICP-MS D&l
S BHIRTE 28 SHITE
=TS 1.20 kW EEFHRSRE 8.0 L/min
IHBNSIE 1.10 L/min HEMR 0.70 L/min
JEEER Mini }B& EEs BIOEEE
E= e ENERE 5°C
KEEFRE 5.0 mm =L 27.12 MHz
RESIR He RiESIRIE 6 mL/min
itBEE 21V BEEITiEesE 7.0V

1.3 SCIeEEMAistH

SCIG R FASRMIY(EREES AR (1+1) B4/, FEBdn Tk, FeasH,; L
FrEEBIHNOF OH O 0tk 4k, SEIERZKBAEEFK.
2. HmRYEiatE

HERRFRE 0.3 g (FBHHZ 0.1 m g) (HERIERRTRINAZFHIREMREES, Hfoxn
A4 mLHNO3#] 1 mLH202, 5858 30 min [GE B FEAR HERINAFTER 30 min,
RIEE LIEMRRES, MARIKRERY, R EEENTHRERH T ERESNERR, 17T
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HREHE, F 1% HNO: BARISEMRERE S0 mLBEE+h, EBEZEL, ES, Bl
[ElEE EiERARN,
3. ZREE
3.1 tERER RS
BCHINERA 1% HNOs (ISFTRRIIRERKRT 50 mL BEES, BCHIRELIZR 1
Fr. REELIIMNREYEIN, WimotEs/ 10°Rh #1 185Re, REYH 20 pg/L.
= 2. IERRRERDTTRER

- REH TERZRE (ug/L)
(amu)  Blank STD1 STD2 STD3 STD4
Ag 107 0 1 2 5 10
As 75 0 1 2 5 10
Ba 137 0 1 2 5 10
Be* 9 0 1 2 5 10
Bi 209 0 1 2 5 10
cd 111 0 1 2 5 10
Ce 140 0 1 2 5 10
Co 59 0 1 2 5 10
Cr 52 0 1 2 5 10
Cs 133 0 1 2 5 10
Cu 63 0 1 2 5 10
Dy 163 0 1 2 5 10
Er 166 0 1 2 5 10
Eu 153 0 1 2 5 10
Gd 157 0 1 2 5 10
Hg 202 0 1 2 5 10
Ho 165 0 1 2 5 10
In 115 0 1 2 5 10
La 139 0 1 2 5 10
Li* 7 0 1 2 5 10
Lu 175 0 1 2 5 10
Mn 55 0 1 2 5 10
Nd 146 0 1 2 5 10
Ni 60 0 1 2 5 10
Pb 208 0 1 2 5 10
Pr 141 0 1 2 5 10
Rb 85 0 1 2 5 10
Sc 45 0 1 2 5 10
Sm 147 0 1 2 5 10
Sr 88 0 1 2 5 10
Tb 159 0 1 2 5 10
Th 232 0 1 2 5 10
TI 205 0 1 2 5 10
m 169 0 1 2 5 10
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\Y 51 0 1 2 5 10

Y 89 0 1 5 10
Yb 172 0 1 2 5 10
iE: *AfEANo GastE{
3.2 P TcERHERZ
[ Be 9 (DBN) 300 Dy 163 (DBG)
30 |
200 |
1 1 '
i |
100 |
|
I 1 1 1 1 I -I 1 1 1 1 I
0 10 0 10
R E (ug/L) R E (ug/L)
1. Be JTTRAYPRAERLZL r=1.0000 2. Dy JeERROMRAERZE r=0.99999
[ Sr88 (DBG) 400 [Er 166 (DBG)
100 | :
f 300 |
75 | [
1 [ 1 I
i 50 izt 200 [
25 | 100 |
0 | 0 [
El L L L L | L1 L L L L |
0 10 0 10
RE (ug/L) R E (ug/L)
3. Sr FTEATRERZE r=0.99999 & 4. Er jtEFRERZ r=1.0000
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75 H.i7 (DBN) :Pb 208 (DBG)
500
11 1 I
g o
mn i 250
0
[l f f f f | ol f f i i |
0 10 0 10
R E (ug/L) R E (ug/L)
5. Li TEAYFRAERIZ r=0.99999 6. Pb JTEAVRERLZE r=0.99999

3.3 FiEtGhiR
RIRSLI AT ERIZ S BRSO HTTRET 11 XE, UL 3 BESaERNERE
PR RIZRERENNERO IR, #RFMFR 0.3 g, EBMFR 50 mLitEFEGHR,
RT3,
% 3. JiitatpR

- {NESHE PR FiEEHR = {NESHE PR ISR
- (ng/L) (ug/kg) - (ng/L) (g/kg)
Ag 0.0026 0.427 Li* 0.0166 2.767
As 0.0093 1.555 Lu 0.0005 0.077
Ba 0.0043 0.710 Mn 0.0374 6.233
Be* 0.0016 0.260 Nd 0.0010 0.167
Bi 0.0029 0.477 Ni 0.0060 0.995
cd 0.0013 0.212 Pb 0.0020 0.332
Ce 0.0003 0.046 Pr 0.0002 0.028
Co 0.0013 0.219 Rb 0.0043 0.717
Cr 0.0115 1.915 Sc 0.0185 3.083
Cs 0.0011 0.178 Sm 0.0021 0.350
Cu 0.0365 6.083 Sr 0.0034 0.567
Dy 0.0002 0.040 Tb 0.0006 0.095
Er 0.0001 0.029 Th 0.0003 0.042
Eu 0.0001 0.022 Tl 0.0010 0.167
Gd 0.0005 0.086 Tm 0.0001 0.010
Hg 0.0081 1.351 v 0.0040 0.667
Ho 0.0006 0.105 Y 0.0005 0.093
In 0.0009 0.158 Yb 0.0004 0.075
La 0.0002 0.045

iE: 1. *AfER No Gas &z
3.4 HmathERRIRENLEE
5/ ICPMS-2030 EENEREREVTNEETTEZRE, FEHTIMrEWEDE, L8
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R 3.
% 4. REEESTER

WELER +HmIE  IRRE JIEGNEITES

EOEEE G Goke) (o) (%)
Ag 103Rh 0.42 70.5 0.50 100
As 103Rh 0.17 28.8 0.50 106.6
Ba 185Re 0.66 109.3 1.00 103.4
Be* 103Rh 0.05 8.6 0.50 97.0
Bi 185Re ND ND 0.50 108
Cd 103Rh 0.05 7.8 0.50 95.2
Ce 103Rh 0.03 5.3 0.50 101.4
Co 103Rh 0.07 10.8 0.50 101.6
Cr 103Rh 0.33 55.2 0.50 98.4
Cs 103Rh ND ND 0.50 100.7
Cu 103Rh 0.65 114.2 1.00 90.8
Dy 185Re ND ND 0.50 105.3
Er 185Re ND ND 0.50 108.4
Eu 185Re ND ND 0.50 110.9
Gd 185Re ND ND 0.50 103.2
Hg 185Re ND ND 0.50 100.8
Ho 185Re ND ND 0.50 110.4
In 103Rh 0.03 43 0.50 101.4
La 103Rh 0.06 10.5 0.50 101.5
Li* 103Rh 0.004 0.65 0.50 101.2
Lu 185Re ND ND 0.50 105.9
Mn 103Rh 4.95 825 2.00 97.0
Nd 185Re 0.01 2.1 0.50 101.4
Ni 103Rh 0.32 533 0.50 100.6
Pb 185Re 0.17 28.5 0.50 107.6
Pr 103Rh 0.04 7.0 0.50 98.7
Rb 103Rh ND ND 0.50 99.5
Sc 103Rh 0.03 4.4 0.50 98.7
Sm 185Re ND ND 0.50 103
Sr 103Rh 0.08 13.9 0.50 103.5
Tb 185Re ND ND 0.50 108.4
Th 185Re 0.03 4.7 0.50 96.2
Tl 185Re ND ND 0.50 109.0
Tm 185Re ND ND 0.50 110.9

\ 103Rh ND ND 0.50 100.2
Y 103Rh 0.03 5.1 0.50 994
Yb 185Re ND ND 0.50 108.0

iE: 1. *J9#EMNo Gastext, 2. NDERTFIGH
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4. &g

SEITE (WILRZSEAIE) (2015 FiR) , FHASE ICPMS-2030 BRHESSE
HHARRIEUNE T LR EHIERHNSMMETTRS 8, SLRERER, ZHEMET
HEMRYF (r>09997) |, FiAEHRE (0. 010~6.233 pg /kg) , IIREIKERS
(91~111%) , WHIBEEYF, TERELIZmPESHHETENEEDTTENK.
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4.3 ICPMS FMEMLmPRIHE. B, t6. 8. . .
t, HATTE

i B: S5 (FHOmPR. 8. f. 1§, B . 2. BIMRN5E BRES
EEFRREE) (SN/T2288-2009) , ERASEICPMS-20308BR4EEEFH FIREIEN
WEERERTHNESMITERE, FAHTIMREKERIGIE. SCIRERRE, 1275 A5R8E

B (1~10 pg/L)
MEEK,
ST (LIS ICPMS-2030 SETE

WHERRAMIEEERNEL M, B
TEERITRE R B ARRIREREM,
A RNEENZEMEETHEE.
ERUERIEEAE, ExRMMCIRmETT
SRR ELMREHERE /R, WimtrY
TRSERTNMHERENERER, BIEX
RIEAENZ S, FIERRERIMCZ
mPEYMETRHITE, 3T tiam
FREEEEERN. ERIMtlmbiE
TENEEFRERFRICE. RFAFNE
MRFINEE, FEDTEREIESREE
REFRR, MEBRBEFEFIREIEN

1. SCIEERS
1.1 (W88

, EEER (IAREIERI1~112 %) |, TR ILRPESHTERSEN

(ICPMS) FED TR RBE BB
RIS, IFEESETATTCIRRTRIZSH
METE.

AN SHE(HE O, 8. 1.

8. . B, 2. SRROENTTIE RS
BAAREIL) (SN/T 2288-2009) BY75
%, RADREBERBEFE FIRRIEN
ICPMS-2030 MEMZmEEmPRIR. 8.
f. & .M. 1 METERSE, BE
HMEEERE, REES, TRESTTRERN
MEERFM .

5% ICPMS-2030 FRFEEFE FARIENY

1.2 (BSOS

ICP-MS{ o &4 iR Rk RIS | HilE. .
%= 4. ICP-MS Dkt

28 SHIRTE e BHIRE
[EpIUIES 1.20 kW EEFHRSRE 8.0 L/min
HENSTE 1.10 L/min BEAE 0.70 L/min
E=ESit] Mini }B& el BILENES
EE i EUW=ERE 5°C
REERE 5.0 mm ETER 27.12 MHz
REES IR He RHESIIE 6 mL/min
SHERE 21V BEEIIEEsRE 70V

1.3 SEIS=RMAzistl



SCIOFFRESISFRAREERAR (1+1) RiB24/0N\E, BBduKh%x, TEEsEH, LK
FTRRRIHNOsFIH 04 EII AR TR, SLRAKITBAEEFIX.
2. HmAdRuRbiE

HEHRFREX 0.3 g (FBFAZE 0.1 mg) (RIEKRIREWEIERF R TRUAIGEREFEETD, K
AN 4 mLHNO3#11 mL H202, 5t888 30 min B & FEBEHAWR RIS 30 min,
PRIENFRERHY, RN FRHRE R THERRANERR, BiEEREEE 50 mL
BHEEETR, RUKEREXES, ES, BilREOERE LERFN.
3. £R5idie
3.1 ttEHRE A RECTH

BCHINT R 1% HNOs RISFTRRIFNERR T 50 mL BHESEED, EHiRENRE 2
AR, PItRTTERJ SLi. 45Sc. 89Y, 105Rh, "3In F1'8Re, KEIFS 20 pg/L.

%= 2 IERRRER D HTREE

soge FREH FRERRZERE (Mg/L)

~ (amu) Blank STD1 STD2 STD3 STD4
As 75 0 1 2 5 10
Be* 9 0 1 2 5 10
cd 111 0 1 2 5 10
Cr 52 0 1 2 5 10
Nd 145 0 1 2 5 10
Pb 208 0 1 2 5 10
Te 130 0 1 2 5 10
Tl 203 0 1 2 5 10

iE: *fEANo Gast&Ez{
3.2 ERpToEIT %

[ Be 9 (DBN)
3000 30 _—Cd 111 (DBG)

- 2000 |
' i
= i
1000 |
N
[ ! ! ! ! | [ ! ! ! \ |
0 10 0 10
RE (ug/L) iRE (ug/L)
1. Be FEEAUITAEALS r=0.99990 B 2. Cd FTEAGHRARLS r=0.99976
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100 [Nd 145 (DBG)
11
i
L ]
0 10
R (ug/L)
3. Nd JTERRIRERZ r=0.99986
30 [T 130 PBG)
20
M L
]

10

10

WK E (ug/L)

5. Te JTTEAIRERZ r=0.99979

3.3 HiEtEHR

RERSLIO TS At EZ S AO TR T 11 RUE, U 3 HESEERTRERER
PUREHIERIZRE RGO IR, IEFRIEE 0.3 g, AN 50 mLITEHACHIR, &R

BE

RE

f Pb 208 (DBG)
500 |

400 |
300 |
200 |

100 |

L1 L L L L |
0 10
RIE (ug/L)

4. Pb STEAREERLE r=0.99994

[ TI 203 (DBG)
300 r

200 |

100 |

0 10
WK E (ug/L)

6. Tl STTERAVR AR r=0.99980

FIF3kR 3,
*x 3. BIEGHR
I X EEHEHBR(g/L) FiEEHR(ug /kg)
As 0.0191 3.18
Be* 0.0022 0.36
Cd 0.0012 0.20
Cr 0.0112 1.87
Nd 0.0021 0.35
Pb 0.0065 1.08
Te 0.0360 6.00
T 0.0034 0.57
iE: *J9fEF No Gas 18
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3.4 BFmathERRINREIER
{£F3 ICPMS-2030 EFENEN X mFRTHSITRSE, FH TR, SLIER
=R 3,
x4 REKDER

RSD(%

—_— — WEER HREE IHWRRE JJDﬁolElll&%
(Hg/L) (Hg/kg) (Hg/L) (n=3) (%)
As 89y 0.28 46.8 0.50 3.98 103.8
Be* 6L 0.09 15.5 0.50 4.4 104.8
cd 105Rh 0.11 19 0.50 0.37 100
Cr 455¢ 0.42 70.5 0.50 4.99 91
Nd 185Re 0.21 34.1 0.50 213 100.8
Pb 185Re 0.26 43.1 0.50 2.5 112.2
Te 15|n 0.16 26 0.50 3.7 99
Tl 185Re 0.17 28.5 0.50 3.6 101.6
iE: *HfERNo GastEz(

4. £5ie

SENE (HEORmPIK. R, . 8. W, i, 52 SrelGE BREEEET
REIZE)  (SN/T 2288-2009) , fFFSIE ICPMS-2030 BHEG#EESSE HARIZ(UUET X
P HEMMETRSE., SKRERRKRE, MHEETREMRYE (r>0.99939) |, 75i&
HHBRAE (0.20~6.0 pg /kg) , NIFREINERES (91~112 %) , MITAEEELF (RSD <4.99%) ,
TERENIZmPESHHETENEEDTTENK.
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4.4 HPLC-ICPMS ME{Ciaaahad7 518

i B: 2R T{Tl4nE (QB/T 5291-2018 {LiZmH/MMESBIINEY F 5%, B T
MEATIEE, (FRSESMRIEERE LC-20Ai FIREMESEARE ICPMS-2030 BXFAEHD
ENECRRFANBICrVDIEERIGIE, 1Z5E&EMEBEE 1~50 ug/LSEEIREIIFREK
F0.9995, NFREIKERTE 90~99% 28], EILM 0.9~6.9%, FEEER 0.021 mg/kg, /)

THRERKRY 0.033 mg/kg, ERTHIZEPEINNMESEDT.

%487 HPLC-ICP-MS 5 75NE%

RPN TESERITHNMERENE
Zigtn, BEERXRIEAENRE, RILER
RIEAIRHEIZ P RYHETRE TIE , 33T
W REREEEEE(FRA.

8 (Cr) EBARPEZELA=MR[Cr(II))
MM BICVDRMESEE. =N
[Cr(ID) | 2EMAGFRIRETTER, TN
[Cr(VD]IBYSIEEL=A8ICr(ID)]E 10015, 7
HIEEYR, SRARRFEETERA.

Eit, REFPAMEBICrV)INSERRE
SRXKENIE.

B, EnESsEAT, BiE5R
SN NEEES. A RIEERET
RIREEARF, =INELREB, 7WNBER
SNERBRE, EAPEFIEEIEE,
FHASESRREEIELC-20AIFIBFEE
& 7 (KR ICPMS-2030BL ST D S
EREE NN BRI A.

1. EIEERS
1.1 #rtEam

=MEEICr(I)1F07 NS [Cr(VD) i EYDIR
1.2 {XEREE

ALRFRDESHRIBEIE(ULC-20AI 5B EEEEE FARIZ(XICPMS-2030BXAHR
%, BRNELEHLC-20Aix 2855, DGU-20A37ELBHSH, SIL-20ACE i ¥EE, CTO-20AC
FEBAE, CBM-20ARSezHI28, ICPMS-2030BB R4S SR FARIZ(Y, LabSolutions ICPMS
TRMI{Fih; AUW220DEEFRE (AASEAT]); Advantage A10#B4IKY (BEMIlli-Q
~A).
1.3 ##tR

LI FKEMIlli-QKELRFREBFS RAMENE, . &K, /KESHE, §
S, KRB, BEERT S, BMRETH. hESFUEEREA.
2. SCEAE
2.1 H¥mEnibiE

RER: FREN20 gSELERF030 gFoKiRERIN, FIZKIBRRERA1000 mLAERHHERE
Z2E, BIEENEEHRPFH.

ZmhiR: ARS8 gRERE — HF16.80 gBfER —SHRTIKH, BA100 mLAEHRFHFKE
e

et MERPENS mLEEERTI6 mLRUKIARTIRMIIKELI1000 mL, RS, FEiHER

it

o
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FHEKETHPHE A, BA1000 MLEEETRAKEREZEL.

PEERRIRME : ERRFREN0.5000 gREEAT50 mLZIEROEH, JOAN0.5 mLEEdik, 0.4 g/~
KEREE, MA2.5 mUREGK, MZKE25 mL, RIERERE, #6500 rom &5 min, BY
EERIIRFLEE, FLETE,

2.2 TNEATRECH

S BIKER0.0. 0.1, 0.5, 2.0. 5.0 mLAY[Cr(V)4ERERE®R (250 ug/L) F50 mLE
DS, 2BIIAN05 mLE R, 0.4 g7 k&S EE, 2.5 mUREUR, IZKESZE25 mL,
RS, #E6500 romTEMS min, B BRI HMILIER, FEVINE.

2.3 BiEFH

BIERMSIR]
2R 1. HPLC TR
2 % SHISTE
Bt Hamilton PRP-X100 (250*4.1Tmm; 10 pm)
BivlE 56 mmol/L f&E8-80mmol/L &K, pH=9.4
mE 1.0 mL/min
TR 35°C
R 100 pL
SRR SRR

2.4 [RiBFH
ICP-MS{YEE DI ZR2,
% 2. ICP-MS &4t

& ¥ SHIRE s ¥ BSHEIRE
[EPTUIES 1.20 kW EEFHRSRE 8.0 L/min
HBN SR 1.10 L/min HERE 0.70 L/min
KEEEZEEY Mini }B& E1kzs BOEILER
Ele=E et EHERE 5°C
KERE 5.0 mm [=DIUHES 27.12 MHz
lES AR He RitES TR 6 mL/min
HERE 21V BRI ISRsERIE 7.0 v

3. ER5idie
3.1 TRIEEER

EEFMCI)]. [CrVIIEREFEER, HIRRGETI, FEERICr(V)ISEMISE
MPBE, LISHREFFEROIIETAERRIAEE, WE1,
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(x100)
$50ppbCrVI: Cr52
50ppbCrII : Cr52

0:Cr52

3

=
~VI1/7.544

25

- [Cr (VI) ]
201

104

/Cr-x/2.214

05

/1.719

- F//4.785

|
T
30 35 40

1. =MsF7 M BRI BIEE

7‘\\\\‘\\\\‘\\
00 05 10

N B N B R S
55 6.0 6.5 70 75 80 85 90 95 min

—
o
~
o
~
o

|

~
o
o
o

3.2 HIEXFER
& "2.2 FREERAVECH" DU NS TR ERIERY R ERIECH, Wi SR ERICr(V)]
BIEENER, LIC(VDIRESIEERILEMSME R LHRERS, SRIE2E.

5000

CrVI152

4000
3000
1
2000 ¢

1000

0F

RE (gl
E2. Cr(VDRUfEHIZ
3.3 HEHHRER
FEFFARTRY 100 pL BY, XHREDS 5.0 pg/L HmidREZ/NNBINEIERLL, ITRER
EE S/N=3 B YERG IR, FHRIE A IETIE &S5 AR, SERINT:

(<0
sid-5.0: Cr52 °
3
o ; VI
. - [cr (VI) 1
201 d
0
) M
11.‘0‘ Wh2.‘07?7777‘3.‘0‘‘“4.‘0‘“‘5.‘0”‘‘6.‘0‘HT7.‘0H“8.‘0””9.‘0””min
B 3. 5.0 pg/L 7 SRR AT BIEE
%= 3. MHIRERER
AR EEIEHR  (ng/L)  JTiAMHIR (mg/kg) EE TR (mg/kg)
[Cr(VI)] 0.13 0.0065 0.021
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3.4 HEmPIRER
{#A HPLC S E=M4RFI/ NN, ICPMS-2030 UE TR SR IEEE/ SINR S
2, FTIMREKERSL. E—HRESHE 3 HERUEES. SLRERNE 4
% 4 EISERERER (%)
IRREE IMFENEE  IMEEME  RSD (n=3)

SHIE MELER (ug/L)

(hg/L) (hg/L) (%) (%)
0.50 0.63 90 0.9
[Cr(VD)] 0.18
1.00 117 99 6.9
4. B4

AsERTTlARE (QB/T5291-2018 (LR MMESEMNE) 5%, BBR
IR ICPMS-2030 523580k EEIE LC-20Ai BLA, FIAPEFREILEDENIE,
B 7 RENEILGRP N BN EE. PITEREMHEREMRT, r>0.9995, NRE]
KRR, HiAEH. oR. BEEEREES, RERE STIRENMSR, HEAEETRA
0.021 mg/kg, EFREEXRINEE TR, ERTHIREF/NBHEEDT.
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4.5 ICPMS EZNEFEH 10 fhr=

5 BB: 22GB/T 38789-2020 (&S

FERR FEPIMTRIERNNE BRMES

BHARIEER) |, FASEICPMS-2030B 48 a5 B AR (UIEF SRR 10/t =R
S8, FHTIIFREIKERIIE, SLRERERE, ZHEARBES, TEHEMH (ItREEERE
90~103.8%2i8)) , AHEFEFSHTESEANEEK,

xR FE ICPMS-2030 &t

EER AR MR, XHEES
FHEKFERRES , (RO S S EE K
AMMIBEEEF LA DN FER
MIEEFERNE LM, AT EHARE
AT, FEE I RRPSRIIE
Kpro, BIEEER. BER. aREE.
MmN e FEEESRTR, —Bid
ESTERIANS A GEE. AHRORS
iEtP ARG RN RSN B
INEEBN R L ES BN E(E 7 RS, #ol
7589 GB/T 38789-2020 (OSEE1RIEA

1. sEIOERS
1.1 {288

552 ICPMS-2030 BB RGBS EFE FRERIEY

1.2 (NBOTFEME

B FEF 10MTRIENNE BREES
EEFARRLEE) BERTFES As E 10
MITERIETS .

AICE% GB/T 38789-2020 ([fsisS
EFEAR FBET 10 HTESERE
BRGEEEEFARRLE) 5% RAS
RS EEFARIEMN ICPMS-2030
WETHEFEHRFHNZHITRAE B
B&MoER, RYES, TLHZTERE
AHUEE LS.

|CP-MS{ 8D &4 IR Rk RS | iR, .
2 5. ICP-MS D&t

S SHISE S BEIRE
[=p eSS 1.20 kW EEFHRSRE 8.0 L/min
BN SIAR 1.10 L/min HEMR 0.70 L/min
E =St Mini }5& i EOEIES
E= e EU=EEE 5°C
KEERE 5.0 mm I=Eb 27.12 MHz
fitfES R He RHESTIR 6 mL/min
thEBE 21V BRI IREsRE 70V

1.3 SEISRRMAzistH

SCIGFTFISS ISFERAEEAR (1+1) RB4/NNfE, Rk, FRESA; TR
FTFARIHNOSFIHFS AR F IR, LK ABAEEEFK.



2. HmAYstE

ERFREX 0.2 g (FBFRZE 0.1 m g) FEHRTRUSIEHUREMRESR, 1A 6 mL
HNOs3, 8BS, ABIIA 2 mL HF, [EE#ES. ETHIRBERUTHTER FHEERIE
2) . BRRERSTAE, RAEER, FIFOEMRE, 5 mLKPERNSE, BERESTE
EEBAMR £, 120°CHERRE ST, RAEEEREBZE 50 mLAE/HE+F, 15 mL
K7 3 IRFGFERE, REHTAERT, A SKERARESEXE, 4000 rpm TE
02 min, B EEREFN.

xR 2. R BERTEER

5 imE/°C FHEAIIE]/min EiEATIE)/min
1 0~130 10 10
2 130~165 10 5
3 165~180 10 30

3. ZREE
3.1 trERhEE R ECH)
EHINETN 5% HNO: (ISHTRRIIRERRT 50 mL SEES, EHIIRENE 3
Fi7r. SRFBTELEINIRAISN, PFRITERA 13Rh 7 185Re, iRELY79 100 pg/L.
%3 IREERRERDTTRRL

s [FRE% TR (ug/L)

7o (amu) Blank STD1 STD2 STD3 STD4 STD5
As 75 0 1.00 5.00 10.0 50.0 100
cd 111 0 1.00 5.00 10.0 50.0 100
Cr 52 0 1.00 5.00 10.0 50.0 100
Cu 63 0 1.00 5.00 10.0 50.0 100
Fe 57 0 50.0 250 500 2500 5000
Hg 202 0 0.05 0.25 0.50 2.50 5.00
Mn 55 0 1.00 5.00 10.0 50.0 100
Pb 208 0 1.00 5.00 10.0 50.0 100
Se 77 0 1.00 5.00 10.0 50.0 100
Ti 47 0 1.00 5.00 10.0 50.0 100

3.2 B TCEITEL
[ As 75 (DBG) | Hg 202 (DBG)
20 4 f
15 3
1 C i
e 10 ] 2
5 1
o} o}
L L L L L 1 El N N L L |
100 o] 5
MR E (ug/L) SR E (ug/L)
E 1. As JTHRRIRERZE r=0.99992 2. Hg seERYRERIZE r=0.99999
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3.0 Fria7 ©BG) [ Se 77 (DBG)
X
i b
L1 L L L L | Ml ' ' ' ' |
0 100 0 100
R E (ug/L) MR E (ug/L)
3. Ti FTTRAVAERZL r=0.99992 4. Se JTTEAYAERZ r=0.99992

3.3 FiEtGhiR
RIRSLI AN ERIZ S BRSO TTRET 11 XE, UL 3 BESaERNERE
PREARERZRIZRERNNERIO IR, #RFMFR 0.2 g, BBMFR 50 mLitEFEGHIR,
FRITER 4
4. JiitatR

- IUERIEHIR AR H'(ixziza MEDEELR  METEEER
(ug/L) (mg/kg) ) (mg/kg) (mg/kg)

As 0.014 0.004 0.012 0.05 0.2
Cd 0.0006 0.0002 0.0006 0.05 0.2
Cr 0.025 0.007 0.020 0.1 0.3
Cu 0.012 0.003 0.010 0.1 0.3
Fe 0.174 0.044 0.145 1 3

Hg 0.007 0.002 0.006 0.05 0.2
Mn 0.004 0.001 0.004 0.1 0.3
Pb 0.014 0.004 0.012 0.05 0.2
Se 0.075 0.019 0.063 0.1 0.3
Ti 0.070 0.018 0.059 0.1 0.3

3.4 HFmaAthEREIREISER
{£F ICPMS-2030 RifEEA ERNERREHEFETHNEBTRSE, FHTIR
B sEss, SCIREERIE 5.
=5 MEFEDER
WELR  HRSE  IWRRE  IlREKEE

TTHR RIEAHR

(Mg/L) (mg/kg) (ng/L) (%)
As 103Rh 0.07 0.02 1.00 90.0
cd 103Rh 0.04 0.01 1.00 97.0

Cr 103Rh 3.15 0.79 2.00 93.0
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Cu
Fe
Hg

Pb
Se
Ti

103Rh
103Rh
185Re
103Rh
185Re
103Rh
103Rh

0.11
72.6
0.01
5.49
1.32
0.26
71.5

0.03
18.15
0.003

1.37

0.33

0.06
17.88

1.00
50.0
0.05
1.00
2.00
1.00
20.0

97.5
90.8
103.8
90.0
98.5
96.0
101.0

4. &g

&% GB/T 38789-2020 (A& SFIERR FE+ 10 MtRa2NNE BEES
SEHRRLE) , (FASE ICPMS-2030 BRGBSESE AR UNETHEFES As
£ 10 MTRSE. TRERKH, ZHEMBTTREMRIF (r>0.9994) , HiEtQHRE

(0. 0002~0.044 mg /kg) , MEFEFRINECHR, IFREERRLF (90~103.8%) |

WHABEES, TE2RET BPSMHHETRIEEDITEX.
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4.6 RERFERFBMGENELZmRPRIZR

WE: A CRAMKER-REFRIOGE MR EEBRSEBHTTINE. 235
HLMEXARRY, SMEXFRE90.9991, 1@HR90.07 ug/L, IIFREMZZEREIO%LLLE.
IR EEE, BEEN, BN, UREERTRNESEITRRIIEX,
XigiA: (il IRIRFIREGE R

% (Mercury, CAS 5: 7439-97-6)  QAFNEFLHAALIKHAERR S BHEBIRAY
REWEYMRAONESEEYR, BT  tm, RESEERE. FtHEARIL
P ERYR, —ERERWRERNK  BIUFR, EeE. EIEREICIZmiER
mBIERENIIMEE R RNATHL ISENERFERII RS EM T PS8
e, IEREEEHNERERAHR, © . EPEREmERNERCILER PR
FRRSER. SEiRERR. BFLEM. BHEHIR, SERSEE 1.0 mg/kg,
BANSKEMERRBIRR RS, EiEhk BRIFARRE TRESXS 253.7 nm &t
HEEHETEMEE. REKKIRKESITR BRI, STLASERRFIRBCRAR IR FIRIL
EANER, EpkigtERbE, MEMEZ. B WE, RoAEHRE, T, JLURE
WHRDWERS, FENERERER! 2 REM R TRERSENENIEX.

1. EI8ERS
1.1 {28
B RTFIRS YT AA-7000
RRFIRKEEER (MVU)
1.2 LIEESMALiF

SCIORT A SRR AR UE ZIERMS AR (1+41) B8 24 /e, BEETF
IKiise, FIREF; SCIRRTA HNOs, HF #1 H.02 A RMREHR, SLA/KoBaEZ
BFK.
1.3 (NEBFRMHNSE

BCHISRAEE AR, (BRI, 1R 1 (EBENEEM, el EITEER,

= 1. EENESM

== WERK BHEEE  THER e i%’—:bif‘ﬁ% EJJW’—:»J‘PTE NG s
(nm) (nm) (mA) (L/min) (L/min) (mm)
Hg 253.7 0.7 4 BGC-D2 Tk _ i ”

2. HaaRidhiE

ERRRRENO.5 gtySlimiity, ETRIUSIIFEFIKERES, BRIz
H. DOAREER6 mL, ME12 hig, IAEEME2 mL, JIAHF 1 mLBS. FHIKHRE
YR h GREEHIEI00°C~110°C) |, BN, RAE=EIR, M&E15~20 min, FH2%
B ARESZES0 mL, &,
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3. ERGiTE
3.1 LTIt HER

ECHIRN—RINFESR, RESBIZ: 0.0, 2.0, 3.0, 5.0, 10 ug/L, SHREBRH
TE, EEMmERZ, WE 1 .

Abs ! ; ; —=  Cone Abs

N S — ] e
! ! ! 0. 0000 ~0. 0001
| | | |

0.1007—----- “/¢/ S T 2. 0000 0.0316
| | |

0 050k - —— - - } - i _______ :F ______ i‘“ 3. 0000 0. 0471

/0’: | | | 5. 0000 0. 0808
0000~~~ - S C CTTT T 10. 0000 0.1738

0. 000 2.500 5.000 7.500 10. 000
Conc (ug/L)

1. SRITRINERL
FEERERAE, £ 0.0~10 po/L RSRESEER, RARECESKERERIFIIEMEXRER,
BXREHDY 09991, RERLINTTE, MTHEBERESENE 11X, 1RIE 3 BROTNERER
PARHEGRIERKIGRAME IR, SRAVEME TS IS HBREESRANE 2 Fivr.
7 2. FRITERIEZAIEHIR

TR ST EESo10) @HR(1g/L)
Hg  Abs=0.017478Cnoc-0.0032703 0.9991 0.07

3.2 HmilllE. [EERMNERERESL
EEVEIASR (3ERFE) . IASE (BEERK) . BEISE (W) (EaleEeR, HURH
MR IEERITIEaN, SERTRTRSE. FRTIFE, LAIRRRISERICES
RNEINFESE, FITEIMFEERNEEE. SRS,
3. FRONER. EWERLUNEERE

o HRaE IRE MUEE FEIKER RSD (%)
(mg/kg) (mg/kg) (mg/kg) (%) (n=6)
Bk 2.5 2.0 443 96.5 2.51
VLGS N.D 2.0 1.80 90.0 1.63
EifreS N.D 2.0 1.91 955 1.88

iE: N.D RRKHGH

4. &g

RICRAMRERE-RFEFRECGE S EmTESRRSEHIT FUE. LER
R, RITIEHMHER AR, SMRXEREr=0.9991, 1&HR/90.07 pg/L, HMtREIE
FTIEI0%LA L, ZIAREREE, BREEY, BN, ABEtRRTRIESETR
RAVEK,
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4.7 KIGIFFIRIGENE L mPRYEE

RE: A CREMEER- ERTFRECGE SRt ESBRSEHT TR, %25
IEEEMEXER R, RE91.000, $HRA0.005 mg/L, IMMFREUCZERIESI%~106%, 77
KIRESE, BEER, BRMS, TREMERTESRTRBRNNEK.

XA s MERTIRKGE B

#8 (Cadmium, CAS 5: 7440-43-9)  TRIEEMRTFIRIGE. LLEETTEAER, 2
NESER, HARRKERSHERESF  (FRAEKS, ERIERERRUR, Ridx
ENEORESMAAEEEH, REAS. BEARSRWE, Bix5iBItRE, &
FFREESRES, MTHHAIN, AR BESAREFRESSOEE. JRFIRE
EEEFA. RWRBEUEZRMZRENX  WEZTRCE— 5% BEERT

IRz P E TR ISR, MR, REL HER. RE. BESESHM
BRIRRISIZEERA =/ tBE

1. EI8ERS
1.1 {XE8
BRI Y E LT AA-7000
1.2 EISZEMAirH

SCIG A IRRs AR AL IFIMMSBEER AR (1+1) B8 24 /WS, BEXETF
AOmE, FAREA; SCIRFTA HNOs. HF f H.0. 19 AMARatR, Sk uiBas
BFK.
1.3 (XEBEFRMHSE

BB AR, (USSaER, &R 1 (USBESEM, EEETEER.

= 1. EENESRM

S NWEFEK BEFeE JBER AR ek i%’—:uin‘ft% EJJI’%%,FE WREREE
(nm) (nm) (mA) (L/min) (L/min) (mm)
Cd 228.8 0.7 8 BGC-D2 Air-CoH; 1.8 15.0 7

2. HFmAlE

YERRFREN 0.5 g 19 iaRiniet , BT B IUE IR AR B R, RERhE R RIZS E,
IONEEER 6.0 mL, BE 12h[F, IAEEKS 2.0 mL, J0A HF 1 mLiBS. FRIRER
(R 2 hGREEESEIFE 100°C~110°C), B, SEIEER, ME 15~20 min, FJ 2%
BARESZE 50 mL, S,
3. £R5idit
3.1 FREESFIG IR

FRElRER 0.0, 0.1, 04, 0.6, 0.8, 1.0 pg/mLiBHRERT. SHZIERFIRE
HTUE, SEVREHL, W8 1.
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Abs O- 500 | | | — Conc Abs
: : :/ (ug/mL)
| T ' 0. 0000 ~0. 0016
0.2507 ------ :“““/‘cb‘//‘"“"l ------- - 0. 1000 0. 0433
| | | |
T | | 0. 2000 0. 0910
el I I I
o | | | 0. 5000 0. 2284
0 Dog?d/'"' """" s i . 1.0000 0. 4576

Conc (ug/mL)

Abs=0. 45951Gonc-0. 0016822
r=1. 0000
1. IBTHRINVERS
ZERKA, £0.0~1.0 pg/mLIRESEEIAN, ROKRNAESKESERIFIIELMEXRR,
HEXFEE 1.000, ZFBLNTTE, WEEBAREENE 11X, 1RE 3 BROTREREIRLL
RIZRIZRKBRAVE IR, RIS HIRE R 2 Fis.
3 2. {RITRINERZEAG R
TTER &MEE AEREE) HHFR(mg/L)
Cd Abs=0.45951Conc-0.0016822 1.000 0.005
3.2 HmilE. EUENEEEEEER
EEVEIRE (KAL) . RIRER (BRBRK) . BEMRE (W) (FAilER, BiEH
REEBTEEN, SERPETRSE; FRPIiRE, DRENGERREEEE
FEEE, FTEIMREMERIIEER. SRIERS,
R3. HERIGNER. BIKERURBEZE (n=6)

wo = IRE GUSE SEEgEER RSD
(mg/kg) (mg/kg) (mg/kg) (%) (%)
Bk 0.47 1.0 1.39 92.0 1.39
iRk 0.37 1.0 1.26 89.0 2.30
ERSE 0.28 1.0 1.34 106.1 2.82
4. &ig

AR FARRERE - YERFREOGEENE TR ES BRI E. SLRERER,
XT3 RREMEERFEED 1.000, 1&HPRY9 0.005 mg/L, DNFREIKERTE 89%~106%. 1%
TEEMERENE, REEY, BN, TEREERPENESETHRBIENR.
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4.8 ASPRFREGENEA PRI, . 8%

WE: ACRAMEER-ASIPRFRECGSEMOREPE. M. SS8HTT7UE,
ZF3iRE0. . BRAMER RIS AT0.998, IFREIKERTEIO%~113%2Z(8, 4.

T, B=FTERAE RS BI90.15, 0.21, 1.52 pg/L, &A@, BN, 5
SHENERFTESEITRA. B, SBIONNEK,

KR IuqR AEPRFIRBCE 5 8 8

i (Lead, CAS 5: 7439-92-1) RE  ARIR. 8. WRMEREZAR, FrEuzitnlfeiR
WEVIBIIRZIR, Bt EAMMER, (OIRKRITIEINEE, MASENHSSHE
e mEENRSE. HERR. BE. 5, EREERN. L. FIREME, ™
BipE. £ER%. OIE. RESADW  EETREEL.

AR, W2, i~Gaeeema) LAVkE 2013 £ 7 B 11 B TRIERERL
EE. T8 (Arsenic, CAS §: 7440-38-2) & (iiZMFIEEWIZREZNBERME 7
HUSYHANREEYIR, KEEAERm  WmEPE<10mg/kg, #<2.0 mg/kg, &
SRR RIS ERK. BRRERS, <10 mg/kg. AF EAR=FMTEEILTR
RRSHERE, MERHEHAESHHSEER  PHRERR, SRXERFRECNES—
ARBHRERAE, (PR, TEREM. EXE, MRAGRER+A=FRTFIRI
IAREYE. LRTRZNE, RKBEESE  EULURE. /Ef. SERSNEL L=/t
nE, BEEGURETHRERE. M HEWURTFHESE.

(Antimony, CAS 5 7440-36-0) Skl

1. SEIEERS
1.1 {35
BRI Y ELT AA-7000 (BEEEAEE)
1.2 SESRRIM Azt
SLIORTARBIERR MAIRUALERMIBIEERER (1+1) Ri8 24 /il BEBFKG
e, TIRER; SEIRATA HNOs 1 H02 1ANMRAR, SERRKEBAEREFIK,
1.3 (NSRFRENSE

Bohlth, . BRUTVERR. (ERER, &R 1 USRNERY, EEETEES
xR

= 1. (EENERMN

R FeiE KTERI T2 R RFE Ba
(nm ' (mMA  BE ®ME BEE A EE ®HE EE 8@
) (nm) ) (°Q) (s) (°Q) (s) (°C) (s) (*C) (s)

283.3 0.7 10 150 20 500 10 1800 3 2100 2

193.7 0.7 12 150 20 600 10 2200 3 2500 2

217.6 0.7 13 150 20 600 10 2400 3 2500 2
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2. HenRibiE
JERRFREY 0.5 g BIRMIZ @i, ETRUSIGHKERES. BRI
H. A 6.0 mL, & 12 h 5, IMAEEMAS 2.0 mL, BS. FHRUKBBRYHINER
1Th GREEFIE 180°CLAT) | MKEMEEFELR, RNEER, FH 2% ERARERE
25mL, &FF.
3. ZER5he
3.1 RIS HER
SRIBCHIR. . BRIIREAR, KRESDBI 0. 10, 20, 50 pg/L. &3k 1{4E85%
e, SEEG. M. B=FMyTERILTIFHZEUIT. SRERFE 0~50 pug/L BRESEEIA,
. . BN ESREEERIFIIELMUXR, BXREHIIKRT 0.998, LIRS A,
NEEBREENE 11X, 1RIE 3 BAWRERERIUARZRZEREMR. M. B HR.
0. B, BRRVZRME S TERIIG RS RN 2 Fim.

#s0.3000 -~ 4: ””” :* ””” i ””” ;*7: 1 ™ o400 - N S T
e e s SR LN
T ] e
0.100F ===~ =l ity il i ik LT i \ \
/é ! ! ! ! 0.100F —-- -~ ---r----- N~ o= -
. I I I | i T | : i i
e e St et e B .. S B S M BRSE
0.000 10.000 20 000 30 000 40 000 50 000 0.000 10.000 20.000 30.000 40.000 50.000
Conc (ppb) Conc (ppb)
Abs=0. 0060607Conc—0. 0027393 Abs=0. 0081764Conc+0. 0074714
r=0. 9996 =0, 9992
1. fRtRERZE 2. WS
o WV ¥
0 0 R B T =
R
0.100F -~ S oS Y -
ey O
s
0.000 10.000 20.000 30.000 40.000 50.000
Conc (pph)
Abs=0. 0051293Conc+0. 0039893
r=0. 9980
3. BRtnERRL
x2. . . B=FTRINSMES RO HR
TR HMT5E TERERE() & PR (ug/L)
Pb Abs=0.0081764Conc+0.0074714 0.9992 0.15
As Abs=0.0060607Conc-0.0027398 0.9996 0.21
Sb Abs=0/0051293Conc+0.0039893 0.9980 1.52

3.2 FrmlEMDIE=NE
EENSEERE. BEROK. IKABRIE AR, BEEREESEN, SEmPE.
HERS R, FmTilrE, LIRS EARRMERRIEINNE S E, At EINREEER,
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3. NSRBI ERER

HmaE il wNSE

W _
PRI TR (mg/kg) (mg/kg) (markg)  eRR)
Pb 1.09 0.97 2,03 96.6
2% As 0.28 0.24 0.50 90.4
Sb 111 0.97 2.02 935
Pb 0.49 1.00 151 103.0
FaRK As 0.61 0.60 125 106.8
Sb 1.10 1.00 2,03 935
Pb 0.24 0.23 0.47 97.4
AR As 0.14 0.28 0.46 1125
Sb N.D 1.86 1.83 98.4
iE: N.DFERTFIEH
4. &5ig

AR HE- G EPRFIRECGEENE TCRRTESRES. . SaE.
SLIOEESRERAA, 1ZI5 550, M. BRSMEXREUIAT0.998, MIREMZERIEI0%~113%
2/, B, M. B=RITRARHRS5180.15, 0.21. 1.52 pg/L. iZFHERIEEE, 1B
Rt eEmetmTPESETRA. . SBIRNRIERK,
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4.9 ICP-AES EZWEN I mbi, REEE

WO AR T RIRERE, HVG-ICP-AES E TR R ESER. REENDITHIE.
SCIOLESRERAE, XN 0~100 po/L IRETEINB RIFNEMXR, IBXEEIIKT
0.999, fifi, SRATTEICHRSBIR 1.7 ug/L. 0.17 pg/L. IFREMERS B9 102%F1 89%.
ZERBES, AILABEWREPHE, RTRRERZEK,

KIBiR): ORIHME ICP-AES (Ui i R

iRt E—LEEBREEN Tk
2l BAXETREBRRPEEFT,
B—HHE, HTEE. FHEFN, TSN
YEeEBATIARINEE. B, SBFFRD, X
LESRYARIBEIFEA. N, B2
SlEEBMEHEhSER, HNERRNREM
BEBRIYEEREBENS, S5IEHZR
SN EEEEAINEE, FMAFHRA, I

1. 3CBEERs

1.1 (&8

BERSIE RGOS ICPE-9820

BiE HVG-1 Sk ass

1.2 LIEESMALiH

TEE&: p (HNO3)=1.42 g/mL, {4
B p (HCH=1.19 g/mL, {44k
HEMHE: [wH202)]=30%, gkt
SE

SRR E

FRER-FUAMERRE SAR  FREX 12.5 g iR,
In£9 80 mL 7K, MNEARE, RN
1.3 (NEBEH

BT H. SR, Rk ErTReiR B R,
IRBRTE. SEXLRTESER
EIETHIE, WEKE (WiRLeiAN
SBY (2015 hR) MEMRRPREERE
=7F 1.0 mg/kg, BMEEAREST 20
mg/kg. ML FORRPE S EBTEN
NEZSILNEE.

233 MP-100 YEEhER
ZEE CEM RERTH/RMY

TUALILES 12.5 g, HRERI 100 mL, &R
7

IR 77 1.0 g HIS{LEN, 1.25 9 S|
#F 100 mL i@, FKBREERE
250 mL FEHRF.

FR: 1000 mg/L

RfnR: 1000 mg/L

UESNIERME 1.
1. (EENEEM
S e s SETSRE  BRSAE  HSHE SR MR
5 R sem) (L/min) (L/min) (L/min) (kW) (s)
L) ELIW E] 14 1.2 0.7 1.2 40
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2. HFmerE
YHEREFREN 0.5 g SRR TR T A0 EMRIES, SRR AR EEIAEER
BIERIELTE (MEZET) , KBNS mLiKkER, 1 mLisEis, ROFEIE
N R e LA AR Rt TR -
= 2. MRERRER

ST RI1E) (min) E imE (°C)
1 5 500 150
2 10 500 180
3 5 500 180

HRRSTR SIS M CIR B P, MET/KEFIKS 30 min FFHE, &R
REERSE 25 mL ZEMY, BIARR-TUANERES SR 2 mL, AKESEZIERESIRT
l,

3. BR5Hie
3.1 tERRERRYHIE

BIVERRENTE 3 Fix, 8 25 mLARRFIOAN 2 mL RER---HURMmER.

2= 3. TRERZORE

B EEWR CAS No. TVERZIRE (ng/L)
B Arsenic (As) 7440-38-2 0 10 50 100
X  Mercury (Hg) 7439-97-6 0 10 50 100

TREERRZEAN T -

50 75 100 0 25 50
entration (ugiL) Concentration (ugiL)

WHEARX: Conc.=a*ir3+b*1r2
0.00000

R = al 1 E x R = = EDDS s x
P A Y B or o ke
l1 TR E2. 7J<$T/EH*32I
As 193.759 Hg 184'952
SB:1.35 &1 SB:31.34 ft1
z 3
5 250 F £ 2500 [
Q =
= E
0 ' 0
E]3. FHEERE B4 RECERE

3.2 HiktSHipR
FIBIEihZXI M= AA&REAT 10 RUE, U 3 BFEAERRENNERERS
B, SRAYESHE RSB 1.72 pg/L. 0.12 pg/L,
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3.3 HamilESERRINRERE
P ENEER RIFREMERERIE 4.
F4. HENRERRIWREME

HEE TR NEE ntrE IRELSER EllvEs
(Mg/L) (Mg/L) (ug/L) (%)
o As 38.4 20 58.8 102
R g N.D 40 356 89
wm 55.3 40 985 108
Hg 126 10 11.7 104

iE: N.DFRFRFMGH

4. &g

RAEMEER, FASEATSEBREASETARIGE ICPE-9820 BAS
HEEBNET R RESEN. KR, BREN, £ 0~100ug/L REEENER
IFRUERIERR, AXREIIAT 0.999, T, FTTRAMGHIRARIE 1.7 uo/L. 017 pg/L,
NREMZES B 10290 89%, WSERENER, ALUBRICKRFM, RITaIREr

=K.
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4.10 ICP-AES LZiEXLmPEn. 5. HEERE

T R B RS SRS FB FRNRSIGENE 7K. EEREPRIA.
0. AR, THRERKE, X=JTERE 0~100 ug/L IREBENERIFNEEXR, 18
REHIIKT 0.999, 0. 8. #hHIHIRDBIR 1.9 pg/L. 0.19 pg/L. 4.7 pg/L, NR
[EIERTE 86%~98% (8, %I ZEBRMES, WERENFR, JIABELRTERE
TTERRMERIEK.

Xi#iR: ICP-AES {LiaaR 6 &

WEhPE—LEERRREATE LUKRBRE. EEERESERNMEST20
BH, EAXETREERRATEETE,  mo/ky, HEMEREET10mg/kg; X4
B—7oHE, HTFEE. FHFEDY, T2t THIE, SENEAMEST3.0 mg/kg,
IRREBA SRR, B, \WFUFERD, X HEMEAMEST2.0mg/kg, MTRIE,
LESRYAMIGBEIFEXR. i, the  EEMERENERSST1.0 mg/kg, ERE
SIEBMEHEhSER, WNERRREM  WHRFAMENLmEE<10 mg/kg, AT
[ERYEEREBIFNH, R5IRHEER LT URTEEEBRENNEES
FENFEEHZAINEE, RNAFHRA, M THEE.

BTN EIREFER, K ERTRER B RE,

1. EIEERS
1.1 (Y8
BEREERIGEL ICPE-9820
1.2 ZIEERMA%I
WREEER . p (HNOs)=1.42 g/mL, itk
1.3 (X ZESH
EERNERMEE 1.
= 1. (EENERY

Sl sy o FETAME WBYSRE HSRE %‘;ﬁlﬂ BRERT

. wemy s BHE (Umin) (L/min)  (L/min) )]
S RO 8 hER 14 1.2 0.7 1.2 40

2. HmpihE

ERRFRECREANIREE 0.5~1.0 g F 100 mL Be#Rh, HRINSEZESEIIAR, SoER
PR HORIER, BIIASRIEER, REIIA 10 mL (ERARNEER, RICEESIRINR
ERR CERIEE) |, YERRATRLDE] 2~3 mL AT, BBEBE, 24, BiERREREE 50
mLBEfF, BAKEREZE, ARKERAIER LS. RM=EER.
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3. ERGiTE

3.1 triEEshEeRIHIE
. 8. B=MTERRRRERE 2 Bk
R 2. IRRE

B

WA CAS No.

IERIEREE (ug/L)

7
m]

]

&

Lead (Pb) 7439-92-1
Cadmium (Cd) 7440-43-9
Antimony (Sb)  7440-36-0

20 50 100
20 50 100
20 50 100

Intensity

Intensity

. 8. BRIV ERZI T B,

Pb 220.353 nm (1)

100

75

50

25

or 099984

I I I I |
0 25 50 75 100

Concentration (ppb)

Equation: Conc=a*173+b*I"2+c*I+d

Factor:  a=0.0000000 c=1.063996 Weight: None

b =0.0000000 d =-0.8604483 Origin: None

E1. sEtnERZ

Sb 206.833 nm (1)

r=0.99961
I ! I i

25 50 75 100
Concentration (ppb)

Equation:Conc=a*1"3+b*I"2+c*I+d

Factor:  a =0.0000000 ©=4.733801 Weight: None

b =0.0000000 d=-3.003182 Origin: None

El3. St

3.2 {BERICEREl
BITRAYECEREIN T :

Pb 220.353 Best
Cond 1

Intensity

300

0 ng/L 20 pg/L

1 4

Intensity

s00 [ Cd214438nm (1)

r=0.99997
I I I I

0

Equation

Factor:

25 50 75 100
Concentration (ppb)

Conc=a*I"3+b*I"2+c*I+d

a=0.0000000 ©=0.1498344 Weight: None
b =0.0000000 d=-1.048949 Origin: None

E2. {BtmHEL

Pb 220.353 Best
Cond 1 0 ug/L 20 Hg/L

/ fettok

4. IHHNEIEREE ((Lik)

300

Intensity

300

275

250




Cd 214.438 Best Cd 214438 Best 20 pg/L

Cond 1 0 pg/L 20 g/l Cond 1 0 pg/L T
A
>
2 20 | itk G 250
0 L 0 |
6. RANEIEICERE ((Liwk) 7. RANEIERERE (EB5/E)

Sb 206.833 Best Sh 206.833 Best 0 no/L 20 ne/L
Cond 1 0 pg/L 20 pg/L (21U Cond 1 ne " xB%8

N S M

150 F /

125

Intensity
Intensity

125

8. BPHUIBIEACERE (LK) 9. BHUBIEICERE] (S2B78)

3.3 FiAtGhiR

MR FHEEFREAERET 10 RUE, U 3 BEEERRENNERERS
. 8. BPAYNEREHIRD B9 1.9 ug/L. 0.19 pg/L. 4.7 ug/L.
3.4 FRNESERRIREIER

535BUEX 200 pL10 mo/L RISEFNEBRITRAEER, 50 pL10 mo/L iRRYREER R T 100 mL
BUGERTR, ARRREINZEET, BRERSENERRRFRITERTINE, SFmillEss
REIREMIERER I 3.

%<3, HRUELERR IR

_ G Wt iR rElEsR | ERE

i Y (g/L) (ng/L) (Hg/L) (%)

G 30.6 40 66.8 90.5

ik ] 0.27 10 99 96.3
% 1.71 40 409 98

G 15.7 40 50.6 87.3

E[AE ] N.D 10 9.07 90.7

% N.D 40 345 86.3

iE: N.D RRARIGH
4. &g
KA HEZNRIES VS S DR SR AEIGE(UCPE-9820UE T {LiK. £EE
FRYEE. fR. AR, TINERER, X=/7THRAE0~100 ng/LRESEEIREM R RRETF,
BXREHUYAT0.999, A, R, BRIRHRSHIZ1.9 po/L. 0.19 pg/L. 4.7 ug/L, IR
[EIERTEB6 % ~98%ZIE), ZZEARMES, NEREIWSR, TURELRRTE
BTTEIRIERIEK,
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