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leMs (fE) | B 0.00 5133.67 0.00 0.00 0.00
KREL 3233.33 4662.67 5600.67 8911.00 5485.00
KREF 8942.67 25824.67 11168.33 26395.33 12748.00
LC-MS (4E) g 24.16 82.57 51.60 1.91 2718.60
=i 7.15 18.74 5.77 1.20 161.06
I 8.35 25.02 18.52 0.99 67.78
GC-MS | RSB 2R 3800125.00  [3194828.67  |3535825.67  |3851375.67  |3674014.00
78 11625.00 10922.33 12232.00 11354.33 10993.33
Ifi-4,5-FR&- (E) -2-5%@ | 28785.00 28580.33 39956.67 48981.33 39483.33
FHERISEY 2xH 1637 16.76 12.71 13.11 12.55
AR 1.42 1.28 1.04 121 0.87
EAHRTE 14.17 12.83 10.40 12.10 8.67
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€4t SPME #1 SPME Arrow BT ASREFREES IR
HEM

# B BEARNIFEEQFCRRAGEERER, EYEANSANRERRES, AES/L
MRS MBI XAFFIAEEER. RAE[RENAKNEIERAR, FRUELBEYEANERS EE
REFmiY, ERESKNLEREXER, Nit, FIRBINT EFEFHZERLT 4RI SR, AR
BT SR EIE-FU AN BT M. AR T JUM e R ENHFBY Arrow 14 30, ZIMENTER
EMNESREAEFEER. £/ Wiley 55 12 Air/NIST 2017 Fr] ARSI R B E Y.

%838 SPME  SPME Arrow Ai&R

SAESLFREEN, FEI/LFEFRES ‘AN BXNEFRBEE S DI S 218
ARME BMNERER R AW, ZREAE T HLIEREL R AERE R SR B EY. B
BN EAR—MEINIAIE EBEMTF AN~ R, EREREZNARES, BINRETE
BHESR, FENRETRERERNK, FIIOMERHIEMERBERG, i, SIIEREFETEE
HEREYRE, EAEMNBRIKETNTFoEay. EMEL WATRERER) MEGE.
FE FUF M AT B (5 MR B BT, ME, FHSESAh—F, XMEARNERERT
SEEENERN. B, AXTAXERISLEERNER, TETIMNIERFIE BT S
BIE-FE (GC-MS) #THH.

EEMEEER (SPME) R—FITAFIEERAR, T AR 4 M IRZ SR (A R b /R U
WEaY. MEEERERIRS TR WAYIEREMREE, R TR, SEHTH
8L, FBISPME Arrow Bl & B 2 BB HHEREARIRER, MTEUEEEMREREINESZ D
W4, EEBINGHRFIMPE, SEHNSPMESIEL, EiBEMREEBEiES.

AT B R T ERTFRAEH TN BISPME- GCMS AT LAY, WU I FhSPMEA 4
FMFTSPME Arrow 2 [BIBIELER. BRMRKKI AN T IUMARERRNEYR, AE5SNAREK
T
1. CEES
1.1{%88

 AOC-6000 B &pi#iF28HY GCMS-QP2020 NX
1.2 #R5 51

= 1 BE T AT B PEE AOC-6000 B ENEAEERE 532 GCMS-QP2020 NX BI85 . 4

FablEa T FRENEY 2.5 e BT (85 A 15 500), BT 20 mL fEH AT KB
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o, EOMBIETHREEE N KiFmESMELER SPME 18F ERMIA =R, A Wiley 5% 12
RR/NIST 2017 et #MZ B IEHTTIR B,
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#AOC-600089GCMS-QP2020 NX

SPMEFISPME Arrow PAL: PDMS. Carboxenf1PDMS/DVB/Carboxenii/Z
ZEEY 130°C, AR
N 10 min
SHEEE
B 270°C, Fom 19%) ; 72m10:1
Rtx-5MSEBIEHE (30m X 0.25mm X 0.25 pm)
B He# <
18[%, 90.1 kPa
FRfERE 60 °C-2min>160 °C (7 °C/sec)>250 °C (4 °C/sec)-2 min
g
EORE 250 °C
BFREE 200 °C
N BREBE X FTune
HAEEE 402350 m/z
EETE] 0.3%
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4H-DIE-4-BR, 2,3-"5-3,5-"8RE-6-FAE-

4AH-THIE-4-FR, 2,3-"5-3,5- " E-6-FAE-

2 (3H) -BxMER, —S-4-¥2E-

2 (3H) -BRIGER, —S-4-12E-

£ B2

CAERZ E, 2,3-"5-

2-%&, (B) - IROE, 1-TPAgE-

T TR

2-n-FEEIKIR 12-%K"F, 350 (LI-ZHREZH) -
24-X "R, (B, E) -

JIi-4-2<EE

IERER ESER

2-+=F8 JRERRZ

+EakE 6,10-+—"/%-1-F2, 3,7,11-=F&-

DML, 45-"FRAE-

2+=H

EEEFEk
+ iR + iR
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BRI BN4A
1-+H mm, (1-BEZE) -, Sk
8-+t hlm i
2-+Ef 17k

BER, (1-#EFCH) XE&-
TARBIRER, Z-11-
+POkER TR
+POkeER 2 B 1+ hek2, 3,7,11-=HE-
+)\U
+758%, 2,6,10,14-PUFFE-
+ )RR
+HEE-
+H R
2-+tHd
delta-+=MAEs
R TTER
IE+7R kB IE+7R kB
+ i
2 (3H) -BKUEER, 5-+_ME_S-
JHER SHER
+/\JFR + /) \JFR
AWAL A 8,11,14-“+m=Ixt&, (2,2,2) -
=E

TIC 2 SPME Arrow X2 SPME 474,

7)o

RERNF R BRTE P AR ML SRV E R
5. Carboxen (El6) #1 PDMS (&l 5) RIRWARSEERLEY). LI, TIEEEM SPMEILE
Arrow, FAEEIEAE (20 PDMS/DVB/Carboxen) #3$5I N\ GCMS It S¥EE~ £ &

| |
1 Al

nl l.._,l...;l' hoadd S

w0 s ¥

5. f£F8 PDMS 410 NIB HIARB AR M &L E

16



50 75 100 125 150 175 200 225 250 275 300 325 350

6. 2F Carboxen LH4EINIB A AR AKRML EIEE

(x1,000.000)
JTIC (1.00)

4.0

-
3.0
2.0

Mw
: . : = \A.LL\.J -I“-h-

T i ; #
5.0 10.0 15.0 20.0 25.0 30.0 35.0

7. f£/8 PDMS/DVB/Carboxen £F10MB N FRBIRFEEIEE

3. &g

5 FBEZ & A0C-6000 B h#t £ 83 B9 GCMS-QP2020 NXXH A Hl A AF {5 A # 1T T SPMEFI SPME
Arrow 3. WileyZEIE R EMER KA, SEASPMEARLL, SPME Arrowr] LUIRWEY L &¥5EE
B, AMZBENEEES, BULBRAENSPMEALRE, HIEBT AMAFSPMERABERN
N ENTRAERE LEURTFHEALREMEL, RENARBIEREHIFE N SMEFIN A E
FEABIREREFIEERTINIBE, WH—PIRESHRRE.
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EZ-Test ANiSRIBRDIFH

i B: C‘textureprofile analysis’ (TPA), “@RRDIME", EA—MBRRBEMEDTNGZE, EW
[TZNATFEmERM. ORMNBFMIITEN. XXNBTHER EZ-SX T, T ANSHRBITRBE
S52/RmNRe+, LUENERMS O,

XeiE: N 'REEM AER

BERIKALIEM, NFEEREY. BESIMREENA. BEmtlERRHENT “ANER”

NERBERI U NEYER. BFRNECREE R, EYERNBELURZ. KEUKH
WEENERF, BEYMEQSIR. BRRBERNARA, BEENENZAT, FAY TR
EAEPEE R, HMREERREEGTRMLNMIREERR, SEUER. 1EB. X8
FEH. 88A. EREAMNEMIEEAQFUIEFHIAER fho

S5HEAMEL, NMEREEFRME. BaXE. EREFRNNRERFTEBEERENMLE; A
BRNSBNEE: RARE. REXE (BEYR). RRETRT (EFFR) %

FRPFATEREYENSRHITIHIL ERRMNETRARES2RTNIR, REVERTH
Ho

puib

?F*
23

1. eSS

1.11%3§

IO EZ-SX

FHR: ©30mm FEk. WWESTIKA

1.2t 38 5%

HmBM: EYMEAER HIERE D 1mm/s
g 24 fERXEZAE: 1000N
HIVEE: R HEITAE: 13mm

IR [ REGE/STNHER

18



2. HFmanihig

FARERANERN, Bkl REDBEEBR. /&, ' BYE; 51249 25mm, 8E
21-23mmo.

L ES R RKRE 10 DH—ERE 15 pH—RAEER 25 EALR)

1 R REYME A EAINILE

3. ZER5HE

3.1 PO
ERAEFEAEE 3mm, 60 ETJONZASTIRE, TREMBLERE 4mm AIZERE,
BIUIRE: 1mm/#;
EIIEEES: £920mm;

CPES ]

NSRBI

9808 4mm 48
SERXA

2 AWEIRLE

19



L

4 —
~#f:::ii::j:;;;7
>0.10 2 4 6 8 10 ﬁf;(zmm) 14 16 18 20 22 24
A 3. PR R s
% 1 ARENAS R
P H&EE (mm) RSBE (mm)  PME (V)
1.1 24.2 23.2 23.966
1.2 25.5 235 31.588
3.2 2 RMEMEIRIE

AR T EBEB IR, WHFE@ETRRESE, ERALIETRAENSEEFEZ
BRI K FR, EMMI-B B LR SHENRMSER: BE. @It KA. BRES
¥EtTo

ERAMERO30mm FEk; L Imm/MREES SR, B FNEHEBSE) 13mm B, LAERERE
REIMBRR; FM2s 5, EEE—REEIE.

G30mm FEk

NERBF

Faxa

4. ZRIEMREIAL

20



= ok =
BYREER

-16 i
10 6 12 18 24 30 3% 2 48 54 60 66
()

4. TR0 E 2,

EE 4 NG SRRV AR TORIEEIR 0. ORI mEVEE RS £5E R/ B
aetmc, £ NURBERRRAARSFERE, ERMARANIUERITEFRBYENME. RrEAE
B, HERNK 2 Fimo

& 2. LSRR

[EFiN BEH (N) e84 FREAETE(N) NE MEME(N)
ANEA 12.896 0.999 10.1739 10.1735

4. Gig
5iEH EZ RYIBN, MREERS, WIS, WIHRFEEE, S5 A GRS IR
PiE. WTANEANFAR, mREE, HRRNNETE, EREHZUINBESE,

21



GCMS &8 BiRBEWRBIBED R NERN PR SRS

B ASCRASESAEERIEBRANGCMS-QP2020 NX, 454 SPME#HEEF] S Smart Aroma
Database&EMREIRER L 7 NIEAF498FRIKR D DT/ 7%, TESIMREBRT, RARERR
R RN RPN SRER D H THEEEDNT. NERERP I MES0MSKA D Z
FRRIEE R, DAmRER, AT ASEAFSEEDHITHE Do

X, HEEE-ZEOTATIRERAN BRMUEE ASR SRS

NERBE R D NEMEQARNELARARM. ENEORBEUTREZ. KGUNKEEES
EMEANEZENREEHIR; MEARNZRERERMT, FATARTEEFETESR
2, BRIEATY LEBWEINASARBESLZENEBNR. TRERMN—TEERE.
MARNERTIKE D, WUASRMIIZEEEEZNE N,

GCMS EMRENINR, BRATERPIKRM DI BRSHRERERER, TR MHLES,
RAREERERBAAERNOEYE, FRMNTBRRELSYERNVEERE, PIRRB IR TR
TF&.

AFFEiE GCMS-QP2020 NX BBk AYA AOC-6000 ZIhAeHhi#iFes, 455 Smart Aroma
Database HEIRIIEEDI T ANSHPBIIIRALD , THREFKEFEREEZE 498 MRIRALDBIE M
EE8T7%, PN NERPFRRAR D HITIRERHE Do

1. EIEES

1.1 {38

GCMS-QP2020 NX S FRBX 1Y

AOC-6000 BnhiftiEss

1.2 RS

REIHEEE ARG EMRIR (CT-C40) SEEITESR
YEEREMATG: WERE. 12-"8%-d4. Z-d10 BAMER
1.3 DHREM

SPME &%

SPME £+ Carboxen™/PDMS/DVB 120um

ERE: 250°C

ZLAYiE) (EYED) : 10 min

THERE: 80°C

FrAYial: 10 min

22



ZZEYAY(E]: 25 min
HIFERE: 250°C
fEMRETIE): 3 min
Z¢etie] (FEEUE) © 5min
GC-MS &%
BigHE: InertCap-Pure Wax, 30 m X 0.25 mmX 0.25 um
HEFER: 50°C (5 min) _10°C/min_250°C (15 min)
HAITH 1B8ERT, 83.5kPa
HIFERT D
ML 51
BFRRE: 200°C
EORE: 250°C
KMZREB & JEERBE+0.2 kV
FEH: Scan/SIM
1.4 #Hamaihi2
RIREHARE T 150°CIHEFEFRIE 30 min, FBEFEE M 1.0 g 2N 20mL TN, 23
532 1.3 S LD o

2. ER5iTe
2.1 SHERERHERILAIE

BREREIEFES S —RINNDMTT A FUEESX . A Aroma_TQ_IC-Wax_AART 7374
MTE EMGTEARaR, AT IRIEBIRAE D RIRE N 8. IEMbce i m et E IE 1.8/ Aroma_TQ_IC-
Wax_Correct 7775 WE 4-REAE. 1,2-“R&K-d4. [&-d10 BEWNIrItnEm, BTRIFEENIE
Bi%. PTIFmEIEE LA 2.

%10, 000, 000)
440*7
3.0
2. 04
] « 2
o 5 o
4 o™ -
L8 2 o g x” l
] S l
0.0
——
5.0 10.0 15.0 20.0 25.0 30.0 35.0

1 EMmiz B ikE

23



(x100, 000, 000)

1. 00
0. 75
2-d10
0. 50+ 12-Z8%F-d4
] 4REE |
0. 25 n‘ \ l
0. 00 n
e e e e e e L e e s e e e e L e e e e e e e e B B s N A S s
7.5 10.0 12.5 15.0 17.5 20.0 22.5 25.0 27.5 30.0

2 RIERAAMFmEEE (10 mg/L)

H BFTS IEM IR AR BE U B R EIE 2 1L 498 MERM D BIRE T /A, GCMS-
QP2020 NX AR Z T AN X ER KM D HITINE, HELEEMADTTERRIBERL FIXEAD
HITHFEED. B 3 NERBIEERNCES EREM G AR AT E,

waEm
e L =z an |

i | mmnsee

o .[ - ]uﬂ:[m--l"‘:‘r{,"| wun f. I-Irumn sune | [nn—vl-«--[n—-] Iclulr

12 Pl

3 BRIIEERE
2.2 NERIHRINIEER

NENEMEBAFREEEIE 4, MAEKBEFLHEDL 50 MEEY), &R 1FR. B
5 BRI HAE D L BV R BIEE,

(x10, 000, 000)

6.0
1.0
3.0]

2. 0

1.0

0. 0

L B 0 e e . e e
2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0 22.5 25.0 27.5 30.0 32.5

4 NERFRIVEIEE

&1 NERFREEDHENFEELER (ng/g)

No. a=x CAS & RE SIRAFHE
1 B2 Bs 141-78-6 46.3 HEEK
2 2-2 Bk 3208-16-0 1.2 BIAI0E, PMEERR, RS
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©O© 0o N o U b~ w

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

A
ZRETH
ECEE
POZEF S
B X
sl
2-FRHA
WIH
2-1E TR DKIE
R I
2-FAE kR
2,5- " FREk R
2,3- " FRE MR
FoEE
2-2F-5-FE M
(E)-3-F45-2-FA

2-7,5-3,6-RE M
2-Z -3 5-FREME
2,3- " FRE-5-Z Bk

i
1-3¢15-3-B2
KRR
2-TEMnE
2-Z BRENE
2-7 B AR
KR
i
y-o AR
(E,E)-2,4-F_ImEE

o

=
7N

o
AEIARE
KRR
KB
AT 264
REZTH
2-ZBRANE

109-60-4
352-93-2
66-25-1
106-42-3
108-38-3
110-86-1
110-43-0
138-86-3
3777-69-3
100-42-5
109-08-0
123-32-0
5910-89-4
111-27-3
13360-64-0
1669-44-9
13360-65-1
13925-07-0
15707-34-3
64-19-7
3391-86-4
100-52-7
2294-76-0
1122-62-9
22047-25-2
98-86-2
98-00-0
695-06-7
5910-87-2
91-20-3
142-62-1
90-05-1
100-51-6
60-12-8
128-37-0
118-71-8
1072-83-9

2.1
0.7
388
0.9
0.2
0.4
68.0
1.8
14.7
55
15.2
21.1
0.6
30.4
41
5.7
0.4
7.8
0.5
330.6
18.5
51.8
0.2
0.6
1.3
0.4
43
58
2.1
0.3
202.3
0.5
2.6
0.5
4.4
1499.5
3.9

25

Bk, FE
AR, BT, B
BERAYR, B
ik
HBRLR
PRI
GEL
PR, BT
BT,
EAROR, S
IBATEIR
A, SEERIE, FEFR,
BB, TELERIR, FAN
R, £RHEDR
KBk, Hk
BRI,

LT, A, EERK
LT, ERE
$EIR, BTN
AR
B
IR, FRAET
s
IKTEN
ek
Bk, B
FEk
ESH, HkK
FSEVk, SRV
e
ok
IR, BB, Z%
i,
B, WM, TE
Bk
FENBR
BB, M, EENK



40 AEp 108-95-2 0.7 [iTIZS
41 R ERES 104-61-0 2.2 Tk, BkFoR
42 TR 112-05-0 5.1 LRIERR, ASRRLR
43 BEER 89-83-8 0.1 BEEK, FHK
44 A-ZIGE-2-BEEFRE 7786-61-0 4.1 TE&ELK, DNUERR
45 SPRER AR A 134-20-3 0.0 BEZLR, &K
46 B-1ZM-E2 473-15-4 0.2 ASKDK, £RELK
47 PNl 65-85-0 214 EHERR, PRUEK
48 n3In%k 120-72-9 0.4 IERFLIR, £ERR
49 S5 EREERE 67-47-0 0.5 ARk
50 E5==% 121-33-5 1.5 HEK
Q 43.00 (+) 2.28e6 Q 82.10 (+) 4.52e5 Q 58.00 (+) 7.54e6
. . A\
2.0e6 - ] ]
f | 6.0e6
1.5¢6° 4.0e57 j \ ]
] ] 4.0e6
1.0e6 | i N
] 2.0e5 \ .
5.0e5- ] 2.0e6
O.Oeo-:"'I""I""I""I'"'I'OIOEO_-"I'"i"'l""l""l" 0.060: CC L B B BN B
1.6 1.8 20 22 24 38 40 42 44 46 64 66 68 70 7.2
ZBRZ Bg ECE 2-E=ER
Q 94.00 (+) 3.66e6 Q 108.10 (+) 6.16e6 Q 135.10 (+) 1.32e6
] 6.0e6 -
3.0e6 4 1.0e6
| 4.0e6 ]
2.0e6 - ]
1,066 | \ 2.0e6 ] 2062
0060 Tt " g pe0 e o.Oeo—'lllll_”._”._.”
82 84 86 88 92 94 96 9.8 10.0 11.25 1150 11.75 12.00
2-FREM A 2,5-— FRE = 2-ZE-3,6-FREME
Q 106.00 (+) 6.09e6 Q 85.00 (+) 9.82e5 Q 60.00 (+) 8.29e6
6.0e6—_ M - 8.0e6 Y
7.5e5 6064
4.066-_ | ' E
1 5.0e5 4.0e6
2,066 : ]
] 2.5e5 2.0e6
0.0e0 +— — 000 -W 0,060

LA R B i i e
1275 13.00 13.25

KEEE

e —
1525 1550 15.75
y-_ B

R A m e
16.75 17.00 17.25 17.50
o



Q 108.00 (+) 7.79e5 Q 150.10 (+) 8.85e5 Q 152.00 (+) 8.24e4
8.0e5 | ] 8.0e4
N 8.0e5 N
6.0e5—: 6.0¢5] 6.0e4—:
4.0e5 -] 4,057 4.0e4-
2.0e5] 2.0e57 2.0e4]
O'Oeo:--|----.----.----.--O'Oeo__----|----|----|----|O'Oeo__--|----|----.----.--
17.25 17.50 17.75 18.00 20.50 2075 21.00 2400 2425 2450 2475
KHEE 4-Z JRE-2-REERE B=ZR
-
3. &ig

AN E A EE GCMS-QP2020 NX SFRBXANFD SPME ##F, 454 572 Smart Aroma Database
BIREIEE X NIERRN SR EH I TNE, BT REEEIEMRIERITEE, 188 BIirEH
TEmIER T, FBEEREIEEBMRIRE 498 MR DRI E, X AGHHFRY SR D HIT
EMNFEEED. MR EAERPHERN T 50 FSRAD. EREE, 25 HREGE, 2
RER, AT ANERRIRDBIIRIRTFE,

27



ICPMS-2030 ZFMENERFRIEFTER

# E: 2% GB5009.268-2016 (BmEEEZINE BmHPZITRIINE), MABEBRIIAELEN
NERAFTHROERE, ERBRBEFEHERIEN (CP-MS) WET ANSERFH. M. 5. 5#F
1HEFTRNEE. DMEREHR, HARHR, HEREL, MAREIER 93.0%~105%, E&A
BERFEREEERTTRIRE M,

KHRiF: FUROHEAR ICP-MS NIEA EF otk

EFER, MEEKRZEREN. BRSHFEENS. BmeIHSERED), “AER” B
TR, 1EIRE, 2KAEERMTIENLSE 68%NESIBKEIERK, HRAGRRZIL,
NERBHE R U WEDEA. BRI EEREER R, BFr LREFERNFRESNERR.
ERFERTTR, BRAILUERIEHE MY, RETFEHEANER. Baid MR ASARRIRNE 2
NEBD . BAFD. EFMAD D BERDON. B, EREFRNDDITRAD NEFY
BrteMl. EFfcER (W0 Se. Nao Mg. K. Ca &) <,

BENBRLZE2EETRNKERE, GB2762-2017 (BERZ2EZINE BERTISRYRE) BF
HILE T BEmPETEIREENR, MABAXNMA, GB5009.268-2016 (BmE2EZRInE BamH
ZHENNE) BHAET BmPTB RN GZE, F 2R NBREEEE FARIEE.

BREBEFBEFHREE (ICP-MS) BARMES. MHRMR. ZETE FHR, FxX&
EHREGB 5009.268-2016, X NIERMF I THUK G, /A HRICPMS-2030R5INE T A&
NP, . 5. % BFEFTENEE.

1. CIeE%
1.1 {38

532ICPMS-2030 2 5| BB A S B FARIZ
1.2 (UBHIRRH

ICP-MSI 28 T4 3R 1o
R 1ICP-MS D&t

I § BHOLTE ¢ BHIGTE
[SEIEIES 1.20 kW EBETRER 9.0 L/min
HEIRMIER 1.10 L/min HAME 0.70 L/min
e =E~it] MinilEE e BLE SR
ZhE BETR ZhERE 5°C
RERE 5.0mm ELIbES 27.12 MHz
INIEERuREN He R fE SR 6 mL/min
HMEBE 21V BEEdIRSREBE 7.0V
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2. HEmaitiE

EFRTTENO.2 g M THUREAERER, A6 mLHNOsKI2 mL H,0,, B FHUBHERNFIERE,
FRIEF IR, BRERG, R, BBEESOMLBELER, EAESOmML, BEIEH, R

AMIIARIRG,

&2 WRCERRER

i EHIRE(°C) FtmB¥ial(min) &= AY{E)(min)
1 120 5 5
2 150 5 10
3 190 5 30

3. {R51E
3.1 tRERRZEFIE LR

2% HNOSREE. A, SHAmEMEE A &IEREN0. 0.200 0.50¢ 1.0. 2.0, 5.0. 10. 20. 50.
100 ug/LBYARAERRS, SR $8. §5. BAVEMEEARMEA0. 0200 0.50. 1.0. 5.0 . 10 mg/LAY
RS, RIERF R TR KB IBBIERLAIE R, /MEHANEL-E4, EENET

BT ENEERWR (IDL) MAEMRERE(MDL), IDLAIMDLER &S,

[ k39 (0BG)
2000F
1500F
= 1000f
500"
o
| M. L L L L " n Il
0 5 10
#REE (ug/mL)
HE =0.0053131 * 1 + 00126372
r= 100000 BEC= — (ug/ml) 30=0.0013114 (ug/mL)
1K TR ERZ
Fcaa4 (0BG)
750~
500
= [

250

1 " " " " 1 " " n n 1

5
#RE (ug/mL)

I = 0.0144080 * 1 - 0.0042737
r=0.99998 BEC = 0.0042737 (ug/mL) 30 = 0.0045796 (ug/mL)

3 Ca TRIMVERZ

I

MR

[ Na23(DBG)
5000

4000
3000F
2000F

1000

¥ =0.0021460 * 1 + 0.0155422
r= 099997 BEC= — (ug/mL) 30 =9.9505e-004 (ug/mL)

2 Na JTEIT/ERRZ

[ Mg 24 (DBG)

12500F
10000
7500
50003

2500f

L1 " " L L L L n n " 1 "
0 5 10
I (ug/mL)

JRIE = 8.4804e-004 * 1 - 0.0187901
r= 099993 BEC= 0.0187901 (ug/mL)3c = 5.3093e-004 (ug/mL)

4 Mg FTTERIT R L
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& 3 NEsteH PR 5 A HIR

GB5009.268-2016

TTE RE VEESEN IDL(ug/L) MDL(ug/kg) FEEER (1g/kd)

K 39 1.00000 1 250 3000
Na 23 0.99997 0.9 225 3000
Ca 44 0.99999 4.5 1125 3000
Mg 24 0.99993 0.5 125 3000
Fe 56 0.99968 0.204 51 3000
Se 78 0.99993 0.075 18.8 30

Zn 68 0.99978 0.158 395 2000

3.2 HFmilllidsR
iR IEREF ARG, ERNINE, TAMRUE, WELRINKS, FmIliRElBERR
93.0%~105%,
&4 NERPEFRTRNES

_ _ MEE RSD% ¢ iR Eff e
TER  HREH  WiR

(mg/L) (n=3) (mg/kg) (mg/L) (%)
K 39 $Sc 5.51 0.73 1.38X104 2.0 100
Na 23 #Sc 2.78 1.12 6.95X103 2.0 97.0
Ca 44 $Sc 0.767 0.76 1.92X103 2.0 100
Mg 24 #Sc 0.724 1.54 1.81X103 2.0 101
Fe 56 Sc 0.048 2.45 120 0.02 100
Se 78 2Ge N.D. -- - 0.0005 105
Zn 68 2Ge 0.014 0.36 35.0 0.02 93.0

F7E: 1RPBGB5009.268-2016, HEERFREIMNEREHF,

4. 4G

£%£GB5009.268-2016 (BT 2ERINE BT L THRINE), £AHSRICPMS-2030%7!
BRBEFEFERIENCNE T NERPTMEFTREE. KNERKHA, LI ERERIE, /Hif
Eif, SREExHIURANUE, MARLEIWERTE3.0%~105%EEN, &5 ASAHFH. M. 15,
B B BEFEFTRIENRN,
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2. Bani0s
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SHBEZNENERPHEJBNEE

B B ASUEA Nexis GC-2030 B T NEASRFREZBREEN DA E. FREBAE. B
DI S, MANZBRIEEZFEE EMl. £55R5RH, 7 1~200 pg/mlL BURESERERN, BE B
MAEXRIR 90,9999, LMERIF. U 3 BHERILITEIQHIE, NEERHRN 0.15ug/mL, #HEr
HEER BUREA 1ug/mL BFMEESREEHF 6 /X, EBERNBNIVEREN 2.95%, BEER
§Fo FMIAAF mRFEITIIAREIURSESY, MARFIEIULERR 104.0%. &TTERIERIE. REES, BN
ANEAFIREZEREENNERHEEE,

R TEEREN AER HEZE

ANEBERBEFRMITUH—TRRAR. EXNFIRRFRIP. BRARBNEQRERSFATEER
Mo NERRREFEKBREEZED NP, —MENBIEAEET Y TARSININELORN; 5—
MENBEYEBNECEYND GEEREREREYEB R,

BREZBRAEMNSERMTUNERNMENE, ENRaTNAE. BE. BSREFHA
BERAVINEIEM. (GB2760-2014 BmREEZRE BmMIFIERIME) MESLBRPHREL
PREAMETE 0.3 g/kg~1.0g/kg Zi8le —RIAVEME M, MEZBERAIZHANETLELS, BL
EEAMERSE—ERRIHRN, EE5EPREEPSER,

AXZ%E (GB5009.121-2016 BmE2ERINE BmPREZEBNE), £AETHEEIE
¢ Nexis GC-2030 B T NERTHREZERSERVNETT R, KRERKE, 2 AREEHSE. R
BES. EEMY, INASEATRhEZERSENNERHEE,

1. 5EERS

1.1 %38

SHEEN: Nexis GC-2030

1.2 SHR%FG

GC &

BB InertCap Pure-WAX, 30 mXx0.25mm X0.25 um
R

150 °C_10°C/min_210°C_20 °C/min_240 °C(2 min)
HIEFEDRE: 240°C

HERI WA, 2R 5:1

HIESE: 1ul

HA AN

ARG BEEE (27.9 cm/sec)
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eM2s: FID
MZHEE: 300°C
FEME: 200 mL/min
S5mE: 32mL/min
EWSmE: 24 mL/min

2. HmaibiE
HFRaIhEFZBILE 1 Fix

FRER2.5 gt @ T 50 mLBEOE

4.

AON1S mLKFI2.5 mLERBRS¥ /8 R

:4l

o
©
T

H
Hh
Hi
o
g
i
~
wn

Hi

BEISMNGEEZEL mMLBERTINKER

HB

‘

B ES0 mLE O E H L4000 rpmE i 10min

-

73 HR10 mL LS BRHMANImLEES S RER 1L

3. &R 5378
3.1 IRERIEE

"

IAS MLZBAZ BERIE2min, &S
B, B &R

1. el IERIZEE

e ZBRMERBEENCEMER DI ILE 2 Fx 1

uV(x10,000)

1.gcd

5.0 FID1
407
3.0
2.0]

1.04

0.0

1.0 20

—
3.0

— — —
4.0 5.0 6.0

LRSI EAREIERE (RE: 50 ug/mL)
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®1 WEMERE

#= (A=x7) ES &=L CAS S REGBYIEI(min)
1 i Dehydroacetic Acid 520-45-6 5.262

3.2 tRAEMZS5IGH R

¥ 1000 pg/mlL IS CRRIES KRB LR IEEDAIFHRERES 1. 10, 50, 100 A1 200 ug/mL
AR TIE, RS ZERIRE AREALTR, EBEIRANLIRAFIIRERLZ, RIE 1ug/mLAx
R, L3 B ERITERECBINEBIREHIRE, MEJEIT/ERLIE 3, LMH1E. BXAK
PARZAG PR I ER 20

HA(x100, 000)

3. MEZBRIT L
= 2. B AR RBNEE LR

No. EDEAN SRR FAXFRER H R (ug/mL)
1 BEZER Y=1620.41X-1294.26 0.9999 0.15

3.3 BEEXR
BY 1 pg/mL iR ERARAEAR 1 uL #HSAEEIEBN, EL0HE 6 X, LUEMER RSD ERIEER
58%, £RWK3,
* 3. BEREEMLER (RSD%, n=6)

tizba) ER 1 EiR 2 HiR 3 7R 4 ER5 EiR6  FIHER  RSD (%)

E R 1579 1606 1532 1605 1497 1522 1557 2.95

3.4 HmliAER
DREVMEONER, RRPE 2 #THIE, FRPROHREIER, FatiBEIlE 40
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uV(x10,000)
1FID1

3.0

2.0

0.0+

L B et s e s e L s B e e B e e T B e B e BN
1.0 2.0 3.0 4.0 5.0 6.0 7.0 min

4. IBYEARFREIEE
3.5 EE
RIS CBAMVERRAMIE EARE@RR, P T 2 #TAE, FmINRER 100 mg/kg, 1T
HiltF 3R, [BINERLERIE 4.
& 4. IAREIRELER (mg/kg)

AN AM MistfE 1 MistfE 2 MistfE 3 FyRER (%)
FEa B 95.11 103.31 113.44 104.0%

4. %ig

ASRILT A Nexis GC-2030 MENERFBR IR EERN D75, EREH, £ 1~200
ug/mL BURESEEA, BRECBMAMAXARI R 9 0.9999, LMEXRRY, HERHERN 0.15
ng/mbo BUREN 1ug/mL FAESREEHF 6 X, BERENITERE (RSD%) 7 2.95%,
BEERT. W= AFmE T MRS, FamiFREX 100 mg/kg B, FIYEIKETY 104.0%;
KITERIFE R, RBED. EEMNYE, IRTUEAEATRAZBNEE,
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RREEGHEZNEAERPFRE. LINERNEGHNSE

# B AXRU T —MSMREEIENEASRFRRR., IIBRIIEENESE 5% RS
R (GB 5009.28-2016 BamPERER. LLAERABBMEUNE) FRIFTAEMLISFMAHT EVD
#ro 3 MBAIEFITE 0.5-200 mg/L ARESEEIRNLE R, X RE>0.999, MAREIMZRTE 92.4-100.8%
28], EZL 6 MHFRERTE RSD%/I 0.004~0.062%, IEMEFR RSD%A 0.115~1.368%, ALFHEE
ERF. HEEWHAE, RBES, FJATERAEAFRBIIN,

KR SHREEE BEF AER

NERZD AWM — 2 UEYMEBNRME N R BMIKERTTRFEEY AT @, 55—
MEEEFEPN A TAREIT —EFRMFETT, NMEEHNAER. XEEBREDRAERN
FHIME, E6lme] UL NMEH T REELA AR NEETTH K.

AT EKEYRANEANRENE, EEFNIHRENSMA—EENERER. LFFRERE
BMENEFIRMBINENETE, EHBFIAMITERATRNENZEEANERR, Eit, 2
I —MIRIERE R, . REBINBAEFTIR S ERNER,

BRUNERBFR T EZEBEEHEEBEA. BEEIEES, KE (GB 5009.28-2016 BmTH
FRER. LIILERAINERRIRYINRE) FALE T 28X 3M A B FIBSNETT 7%, 28R RBEIENSAE
BB 75 5%,

AEASEESMREEEN, S8R (GB 5009.28-2016 BmAAERER. LAERFIVEETRAIN
EVPER S —%, BT — M) LUEFNE NER T RRER. LIFERANERSN3MBA BRI 55,

1. EERS

1.1 (Y88
A0 KFH 57 Nexera LC-40 &RAEBIEN, BAEEN:

WoOR R : LC-40B X3 g4z fl 8 © CBM-40Lite

F R : CTO-40S ' oW 2 : SPD-40

Shaiprizcas : SIL-40C X3 B T {Fuf : LabSolutions Ver. 5.97

1.2 ShFH

& & & : Shim-pack GIST C18 (250 mm x 4.6 mm I.D.,5 um),
P/N:227-30017-08, &2 (L&) SKRBMERAF

Onh M 0 A2 mmol/L BES+20 mmol/L ZERAR;  B-FREZ

m B® . 1mbL/min

HEARFR 010 uL

OMER @ 230 nm
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BRI ¢ FESA, A/B=92/8 (V/V)

1.3 id57ECH!

TEFTAR(92 g/L): #REX 106 g WEF I, MASENKBHE, FAKESE 1000 ML, ZERFF
B&R(183 g/L): FREX 220 g ZERFHAF/DEIKH, NIAN 30 mLkZE, FKEARE 1000mL,
FRER- 7 BRE& AR (2 mmol/L FRE&+20 mmol/L ZBR%R): #REX 1.54 g ZBR%R, MINEE/KAM, Bl
AN 752 uL B2, AKERZE 1000 mL, £ 0.22 pm KABRFLEED EEE R,

2. #maAnihig

EFRIREL 2 g R TF 50mL AEB LB, 117KL 25 mL, JRIERES, T 50°CACARERA 20 min,
BEEZBEMAN 2 mL WE S FERM 2 mL ZBEEAR, JBS, T 8000r/min By 5min,
KAFEEFEE 50 mL REMT, TEETNK 20 mL, RIBEASGEEE 5 min, T 8000 r/min i)
5min, FKBERZEIFE— 50 ML FEMRF, HRAKESEZIE, BS. BEE LERT 022 pm iE
2, FEREEeENE.,

3. ER5We
3.1 IREmEREIEE

NHEEBERERERR. \LWREAEEMIMMLETINEmEE, BKBERRENS mg/L. 1
mg/L. 5mg/L. 10 mg/L. 20 mg/L. 50 mg/L. 100 mg/L. 200 mg/L/\NREBVESIVERSIT
TEBR, 12PN DINEAHITNE, FRE. (LRBANESI3T BTN Emi S REEENE
1Ff7Re

mV
20- /K I 25A 230nm| &
] T B «
] bl &
15 e ®
10-
5
o{—]
7‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘
0.0 15.0 20.0 25.0 min

1 fRERBRBIEE (10 mg/L)
3.2 &MSCEMRBE
RARARERITERAR, RI2PNDTFAHITNE, LURENRELR, BEARNNER,
KAIMRERIT L, SRNERPR. RRRR. LFERAFERSIN3FBAE5T7E0.5 - 200 mg/LiA&
ESEEN, BBRIFHAMEXR, LMERXRLK>0999, BARERIEL
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T #(x1,000,000)

T £4(x1,000,000)

THIE(x10,000,000)

' '50' o '160' o '150' o 47@& o ' '50' o '160' o '150 i /ZQIE‘“Z 00 ' '50' T '160' o '150' o Jﬁfff
VERE TN KHE LLZYER
2. 3 MBREFIRERL
=1 RERESH (INE 1/C)
o o e k MHE  EERE
WEMEIR FRAERE L HBXRr EHE

(mg/L) (mg/L)  (mg/L))

RIS Eh Y=27181.2 X +531.206 0.9999 0.5-200 98.4-102.7% 0.06 0.17

FERR Y=35799.4 X +4271.52 0.9998 0.5-200 98.3-103.2% 0.04 0.12

LLIFLES Y =52377.1 X +486.069 0.9999 0.5-200 99.1-101.8% 0.06 0.18

3.3 FFEEXR

NERERATERBBRESRSHF 6 R, BTERNENVREEE, REBNEMERRNEE TS
SRR 2 Fime ERER, RE B IEERBVENARERZE 2 57E 0.004~0.062%71 0.115~1.368%

Zi8l, NERBEERT,

uV(x10,000)

1 1:20-1.lcd T % A:230nm
8.0 £ 4/52:20-2.Icd 4] #5A:230nm
PHi#53:20-3 Icd H I #A:
7.0780454:20-4 led il #5A:230nm
1%#%5:20-5.Icd il #A:230nm
60 J%#%6:20-6.Icd Al #A:230nm

5.0

4.0

2.0

1.0

0.0

L L By B By B
0.0 25 5.0 7.5 10.0

[ ——
125

3. iEmAREEMEIEE ORE 20 mg/L, n=6)

L
15.0

T
175

T
20.0 225

L e B L S B s s
25.0 27.5 30.0 325 min

* 2. RENEMEEREEMLER (n=6)

RSD% (5 mg/L)

RSD% (20 mg/L)

RSD% (100 mg/L)

WEMETR
R.T. Area R.T. Area R.T. Area
FERETA 0.062 1.368 0.055 1.205 0.031 0.079
KHER 0.035 0.324 0.016 0.283 0.010 0.181
LLEYER 0.014 0.231 0.006 0.190 0.004 0.115
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3.4 hNAREIYEEELIE

A AEARERIFTIIREIN L, HEWTRER 2 g 15, D3RI = NREK IR ESR,
1208 2. A E IR AR R, TR, IE 4, SHERPRQNIRPR, L5
FRADVENS TN 3 MBR/EF, = B F mB i EANIAREIN S5 E W E 4, B RI17K R FYBIKERTE 92.4-
100.8%z (8], ¥ 5

uV(x100,000)

1 50 B 1IN F520ppb-1.Icd F I #sA:230nm
207 H-1.led A #$A:230nm
1.25-
1.00
1 e 2K
0.751 1B
] R guil
] ¢ M A
0.50]
M A
o.oo{—J
0.0 50 10.0 15.0 20.0 25.0 30.0 min
2 4. THNEAGEE (KRE) MmirCureEE (2, 20 mg/L)
+ 3. RER. IBBAEEH 3 MEFEFIEIMNE (n=3)
58 4R 1 mg/L H0#R 20 mg/L h0#FR 100 mg/L
K EMZFR . - .
mg/L  SAEE mg/L B &L MEE mg/L Bl E% MASE mg/L Bl %
VERS TN N.D. 0.947 94.7% 19.782 98.9% 99.813 99.8%
AR N.D. 0.953 95.3% 20.164 100.8% 100.234 100.2%
LIZER N.D. 0.924 92.4% 19.907 99.5% 100.541 100.5%

N.D. FTRFIEH.

4. 45ig
AAEA BRESBREEIBNEL 7T —MAERPERRR. WAERANERET 3 H5BEFIE2N
EMGE. FmSH (GB 5009.28-2016 BmAAEFRR. WARRMMEEMAIEY IR IEM K
WHEMEHT LD ZAFEREE, RBES, IHEEXTIEE,
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3. SHY

40



GCMSEMENERNFHSHFREE

B ASUERSESRBAMN GCMS-QP2020 NX 212 7 ABHH 16 MRS RARINI o
SRIOLERRBA: 7 1.0-100 ng/mL SRESEEN, 16 METSRADXIERIF, AMEXRIISE
0.999 Bl E, BFHEWRRHEIRTE 0.02-0.15ng/mL 28 BURE N 5.0 ng/mLinEREBR, ELuH
B 6 %, RBHEIAIEEARBIFBER AT R ZE (RSD%) 53 B7E 0.01%-0.03%70 1.5%-3.7%22 18], FERE
Bif. T BEFMETHEIT 0.02. 0.4 F 2.0 ug/kg = MNREFREMATSEL, EIWETE 83.5%-103.7%
28l ZAAEE, BE, £, SATAEAT 16 MSUTERINE,

R SESEFUERAN Z2HERE AEAR

NERF@mAOANRAE, B-RKEZUEVEBNTERHGIENEYERGR, FLE@I
) ABRRIE STy IR R ENAREFR. Baim EEELEYERGIRAE, AREFREEMER
H, EYERFIRIEYRHMEIBZEAETE, 8%, BE, BEREXF. AERFAIHN—TR
m, HEEFN EFRRE. ERFRESHNEEIRSRINE, ERERERE2RANINE—HERZR
R AR RBY,

ZIFEIR (PAHS) BHEEM DR PMULTIANTIR, TznmTEARH, HBEAR. X
%, WABBERK, BHZHSEEREELEARERNENE. BRMNERTER, Xl
HohH RN —MBEIEYI . PAHs T2 ANEBIFIRARS:. BIF RS, BERA. FE. B
IEAIRE. GB2762-2017 (BmZ2EXRINE BmFUSIYIRE) ME, a¥hEFIR. BRA
Bl PR o ENRSKEREN 5 ug/kge ANERNWEFHTES, BHERIZHTIEASHR,
Hit2i e NERFSHERNNEEZRELE,

KX Z%E GB5009.265-2021 (BmREERITE BmPZUFRINE), XA ZE GCMS-
QP2020 NX SBRERARIY, BILT NEAT 16 MEUFRIIINTG R, ZhAE8, 1BE, HEf, 2o
BES, IHEXKNIARSE,

48

1. REEH

1.1 {38

RS FECAMY GCMS-QP2020 NX

1.2 DREHF

@it DB-EUPAH, 20 mX0.18 mmX0.14 pm

HRFER . 50°C(2 min)_15°C/min_220°C _3.5°C/min_315°C(9 min)
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FHFEORE: 300°C BFHIl: El

BEERE: 1.0 mL/min EIRE: 300°C

BRI R BFREE: 250°C

PFE: 1l KOMZZEBE: JAIEERE+0.2 kV
mEEHlAN: ARE RERT: SIM, KEMERIEK]

1.3 HmaitiE

ReEmE I AERFE T, FRERE S5 g, MNIRER, 7EF#E 30min, M5g
FABRESEN. 20 ml IR UR-7 B8 7 AR (1+1)

fERm, #B/A 15min, 803 min,
N EBRWET, fE

05 mL0.3 mol/L E|MUMHEZAR, RIE, WE5min, M04mL K. 5mLIESKE, &
FEESEC 2 min, BULEE

!

FEEEFEVNME L0 1 g ZETKRERM, #ORA 3 mL Z2M k. 3 mL ESkuiatt
HF, £#F, B5mLIECKkRRZ, 5mL SR kk-JBRIEAR(1+1)5M5R

]

PRI 40°CRMEET, AN0.1 mL REA-FFFAR(1+1)8%EY, LD,

1. R IEREE

2. £R55%ie
2.1 tRERBAREIE
)

9.04
8.04

7.0

2.16 MW FER 7 AT ERBSREIEE (1.0 pg/mL)
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{FEERYE] EEETF TMBTF
No. EMET Sy i CAS ,
(min) (m/2) (m/z)
1 % Benzolc]fluorene 205-12-9 17.995 216 215,213
2 Di-AF[a] & Dix-Benz[alanthracene 1718-53-2 21.460 240 236
3 AHla ],\ Benz[a]anthracene 56-55-3 21.580 228 226,229
4 D& D1-Chrysene 1719-03-5 21.850 240 236
5 W H(c dE Cyclopenta[c,d]pyrene 27208-37-3 21.865 226 224,227
6 I Chrysene 218-01-9 21.980 228 226,229
7 5-BERE 5-Methylchrysene 3697-24-3 24.230 242 241,239
8 Di-AF[bRE Du-Benzo[blfluoranthene 93951-98-5 27.195 264 260
9 EH[b]RE Benzo[b]fluoranthene 205-99-2 27.340 252 250,253
10 AFHKKE Benzol[K]fluoranthene 207-08-9 27.485 252 250,253
11 AH([j|XE Benzol[jlfluoranthene 205-82-3 27.640 252 250,253
12 Di-KFf[altd D1-Benzo[a]pyrene 63466-71-7 29.380 264 260
13 AFH[a]tt Benzo[a]pyrene 50-32-8 29.515 252 250,253
14 Du-EN(1,2,3-c,d]EE Di2-Indenol1,2,3-c,d]pyrene 203578-33-0 35.025 288 284
15 Du-—FFH[a,h]& D14-Dibenz[a,h]anthracene 13250-98-1 35.140 292 288
16 ENF(1,2,3-¢,d]EE Indenol[1,2,3-c,d]pyrene 193-39-5 35.170 276 274277
17 ZZ&H([a,h]E Dibenz[a,h]anthracene 53-70-3 35.310 278 276,279
18 Di-&EH[g,h,i]3E D1-Benzo(g,h,ilperylene 93951-66-7 36.620 288 284
19 EHlgh,ilE Benzo[g,h,i]perylene 191-24- 36.750 276 274,277
20 “XFF[a,l]EE Dibenzo(a,l]pyrene 191-30-0 42.250 302 300,303
21 ZXRFH[ae]tE Dibenzola,e]pyrene 192-65-4 44.005 302 300,303
22 “RFF[a,i|EE Dibenzo[a,i]pyrene 189-55-9 45.105 302 303,300
23 XK H[a,h]tE Dibenzola,h]pyrene 189-64-0 45.750 302 303,300

2.2 fRfEphsE

FAREE- SR (1+1) HAFIRH ST RINERY TER, KESDF9 1.0 5.0, 10, 20,
50. 100 ng/mL, W45/ 100 ng/mL, ImAIEC. ERNIMENE TIFtL, B EYimEdL

R EEEN T EMR. BHE 1.0 ng/mL AnfFEdE, U 3 E(E5%

FH PR AR RN EAB R RO 2 Fimso

Area Ratio Area Ratio Area Ratio
08 ]FHOB 075 FER 14770
"~ -y = 0.008053267x + 0.002146999 " -y = 0.007055047x + 0.002530847 “" -y = 0.01406923x - 0.00001641144

-{R? = 09996967 R = 0.9998483 JR2=0.9996350 R =0.9998175 -|R? = 09998755 R = 0.9999377

0‘72 Curve Fit: Default (Linear) 0.6 Curve Fit: Default (Linear) 1.2 Curve Fit: Default (Linear)
| Weighting: Default (None) -| Weighting: Default (None) 7| Weighting: Default (None)

0.6 | Zero: Default (Not Forced) 057 Zero: Default (Not Forced) 107 Zero: Default (Not Forced)

057 ] E
] 0.4+ 0.8

04 ] ]
E 0.3 0.6

0.3 b ]
] 0.2 04

0.2 ] ]

013 0.1 0.2

O e o e A 0 B N b 0.0 #———1+ L
0 25 50 0 25 50 75 0 25 75

Conc.Ratio (ppb)

Conc.Ratio (ppb)
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Area Ratio Area Ratio Area Ratio
1.4 FFHSTE {55 =%t (@) &
-|y = 0.01402958x - 0.0003767744 Jy =0.01299151x - 0.001364230 |y = 0.009024917x + 0.0008936357
; R2 = 0.9998723 R =0.9999361 1.2-|R? = 0.9998833 R = 0.9999417 o 8: R? =0.9998195 R =0.9999097
1<2i Curve Fit: Default (Linear) | Curve Fit: Default (Linear) ™ | curve Fit: Default (Linear)
| Weighting: Default (None) 1.0 Weighting: Default (None) | Weighting: Default (None)
1‘05 Zero: Default (Not Forced) ; Zero: Default (Not Forced) | Zero: Default (Not Forced)
E 087 067
0.8 ; |
06° 06 04
0A4E 0.4%
1 1 02+
027 021 ]
T — o — 0.0 e
0 25 50 75 0 25 50 75 0 25 50 75
Conc.Ratio (ppb) Conc.Ratio (ppb) Conc.Ratio (ppb)
3. B UEYIRERL
Q216.00 (+) RT=18.000 1.68e3 Q 242.00 (+) RT=24.220 1.33e3 Q 252.00 (+) RT=2733% 1.99e3
100.00 100.00 - 100.00
] " -
0-007\\VHH\HH\HH\HH\H 0.007"“““““‘““““““ 0.00 L L B B L L L B L
176 178 18.0 182 184 238 240 242 244 246 270 272 274 276
RT (min) RT (min) RT (min)
FF(c)7 5-FREE FFH[blRA
Q252.00 (+) CTe2747 2.05e3 Q 252.00 (+) 2.05e3 Q 302.00 (+) RT=42258 9.86e2
100.00 Y 100.00 - RT=27.632 100.00 M
] % a
0»001””\””\””\\H\\HH LR e L s B s 0«007MHH\HH\HH\HHMH
270 272 274 276 278 272 274 276 278 280 418 420 422 424 426
RT (min) RT (min) RT (min)
FH KRR FH[IRE “FH[allEE
4, FnvEYREaiEE (1.0ng/mL)
& 2. 16 MEZIRFIRAT A A NN HRE R
No. wEE RESEE (ng/mlL)  HEXRHR  WEHR (ng/mL)
1 7 1.0-100 0.9999 0.02
2 KFf[a]E 1.0-100 0.9999 0.03
3 IR FH e e 1.0-100 0.9999 0.04
4 & 1.0-100 0.9999 0.04
5 5-BEE 1.0-100 0.9998 0.02
6 FH[bmE 1.0-100 0.9999 0.05
7 RKHKRE 1.0-100 0.9999 0.03
8 EH[IRE 1.0-100 0.9999 0.03
9 E3t[alE 1.0-100 0.9999 0.03
10 EFF(12,3-cdEE 1.0-100 0.9999 0.04
11 ZA&H([a,hE 1.0-100 0.9997 0.11
12 F3tgh,ilit 1.0-100 0.9999 0.03
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13 TEH[E 1.0-100 0.9999 0.05

14 Z X F[a,e]tt 1.0-100 0.9996 0.04
15 TR F[a,i|EE 1.0-100 0.9995 0.08
16 ZZ&H[a,h]tE 1.0-100 0.9999 0.15

2.3 ESEME
BUKRE 5.0 ng/mLBETVERR, ESHEF 68, TREENENEMRNEEM, ERN
TR 3 Fimo RE BT EIFMIEERBIER AR ERZE (RSD%) 2 5U7E 0.01%-0.03%F0 1.5%-3.7% 28], 15
BRI,
&3 BEMER
RSD (%) (5.0 ng/mL)

No. HEMEIR
R.T. Area
1 EH(cl7 0.03 24
2 KFH[a]& 0.02 1.9
3 X FF[c,d]EE 0.03 32
4 =] 0.02 1.5
5 5-BHERE 0.01 2.6
6 KH[bKE 0.02 2.0
7 EHKKE 0.02 3.5
8 EH[jERE 0.01 2.8
9 KFH[a]tE 0.02 2.4
10 EnF(1,2,3-c,d]tE 0.03 33
11 ZEH[a,h]E 0.02 2.8
12 KFH(g,h,il3E 0.02 1.7
13 “EH[a, ]t 0.03 3.6
14 “ X H[ae]tE 0.03 2.9
15 ZAHF[a,i]tE 0.02 3.4
16 Z & F[a,h]tE 0.02 3.7

2.4 [E14 =R
AR 1.3 piiER %, MATEF@HATE. P 5= DREKFMR, ZEREWER, §NRE
FITRIE=FmR. K. P = MIRRED S 0.02. 0.4 # 2.0 ug/kg. EIRERLERILE 4
x4 DREKFIAFRIMEREEHIHTEER (n=3)

0.02 pg/kg 0.4 pg/kg 2.0 ug/kg
No. da=xv/E=Lii AR SEIllES RSD AR SEIll &S RSD S SIEIES RSD
(%) (%) (%) (%) (%) (%)
1 FF(c]7 91.3 31 92.1 3.6 93.8 23
2 Fit[a)& 87.4 33 94.3 2.1 91.0 35
3 R F(c,d]E 95.0 2.3 89.6 3.0 85.3 3.6
4 55 103.7 2.6 90.4 2.3 96.5 22

45



5 5-FREE 97.9 2.3 94.4 2.7 90.2 2.8
6 KFH[blxA 92.5 3.0 86.9 2.0 93.9 36
7 FHKXE 88.3 4.1 84.2 3.9 91.1 22
8 H(RE 86.9 35 87.1 32 85.7 36
9 KFH[altk 92.7 26 932 4.2 92.4 33
10 EH(1,2,3-cd]tE 90.2 1.8 90.1 35 87.3 2.0
11 “ZEH[a,h]B 83.5 35 85.0 2.6 85.6 2.5
12 KF[gh,ilTE 90.4 3.7 89.8 2.9 84.7 36
13 Z&H[a 87.7 2.9 935 2.7 92.0 32
14 ZRHt[ae]iE 93.0 33 95.4 34 96.3 42
15 ZEHa,ilEE 84.7 35 92.8 4.1 94.6 2.8
16 ZXFH[a,h]tE 93.5 2.8 88.6 35 92.1 34

2.5 Hamillid
AR 1.3 PirmutER A, WERANSAFERETRN, RMONEEXEEY). KFFmIE
EEW TP,

L1 x10, 000)

1.07

0.9

0.8

0.79

0.6

0.5

0.4

0.3

0.29

0.17

0.0

7O‘liw T T T

5. NS mEiEE

3. &it

SRR 2 SREE Y GCMS-QP2020 NX B217 7 SRt 16 Fh FR BH NS %, Sk
SRR 7E 1.0-100 ng/mL RESBER, 16 MEWEIZANEIERT, SMAELRYIITE 0999
BLE, S AYIBEIRE 0.020.15 ng/mL 28l BURER 5.0 ng/mL ARERAATE, 4 6
R, BB A EARBIAB AR A (2 (RSDY%) 5 BIFE 0.019%-0.03%0 1.5%3.7%:2 8], 55262 B34
FESERERRIHT 0.02. 0.4 F1 2.0 pg/kg = MREIREMIRSRG, EIKETE 83.5%-103.7%2 8,
BAERE, K, RENY, DUES, ERTALRST 16 2.
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GC-MS/MSEMNEAERNRIHS I EIRSE

B AXEARE=BURAFBEAN GCMS-TQ8050 NX B12 7 NEAH 16 MEIFFIZH
KM %. SRBOLAEREREA: 1£ 1.0~100 ng/mL KRESEEA, 16 MEMBIRAN LM R, &MEX
REIYTE 0.999 LI E, BUEWKRHRE 0.01-0.09 ng/mL Z[8, BUREA 5.0 ng/mL tnEEEA
R, EEOHRE 6 %, BERIEIITERENT 3.6%, BEEMRIF. EEBHF®EFHTT 0.02. 0.4
2.0 ug/kg =M REVREMARSEL, BIUETE 83.3%-96.8% 218, %A ABR, BE, HH, &
FAEAF 16 MZIAFIZBINE,

X BT SREAN Z2H5ERE AER

NERF@RAOARAE, B-RXEZUEVEBNETERHFIENEYERGR, FLE@ED
) ABRRIE STy IR R ENAREFR. Baim EEELEYERGIRAE, AREFREEMER
H, EYERFIRIEYRHMEIBZEAETE, 8%, BE, BEREXF. AERFAIHN—TR
m, HEEFN EFRRE. ERFRESHNEEIRSRINE, ERERERE2RANINE—HERZR
RN AR BT,

ZIFEIR (PAHS) BEESR MR MU LTINS R, TznmTERARS, HBEA, X
%, WABBERK, BWHZHSREREEHABRENERE. BEMBREER, XH KR
HohH RN —MBEIEYI . PAHs T2 AEBIFIRRS:. BIF RS, MERR. . S
FIEMIE. GB2762-2017 (BmREEZNE BmFISRYIRE) AE, SYKHESIE. ARA
HlimPEHF o EVERSHEREN 5 ug/kg. NERNEFHTESR, BHREZHFIZRISR,
Hit2i e NERFSHERNNEEZRELE,

AXZ%E GB 5009.265-2021 (BmZEERINE BmHASHFRNE), KAHE GCMS-
TQ8050 NX =EBMRIFIREXAN, 5 GC-MS/MS NE RV ENER (MRM), EEBN B
NUFFIED, REEES, BN, SREHBAISE, THAGAT 16 MEIFFIZBRNLIL
RERRFHR LSS

1. REEH

1.1 %38

578 = BT SUBEX A GCMS-TQ8050 NX

1.2 SREH

f3%4E: DB-EUPAH, 20 mXx0.18 mmX0.14 pm

MR/ 50°C(2 min)_15°C/min_ 220°C _3.5°C/min_315°C(9 min)
FECRE: 300°C @BERE: 1.0 mL/min
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MEEHIATN: LERE
BFAI: El
1.3 HFmaitig

#EAEE: 300°C

BFIREE: 250°C

MR R E+0.6 KV
XE&EH: MRM, EMERIE1

REEBENRAEAT D,

FREIRAE 5 g, MIAMRAR, 7EE 30min, M5g
BEN. 20 mL IR Am-7 B8 7 A (1+1)

BB, 8= 15min, B0 3min,
B EERAWET, E

N5 mL0.3 mol/L E|MECEAR, AIE, WE5min, J14mLK. 5mLIESE, &
FEEEL 2 min, BLEER

Il

FEEMRZERVIME LI 1 g KRBT, #ORA 3mL Z2H k. 3mL ECkehifiaf
HF, £, ASmLIECKRT, 5mL ZRRk-CBRIEAR(1+1)5Eh

4

FERURIE 40°CRMRELT, 00.1mL REA-ZFOAR(1+1)AMZXEY), EVND.

2. £R5i%ie
2.1 fEmBAREBILE

1, 000, 000)

1. R IEREE

11 (1.00)
9.0

8. 0—
7. o—
6. 0—
5. 0—
1.0
3. 0— -

2.04

0.0

L L s e s s B B s s B s B B By B B B S B
30.0 32.5 35.0 37.5 40.0 42.5 45.0 47.5

El 2. 16 MEIFIZR 7 MRAAMTEmAREEE (1.0 ug/mL)
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*®1 ZNFRADER

. fREBEYE] EEBTF CE EMBEF 1(m/z) CE . CE

No wEEIR ESy vz CAS , EMET 2(m/2)

(min) (m/z)

1 A7 Benzolc]fluorene 205-12-9 17.995 215.00>213.10 27 215.00>189.10 24 216.00>213.00 45
2 D-AFH[a]E Di-Benz[alanthracene 1718-53-2 21.448 240.00>236.10 30 236.00>232.00 36 240.00>212.10 30
3 AH[a]E Benz[a]anthracene 56-55-3 21.572 228.00>226.00 30 226.00>224.00 33 228.00>224.90 45
4 D& D1-Chrysene 1719-03-5 21.825 240.00>236.00 36 236.00>232.00 36 240.00>212.10 33
5 Rk F e, d]EE Cyclopentalc,d]pyrene 27208-37-3 21.847 226.00>223.90 42 224.00>221.80 33 227.00>225.00 36
6 B Chrysene 218-01-9 21.969 228.00>226.00 33 226.00>224.10 33 229.00>227.10 33
7 5-BERE 5-Methylchrysene 3697-24-3 24213 241.00>239.10 27 242.00>239.00 39 239.00>236.90 33
8 Di-EH[b] XA Di-Benzo[b]fluoranthene 93951-98-5 27.184 264.00>260.10 42 260.00>256.00 39 264.00>232.20 45
9 FH (bR Benzo[b]fluoranthene 205-99-2 27.325 252.00>250.00 33 250.00>247.80 42 253.00>251.00 33
10 AH KRR Benzo[K]fluoranthene 207-08-9 27.463 252.00>250.00 33 250.00>247.90 33 253.00>251.20 36
11 AH[]RE Benzo[jlfluoranthene 205-82-3 27.627 252.00>250.00 33 250.00>247.80 39 253.00>251.10 33
12 Di-EH[a]EE D1-Benzo[a]pyrene 63466-71-7 29.361 264.00>260.00 36 260.00>256.00 33 260.00>258.00 30
13 EH(a]tE Benzo[a]pyrene 50-32-8 29.505 252.00>250.00 33 250.00>248.00 30 253.00>251.10 30
14 Dup-E13[1,2,3-c,d]EE  Di-Indenol(1,2,3-c,d]pyrene 203578-33-0 35.005 288.00>284.10 42 284.00>280.10 42 288.00>285.80 39
15 D —&FH[a,h]|E Dis-Dibenz[a,h]anthracene 13250-98-1 35.118 292.00>288.00 39 288.00>283.90 39 292.00>284.00 45
16 E13F(1,2,3-¢,d]EE Indeno[1,2,3-c,d]pyrene 193-39-5 35.136 276.00>274.00 39 277.00>275.00 39 274.00>272.20 36
17 K FH[a,h|E Dibenz[a,h]anthracene 53-70-3 35.296 278.00>276.00 36 276.00>273.90 33 279.00>277.00 36
18 Di-&EFH[g,h,i]3E D1-Benzo[g,h,i]perylene 93951-66-7 36.583 288.00>283.90 39 288.00>286.10 36 284.00>280.00 39
19 AFH(g,h,iFt Benzolg,h,i]perylene 191-24- 36.725 276.00>273.90 39 274.00>271.90 36 277.00>274.90 39
20 “ A FH[a ||t Dibenzo[a,l]pyrene 191-30-0 42.243 302.00>299.90 33 300.00>297.90 33 303.00>301.00 33
21 “ A FH[ae]tE Dibenzo[a,e]pyrene 192-65-4 43.974 302.00>299.90 39 300.00>298.00 33 303.00>301.00 39
22 “RFF[a,i]EE Dibenzo[a,i]pyrene 189-55-9 45.072 302.00>299.90 39 300.00>297.60 45 303.00>300.90 36
23 “RKFH[a,h]EE Dibenzo[a,h]pyrene 189-64-0 45.724 302.00>300.00 39 303.00>301.10 36 300.00>298.10 36
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2.2 fRiEZ

RRE-ZF AR (L) BRI ZHSIRIVERY TR, RESD5) 1.00 5.0, 10. 20,
50 71 100 ng/mL, W#5RA 100 ng/mlLe EAMIREINE TIF#hLk, Bin W aYinEtL etk
BIUNEIFTR. 1RIE 1.0 ng/mLARFEIE, L3 BEBRETELSNMENEGERLIR, HRUR
ZERRRBRUR 2 FRo

Area Ratio Area Ratio Area Ratio
| #FHZ RESSO | FFH(bETE
-ly = 0.009117225x + 0.001418653 1.75y = 0.01825955x + 0.001891390 |y = 0.02840566x - 0.001633810
-|R? = 09997740 R = 0.9998870 JR?=0.9998074 R = 0.9999037 257 Rz = 0.9998977 R = 0.9999489
0'8t Curve Fit: Default (Linear) 1 505 Curve Fit: Default (Linear) "~ -| Curve Fit: Default (Linear)
-| Weighting: Default (None) %] Weighting: Default (None) “| Weighting: Default (None)
-| Zero: Default (Not Forced) 3 Zero: Default (Not Forced) 7| Zero: Default (Not Forced)
b 125 20+
06 ]
1.00? 15]
04+ 0753 -
E 1.0
] 050 ]
0.2-] 4
p | 0.5+
0254 1
00— 0007 — ; ————— 007 e
0 25 50 75 100 0 25 50 75 100 0 25 50 75 100
Conc.Ratio (ppm) Conc.Ratio (ppm) Conc.Ratio (ppm)
Area Ratio Area Ratio Area Ratio
RS Cra {w)seE =% (a) &
|y = 0.02765127x - 0.002712753 1y = 0.02747499x - 0.004695375 |y = 0.02154540x - 0.002236105
2_5: R? = 0.9999140 R = 0.9999570 2.5-R?=10.9999077 R = 0.9999539 2.0-|R? = 0.9999248 R = 0.9999624
7| curve Fit: Default (Linear) ] Curve Fit: Default (Linear) | curve Fit: Default (Linear)
| Weighting: Default (None) + Weighting: Default (None) | Weighting: Default (None)
204 Zero: Default (Not Forced) 2,0 Zero: Default (Not Forced) -| Zero: Default (Not Forced)
.0 0 15
15 159 1
b | 1.0
1.0 107
] ] 0.5
05- 0.5 i
00— 00— 00—
0 25 50 75 100 0 25 50 75 100 0 25 50 75 100
Conc.Ratio (ppm) Conc.Ratio (ppm) Conc.Ratio (ppm)
SIRLNA L A — A >
Bl 3. B0 atn L
Q215.00>213.10 (+) 3.66e3 Q 228.00>226.00 (+) 5.69e3 Q 252.00>250.00 (+) 4.40e3
RT=17.996 RT=21.572 RT=27.326 RT=27.465
100.00- 100.00, 100.00 ( ’
% | % | % |
000+ T T 0.00 -+ 0001 rrrrr T T
176 17.8 180 182 184 212 214 216 218 220 270 272 274 276
RT (min) RT (min) RT (min)

KFF[c)7 FFH(al& FH[b]xA

Q 252.00>250.00 (+) 4.40e3 Q 252.00>250.00 (+) 4.31e3 Q 302.00>299.90 (+) 3.02e3

RT=42.240
- RT=27.467 -
100.00 RIS ZTSZERN /RT 27628 100.00 RT=27.626 100.00
% | % | %
L0 OB o e e B 0 ML B e e s e [0 o o e o e L e s e o 000 T T T T T
270 272 274 276 27.8 27.2 274 276 278 28.0 418 420 422 424 426
RT (min) RT (min) RT (min)
0 e e - - e e pa— kY —+
EHKRE EH[IKR ZEH[a ltE

E 4. BoweYRESRE (1.0ng/mL)
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& 2. 16 MEBIRFIRIERLEE. (SR ERMEE NS

No. EMRR HEXRHR KHBR (ng/mL) IETEFR RSD%
1 EH(clZh 0.9998 0.01 1.7
2 KH[a]& 0.9999 0.01 2.3
3 WL H[c d]EE 0.9999 0.02 1.8
4 =] 0.9999 0.03 1.2
5 5-REE 0.9999 0.06 36
6 EH(blxE 0.9999 0.02 1.7
7 EH[KRE 0.9999 0.01 2.8
8 FH[JKE 0.9999 0.01 2.1
9 KFH[altE 0.9999 0.02 1.9
10 EF(1,2,3-cd]EE 0.9999 0.02 2.5
11 Z&H[a,h]E 0.9999 0.05 1.8
12 FF[g,h,ilIt 0.9999 0.09 3.0
13 ZXH[a,l]EE 0.9999 0.02 2.3
14 ZEH (€]t 0.9999 0.01 1.4
15 ZRH[a,i] 0.9998 0.03 22
16 ZXH[a,h]tE 0.9999 0.04 2.4

2.3 EEHNE
BUKRE N 5.0 ng/mLIBEVERR, ELHF 6K, TREBEN, SRWLER 2 i, EER
HUFEAT R ZE (RSD%) /T 3.6%, BEEMRI-

2.4 [E14 ;s
AR 13 AR %, MAZEF@ETR. P 8= NREKTIF, ERLRR, 8MKE
FITHRIE=1F 5. K. . B=MIRREDS9 0.02. 0.4 # 2.0 ug/kgo EIRERLERILE 3,
K 3. DREAFIAREIREREEMITELER (n=3)

0.02 ug/kg 0.4 pg/kg 2.0 pg/kg

No. &R FHEIRE  RSD B S[El & RSD FYEIRE RSD
(%) (%) (%) (%) (%) (%)

1 EH(clZh 89.2 42 85.4 3.2 92.9 2.6

2 FH[a]E 83.3 3.8 89.3 2.4 86.2 3.1

3 L F(c, dIEE 88.9 2.9 92.7 2.5 90.6 2.6

4 & 96.4 2.1 89.4 2.1 89.5 32

5 5-BREE 85.6 4.7 99.1 2.7 87.3 15

6 FKFH bR 91.1 31 87.5 19 91.7 2.4

7 FHKFE 83.9 4.4 91.3 2.2 96.1 2.9

8 EH[jIRR 90.7 3.2 85.6 35 89.3 3.2

9 FFH(altE 89.9 3.2 91.2 2.9 90.6 2.8

10 EIF[1,2,3-cd]EE 92.0 2.6 95.1 3.1 89.8 15
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11
12
13
14
15
16

|
%
Z 5
::uv'i[m

1
H
H
o o

o
et
>
=

86.1
94.2
85.5
87.4
83.8
94.6

31
2.0
1.8
35
2.7
24

89.9
92.6
87.4
93.3
96.8
90.9

29
2.6
3.8
3.6
3.7
2.3

88.6
934
93.7
87.1
94.6
90.5

2.2

3.0
2.1
3.7
2.3
2.6

2.5 Hamillid

IR 1.3 Pirmei IR A, WRASAFmETIN,

EEW TP,

ASAEFR 5 = EVORAT SR AN GCMS-TQ8050 NX 1L T AIEHW A 16 FhZ IR H
Fk. RILERRM: 1£ 1.0~100 ng/mL KREEEA, 16 MEMFIRADEMRIF, LIMHEXRE
¥7E 0.999 Ll E, JUEWQHRAE 0.01-0.09 ng/mL Zi&l, BUREA 5.0 ng/mL FERES AR,
BELIERE 6 %, IBEBPAENITERES/NT 3.6%, EEMRI. EFBEHEMPHTT 0.02. 0.4 2.0

11610000

FamRARNEAX G, Fat

1.04

0.9

0.8

0.7

0.6

0. 54

0.4

0.3

0.2

0.1

0.0

-0.14

5. NERFmEBIEE

ng/kg = P AERENMNAFRL, BIETE 83.3%-96.8% 8l ZF AR, HEW, BE
Rz, EBATANEART 16 MEZIAFTIERILN.
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GCMSEMENERNPLOMB B KRAGZREE

{8 B: 20CKA QUECHERS RIAMEFE, FIAZRSMAEEFEEAN GCMS-QP2020 NX, ##if
T NEAF 10 FENBRAZEE0NES £, £ 10~200 pg/L SEEARIAMVERL, SAHLE
MXRARRI, HXAEHIAT 0999, BUREN 20 ug/L BUEEIVEAR, ELL 6 RitEE, 105G
WMEELE D IEEFR RSD 33/ F 2.3%, BB E RIT. 10 MBENEBER LA 575891 HE /Y 0.041~0.456
ug/Le I AISAEMRIIAIT 10 pg/kg BIMARSELS, FIINIARLEIUER 70.1~106.9 %, LEREKH, %
FEEBREE, ERASR, EBREROITAEATENBRANZE R,

KR EEELEEAE NG BBKE

NERBHE ]2 NEVIERMIEFRARM, EYERNEEURE. KEUREMEENRR,
REYEBTR, BFRAEMAARER, REEHENKGT, A TARETEESFRETES
*. BRIEEBETD LBEZNANERNERERELBEMMENSER, BEHEENRmEE. MR
FIRBAUES, EYERNRRERERITERERNZ .

ENBRAZERNSBTENENKEYRY, TBATHN. KIFPNRELE, B
RAGHNAMBERIETFZENTSAR, MENPTHINOETR. MEAS. WFREX%E =R
TEFUR. B, FEEXENNSATENBKRAZEEHTRN, LURIEFENT 2.

ZA3CKFE QUEChERS BIMETARREUA W AEA @ 10 MAEHIBEERY, FASRSEE
IEFUBECAY GCMS-QP2020 NX, EEEEBEF MBS (SIM), BT AEAT 10 HEHEK
HREBERINERE, RHAREERGE, BEROTASARRT 10 MENBRANKE

=
o

1. 2988R%

1.1 43§

SHEEBIEPUEEA( . GCMS-QP2020 NX

1.2 ShFF

BIEME: SH-Rxi-5SilMS, 30m X0.25mm X 0.25um

SRR 50°C(2 min)_30 °C/min_180°C(5 min) _20 °C/min_230°C_30 °C/min_300°C(5 min)

FFCRE: 280°C BFAI: El

HRIEHIR: 1ERRE BFREE: 230°C

HERN: T BIEFIEZIRE: 300°C
ZRE . 39.7 cm/sec KMZSEBE : BIEEE0.3 kV
S 1ul XKERN: SIM, BFERIEK1]
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2. HFmAnibiE

B 5 g, MA10mL7K, JIN 15 mL ZR5-FEBAR, RIEES

|

AN QUEChERS ZEN#E G, BIZURZ, Bl

|

W EFRERLET, RER7, Bl

|

IREX 2 mL EBRARERT, A 1mL ZBRZEER

|

GCMS 234

1. Fme IR

3. EE5i1ie
3.1 RESRIEE

10 MENBRANEREIEENE 2 ik, SUEMERLE L, BovEYRERIE

ELE 3.

1 50(X100.000)
1.25%
1.00]
] 345678
0.75
1 2 |/ 9 10
0.50 ‘ ‘
0.25
4 ‘ |
po0 L e A ‘J‘w““ L \
75 10.0 12,5 15.0 17.5
2. 10 MENETERBIEE (100 pg/L)
& 110 HBENBEER
s _ IR B8] EEBET EMETF
No. wamEr EEE CAS & .
(min) (m/z) (m/z)
1 HER Dichlorvos 62-73-7 6.346 109 185,145,220
2 bk Diazinon 333-41-5 11.784 179 137,199,304
3 g Fenchlorphos 299-84-3 13.426 285 125,109,270
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4 SRAEHT R Fenitrithion 122-14-5 13.692 277 260,247,214
5 Dhuffiks Malathion 121-75-5 13.853 173 127,158,285
6 Foe Chlorpyrifos 2921-88-2 13.996 197 314,258,286
7 et Fenthion 55-38-9 14.061 278 169,263,245
8 paL itz Parathion 56-38-2 14.121 291 109,261,235
9 Z bt Ethion 563-12-2 15.804 231 153,125,384
10 1B SR Coumaphos 56-72-4 17.686 362 226,210,334
Q 179.00 (+) 1.47e3 Q 285.00 (+) 2.86e3 Q277.00 (+) 1.04e3
14e3 ] ] 1.0e3
] 25e3 4
1.2e3 4 1 8.0e2
1003 ] 2.0e3 4
ves - 1
15€3 6.0e2
8.0e2 - ]
6002 _E 10e3 ] 4.0e2
4062 5.0e2 4 20e2
2'0625""I""I""I""IO.Oeo-'I""I""I""I"'O.Oeo'l E N T B B
11.50 11.75 12.00 13.00 13.25 13.50 13.75 13.25 13.50 13.75 14.00
i B2 4k ZRISHR R
Q197.00 (+) 1.03e3 Q278.00 (+) 349e3 Q231.00 (+) 3.35e3
1.0e3 - 1 ]
3.0e3 3.0e3-;
80e2 ] ] 2.5e3-§
6.0e2 ] 20e3 2063
40e2- 1.5e3 4
] 1.0e3 1 103 3
2.0e2 E ]
] 1 5.0e2
"'I""I""I""Oloeo-"'I""I""I""I' :"'I""I""I""I
13.75 14.00 14.25 13.75 14.00 14.25 15.50 15.75 16.00

HIE (i 2tk
3. MBENBADREEERE (10 ug/L)
3.2 iR E RIS TR
DAMEA S BN T BFmMS g, K13 EHTIFmAINE, RAERIRIUVREET
AR, BARADKREDAIZ100 200 500 10080200 pg/L, LURENIELLT, IEEFRAM)
PAMEITER L, B W EYITEZNEARTR. RIEL0 ug/UinEmiidE, LI3HEERET
TTRI0ENE KRR NER LR, WHRI&R2,

Area Area

=4 | BeoEs
8.0ed ] =4567133x-961.4146 1.5e5 -]y = 823.5048x - 2290.566
V€% 1Rr2- 09987636 R=0.9993816 4 R2=0.9981610 R =0.9990801

-| Curve Fit: Default (Linear)
1.0e5 | Weighting: Default (None)
. _| Zero: Default (Not Forced)

7] Curve Fit: Default (Linear)
6.0e4 -| Weighting: Default (None)
- Zero: Default (Not Forced)

4.0e4 i
] 5.0e4 -

2.0e4 ] :

0.0e0 +<——— T T T T 0.0e0 +<=——— T T T T
0 50 100 150 200 0 50 100 150 200

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

| F s
Jy=289.9472x-722.1857
J{R2=0.9987306 R=0.9993651

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

40e4

2.0e4 ]

1 1
150 200
Conc. (pg/L)

0 50 100

Area

1 fEmss
1y =877.1527x-100.0017
1.5e5 -|R2=0.9995708 R=0.9997854

7 Curve Fit: Default (Linear)
| Weighting: Default (None)
1.0e5 -| Zero: Default (Not Forced)

5.0e4 -

0Qe0 42— —( + — —F
100 150 200
Conc. (ug/L)

Area
4.0e4 -

3.0e4
20e4 -

1.0e4 -

0.0e0 FK——

e

7ly=202.2610x+187.9619
-|R2=0.9992375 R=0.9996187

Curve Fit: Default (Linear)

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

Area

1.0e5 -

50e4 -

|z
|y =732.0375x - 2487.648
| R2=0.9980892 R =0.9990441

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

50 100 150 200
Conc. (ug/L)

Curve Fit: Default (Linear)

T o
150 200
Conc. (ug/L)

50 100

El4. B BNBADTRERL
7 2. 10 MBI RIIT /AR R R BN ER 0 H IR

No. L EMEFR BXREREH (R) HHPR (ug/L)
1 HEE 0.9995 0.456
2 ThERA 0.9993 0.104
3 F7 4 Hk 0.9990 0.056
4 ISR 0.9993 0.067
5 IS VA8 0.9994 0.076
6 =g 0.9996 0.108
7 SR 0.9997 0.041
8 PRI 0.9991 0.082
9 Z ik 0.9990 0.047
10 RSB 0.9997 0.311

3.3 EEMTR
BURE 20 ug/LIREINEARIE

gieiHrE, ERNUEHNEENS, WESERIES.

7= 3. BEEMXRBER (n=6)

I AR
No. L&A RSD(%)
1 2 4 5 6
1 BER 21101 20887 20965 21135 21530 21258 11
2 -3 8614 8687 8461 8727 8960 8573 2.0
3 Rz Bk 15085 15184 14995 15309 15719 15234 17
4 RIS 5742 5673 5702 5574 5922 5648 2.1
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5
6
E
8
9

10

SiuhnbE
S
(s
XS
Vi
MR

K

K

9095
4454
18421
4483
14124
5055

8906
4466
18317
4348
13989
5208

8689 8740
4254 4281
18027 17486
4293 4305
14142 14037
4924 4963

8825
4247
18592
4483
14177
5206

9204
4333
18484
4473
14532
5174

2.3
2.3
2.2
2.1

14
2.5

3.4 mtrENLE
FATERS.0 gl B A SRR S3M, A0 BENEIRESR, MFERN10 pg/kg, %R

ERFRESBAIE EA, FRIITUELSRRIITREIMERER KR4,

&4, FRINAREIRER

MELR (ug/ke) FEUER
No Ca=xv/E=Rul
1 2 3 (%)
1 HER 11.9 12.0 8.13 106.9
2 s 7.79 8.46 9.51 85.8
3 FZ 9T 7.05 6.74 7.25 70.1
4 TIRRES 7.72 8.28 9.48 84.9
5 Sk 8.14 9.75 133 104.1
6 H5 7.94 8.98 9.63 88.5
7 Bk 6.38 6.99 8.06 714
8 POz 8.40 8.71 9.76 89.6
9 Vi 8.19 8.48 9.41 86.9
10 IR 6.62 6.90 8.54 735

3.5 #millE

BEBHWENANEA TR, KR ERFIAIES BAIE,

an AR 10Fh BB Z X &

BEESEEE, WEs, 1

7.5+
5.0

2.5+

(x100,000)

Bl5. NERFRBIEE
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4. %ig

ZA3CRA QUECHhERS BIRMETT A, 1RENF, FIAESE GCMS-QP2020 NX SAHE /R
BN, BT NEART 10 MENEBITRIXRVNE T %K. £ 10~200 ug/L SEEM, 10 f
BNBAN LM R, HXREIIKRT 0.999, BUREN 20 pg/L AIFMERRIES: 6 i
B, BAEDEEIRRSD H/NF 23 %, NBEEEURHT. =B ASAFMEIT 10 ug/kg
BINNARSRES, FIINIAREIMER 7 70.1~106.9 %, ZFAAIRIEE R G, EHPSE, BEBEAT
NERFmABYBERA LB ERTNE,
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GCMSENENERFLIMIFERIZREE

W B ASUERASE GCMS-QP2020 NX SEREXAN, 811 7 AERAH 11 MEREFITRE
SN E. HFmFELAETIRI. R4, SPE Fa LS. SSINERKAE: &
0.05-10 pg/mL RESEEM, 11 MEREFED LR, SMEXRHYE 0.997 LLE,

K HFRE 0.18-1.14 ng/mL Z[8le BURE N 0.05 ug/mL tmEAR, ELS0HF 6 8, EER
MEXMRERE/NT 6%, EEMRIf. = AfFam®#1T 0.01 F 0.1 mg/kg M NARELREM
PRSR50, [BETE 77.3%-119.0%2 8l ZAzREERS, EEMY, ERTFTAGAH 11

FREAR B ERTNE,
REBiE: SMEEESUEERAN BREF ANER

NIERZD A, —MUEIYARE AR, EEFMTRERIEEMA; 5—MEMEY)
hRINERD. £NITRMEAKRENFIVEYELRN, BEHIE. BEEE. aMEFR
KB, BRIERNMAGERTmEBNE—MRE, (EA—MHEen, NERNBERRE
MEZetnE—ER R Z2XRE, 2020 F 12 B, FEBBERAZFZRBE P X TEDE
AHImAIBE &R A& (T/CIFST 001-2020 FEMERFIR), WEMERFIGAIRHER. B3R
YIRE. BmANFIEME T BRIBIE.

B FER. FARBRSN—KENNBMRERER, BERELES. NATE
B MBERSFNR, TZRATARE. BK L BESERREY L. NSANER
HHEZ, HRHEEIRETERRFESMRET SRYABNGEN, RitZrMfEe
NERPREFZEENWNS EZREHE,

AXE%E GB 23200.24-2016 (RMZ2ERITE REMKREF 11 MEREFIXEEH
ME SAEEE-FRIEE), FA%E GCMS-QP2020 NX SEEBXA, i 7 SR 11
BREFBRNTT R, R EARBES, REMY, AIHBEXENARSE,

| A 1

1.1 {38

ESBECAMN GCMS-QP2020 NX

1.2 SREH

BIEFE: SH-Rxi-5 SilMS, 30 mX0.25 mmX0.25 um
MEEFERE . 100°C(1 min)_15°C/min_ 260°C (15 min)
HREFCDRE: 260°C

B RE: 1.0 mL/min

59



AT RO

HES: 1ul

BrisIt: El

EORE: 280°C

BFREE: 200°C

MEREBE: JAIEBE+0.1kV
REHI: SIM, WEMERIERL
1.3 HmAitiE

IR 5 g HE&T 50 mL BOE
QA5 g FEA. 20 mL ZF

PR, 14000 r/min Bt 5 min
P mEmHEE 100 mLRgR

20 mL ZFEERRM, SRR
SCKAETE T ATRTEMA 2mL Sk

hMFEERAE LA 1 g T/KERERR
ﬁﬂmiﬁﬂ:!ﬁ‘ﬁ 6 mL AER - IEC R RTHE, MitRAEE

HEBURIIAZERAE, RS 5 mL RER- ECHA Rt
' LE S

ASCTRESIRT
Y BECHEEEZ05mL
AR
L BEHETRIEE

2. ZR5iHe
2.1 trEmAREIEE
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71000 000)
iy

T T P P A P VA “leo es

B 2. 11 MBREFILEAREIEE (10 ug/mL)
x 1. 11 MBREFADER
No. WEWEW  EXEW ChsNo,  REAIE o EREF T EHEF
(min) (m/2) (m/z)

1 2B Acetochlor 34256-82-1 9.79 223 146, 162, 269
2 e Alachlor 15972-60-8 9.91 160 188, 237, 269
3 TREF Esprocarb 85785-20-2 10.35 222 162, 151, 265
4 REFER Metolachlor 51218-45-2 10.43 162 238, 240, 146
5 “HIXR Pendimethalin 40487-42-1 10.90 252 162, 253, 281
6 TER Butachlor 23184-66-9 11.40 176 311, 237, 160
7 Ealiicy Flutolanil 66332-96-5 11.59 173 145, 281, 323
8 RERE Pretilachlor 51218-49-6 11.68 262 162, 176, 238
9 KR Mepronil 55814-41-0 12.58 119 91, 269, 120
10 WEEBER Diflufenican 83164-33-4 13.25 266 394, 267, 245
11 RERHER Mefenacet 73250-68-7 15.18 192 136, 148, 298

2.2 IREH%

FERILECENAT, EEIREDS/ 0.05. 0.1, 0.5 1. 5. 10 pyg/mLBSEEIRNET
BB R IS EYNRERENBELIR. BEIRANLIRAFIIMIETERLE, SUEY
WREZINE 3 PR, 1R18 0.05 pug/mLmERKREIRE, L3 EBERIE (S/N) HEBEEEBER
BB HIR, 1 H R EIEAE X REUR 2 PR,

Area Area Area
JzE=m® 2.5e6 [pEsfy 9.0e5 J kL
8.0 55 y = 83781.38x + 134.1785 y = 238544.2x + 9507.415 y = 86419.63x + 3999.040
€27 R2 = 09982894 R = 0.9991443 2.3e6]R2 = 09988914 R = 0.9994455 8.0e5]R2 = 09987822 R = 0.9993909

7.0e5-| Curve Fit: Default (Linear)
| Weighting: Default (None)

6,065 21 Default (Not Forced)

2.0e6] Curve Fit: Default (Linear)
Weighting: Default (None)
1.8¢6] Zero: Default (Not Forced)

Curve Fit: Default (Linear)
7.0e5 weighting: Default (None)
Zero: Default (Not Forced)

50e5] 1.5¢6

] 1.3¢6
4.0e5-]

] 1.0e6
3.0e5]

] 7.5e5
203 5.0e5

1.0e5 2,55

E e L e e 0.0e0@———— T T
0 2 4 6 8 10 0 2 4 6 8 10
Conc. (ug/ml) Conc. (ug/ml)

3. WOWEWIIRERL
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4.06e3 Q 222.00 (+)

1.24e4 Q 262.00 (+)

f 1.0e4-
5.0e3 ]
[ R — T / 0.0e0 ] D T T
9.8 102 10.4
LERR

6.0e3
4.0e3

2.0e3

0.0e0]

B 4. o EYREEIEE (0.05 ug/mL)

R 2. 11 MIREFIIERSARR R, (BRER (ng/mL) MEEMRSE

hEaMER  EXRER 1Y 8340 HHPR £ RSD%
ZER 0.9991 0.53 4.8
FER 0.9991 0.39 5.0
IXEFF 0.9994 0.21 5.2
FARFER 0.998 0.39 5.4
“HRR 0.998 0.40 5.4
TER 0.998 0.36 55
Vi 0.998 0.18 5.4
AER 0.9993 0.75 5.9
KEFRZ 0.997 0.19 5.8
0t B E AL 0.998 0.53 5.7
RIEfF AR 0.997 1.14 49

2.3 EEMN

BURREH 0.05 pg/mLBEIRAERR, EEHE 6 R, ZRIEEMEEE, ERUO LR
2 Fiiimo IEEFRAVAMEIIATERZE (RSD%)/NTF 6%, BEEM RIF.
2.4 [EI4g=E;NL

AR 1.3 Fridtr a5 7%, FIATEAMFMEETT 0.01 M 0.1 mg/kg M REKFHY
Faintr, EREWER, S§NREFTHRIE=DFm. ERRERIE 3,

% 3. FEIREATAERE T B R

MARRE 0.01 mg/kg MARRE 0.1 mg/kg
[BlZ
1# 2# 3# 1# 2# 3#
(%)

0.009 0.010 0.009 0.095 0.105 0.118 106.0
0.008 0.010 0.009 0.093 0.104 0.118 105.0
0.009 0.010 0.009 0.091 0.104 0.116 103.7
0.008 0.010 0.009 0.094 0.107 0.120 107.0




5 ZHER 0.012 0.012  0.013 119.0 0.100 0.113 0.124 1123
6 TER 0.010 0.012  0.011 106.7 0.096 0.111 0.123 110.0
7 =it 0.007 0.008  0.008 773 0.074 0.075 0.094 81.0
8 AER 0.009 0.011  0.010 98.3 0.092 0.105 0.112 103.0
9 KRR 0.011 0.013  0.012 118.0 0.102 0.117 0.123 114.0
10 Wm@EBiER 0.010 0.012  0.011 106.3 0.096 0.112 0.117 108.3
11 RERER 0.008 0.011  0.009 92.3 0.079 0.074 0.090 81.0

2.5 #Famillid
AR 1.3 Prd mei B T5%, WRASHRFGETION, RCNERXEEY). KFR
o BIEEIN AT,

(x100, 000)

5. NERFmEBIEE

3. &ig

AXCHR &2 GCMS-QP2020 NX SEERARN, ZBILT ANEART 11 MEREFIAEER
KM%, SRIRLERZRA: 12 0.05-10 ug/mLKRESBEA, 11 MREFIADEME R, &
MARXRIIYE 0997 LLE, BUESWRERAE 0.18-1.14 ng/mL Zi&l, BUREN 0.05 p
g/mMLAERGBR, ELERF 6 X, BERENITERENT 6% £ AFHEPHTT 0.01
0 0.1 mg/kg M DAEIREMARSELR, [EIWERAE 77.3%-119.0%2 (8, ZHEER, WRIE,
HEH, BATAEATF 11 MEREFIEEERINE,
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ICPMS-2030&5iMENERFRHNEERETE

i EB: 2% GB5009.268-2016 (B@mZ2LEZITE BmPL=0NE), MMNIEERM
HEMEX NEPHITHEE R, FRBRBEERTARIEMN (ICP-MS) MET NEAF
i, K. . BF 6 MESBTENSE, DMERRKRA, HEQHRK, EMBELT, N
FREIUEE 92.8%~112%, EEAEARTEREEELEITRNEBRN,

KR FUROHAR ICP-MS NER EREEH

EER, MELKRALERE. BRSFFEENH. RmelFSREER, A&
A7 SRR, ERE, £XRREREHHEUSFSWNNE SIEKKEK, HRA
ERRZIL. NERBHE R UDNEMMER. HRRNETREE MR, NEREFA L
REFERNTESNERREMFERTR, WA LUK E D, e T REH AR FE K.
BT R ANSRERNABENED . BFDH. EFRD DT, BFHD D, BEM
klo ERESHODITEIAD NN, E2ETHE (WAs. Hg. Cd. PbF) 1
Mo

BENBREZEEETHRHNGET, GB2762-2017 (BEmZeEZINE BRFISRYIR
£) PHRIET RRTESENREEN, MHEXNNAEY, GB5009.268-2016 (RmT2EXR
T BRmPEZTRAVIE) BHRET BRRTEZBIONGE. FAANERBEEE
FARBIE Eo

BREGSEFERIEE (ICP-MS) BAXREES. RHERMR. ZIEEE FHR, &
XZEARAEGB 5009.268-2016, X AIGEHF mTHURCERERINIE, B/ 52ICPMS-2030
ZYINET NEASH, K. 8. BFETETHENEE.

1. SEIOERS

1.1 {2
572ICPMS-2030 R 7| BRHEE F B FARIE N

1.2 BB IAFEM

ICP-MSTYEE M & &R L
= 1ICP-MS D&t

2 ¥ BT 2 ¥ BT
[SEIEES 1.20 kw EEFHEIIMR 9.0 L/min
B SUMIER 1.10 L/min HEMR 0.70 L/min
JEN=Fit] MinilE& £k 28 EOE s
E=E e Eh=ERE 5°C
KIEFERE 5.0mm AR 27.12 MHz
[RIEERNES He b 18 SUmER 6 mL/min
HMEBE 21V e EaR R 70V
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2. ok
HEHEFRER0.2 g MR TFARYARET, N6 mLHNOSKI2 mLH,0,, B FHURHmRF
SR, FERIRFIR SEMEE, 2, BBES0mLEOER, MA1000 mg/LEE’k100
ul, EARZES0mL, BOEM, ERHE AR,
R 2 RURERERER

TR EHRIRE(°C) mBFIE] (min) 8@ BB (min)
1 120 5 5
2 150 5 10
3 190 5 30

3. &R5ie
3.1 fRgEEIIS LR

2% HNOE SR AREER0. 020, 0.50. 1.0. 2.0, 5.0. 10. 20, 50. 100
ug/LEVtNERSY, RIEFEmP TR EPRE AR ER L EEE, HetnERSI90.
020, 0.50. 1.0. 2.0 pg/L (B2 mg/L2AR) o IEmENELE4, EENESHA
BITENEREE (DL MAERHEMDL) , IDLFMIMDLEERIRS,

[ Ag 109 (DBG) [ cd 111 (DBG)
50- 3.0F
r 2.5
40/ :
: 2.0F
= 30r it s
= [ = 1.5F
20F :
b 1.0F
10; 0.5F
o 0.0F
C E i L L L L L L L " . 1
0.0 2.5 5.0 0 1 2
B (uglL) #E (uglL)
W = 0.1095736 * | + 1.2330e-004 e =0.7468183 * 1 - 0.0037017
r= 099999 BEC= —(ug/ll) 30=0.0038816 (ug/L) r= 099999 BEC= 0.0037017 (ug/L)3c = 0.0021394 (ug/L)
1 Ag TTEHT L 2 Cd FTER L
2500:_ Cr 52 (DBG) [ Pb206 (08G)
; 200}
2000f .
: 150F
) 1500f [
= b = r
= i = 100F
1000} i
500f 50¢
o o
L1 i i " L L n n n n 1 n i i i L n ! L n n n 1
0 25 50 0 25 50
#FE (uglL) W (ug/L)
P = 0.0233929 * 1- 0.1100097 I = 0.2601963 * | - 0.1385749
r= 099999 BEC= 0.1100097 (ug/L) 3¢ = 0.0090020 (ug/L) r= 0.99999 BEC= 0.1385749 (ug/L) 30 = 0.0187697 (ug/L)
3Cr oEIn L 4 Pb JTEIRERZE
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& 3 (NES PR 757 HIR

GB5009.268-2016

AV =% HERE IDL(ug/L) MDL(ug/kg) FREER (1g/k)
Ag 109 0.99999 0.003 0.75 -
As 75 0.99986 0.013 3.25 5
Ba 138 0.99941 0.040 10 50
Be 9 0.99997 0.002 0.5 -
Cd 111 0.99999 0.002 0.5 5
Co 59 0.99988 0.002 0.5 3
Cr 52 0.99999 0.009 2.25 200
Cu 65 0.99973 0.58 145 200
Hg 202 0.99941 0.004 1 3
Mn 55 0.99995 0.031 1.75 300
Ni 62 0.99923 0.25 62.5 500
Pb 206 0.99999 0.018 4.5 50
Sr 88 0.99995 0.008 2 500
Tl 205 0.99999 0.0004 0.1 0.3

238 0.99999 0.0001 0.025 -
V 51 0.99966 0.004 1 5

3.2 #FamillitER

FaRREAERFLEE, ERRNINE, BEAPRIE, MELSRIKAL, HFailin
Bl E992.8%~112%:

®4 NERTEZBTRNELER

_ _ NEE RSD% mine EIES
TR HREH AT 2R (ug/kg)
(ug/L) (n=3) (ng/L) (%)
Ag 109 103Rh 0.003 5.73 7.50 0.5 92.8
As 75 ”Ge N.D. -- -- 0.5 98.5
Ba 138 103Rh 1.62 3.12 4.05X103 2.0 105
Be 9 #Sc N.D. -- - 0.5 110
Cd 111 103Rh 0.01 1.01 25.0 0.5 112
Co 59 Ge 0.08 2.09 200 0.5 98.6
Cr 52 Sc 0.03 3.91 75.0 0.5 107
Cu 65 Ge 4.57 1.62 1.14 X104 2.0 101
Hg 202 187Re N.D. -- -- 0.2 98.5
Mn 55 4Sc 10.9 161 2.72X10% 20 96.0
Ni 62 #Sc 2.25 1.89 5.62X103 2.0 105
Pb 206 185Re N.D. -- -- 0.5 104
Sr 88 Ge 2.73 0.40 6.82X103 2.0 104
Tl 205 185Re N.D. -- -- 0.5 103
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U 238 185Re N.D. - - 0.5 112
V 51 2Ge N.D. - - 0.5 108

#E: 1RARGB5009.268-2016, ITHELERREIMUAE W F.

4. 4&ig

£EGB5009.268-2016 (BmZ2EZHNE BmPZnRNE) , B Z=2ICPMS-
2030RVBRMBESFBFHRENE T AERAPIMETE TR S8, KIERKH,
BIEREIRE, EREY, SNSRI LUARNE, MNARLEIERERT2.8%~112%E
ER, EaANERAPH. kK. B, BFEZREITHERNFEIRN,
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4, EESE
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RAEEGE-REXRIEENEANERNPREZSRA

B AXREITHERSE=8NRITERKARANEAERNTHEEBEERASENS
Fo HRHBER ATMMENEIBRFERGT, RAMBFEAHTREE, BE LR
MMRMPIRTCHITNE, ERFKA: EAIMPEEE, #EBESE AT 1ng/mL~50ng/mL
RECEANEERSHREREAMXARY, PISR/ELLMEEXARHIHTE 0.999 KL
F, BREREWETE 96.1%~102.7%2 8], BREEENLEWELRLERRIT.

Xpgin: —EUIRATRIE AER HEESEHEA

NERRIL/VFEMEERRELN—FALXENE TR, TRSEATEFANEY S
W, BRI LEEZLMEYIERAE, ERHABETAZER, E=A%E. BRESFRKRE
EMIIREL, BIF LR LERARFIENEQ D FEMEMRALEBILTHREN, BEdsZ
EXES. NIAEBRoE, BEORMKRNKEEAER, #HEBES3H (Ochratoxins) E—F
BFSERNENT M, HPSEER. SALXBRRIXAREY). WRBIFD SRESIENE
FEHIESZE A (Ochratoxin A, OTA) o BRAKRBRZIMMSHRFILURESIIB ST, B
EABEIER. EYMEASRNRERE S LEIRM £ 01, BERe2ENIFE
HE, IRZEFEESE ARSR, KARGBERENRETRX, EIt, ZITRE,
. BREERNAERNTRMBER A NI HERNERK.

Bel, RIMESRANNTEZEEZEXRANEEREEEA. BREERMOEULBHEE
EEF. BURIAEIE-BEKFIE(LC-MS/MS)ZHTABRNTHES. SREFIETFS
=, BRARBRERERTREVFICNR TR E. 2 XERBRBSIRIEBIENA
= EIRAFRIE XA RS, 288 (GB5009.96-2016 EMmFHIEBFIRANNE) RS E,
BT — i RERNE NSRRI ESHANT £

1. 2I8ERS

1.1 {¥&8

52 LCMS-8045 —EMRITRLEEKA RS, BAEREN:

RpizEdlas: CBM-20A A7 S Ml © DGU-20Ask
W & R LC-30ADX2 BnhdEfEss:  SIL-30AC
F &R # :  CTO-20AC ¥ M 28 @ LCMS-8045

B T{Euh:  LabSolutions Ver. 5.99
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1.2 DEH

Vi UEE S s
B 3 & Shim-pack GIST C18 (100 mm x2.1 mmI.D.,2 um, Shimadzu SGLC
P/N:227-30001-04)
m oo A8 0 AME-5mmol/L FRERTZ 0.1 %FRERAER  BAE-ZME
O® : 0.5mbL/min
AR 3 UL
£ R 1 35°C
FRAIN O BEMR, BABIGIREN 50%, BERER IR Lo

=1 BERhER

Time Module Command Value
1.50 Pumps Pump B Conc. 50
4.00 Pumps Pump B Conc. 90
5.00 Pumps Pump B Conc. 90
5.10 Pumps Pump B Conc. 50
8.00 Controller Stop
FRig &4
BFHU&ER ESL, ABFEREN ¥ O R B :300C
B O B £ : -35kv m o ®Hm K o ==F 10L/min
EHSRME AS 3.0L/min FrEAME A 10L/min
MPRRE  © 400°C it # S | 270kPa
fafERE  200°C B KR X ZREENMRM)
MRM &% L.V H ¥ B 8 :60ms
7= 2. MRM &%
e EYEm CASNo.  WWEFM 0 e e
V) V)
Ochratoxins A 402.00>358.00* 20 21 36
FEHMBER A 303-47-9
(OTA) 402.00-167.00 20 37 26

A CRREEBRFN
1.3 #ma iR &
ZREmETEEZRTE (GB5009.96-2016 B MBS RANNE) H=2F1RE
= i R BN R T o
1.4 BRB L aH &
BEEXAIF, & 1.3 FmeEN ARG, RETEFRENER. BE—TEE
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iR B SR ANERESER, AT B RIERRERE, D3IEMEST 1ng/mL.5ng/mL.
10 ng/mL. 20 ng/mL. 50 ng/mL NERMETIEAR, HREEE-BEFIEMIE. U
EEFIBEFREEIZEEmMNRANLIE, ERLEMETEARRENELAT, SHIRERH
%,

2. ER5WiE

2.1 fREHFMEIMRMEEE

Q 402.00>358.00 (-) 3.44e3
RT=3.287

100007121 4651 (34.02 - 56.70); 102.54%

% |

00-——FF77—7 T VT T T T T T
1.5 2.0 25 3.0 35 40 45 5.0
RT (min)

1. FHEESEE A (5ng/mL)BI MRM Eig

2.2 SMER SR

BARRENRIES R A BRLENETIER, BB 1.2 PR HEEHTIE, £
RIMTEEE. LURENEAEAR, EERNPELR, SHIRERZIE 2 . FriSRUER
HAMRARRY, SLMREREXRHINE 3.

Area

1.6e5 | FEHIBEBERA
|y=3206.270x+44.73900

| R2=0.9997605 R=0.9998802

1.4e5 4

Curve Fit: Default (Linear)
7| Weighting: Default (1/C)
1.2e5 | Zero: Default (Not Forced)

1.0e5 3
8.0e4 ]
6.0e4

4.0e4 ]

20e4 ]
00e0 ¥ 4—rr+ryb 77—
0 10 20 30 40 50

Conc. (ng/mL)

2. HHEER ABIRUERZ
& 3. TUERZESHRHIRER

o LMEE \ IR
=7 RO RRZL r TEFE (%)

(ng/mL) (ng/mL)
FEERBEZ A Y=(3206.27)X+(44.7390)  0.9998 1~50 96.1~102.7 0.3
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2.3 FEEEXR

MNARRENFEMBEFER A VETIERESLNE 6 X, ERNBIVFEE, (REHE
MIEEREEMERINRK 4 Firm. ERET . TRREFZDBARTHHBESER A BIRE
B [E) A0 I EARAE AT/ E IR Z 72 5U7E 0.09% ~ 0.31%70 1.91% ~ 5.14% 8], BRYEERE
Rito

& 4. REIE(R. T)MIEER (Aera) EE LR (n=6)

e Conc.(ng/mL)  RSD% (R.T.) RSD%(Area)
5 0.19 3.29
THESE A 10 0.12 1.25
20 0.11 0.88

2.4 IAREULFESEIE
FREX 25 g TEIAMF, TN LVERHMESE A NIMEEEAR, BREHESE AN
FRRED B 10 ug/kg. 20 ug/kg #0140 pg/kg. MNAnEESRET 1.3 HmEIbBRES, M
SEHMEEER A BNIIFREIUERTE 87.1% ~ 91.6%2[8], NIAREIMERLER MK 5,
&R 5. HEHEEER A FIMREIRERLER (n=3)

(a=x?/ DR7RF (pg/kg ) FYEIULER (%)
10 91.6
EHBEHR A 20 87.1
40 89.5

3. 4ig

AR T —AER BRBERUREEEN LC-30A M=EMRATFIEN LCMS-8045
EANENERNTHREBEER A SEN DA ERIMUEESR, HIBEEHE ATE 1ng/mL~50
ng/mL RESEENERRSEREREAMXRARY, FIERUERLLMERXABIYE
0.999 Ll E, BEREREMET 96.1%~102.7% (8], BIEZEMEINELWERRT. 7
AFERERR, AITAREEE, BERES, IRATASATRIBES R A SENRE

TEo
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LC-MS/MS NE A ERHRBIEHIGI X EHESH

B AR T —MERREBENRIEEIE- = BT FUE A ONEAEARF B ik
G REMBERNA L, Z5A0ITE 7min AT BRI, EMEEE B B
G G 7E 0.1ng/mL~10.0 ng/mL RESEEIAL M BT, ROERLLLLIEAERRE r 72 0.99 LU
&+, BSEEMERERRERIFTEITEER, ZHERBES, DITTEIRE, SRER,
AT AERFTEMBSE Bi. B Giv G BYRERIG I,

XpgiR: —EUIATRIE AER =HESEH

DEMIE B AR B R ET M IR B TR RIEYI A 6 5 —MEEEFEDH B5)
FAEHIT—EFM TS, NMEERAER. KEEARERASHERBME,
IHEA A AT FEREEAR, HEAFEFER.

EMESRERMBRENFEHRBRS T SR ERVERETY), B—FREtEY)
Mo HITEMBEL20M, 7308 E79 Bl Ba G 6. HFB SRR, BuztRa,
EHMBERE MR SHBFTEYIR.

EYENERNRZIEHEBZTRASR, BATHEAENRERRN, Eit, Birfk
= R, BRBERIASATEMESRHN DT EEXER.

Bel, EHESRNVNNTZAETEXRANEEECIEE. BERERRMA. BEGIEE
FUKL BB B -BEFUE (LC-MS/MS) %, AXfER BRBSRRIEEIENA ==k
FEOIEEKAARS, 28R (GB5009.22-2016 BT 2EZINE BT EMBERBHEMGIKE
BYNRE) FHEYTTE, BT —MREERNE AERTEMBERBL. B G G BV757%.

1. L8R5

1.1 {8
AL EFEBSMRIEGIEY LC-40B X3 5 = BFURAFARIZ( LCMS-8045 B A 4%
BAEERN:

PRyt : CBM-40 Eoh#EiEss ¢ SIL-40C X3

W OR R . LC-40B X3 X2 R & N LCMS-8045

= R : CTO-40S BET{EL  : LabSolutions Ver. 5.99 SP2
1.2 SrFH

UEES e

B 3 & : Shim-packGISSC18 (100 mmX2.1mm1.D., 1.9 um)
B2 (b8) KRKBRMABRALE], P/N: 227-30048-02
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oo M AR Smmol/L ZEREAR; BIE ZBE-BEE (V=1:1)
=+ &L 40°C i R 0.30 mL/min
A BE, #1632%B, FEEERIERL #HOE AR R o 20pL
* 1. BERHRIER
Time Module Command Value
1.00 Pumps Pump B Conc. 32
2.00 Pumps Pump B Conc. 45
3.00 Pumps Pump B Conc. 45
3.50 Pumps Pump B Conc. 80
4.00 Pumps Pump B Conc. 80
4.10 Pumps Pump B Conc. 32
7.00 Controller Stop
s
B F R ESI (+) DL EEE: 150°C
OB E : 40kv MPEBSER:  400°C
£ = A 3.0L/min ¥ OR E : 300°C
T B = A 10 L/min AR X ZREEUMRM)
m ®» = =5 10 L/min MRM Z#: &2
e #E = @S (230 kPa) 3 B8 BY 8] © 20ms
= 2. MRM 2#§
# WEMETR T Qlpre (V) CE Q3Pre (V)
) — 313.00>241.00* -22.0 -38.0 -26.0
313.00>285.00 -22.0 -24.0 -30.0
315.00>259.00* -12.0 -30.0 -28.0
2 BHESHE B
315.00>287.00 -12.0 -27.0 -30.0
329.00>243.00* -12.0 -29.0 -27.0
3 BERESE G
329.00>283.00 -12.0 -25.0 -21.0
331.00>245.00* -12.0 -31.0 -26.0
4 EHESE G
331.00>257.00 -12.0 -31.0 -30.0

x CRREERTFN

1.3 fREAREVECH!

ENHEREN 10 ug/mL HHES

= Bi. By. Gi. G BEIVEBRRKESZ, BYIEMED

EHBREZIE, SIFKEA 0.1 ng/mL. 0.5 ng/mL. 1 ng/mL. 2 ng/mL. 5 ng/mL. 10

ng/mLIBERETIER
1.4 a5 %

Ko

Z8 (GB5009.22-2016 BmZeEZE BEmAEMESE B %M G EAUNE) #
7%, HFmiR N REE,

74



FRENS gEab S A SRR T 50 mLBGEE, A4k

MLA20 mL T0% BPREAHER, HFHIEM30 min

000 rymin#.fS min

MEER10 mL & EMAZ0 mLA, BS

RABNESERS IR ARl FEitR

MAZ0 mL Ak SeEE, FEHRE, #TET

AT mLERREEERR, Weleii, e

Bl HFmeitiEnE

2. £5R51L
2.1 fREHRBIMRMEEE

Q313.00>241.00 (+) 1.30e1 Q315.00>259.00 (+) 3.30e1
10000, e 10000,
-0.1ppb 40.1ppb
S/N=197.2 S/N=120.8

% -

] " trESR
AN .
00— =
4. 35 40 45 50
=HESEB HMBSEEB
Q 329.00>243.00 (+) 1.40e1 Q 331.00>245.00 (+) 0.00e0
100.00 - BLANK 100.00 - BLANK
-0.1ppb 40.1ppb
S/N=108.6
. .. S/N=47.20
—_
000 -4——— 77— 000 -————— 7 -
30 35 40 45 30 35 40 45
BHESEH G BEHMESHE G

2. fofEfm MRM BIEE ORE 0.1 ng/mL)
0.1ng/mL B|HIEEZE Bi. Byw G GAVER RN UIE 2 PR/, EMEAY S/N 29
A7 197.26. 120.80. 108.62. 47.20, RAAERYF, BEFBFMEBEELIELTFH.
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2.2 ZiEERSHEHR
BEEE 10 ug/mL BEMERSRKREE, BIBRIMEAERER, EFfIgKRERN 0.1
ng/mL. 0.5ng/mL. 1ng/mL. 2 ng/mL. 5ng/mL. 10 ng/mL RIIRERR. LR

EER PSR, RENELIR, IMPERHIROERL, FISRUEZELE X AR, NE
3 FTRe 1R#E MDL=3.3 S/N ITERHIRE, Lt AEREXRRIIE 3.

Area Area
35e5 | EnEER-B1 | EmEER-82

) sy =36731.44x + 1552.201 ] y=39259.50x+1098.322
3065 _: R?2=0.9961408 R =0.9980685 -|R2=0.9982844 R=0.9991418

: 2| Curve Fit: Default (Linear) 3.0e5 | curve Fit: Default (Linear)
2565 | Weighting: Default (1/C) : { Weighting: Default (1/C)

D€ _: Zero: Default (Not Forced) -| Zero: Default (Not Forced)
2.0e5 - ]

i 2.0e5 -
1.5e5 4
10e5 10e5 ]
5.0e4—f
0.0e0 #— 0
00 2.5 50 7.5 0.0 25 50 7.5
Conc. (ppb) Conc. (ppb)
HHEEERB EHHESH B
Area Area
] mmE=-G1 14e5 2| BHBER-G2
3.0e5 4] y = 33247.87x + 893.7571 -ly=14207.91x+115.5414

{R?=0.9975271 R=0.9987628

1 curve Fit: Default (Linear)
2.5e5 - Weighting: Default (1/C)

<| Zero: Default (Not Forced) 1.0e5

1.2e5 4]
-| Curve Fit: Default (Linear)
| Weighting: Default (1/C)
z| Zero: Default (Not Forced)

R2=0.9983673 R=0.9991833

20859 8.0e4

1.5€5 6.0e4 -

1.0e5 4064

5.0e4 - 2.0e4—§
0.0eO:............,....,. 0.0eO:............,....,.

0.0 25 50 75 00 25 5.0 75
Conc. (ppb) Conc. (ppb)
EHBSE G EHBESE G
3. ROfhL
&3 WEHEZSKHERER

# da=x R ZMSEE(ng/mL)  KER(ug/ke) EHE (%)
1 HMEEE B 0.9986 0.1~10.0 0.000669 80.1-112.5
2 HHESHE B 0.9991 0.1~10.0 0.00109 89.2-109.8
3 HEHMEBEER G 0.9988 0.1~10.0 0.00121 81.9-110.9
4 HHMESE G 0.9991 0.1~10.0 0.00279 84.4-108.1
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2.3 BEE

XWARER 0.5ng/mL EBEZE Bi. Byw G GimETLIERESINE 6 X, ZRNIBEE
E, RENEMEERNEEEERINRK 4 Fim. £RER: BESE Bi. By Giu G REEE
RSD<0.2%, IEMEFRAY RSD<5.0%, XEERERIT-

2.4 B

MENZBAGHFmR, MAEHESE Bi. B G GAERR, BIARREN 0.20 pg/keo
IR 1.4 I mET RS AREVA LG, WEEMBSE Bi. B Giw GRIIIFREIRE, =B AER
B @ANIAR G fm MRM BIEEIINE 4 FiR, MIAREIERLSR IR 4.

Q313.00>241.00 (+) 1.30eT Q315.005259.00 (+) 330ef
100.00 - _
BLANK 100.00 BLANK
{spiked {spiked
% - %

DOATHE
0'00""I""I""I"'I 0'00'_'_'I""I""I""I' fiEﬁél%
40 45 50 35 40 45 50

HWEEE B HINESE B
Q 329.00>243.00 (+) 1.40e1
Q331.00>245.00 (+) 0.00e0
1000095 ANk 100.00 -
{spiked BLANK
{spiked
% - %]
DOATHE S
o000 -“¢4»——F——+—F+——F———F 000-—m@m— — — TEFER
30 35 40 45 30 35 40 45
HHMEEEREG HHEEE G
4, TR ANEARAFERMNNFERES 0.20 ug/kg AMiEAEFESR MRM B % E
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&4 BEEMMEWRER"

X I AR FHEUER [El=
# e {REGAYIE] RSD(%)
RSD (%) % RSD(%)
1 HEHSEERB 0.11 2.68 90.6 2.84
2 HHESEB 0.08 3.82 85.4 4.02
3 EHEEEHE G 0.06 4.53 85.0 4.82
4 BHMBEER & 0.12 4.85 84.2 4.96

"EE% n=6, [ n=3

3. &it

AR T —MER BEBEMRAEEIE- = EIURA RIS ANNE A EATEEESEB
EMGIEN T E, ZFERET minNSERX BARaviell. EfESRBL. B2, Gl. G21£0.1
ng/mL~10.0 ng/mUKESEEINL& M RIT, ROEMLLMEAXREE0.9L L, HHESFHEBL. B2,
Gl. G2MREEBYEIRSD<0.2%, IEEFAHIRSD<5.0%, 1B EMEIUELINERIYTEIREER, Z
FERBERS, HITHeE, SRERH, TAT ASAPEIMSEERBL. B2, G, G28IRRG,
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