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4. RARFgIR WELU S YRINE

Paper, board and pulps —Determination of bisphenol compounds
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]l

A

AL IRGB/T 1. 1—2020 ChatfEfb TAERN B 1305 ARdEASCERR 2SR AR BRI ) (A2
L,

ASCHAREEGB/T 34455—2017 (4K ARMRAILRI 2, 2- — (4-F2FLFRIL) ke (A HIE WM
L), 5GB/T 34455—2017HHEL, BRESMIPEIREM R4 L hoh, FEBEARZBHINT

a) HTEH (WH1E, 2017TFRIELE) ;

b) TR (WEE3E, 201THEMRMZEIE) ;

o) M TIRABME (W4T, 20174FERMIIEEAE) |

d)  EH ARG (WEESE, 2017TEMBISGE) |

e) D TR AR I (6. 1. 6.2, 20174FARINEE6E) ;

£)  FEMTAMTEE (W6, 3. 6.4, 201T4EMRMIT. 1. 7.2)

g) HMTAMAERNERR (WHETE, 201TFRIESE) ;

h) FITREEE (WESE. H9E, 201THFERMEIE) |

1) N7 k- B TS (B 10 B 1TE)

TR B A SRS LE N2 0] BEI S TR o A ST B R AT LR A AR U & R 54T

A E R TS 2R .

A A E IE AR T ARHE AR Z f12x (SAC/TC 141) VA,

AFRUERE AL HE RS A AIRA R T ARESE ARG HRAF . | RERET
JiR MR G s L RIE T AR BT AR 8 G AR RARAR . R4
MR IR A MR T ARITEAF . PR IIEGERAF .

APRHEFEGER N REIR. FERE. AhK. IURR. M2, XIS XPE HFF . RS KR,
SOME. REME. GKETE. BER. EEF.

AT B FETARE SCEF I P I RRA AT I L 9«

——201T4EE R R AT HGB/T 34455—2017;

——RIRNE IR .
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B RIFILR NERUEIRINE

1 SeH

AARAERE T AR AR T U B E 1 CUBA SR FAUEYS ) AR i R AH ¢4 1 -
H IR ST N 5 7V
AARUEIGE T 4%, AR XU R &) CUEBA . XUBFAIXUES) 1 5E -

2 HseMsImxH

IS T AR SR BN A& e AN AT 1) FLE v H 3R 51 SO, AE B A ARCAS IE F T A S0
JLEAEH MG H S, HiioAs CRFEITA RIESR) & A
GB/T 6682 73 #5256 25 F 7K FUAS A58 7 7%

F—% REBIEE
3 IR

AR ARBCNARR P XU 2R 51 CRERA L XURFADRES) , HIH B /KIEGE B, SRBGRZIE
i 318 I SR e OB i HEAT A I AR PR I RLE I, AMRidE .

4 AR

brAESE UL, AL EAIE N Hral, K NGB/T 668281 i —2% K.
4.1 HEE, tiga,
4.2 WEE-IKER (60+40) : EHL 60mL HEE (4.1) , A 40mL 7K, 182
4.3 Xl A (CisHi605 CAS 5: 80-05-7) , #4li5>99.0%, B4 [ ZNIEIF 5 FAn e BOIEAS A bRt
=
HH o
4.4 XM F (C;3H ;0,5 CAS 5: 620-92-8) , 4li[F>99.0%, BYZEE ZIUEFH T FrEYD) LT 1 br
#E
4.5 XM S (CpH 10048, CAS 5: 80-09-1) , #fifF>99.0%, & EFAINEFHIZ FARAEYIFE TR
#E .
4.6 HEREASIR (100mg/L) « WERAFRECWE A (4.3) « WY F (4.4) FIXUE S (4.5) bk 10mg
CREWAZE 0.1mg) , B FEE (4.1) HEMRHFERE 100mL FEMF, B BIERER SR AT
WAPEH, -18°C TN EIRA, AREH 12 1MH
4.7 FREFREVE (10mg/L) « AERIIRERAY A XU F AU S MIbRAERE & (4.6) % 1.0mL, 733l
BT 1omL &S, HAHE 4.1 EFEZE, BA . BIERER SO, -18°C ikt
KR, FRAH6 ANH.
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4.8 IRERYI TAEEW: 7 WAERR IO A FIX F brdEH R (4.7) 0.05mL. 0.10mL. 0.20mL.
0.40mL. 0.80mL A1 1.00mL, XU S ArifEA a3 (4.7) 0.20mL. 0.40mL. 0.80mL. 1.00mL. 1.60mL
A12.00mL T 10mL &S, FHHEE-KER (42) EXZEZIE, 8. bk 25 TER B A Al
XU F A5 B 53 )08 0.050mg/L. 0.10mg/L. 0.20mg/L. 0.40mg/L. 0.80mg/L. 1.0mg/L, XX} S f¥]
JREWRE 554 0.20mg/L. 0.40mg/L. 0.80mg/L. 1.0mg/L. 1.6mg/L. 2.0mg/L. I ILAC.

5 &

5.1 [EABARETEC: Bl BSOS .
5.2 WK, BEN0.0001g.

5.3 fEEIRG KA.

5.4 R LIFHIEN: 0.45um.

5.5 MN#g: HEEM, 25mL.

6 DHLR
6.1 A&

RN BURE, K L BT EOR AR SmmxSmm EUR /N, B2,
6.2 FHREL

FREGRFE1.0g (K2 0.1mg) , B T25SmLIHEIE (5.5) =, #EMHIN 15mL 1 32 BUA W
(4.2) , $&2). FE70°CIHIEIRG K (5.3) HiRGIRIIh, FFFRA I RER, H0.45umiElE (5.4)
i, RV R RGRAE ERE A E

6.3 (/A hFH
T TS SRR T B A AR DRSS REZE 3 A (R 2 4, 1 91 2 8 CARGIE WXl

REIER .

6.3.1 {aiffE: Ci 250mmx4.6mmxSpm, A4 .

6.3.2 POERMEE: 0-5.5min, WK 260nm, KA 300nm, PMT #4725 18; 5.5-20min, WKV
£ 227nm, KK 313nm, PMT #4512,

6.3.3 UishHH: HE-/K (60+40, AFIEL) , BN

6.3.4 Jii#: 0.8mL/min.

6.3.5 FEiE: 35°C.

6.3.6 HEFEE: 10uL.

6.4 FRAEHRZAIHIE

e XU RALE V) R HIbRHE TAEVEWR (4.8) , 4286 3HE ISR T 25 AFEAT I E o DAXU AL &
VIR TR AR ARAR, 0 P BT ) (i i T U AR AR, il b AR h 2K

6.5 A RHINE
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KRR E N G 0, DUOREEIS TR]E 1, RIS S0 SR S (e T A, AR b o f 2 T A5 3
TR R S R

6.6 ZTHIAE

BRANIIRAE S, 25 8 B S R e AT HEAT, IR AT R B 73 A D R A
7 SRR

BURE A XURFRIXURS & B AR (1) BT

XY= cxV x1000
mx1000

(D

A

X— U R S & &, BALNZE W T (mg/kg) ;

c—HFRAE I 26 AT 2 R U R G R BB, AN Z T (mg/L)
V—h R AR, BN 2T (mL)

m—IAFE 4T B, SR (g) s

1000—3 55 %0

THE 25 B DUE S M A PF R IRTS B PR OSSN e 25 SR ) ARSI AR, 25 R A A 28T

8 HEEHE
15 5 A N IRAS B ORI 5 45 SR 4 Z AN B I AR I E A 10%.
9 Hfth

PRFEE N 1gi, XUy AR F ) 5E 2R 90.5mg/kg: XU S € &R 96.0mg/kg.

Fk REEE-RERRIEE
10 [RIE

AR, IRBOMARRK P ROUE RIS COUA. XURFAES) , F P EE—ZK R I, SRBORZ g
AL Jim R VAR ot — F R PR AT R, AR

11 35 g

BRAEAS A VLI, AJ7EATHRAI N M4, 7K IGB/T 668281 € 11— 247K
11.1 H @ (CH;OH) : faifal
11.2 HEE-KIEH (40+60) : EHUFHEE 40 mL, MAJZK 60 mL, V&%),
1. 3 XU A brdE s (CisH 05, CAS: 80-05-7) : 4l =>99. 0%, K& E FIMEH% T ArdEd) FHE
AR i o
1.4 Wy F hrdEdh (Ci3H 0y, CAS: 620-92-8) : 4l =>99. 0%, B4 E FAIMEFEIZ T hauEd) L

3
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AR U i o

11.5 Wy S brdfEdl (Cpp HigO4S, CAS: 80-09-1) : #lifE =>99. 0%, & E FIMEFEIZ T hauEd) L
AR i o

1.6 BC,-XUy A R R ANAR (C33C1,H 160, » CAS: 263261-65-0) : 100 mg/L, B4EE =98.0% ] [#
(N TR

1.7 BC,-XU# F AL ZEMFR (C13C1, Hi0, ) ¢ 100 mg/L, BRALEE =98. 0% K [E A bR AE i o

11.8  BC,-W S FALE N (13C,H1004S) = 100 mg/L, ERALE =98. 0% [E A bR uE i o

11.9 FRAEMG A (100mg/L)  « UEFIFREUNEY AL Wy F A S ARk 10 mg CREHIZ 0.1
mg) , Al BRI E A 100mL, TR . BRI BRI T, -18°C FEELIRAE,
BRI 12 M.

11.10 FpdEREE (lmg/L) = AERAMCEUNEY AL BBy F RIXUE S MIFRAERE &% 0.10 mL, 43 & T
10 mL HEF, AFRBEERZZIE, WA BWIEREREEROHETIES, -18°C AR, H
XN 6 H

1111 AREVR A A OOy A FIXUY F: 100 pg/L; Wy S: 10ug/L) = AERHIREUODY A FIXUE) F 1)
B R 1.00 mL. XUy S AIbRAET A% 0.10 mL, BT 10 mL A&, FHHE-KEBR (40+60)
EREZE, WA IRABER .

1112 FRERAARRIATRE (Img/L)  « HERIREL 13C - XUy A ARAEFTR. 13C - XU F ARAE R 13C),-
Wy S BRI 0.10 mL, A E T 10 mL AR, AREEEZZE, B BIEREE 2L
RS, 18 C BRI, AN 6 MH.

113 [ R N FRIBA T (13C - XUy A Al 13C -0 F: 100pg/L; 13Co-X08 S: 10pg/L) : #ERf
WX 13C10- X0 Al B3C -0 F A AR 1.00 mL. 3C, W8 S H A 0.10mL, & T 10mL A&,
- KIS (40+60) EARZRZIFE, 1R . ImH LA

M A4 BRERS TAER: 73 il ER bR AE VR &/ R 0.020mL. 0.050 mL. 0.10 mL. 0.20 mL. 0.50
mL. 1.00mL F#EFE/M Y, 35 HEE- KA (40+60) EAZE 1.00mL J5, 250N 50uL [Ff &N
PRRAERW, R . bR RS TAER W A FX T F B 435008 2.00 pg/L. 5.00 pg/L.
10.0 pg/L+ 20.0 pg/L+ 50.0 pg/L 100ug/L, Xy S BB 2K E 34 0.200 pg/L. 0.500 pg/L. 1.00
ng/L. 2.00pg/L. 5.00 ug/L 10.0 pg/L, 3C-RH A Fl 13C - W F HIFEIKEAN 5.00 pg/L, 13Cip-W
By S IR EWREZ N 0.500 pg/L. I .

12 4B %

12,1 B0 £ Tl — 3 TR DU AR AT o w3 T RS 55 8 15
12.2 H7RF, &N 0.0001g.

12. 3 HIRIRZ K

12. 4 RIUFLIHIENE: 0.22um.

12.5 xMNigs: HEIEHH, 25mL.

13 DS

13.1 iR AEHI &

RN, K L BY B A A SmmxSmm BLUR BN, 85T
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13. 2 AR EN

FREGIAFEL.0g (M ZE0.1mg) , B T25SmLAHEEM (12.5) ., 6NN 15SmL f $2 B W
(11.2) , $25). {E70°CIERIRF /KE (12.3) FIRGIFI L, FHEBANEZZE, H0.22um g
(12.4) i33E, MEMBBImLER T 3FNMEF, IINSOULEN 2= M AREE (11.13), JRAI G HERAH
T BB S (S A

13.3 (LD EMN
TS SRR T i A AR DRI REZE Y (3 A AR 2 4, 1 91 2 8 CARIE WXl ik

REIER .

13.3.1 WMEIESE Kt

13.3.1.1 ik Cighk, 100 mmx2.1 mm (W) , 1.8 um CGEEHRIZ) , B4,

13.3.1.2 Jishtl: AAMNK, BANHEL. MAFARREZRAGE 1.

13.3.1.3 Jii#: 0.3 mL/min.

13.3.1.4 HE: 40°C .

13.3.1.5 #Ff&E: SuL.

F 1 BB XA
fFE] Cmin) A (%) BAH (%)

0 60 40
0.5 60 40
5.0 0 100
6.0 0 100
6.1 60 40
9.0 60 40

13.3.2 JiLSHE &1

13.3.2.1 HEA: HBIEHRE, fE .

13.3.2.2 HAfiA: 2NN (MRMD .

13.3.2.3 EFHHE: 4500V,

13.3.2.4 ETIREFE: 500°C.

13.3.2.5 F#AAEII: 30psio

13.3.2.6 MWiZ k7] 55psio

13.3.2.7 HBINIASIE I 55psio

13.3.2.8 EMEE T EEE TR DL HEFL F Al e & LR 2.

F2 XUy AL W F. XUy S K H RN Z AR R 1% S 4L
B 24 FR EME TN miz | EEE TR m/z EIEHRIE V b BE & eV
W A 227. 1>212. 1 227.1>212. 1 -100.0 18
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227.1>133. 1 24
199. 1>93. 0 26

Xy F 199.1>93. 0 -100
199. 1>105. 0 -36
249.0>108. 0 -30

W S 249.0>108. 0 -120
249.0>156.0 -29
B3C -3y A 239.2>224.0 239.2>224.1 -100 27
13C,- X% F 211.1>99.0 211.1>99.0 -100 -30
13C,,- X% S 261.1>114.0 261.1>114.0 -120 -39

13.4 FrRERZRIFIE

R bm it R 50 LA U - ER BB G E , FRAFA B AU AR, BLFRHE R 51 AR XU A
XY AU S 55 FLT LAY [F) 87 2% A B PR W TETRR L DR AR B - DABRvE 2R 81 AR MR IR BE B A b - 252
NG HES S

13.5 EMME

Ao 0 A At 0 € W 1 R B R T 5 R A v VA AR € UG 1) AR B IS (DA B, AR Ak Y R B AR
£2.5% Z W
PP B0 o2 M B PR B, FLIRE A, X E— A9, R R e i m A i
TIOR3 B B R SR B A A PR UE VAT B, ol 22 AN 3 e Ve [, D)) Wil ke i A7 A
XoF L R A A7) o
#® 3 EVERMXN ST EER SRRV RZE
FEXT B F /% >50 >20~ 50 >10~ 20 <10
5 R SV 22/ % +20 +25 +30 +50

13.6 E=ME

BRIV VRE N C it - B B S T A, 75 2 Wl I e o i T U T AR 5 06 87 [R) 62 35 I b o 8
U TE AR A U AR, MR A v fh 2R 45 20 RE I VR A A U B5E o 3R T V0 mb 40 000 4 14 g AR 2 6 A v i 28
LR MEYE R P, B VO U B AR A & e =, T DAIE 24 b BORE & 51 35 5 .
13.7 AR

BRAFREGAFESL, 4% kil e 0 it AT .

25 ARG VA VI HR A5 0 P )R N R S s 7 7 v e B R OB ARDRUERF3.3 pg/L, XU
S0.33 pg/L) LA, e T s R, ol 5 R A See 25 .

14 DIERHTRIA
6



GB/T 34455—XXXX

BTN XUBFRIUS I A BRI AT (2) A7 HH3L
X = ex (2)
mx1000

A

X— U R S &, BALNZE W T (mg/kg) s

c—HFRAE 2T H AR BRI U U R AR L IR, AN ZE W BT (pg/L)
V—h R AR, BN 2T (mL)

m—IAFE 4T P, SR (g)

1000—3 55 %0

THEZ5 B DUE M A PF T IRTS I PR OSSN e 45 SR ARSI AR, 25 RARE A A 28T
T DB A RN AR B .

15 HBEHEE

FEH SV SR AT T IRAR I P OS2 R Aeof Z2AE AR T FEARF MBI 15%
16 Hits

FRFEE N1 g, XU AR F i & R 90.050 mg/kg. W SiE &R 40.0050 mg/kg.
17 &

BRI 22D R tH DA JUAN 7 T R P 4

a) I HIA. M

b)  FERVNARE I FRTEE R

c)  AARAEMI YT

d)  AEHRTTE GRS BB (3 - B BT i)

e) AR EAKRAE RIS 5
) IR UERIR R HIR .
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M & A
(BRI

PR IR E

500 -

B
=3
S

Wi A /LU

3

300 j\

0 5 10 15 20
R BB 1) /min

bR FP i -

1—XUERS;
2— XU F;
3—XWA

EA 1 WENSRAL SRR A RIE B IEE

Wy AR F:0.80mg/L;  XU[}S:1.6mg/L)

3%10° 4

o
3
1

W [3 i /counts

1%10°

0 1 2 3 4 5 6 7 8 9
{5 B B (6] /min

bR FP i -

1—XUERS;
2— XU F;
3—XWA

EA 2 WEpRCEYIRERRIRIEEETFRE
(RER A FOFLE F:100pg/L; WE S:10pg/L)




(K. ARFNGRIR WERZEUESPIRINE) ERERESmH R
({EkE )

—. TEfER
1 {EHKIR

PR B R bR B 23 51 45 2025 4F 02 H 28 H P E R brEdET iHRITH ,
THRITH 5 20250365-T-607, THRIZERIELT (4R, ARARALRK Wy ZA0A20 00l e )
KA E . 4GS AR TAVARAE AR ZE 51 2 5T iR E AR R A
2 BiTEs

XU AN A P 7 — S DA A oy i e 5 7 I i R 1 A O S5 M 1 5 B IR A&
Yo, ZttniE 1-1 Pros. FEHARR AR E . PrEibrt. PUkonE 5 R & R E T,
FEB R TR OGS AR, T TR R 4GRSl R A
FEL RS SR, R O B S B AR . G54 R A DL R ) LA T
125 NARFEAR AR A AE X A ST AR, P IR . AR R sEfL
BRFEN A . BEE TR, U B ENE R N ISR 5 A S fa
Hash e, RIEHATNATRE . . k. s RG24, AW
TERIBUETE, RBCFLIME . AT 2 I S R A OO E, MBI R 5 A4 BRARME S| KA Bk
A SEBREREARTE . R BRIER « BRI Y R e shEa s, R XU S84 )5 1)
B ORI A QGRS BB M L A R B4 % B H AR 1 2 R
T 2024 2 HRANME R KOG SEIEA L (EU) 2024/3190 8, 1ZEUA 411
PRI BPA, SERAESVEEY RBIFTA A NE0E . BORAE . AT N 70 W T
VIR S FLAT A, BARA S T O S XUEY AF S o [ B XA 2 4 KR F
fil - 2025 4F 7 HORAGH (B stk R i A IR bR ) BT R, ok
BPA FHEEIT IR EM 0.6 mg/kg KIEWEZE 0.05 mg/kg, W BEE™., 3£E EPA ¥
XUy S\ XU F F 43 W FHRGEIE VIR, Sty 2 it X R 5k B VR e . AR R AR
55 B IBAT B S AR AR AE, BT XU 2K [F RPN EER, 3R O ORI S K
A IR AR E B

R'

HO \O\ R %i _OH

R

-1 WE S S E



T OGT XU R A P B ksr U 77 V28 vh T it DA B B RL . At . AU
G4 Br B AR AR o R v R B RO € AN - 1/ . 9 D SN/T
4424-2022 (R O S RAEVINE =8OR k) 2 DU EE R,
ST S IR RS, SRR DRI JE S, e RO 3 - AR
FURTIAS HEAT I E o GB 31604.54-2023 (13 i %24 E K ARAE £ fh Ml Rl il i XUy
F RIS S IEAZ S8 ) SR FH VRO f B0 AU A 0% - 0 B v o) £ i ASEHDL XU F
HIXE S 5 € 25T R AT M 5E o HATRAH IS 24k & e DU AR A v T WL 1-1.

x 1-1  ERINER AL &N AR E

FrifEgm = FRiHE 44 AR {5 F 512
GB/T 29609-2013 IR ZRI Ay A I 5E WO R (A
s B N A X A \“ﬂ\l';' fgﬁ N/ >sif X X .
GB/T 30939-2014 ﬂ;;;;;g;ﬁ% Sy A I E = G A e g
B e E b B R s 2,2-
GB 31604.10-2016 T4-RERED T OO A) B ERTI | RAE R R vk
E
GB 31604.54.2023 B EEFAE &AL H] 5 | A Rk CRAN) A
' F FIXUEY S 4% & Al 2 T - o T 5 1 v
g, AURAIARIE 2.2-7 (48R ED RNk X
GB/T 34455-2017 7 s y i ()
GO A HITISE R € RS (%
i A E AR i O AL W F AT | VRV
GB 5009.305-2025 S S ol VR et - J5 i/ o 1 v
HEH D205 SRS E &Ry o .
SN/T 4424-2022 iiﬁ;ﬁ W WEMRAEAHIRE RAHAR VAR (A )

SN/T 4956-2017 AR A R XU 2Rk S I 5

. WK A De RS s R E AR e AL S | | o s
EN71-11:2007-09 - WAR R (56D

WA PRAE GB/T 34455-2017 AL EFXS XUy A BEATIE , SR TL AR AR A0 78 5
B F A, X S AU F 45X A (1= AR LE AR ] S o 4 A 5 Gt AR 2 1
I, HAELE RS TR A A . AR UELE H AR 7 55 Y0 _E C I8 AT S 4 17 it XL
By P SEBRAEAEAR DL, FTRE S BURE H X, A LU R X 2 ATV R 75 K
THRIFE DU AR b S XU A 7R B, B e S A XU KA A Ry F AT
By SO [T 7 id . eI Bs YRORE €00 0 - B 0/ R 0 Vo IR L RS TR 30 M AN iR K 1 5
Be/1, CHRCNIREA NG R HTI F R AR 2 — o FEIUFRHERLAS 3 s
SETTIE, RS RERTH T IE MBI AR KT, S W Ay Sy F S AW sEfsHE. R
RSN, RHEH TR sl bR S BRI T, YRR



A BEAETE I R AE BT LR 1A FROVEIAR o ARHEAZ LT 5 — 77 T AT SEAME A 414K
YRAR IR Y Al S AT VE 23 B, TR 09 45 I B 4R o A FH U R A5 4
SRR AR .

3 EEIE

(1) EEH B

WAETHRITN G, 2025 457 H, BOL T ARMER SN 2025 4F 8 I, REEUNATE
R AR E AR TR, 2025 29 H, diGEMBER, bRl BN ek T LAE
HPFRRHI S . 2025 4F 10 H~12 J, #EHE/NH BT R, WAL AT
W, USRI IERE B FHE4T T IRAETE RS . 2026 4E 2 A, AIFERE/NATHT S, &itie
Je T BRI SR A

(2) fiEsR = BB

2026 4 3 7, BIEABRE LSS AR TEF G ATFIERK.
4 FESmMBMNFTIEHEMRREMATIE

AhrHE b o [ ) R E A AR AT R A ) Ak, TR S m T BRI A AT R A R L T
AR 7R SETH TR MBI ot . YOS T R SHEA R i G PA A S
FAMRAF . HRRF MBI IR AR ARE I TR TEA R AR
WIEF PRA 71 %5 2 KA A S S [ S e 5

FER G REIR. FRIR. MK TRERR. M. 5. xR AL RECC. 5K
L. SO REME. SKETET. BURR. TET.

i) TAR BETR 7 SR I0UE J7 R vt AR ik SCAR I 9 5 DL ST 3K 2 LR L PRI
PhUK. FEBE. TRBER . XTGBT I0IE S0 7 R E - WO SCHRBERE SKATED . HRAR |
MZW. X%, KEIN . FEPFAITRRINENI T SIS RIERC S AL
P RIOC SO R RAGIARE B 2 18 SO 3 %

— BFRRERGIREN,. TERSREREKE
1 ERFRESRSEN

AARAEZ GB/T 1.1-2020 25 H IR 5, DARFAE L S P AT 1 D9 0 R
LA GB/T 34455-2017 A2ERl, 2% [H NI RS VIR AR OCHRHE . SCRRTTV%, 7807
CEO AR, AR B AR R S S S IR R, R BRI 2 RIS T i 4K
IR B e, BRI GEFEE R,

2 FENFREHEKE

¢

/U

g



KRR FHAE iy (oAl 2% ) FRAH il o IDC 30, X 4R, 4UtikoRngik
HIIXU I AP ORI Ay U5 FORDWIY SO JEATIN5E o K6 7732 30 M €%/ i
FAF. BEMSH LML, TER. VEECER . R B T AT IR I I .

2.1 WAEBRE 7V I S 00 R AR IE
2.1.1 iRk
2.1.1.1 KM KA PMT 4 25 K7 i %

H T A (BPA) . XU F (BPF) AIXUEY S (BPS) HghtAHfL, 2% Ebxr GB/T
34455-2017 HAUy A FIRIE K CEUR K 2270m, RSEK 313nm) , FHEZHEK
N =R AR R SCI S SRR EL, Yy A RIS F AR 2 AN K, BRGS0 A
FURE FRAS B N BOR K 227nm, RHEK 313nm. (HXU S 72 2R KT
BA MR, B S IEZEK T, G55, MNRBUEAE. KT H#EXm S
PRI AR, SEB0 2% FEAE (035 43 B8 (0 i R R F DI B K i) 7 K AR O SCBRAIE 7S, XY
iy S MR WA N 260nm, REHE KA 300nm, AT HE— B E REE, SRS
TR PMT 425 (PMT SN 12/13/14/15/16/17/18) Xt Wy S W S (520 CVE DL 2-1,
SR A DD WA IO Y Sy XUy By XUy A, FRIIARRED o Seiesh BRI,
BE& PMT a3t XU S MR B B0, % 3|0l PMT 45,  H b4 R
BN IR FE M B e B I, g 1 P48 RABE AN Gy 3, SRR 2% 1045 PMT 1425 18
PERRY S W LR I S5 At o R 8 S8 DGR B8 25 A1 g XUy A FIXUIG) F ARG
KONBOR MK 227nm,  KHK 313nm, PMT 8625 12, XU S FIRIIE KOs K
260nm, KHEK 300nm, PMT HEas 18.

STo- FEES0-PUTIZ | FLDLA, Ex-260, Ea-300, 1T ) ST FENG0- PUT13 | FLDLA, Ex—260, Bx-300, TT SIo- FEES0-PUTLI4 | FLDLA, Ex-260, Ex-300, 1T STD- S EZE0-PUT16 | FLD1a, E2-260, E=-300, TT STD- FEEG0-PUTLT | FLD1A, Bx—260, Ex-300, TT
6.3
6.0
43
4.0
: i
: f
(|l
I
.0 H
. ||
/|
20 P /\
A =
N EE]
. [ Z 5
5 & (=3
b= % LE
f3 A T
A

& 2-1 PMT &S RES S Aol Rz A 520



2.1.1.2 i ahAH Ee i ade %

¥ A FE X bRt GB/T 34455-2017, i 2 Ml & XUy R S VIR s Ay HBE 5K
I ZE T A LU FEE: K (55:45. 60:40 65:35) X =Rl XUy 25 & W) 5 B 3L
BOGEIE2-2) o IR R M EEKILEIA 55:45 BF, WU S i A HIERIAS
SRR, T EO A H R TR, (75 = RSP R BT I TR E K, A IR Bf
i HEEK LB 65:35 I, = M0 &40 g A 52T, 514590 B AR N %,
SO 1% 53 B TR D)3 S IR E P o 24 F R K R 60:40 B, =Fhik &gy
Moy BRI R AT, BRORUE 7 =Pk & W LB AL IR 43 BS I 8], SEAT ) T P47 B 4%
AL AR . DR I K EL By 60:40 B BIAAE e R 2 AH .

=300, 7T pSTD- RS | FLD1A, Ex=360, Bar300, TT

B 2-2 A1k FRE k3t S FNE 1 A4 B RS

2.1.1.3 Y. BEFEARFAR) R

i e FR R K IR EE A8 60:40, 5 53 WURE AR R IA B AH AT =t XU 28405 400 H e
TEOLEI R . R IE I B HEREARAR 23 508 10pL A1 20ul CPEDLIE 2-3) o Mt FEARRUN
20uL I, =Fb AP e B ATIE . R ARBUN 10uL I, =ik &9 4R
ARBINTFR, T RE A PRI KRR RS R A RS 2. 5 /b5 % T RUE A 0.8mL/min
A1 1.0mL/min X =0 E VIR HEIEREIE . 4] 2-4 Fros, ZiE 7Y 1.0mL/min [,
ZFE A5 B E 4 BN Repsspr=3.23» Rpprppa=4.43; HE A 0.8mL/min i, =Ff
AW 5 35 FE 43 A Repsspe=4.07, Rpprppa=5.98. SZI6 25 B BV IE Y 0.8mL/min
I, AR5 B RE TG, (RIS 7 i oK, A EHIER R, AR T KM S
PR P17 . dpe 4 8 AR VA TROEERE AR 10pL, sl ARYE Y 0.8mL/min.



P ST FEIG0-FKR2D | FLDIA, Ex-260, Bar300, TT

REE [z

[ 2-3 HERERFRR ZFRWEN KL S HIE 1B R BRI

FLD13, Ex-260, E300, 1 ) ST>- FEG0-FEEL 0 | FLDIA, Ex-20, B3, TT

Bl 2-4 st =HWEN L SIS SR S0
2.1.2 R4G0dE L

ATINKE s N A A VPR, FRE S AT AR B 7 b AT S, 58 VA R
M A g B, Wl 2-5 s, WU S XUy F AU A FIOR B R] 43 518 4.624min.,
7.477min A1 12.07 Imin; AIIAFES, IIASRBOEF], 4248 5 AP 7 L HEAT S50 A0 5E
TEAL A WA SR BT B 1) A 33 i e . SRt 48 SR 25 RIS AR T3, =Ry
W€ PEAER .

FLOTA, Ex=260, Em=200, TT

x10 27
bB. b
5. 04

4. 5

L

4.0

Lo f
g, B
3. 51

3.0

2.5

108
T
6

= ._L{l."."u:
BE
T T T

7 & 8% W 11 12 13 114 15 16 17 18 19 20
Bt [min]

T T T T T
0 1 2 3 4 3

B2-5 ZHME AL AMAREGILE
2.1.3 EMSHHIA



2.1.3.1 {RBUAFIHIILFE

IRIEFRE GB/T 34455-2017, i RS VIHIA HURDGA I Y HIEE . SLiif i
FTEQAR I 1 22 0T, 1) B P 5 O R R i X R Ak B (R A R F Ok E
0.20pg/mL, XUy S WA 0.80pug/mL) , FHEAF LA ) /7K (100/0. 90/10,
80/20. 70/30. 65/35. 60/40. 50/50) X HARYIIREUSCRIFEM . SEA 45 R an & 2-6 i
7, AN R B R KR = Fh H AR R B S AN 2 o AR SR AL I Gt 2% 1
TS (B K=60:40) , S5 SEPRFE S BL 5 1) B A PRS- BUA TR S5 A B 18
RISy B SVE RN, B 28 72 R 711 FH /K B EE B 60:40.

400

350 wTERA W IREAF W TEAS
300
£ 2350
&
E 20
El*g
el 150
i
100
30
0
30+30 G040 63+33 TH30 80+20 G010 100.0:)
=t

Bl 2-6 AEILLGIR0FREL/ K3 3 FhE 21k & YR BRI S0
2.1.3.2 $EEU A AL

AR S ] 5 $ B 7 PR K L9 60:40,  SI2B6 % %% 1 SR ER ] 30 min. 50 min.
60 min A1 90min Xf = XU Ey KA S PFEHBCR AT, 73l BEAT 3 AT SEG, SLI04h
RECFE (FEWEK 2-1) o SRSV RIUAF FEE 1], H bR 0 e AR U B 3k
M AT, IR EDE T ISR E Y, SIS KR, H A 2
BEN SR ) o [R] B 2% 58 21 2 Ph AR i i o 0 22 S P, o W T SR SR EURN ) Ay
60min, RET] LUGRIE SEBRAE & b =l &Y Re 15 2076 BAREL,  XREORIE SEIG I A1) &
HE.

F*2-1 HRENETIER 3 FhRER 281 A 4R BRI
aEm FEHUNTE] (min) EMEE (mg/L)

XUE A 30 0.177




50 0.180
60 0.181
90 0.181
30 0.192
50 0.195
XUy F
60 0.196
90 0.196
30 0.736
50 0.723
Xy S
60 0.736
90 0.731

2.1.3.3 RBUREZRAL

AR S ] 5 R B 7R K LB N 60:40, BEE HIE . 50°C . 70°C A1 90°C PUFHE
XTSI R R AT IR IR KR IR 3 60min, Z5RIEWIE 2-7. WEIHMATLIE H, A =AMREE
X =R KA S PRI AR 2, IR 90°CTR, =ML SRR
THE=AEE, SGEREIHER, 90°C NI 60min Ji5 FEHUE 77 B B, 1B = 1
B SR T RIUATINIE R, AFITF LR mEm e . S5aA b, B2 e iRt
BURE N 70°C .

1.40 0.826
120 0.727 0.751 0.727
__ 100
o 15
E 030 D
i) O FTETF
% 0.60 0230 \
40 0.197 0.193 0.193 0= RRA
ﬁ 0.40 0—0__0__/"-’-’—0
0.184 0.181 0.179 0.220
020 O O =
0.00
e 50°C 70°C 00°C
EEE
2-7 ARHREUREXT 3 FNE 24 & PR BR A2 M
2.1.4 ZPhh 2k

43 B HIR FE N 0.050pg/mL 0.10ug/mL. 0.20pg/mL. 0.40pug/mL. 0.80pg/mL.



1.0pg/mL )X A FIXUH F bR TAEE W, WEZN 0.20pg/mL « 0.40pg/mL .
0.80pug/mL. 1.0pg/mL. 1.6pg/mL. 2.0ug/mL XU} S brifk TAEER, SAPRUER R E

EMAK =R, 3R EME, WS PRE 5 TR 2

P W2 2-2, bk £ A 2-8,
% 22 ZHMRBHENEIRE TSR E

hriE AR 2. A

2-8 WER A\ F S gL /EfhZRE

- % IR (mAU*s)
&=
(pg/mL) 1 2 3 “FI{E RSD (%)
0.050 36.54 36.61 36.62 36.59 0.119
0.10 76.79 76.74 76.76 76.76 0.033
0.20 160.55 160.35 160.01 160.30 0.170
My A
0.40 281.63 280.96 280.42 281.00 0.216
0.80 562.16 560.11 560.35 560.87 0.200
1.0 714.53 712.76 711.72 713.00 0.199
0.050 49.67 49.74 50.08 49.83 0.440
0.10 105.23 105.09 105.59 105.30 0.245
0.20 219.99 218.79 218.01 218.93 0.456
Xy F
0.40 382.26 381.16 379.32 380.91 0.390
0.80 759.22 755.52 753.94 756.23 0.358
1.0 956.63 956.42 955.27 956.11 0.077
0.20 69.49 74.88 67.25 70.54 5.56
0.40 135.83 142.23 140.61 139.56 2.38
0.80 254 .41 244.61 247.32 248.78 2.03
S
1.0 314.81 306.73 312.92 311.49 1.36
1.6 513.96 500.90 499.84 504.90 1.56
2.0 635.30 634.92 643.35 637.86 0.75
=038 Tdx + 12235 »
. R2=109992
800 =700 4% +
2 \ S R:=(9992 -
- . ol ¥=312.86x+ 5.0889
. =0.999
.-lr
- RE (mgL)mb
e YUETA o INEIF FRETS
--------- £ (THETA) e SRR (FRETF) M (WRETS)

TEARTTVEME TS XA T, XU A FONE F K EELE 0.050pg/mL~1.0pg/mL Ji
W, BENRGEZEMNER R, LMETED AN y=700.54x+7.0257, R?*=0.9992 I
y=938.74x+12.255, R2=0.9992; X} S #KJE 0.20ug/mL~2.0ug/mL JEHIHN, et FE R



y=312.86x+5.9889, R?=0.9990.
2.1.5 E&EMR (LOQ)

Sy AEELAT EDAR, AR, ACHRIFAMERE ST, LRI A U F R bR
VB LR EE 3 790 0.50mg/kg XUy S HIMKEEN 6.0mg/kg, FEFRAETT A BT AL B A2
WA, Bz, DA ESRI kAT 8 YOMSTSENG, #5933 AL A MITE 3 FhAS R 3 5
fEmE L, SEIOHOE W3 2-3. FFR 2-3 T4, 3 FIOWEY AL AW TEXT R BE T (15
SN #5K T 100 BRIz e IR : AR HEEN 1.0g, WA REUACA 15mL
I, XU A FIXE F € B R (LOQ) N 0.50mg/kg. W S E &R (LOQ) A

6.0mg/kg.
® 2-33 MWL U EMEAEERPHEER (LOQ) MiXKE

SLPEMELE SIN
WEw Bt it H
1 2 3 4 5 6 7 8
FTENHL 80.39 71.77 717.73 84.95 74.96 80.22 88.73 81.73
LOQ
B A AR 21.61 25.35 22.43 25.23 18.85 23.35 20.21 20.29
(0.50mg/kg)
Fisid 45.11 37.29 20.25 32.71 33.41 35.55 31.11 34.09
FTEIHL 171.72 | 153.32 | 164.81 180.64 159.22 171.12 | 189.36 | 174.25
LOQ
X F AR 41.58 49.63 42.78 49.01 36.37 45.25 39.25 39.07
(0.50mg/kg)
i 4 89.68 73.81 40.21 64.98 66.41 71.12 62.31 68.31
FTEIHL 12.88 11.88 13.99 14.19 14.11 12.70 14.27 12.70
LOQ
X S R 33.53 34.77 44.07 33.62 30.13 34.35 22.99 32.88
(6.0mg/kg)
Eis 4 22.81 23.51 26.06 20.36 28.54 18.90 20.09 36.99

2.1.6 s R

S BUET Ep AR AR, AU B PERE SR, 7E BT MR R A A N
0.050pg/mL. 0.20ug/mL F1 0.80ug/mL HIXUEY A FUXH F. 0.40pg/mL. 0.80pg/mL Al
1.6pg/mL (R S HEAT Ibs [l se s, SRIR B 8 NEE, &I an a2 7 k4T
WA, RAMRZEE R, 4R VENR 2-4. IR RI: TR, JrikmECE S
76.0%~101.5%, AHXTARER 24 0.75%~4.85%; #HEAF, J5ikiECR A 84.0%~
104.0%, AHXTARAER ZE 4 0.81%~4.59%; 4RIKH, J7iiElR Sl 83.8%~104.0%,

FHXTFRUER ZE N 1.35%~6.72%.
F2-4 3 FhEFRD 3 FWEN K A VIR E RIS
FEJR 1. FTEN4R

ey WS EE (%) mliEs RSD
L7 (pg/mL) 1 2 3 4 5 6 7 8 (%) (%)
0.050 820 | 76.0 | 88.0 | 80.0 | 780 | 78.0 | 80.0 | 84.0 | 76.0~88.0 4.76

ﬂfﬁ 0.20 935 | 93.0 | 935 | 93.5 | 950 | 93.0 | 93.0 | 960 | 93.0~96.0 | 1.17
0.80 983 | 959 | 954 | 958 | 964 | 956 | 959 | 954 | 954~983 | 098

10




0.050 940 | 86.0 | 100.0 | 920 | 90.0 | 90.0 | 92.0 | 96.0 | 86.0~100.0 | 4.59
ﬂfﬂ 0.20 985 | 975 | 99.5 | 98.0 | 99.5 | 98.0 | 985 | 100.0 | 97.5~100.0 | 0.90
0.80 99.0 | 969 | 969 | 973 | 98.1 | 975 | 97.6 | 97.0 | 96.9~99.0 | 0.75

0.40 968 | 90.5 | 863 | 96.5 | 101.5 | 953 | 96.8 | 940 | 863~101.5 | 4.85

A 0.80 919 | 914 | 91.1 | 921 | 921 | 948 | 950 | 93.1 | 91.1~950 | 1.59
i 1.6 962 | 958 | 948 | 957 | 972 | 98.1 | 984 | 973 | 948~984 | 131

FER 2. AR

ey W EIE (%) EllEs RSD
Yl (pug/mL) 1 2 3 4 5 6 7 8 (%) (%)

0.050 96.0 | 98.0 | 98.0 | 98.0 | 98.0 | 1020 | 96.0 | 100.0 | 96.0~102.0 | 2.02

ﬂfﬁ 0.20 102.0 | 104.0 | 1025 | 101.0 | 103.0 | 99.0 | 102.5 | 102.0 | 99.0~104.0 | 1.46
0.80 98.0 | 954 | 965 | 973 | 96.1 | 97.0 | 97.0 | 969 | 954~98.0 | 0.81

0.050 920 | 940 | 92.0 | 940 | 920 | 96.0 | 92.0 | 940 | 92.0~96.0 | 1.60

ﬂfﬂ 0.20 935 | 96.0 | 945 | 935 | 950 | 91.0 | 935 | 945 | 91.0~96.0 | 1.57
0.80 956 | 928 | 94.8 | 951 | 939 | 945 | 953 | 949 | 928~956 | 096

0.40 97.0 | 955 | 983 | 91.5 | 965 | 940 | 99.0 | 99.8 | 91.5~998 | 2.84

A 0.80 95.1 | 84.0 | 96.1 | 96.1 | 970 | 97.1 | 96.1 | 951 | 84.0~97.1 | 4.59
i 1.6 942 | 982 | 92.1 | 954 | 87.1 | 953 | 94.0 | 956 | 87.1~982 | 3.47

FERR 3. 4K

e WS FEIE (%) ElEs RSD
Yl (ug/mL) 1 2 3 4 5 6 7 8 (%) (%)

0.050 104.0 | 102.0 | 98.0 | 100.0 | 100.0 | 98.0 | 102.0 | 100.0 100.0~ 2.06

ﬂfﬂ 0.20 103.5 | 102.0 | 101.5 | 99.5 | 100.5 | 100.0 | 101.5 | 98.0 | 98.0~103.5 | 1.68
0.80 964 | 964 | 97.0 | 969 | 975 | 934 | 948 | 939 | 934~975 | 1.62

0.050 102.0 | 100.0 | 940 | 98.0 | 98.0 | 96.0 | 100.0 | 98.0 | 94.0~102.0 | 2.54

A 0.20 101.5 | 100.5 | 995 | 975 | 99.0 | 98.0 | 99.0 | 96.0 | 96.0~101.5 | 1.75
' 0.80 949 | 949 | 954 | 953 | 959 | 923 | 938 | 93.0 | 923~959 | 135

0.40 968 | 855 | 96.8 | 953 | 865 | 838 | 87.8 | 993 | 83.8~993 | 6.72

A 0.80 945 | 93.0 | 90.6 | 91.5 | 97.0 | 929 | 929 | 954 | 90.6~97.0 | 2.22
; 1.6 959 | 904 | 91.5 | 926 | 933 | 91.8 | 950 | 953 | 90.4~959 | 2.15

lv.

2.2 YBURH C 3 - o 1/ o i s v U7 VR R SR B R IE
2.2.1 BB R - i/ ST AR S 4
22.1.1 BUESEWHE
22.1.1.1 R TETMTETHE

X A X F Ay S A FLRIAL A FR 13C - WUl A BCo-XU 5 F Al 13C - XUy
S 4T 843N 228.29. 250.26. 200.23. 240.20. 212.15. 262.19, {FHMIE 6151
PR, e 78 705 B8 [M-H]- m/z 227.1. m/z 199.1. m/z 249.0.
m/z239.2. m/z211.1  m/z261.1. @ REFRERATIE S 2L, Bl Product Ton HHiAR

11



FEX A XUy F AU S AL ZR PR 13C1o- R A 13C -3y F AT 13C - X S
OBy 25— R0 LI 3-1, 3 I el L vy PR AR IR RS 1y 8 1 B
T
2.2.1.1.2 Fe 7% Hl H S Al A e 2 1A 1 o

MEHL A B8 10 o vt = P L (R S AR 228 55 A, AN TR I 2% Hh e R Al 4 e 60
XUy A WY FRIOUEY S Je R 28 PIAR 13C - WUy A 13C - XU F A 13C,- %) S 5&
BTN AR LR 32, TR RAEAE R A A R LK 341,

Spectrum from BPA-Product lon.wiff2 (sample 1) ...34 to 0.201 min Precursor: 227.0 Da, CE: -28.0
100% -

227.10
90%
80% -
— o |
8 70% 212.06
b 60%
5
= 50% A
%
2
k5] 40%
=
R 30% -
133.07
209% 211.02
10%
0% - . A . a. A N A - . . s
60 80 100 120 140 160 180 200 220 240

Mass/Charge, Da

Spectrum from BPF-Product lon-1.wiff2 (sample 1) - ... 0.257 to 0.453 min Precursor: 199.0 Da, CE: -28.0

100% 1
199.05
90% -
80%
70% A
60% -
50% -
40% A
30% A 93.00

20% A 105.02
77.00

% Intensity (of 6.3e5)

10% A
0%

60 80 100 120 140 160 180 200 220
Mass/Charge, Da

Spectrum from BPS-Product lon-1.wiff2 (sampl...to 0.154 min Precursor: 249.0 Da, CE: -30.0

b 108.00 245,02
] |
80% A
70% A
60% A
50% A
40% | 155.95

% Intensity (of 4.5e6)

30% A
20% A
10% A 184.01
0% - — . S — :
100 150 200 250

Mass/Charge, Da

91.97

12



Spectrum from BPA-13C12-1 wiff2 (sample 1) - 5.2 to 0.570 min Precursor: 239.0 Da, CE: -30.0

1.6e5 | / 23916
22412

1.4eb
1.2e5 4 135.08
1.0e5 1

2.0ed 223.09

Intensity, cps

6.0=4 4
4.0=4

2 Ded 4 33.99

D.[lle[ll*- " Jul , |

60 80 100 120 140 160 180 200 220 240
Mass/Charge, Da

Spectrum from BPF-12C120wiff2 (sample 1)....627 min Precursor: 211.0 Da, CE: -32.0
211,10
3.0e5 4
2 5e5
5 205 59.02
& 1.5e5
= 8202 144103
1.0e5
5.0e4 209.11
I
’ J
0.0eD - — s ud 8 T
100 150 200
Mass/Charge, Da

Spectrum from BPS-13C12 wiff2 (sample 1) - 0.272 min Precursor: 261.0 Da. CE: -32.0
Seb 114.02

Beb
75 1 261.07
Beb
beb

4eb

Intansity, cps

161.99
36 4
53.00
2eb 4

1e5 196.07
)
0el - ' + L. J' :
100 150 200 250
Mass/Charge, Da

31 B A, SUE F AT S REFMERIR C B AL 10, B F A0 0C,- T S BIFER
BT EiE

13



& XIC from MEM-DP.wiff2 (sample 1) - sample. -MRBM (& transitions):ZLEFA 1 (227.0/212.0)

@ XIC from MRM-DP.wiff2 (sample 1) - sample. -MRM (€ transitions):ZLEFA 2 (227.0/133.0)

@ XIC from MRM-DP.wiff2 (sample 1) - sample. -MRM (B transitions)-ZXEFF 1 (199.0/93.0)

0 XIC from MRM-DP_wiff2 (sample 1) - sample, -MRM (6 transitions): EF 2 (199.0/105.0)

2265
2.0e5
1.8¢5
1.6e5
1.4e5 -
1.2¢5
1.0e5
8.0ed
6.0e4 -
4064
2.0e4
{:.ne{;’—— - -

250 -200 150 RT3 50

DR,V

Intensity, cps

& XIC from MRM-DP wifi2 (sample 1) - sample. -MRM (6 transitions): 72 E}S 1 (249.0/7 108.0)
@ XIC from MRM-DP_wiff2 (=ample 1) - zample, -MRM (6 tranzition=)- YIS 2 (249.0/7156.0)
Teb

Beb -

Intensity, cps

26 1

1e6

el

250 -200 500 ¥ oo -50
DR,V

@ XIC from MRM-CE.wiff2 (sample 1) - sample, -MRM (6 transitions): 58 1 (227.0/ 212.0)
@ XIC from MRM-CE.wiff2 (sample 1) - sample, -MRM (6 transitions):##& 2 (227.0 / 133.0)
@ XIC from MRM-CE.wiff2 (sample 1) - sample, -MRM (6 transitions): & 1 (199.0 / 93.0)

O XIC from MRM-CE.wiff2 (sample 1) - sample, -MRM (6 transitions): & 2 (199.0 / 105.0)

2.0e5 A
1.5e5
w
Q.
=)
=
2 1.0e5
2
=
5.0e4

O.Oe()q ——

160  -140  -120  -100 -80 -60 40 20
CE,V

@ XIC from MRM-CE.wiff2 (sample 1) - sample, -MRM (6 transitions): & 1 (249.0 / 108.0)
@ XIC from MRM-CE.wiff2 (sample 1) - sample, -MRM (6 transitions): 8 2 (249.0 / 156.0)

6e6

5e6

4e6 -

3e6 -

Intensity, cps

2e6 -

1e6

OeOﬂ

160  -140  -120  -100 -80 -60 40 20
CE.V
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— 4 XIC from BEHEEEE-MRM-DP_ wiff2 (sample 1)_itons): 13C12- EFA 1(239.0/224.0)
@ XIC from BEL3E -MRM-DP wiff2 (sample 1) . ansitions):13C12-7EZF 1 (211.0/99.00
@ XIC from BEELZE -MRM-DP wiff2 (sample 1) _nsitions)-12C12-70E2S 1 (261.0/ 114.00

Teb -
Beb

Beb

Intensity, cps
3
()]

2e5 + -2 43
4 13 36 ]
22U El 70

2eb 4

1eb

Del

-250 200 150 ¥ 400 -50

— i XIC from EHEER-MRM-CE wiff2 (sample 1) - __.ansitions):13C12- WERA 1 (239.0/224.0)

@ XIC from B E -MRM-CE.wiff2 (sample 1) - sa... transitions)-13C12-7XERF 1 (211.0/99.0)

@ XIC from B3 -MRM-CEwiff2 (sample 1) - 5. transitions):13C12-7LEFS 1 (261.0/114.00
1.1e6 35 1/-39
1.0e6
9.0e5
8.0e5
7.0e5
6.0e5
5.0e5

Intensity, cps

£.0=5 1 13C12- BB A 1/-27

3.0eb
1/-30

2.0eb 4
1.0e5 4

0.0e0 T T T
-150 -100 -50
CE W

3-2 RRBERMZEREE X WEY A WE F FIWE S REFRIRARR 13Co-WEP Ay 13C,- T} F
0 13C - B S T8 BRI
< 3-1 WE} A WEY F FONER S RREFEIZRAFR BCo-TE} Ay 13C,-WE} F F1 13C,-E S BIE M
BT EESTX. EREBENMEES

WEY BB F(m/z) TET(m/z) | ZEHEKNV) | HEEREEV)

212.1% -26.0

Xy A 227.1 -100.0
133.1 -36.0
93.0* -30.0

Xy F 199.1 -100.0
105.0 -29.0
108.0%* -37.0

XUy S 249.0 -120.0
156.0 -30.0
B3C -3y A 239.2 224.1% -100.0 -27.0
13C - Xy F 211.1 99.0* -100.0 -30.0
B3C - MU S 261.1 114.0%* -120.0 -39.0

E o CNEEE T
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— @ XIC from 20251220_wiff2 (sample 13) - std-10__. -MRM (6 transiions)-Z%&FA 1 (227.0/ 212.0)
@ XIC from 20251220 wifi2 (sample 13) - sid-10ppb. -MBM (6 transitions): ZEEF A 2 (227.0/133.0)
@ XIC from 20251220.wifi2 (sample 13) - std-10ppb. -MBM (6 transitions): ZLE2F 1 (199.0/23.00
O XIC from 20251220 wiff2 (sample 13} - std-10ppb, -MRBM (6 transitions): FLEXF 2 (195.0/ 105.0)
@ XIC from 20251220wifi2 (sample 13) - sid-10ppb. -MBM (6 transitions): ZXEFS 1 (243.0/108.0)
O XIC from 202512200wif2 (zample 13) - std-10ppb. -MBM (6 transitions): YLE2S 2 (249.0/156.0)

3.0e4 412
2.5e4

2.0=4

1.5e4

Intansity, cps

1.0e4

5.0e3 4

0,000 e s W
05

10 15 20 25 30 35 40 45 50 55
Time, min

3-3 BRI GHAEE Sul. JRE A 10ug/L)
2.2.1.2 tBiESEIIE

2.2.1.2.1 BEFEUE IR 2R S REARRR I 2

TR 2 b A ARV 71 S WA TR B AH AN VT T 536 O I R8E, S 3 e i &
YT A . MBS RIS AN 3-3 fios, SRR AN, HEFERDY 5 pL I,
XUy S FIAG F 3507 i A B arvR e, 80 PR B ERE R 2 1 L W] DAGRARVA RIS, (R
SRR EE sl (i 10pg/L 45D ANAETERC B B VARSI 45 2k T 752 1) R
B, RAVIEREAEZR, BIE T 1 pl. 2 pL A1 5 gL SERER T EIRER R, 45 5k Bk
VA FRIBON, [RLE MLV R R R TR SRR TR AN AR AR R 0 f 22, DLIBE G V8 770 808,
FEEWN SuL.
2.2.1.2.2 (o3l BREEVRORE S . AU SR 1 E

%2 GB 5009.305-2025 trifEiE R Cig (a4 (100mmx2.1mm (H4E) , 1.7um (A
BRRAR) O BT IR . BEBEMARE . MIE AR S GB 5009.305-2025 fR¥F—F. Xf
THREARD B T K-HEE. K- 55 0.02%Z /KK IEW-F EEAT Smmol/L 7 B4k /K%
- DU R 2800 A 510 73 B AT 9 R S iR B2 (RIS, 45 SR8 3-4 Bios . sl AH
K- IEBL 0.02%Z /K K I - F EE £ 38 e XUy S 7E 2min Z BT PRI g, 5500 S
U PR T i e 7P VR S 5K T e Xy S FRITEERF € &5 Smmol/L £ R /K V- P B2 PG
H AR AP0 R T IR B 7K - FF A 28 B 08 e &% 470 0T 1 40 B8 T A S v, ik
FOK- IR RAVERIRBIAH . TRBIARBE LB AR 7 1 v B 3 3-2,
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— @ TIC from 20251215 w2 (sample 8) - std-100ppb- 7k-FA&E. - MRM (6 transifions)
@ TIC from 20251215.wiff2 {(sample 14) - std-100ppb-7k-Z. 5%, -MREM (& transitions)
@ TIC from 20251215.wiff2 (sample 20) - std-100ppb-0.02% Sk - &2, -MREM (& transitions)
@ TIC from 20251216 wiff2 {sample &) - std-100ppb-5Mmol Z. B £ 7k- R B2, -MRM (6 transitions)
1.0e6 1 1.50
5.0eb
8.0eb
7.0e5 .
257
% 6.0e5 4327
2 5.0e5
Z 361
£ 40e5 ]
3.0eb 4
29 444
2 0e5 4 D'JT' 223 ’\ 21 . t
1.0eb 4 L ﬂ.ﬂE R-T
D.Del:l* ; ; et T T T 7
1 2 3 4 5 6 7 ]
Time, min
3-4 4 MRENE AR TRIEE
#+ 3-2 BEERRIZF (1.7um, 100mmx2.1mm Cs BiE4E)
i E] Cmin) K (%) HEE (%) i (mL/min)
0 60 40 0.300
0.5 60 40 0.300
5.0 0 100 0.300
6.0 0 100 0.300
6.1 60 40 0.300
9.0 60 40 0.300

2.2.2 FIERAFRITIEFZHIN
2.2.2.1 BRI

BTN T LU TP B bR B A i T A0 1) B B 1 2K o i o A o
W BT AR AETE, SR AT A R . R A ME= GEJFbRiE TAE 261
B /T AR UE TAE 28R E-1) x100% 115 3 Fl H AR B R AN, LAVEA AN 7] 22 i A )
o BT 70 TC 1) HET 0T 23T 48 RMERR T (R0 . 4 IMEI<20% N, SRI A 55 58 i R0,
AR BAMESE T : 20% <IMEI<50%0t, RILNHHESER BTN IME|>50%0, RKI
SRR SERAE RN 3-3 R, FTENARELFURT 3 Fh H AR v v A= B 5 (1
JRRONE, T 5 A AR 25 B R 1) 5 O i S AN B 5 o DA B R SR S A R, o] SR R 3 A
PRV IR AT 8 &
R 3-3 FTENRFIRERREFIINE A WE F FNE S EFLIFMN

| His¥) | B AsdE TAEM &R | WA HE TAEMZRRI R | BN ME | 28 PP
Xl A 3470.15074 8361.14551 58.5 G

FTERLE | XU F 4458.46044 6265.71453 28.8 Hh &
U S 403016.00 539909.00 25.4 W&
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i 4 Xy A 7054.96201 7155.84936 1.41 59
| W F 5124.59974 5229.85611 2.01 ZE]
e Xy S 727200.00 703478.00 3.37 59

2.2.2.2 FEHURAF I E

PRIBARTE FP AR SR AT, Dyt G IRl _E WU Y8 79 5 R B 7 VR AR I B AH A — B
PEA TN, T KB (VIV, 40/60) VR NSRBUE RN WE A XS F
AU S 3 Bl HARPDIRIUSR . G5 REW], 2 PAT =Rk, W AL XU F AUSE S
[T 25 [T 50 3R 78.2%.83.3% 11 93.1%, 341 T TA 3] 52 B [ AL, 4 LA F B/ 7K IR VIV,
40/60) VEIRFVE EREUA ], HEZEBERM S — 5. RN i T AR, $TEn
AREE R S R WG 23 3 D0 H AN [ R P32 (R B 8080, DAy 0 58 5 O A2 (R 5], SR 1)
37 3 AR SE B TR UE NI o RIHOUS BT AL BEEAT AR B AR TR, B R: 4 SRS (I
L8, HEFIA I ImL JEVR T RERE NI, IO SOpL RO ER NARTERR (13C,- XU A A
BC - F: 100pg/L; B3Co-W 0y S: 10ug/L, EHFIAWEK (V/IV, 40/60) ), VB2
J& BRI
2.2.2.3 Stk VO [ A bR 4 h 22

LC-MS/MS iEMIE XMy Ay XUy F AU S v th 2 an &l 3-5 Bz, XU A A
MY FAE 2ug/L~100 ng/L ZetEJu e R4F, Xy S 1E 0.2ug/L~10 pg/L ZVEJuE R 1T, A
REKIIKT 0.995, bR 4 5 F2 S AR KRB K 3-4.

Compound: FREi A 1 Compound: XRE7F 1

1S: N/A

Regression: y = 7155.84936 x + 2571 .59593
(r=098977, r=0099954) (weighting: 1/x)

W TE R

£l ] &
Concarimtion ingimi.

1S: N/A

Regression: y = 5229 85611 x + 2715 10567 (r =
099877, = 099755) (weighting: 1/x)

FEE & T EER

i g

£
-
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Compound: FREi S 1

1S N/A

Regression: y = 7.03478e5 x + 3.23077ed (r =
099955, r = 0.99910) (weighting: 1/ x)

e
b
=)

k=)

& 3-5 WEP A WER F FANER S B9 LC-MS/MS #rAERhZ%
= 3-4 WEF A WEY F FAES S B LC-MS/MS #rfEfhZk 518

&) Pt il 26 R FRH r

Xy A y =7155.84936 x + 2571.59593 0.9997

Xy F y =15229.85611 x + 2715.10567 0.9987

Xy S y =7.03478e5 x + 3.23077¢4 0.9995
2224 EER

DL 3 £ {5 M LR B AR R . 10 f5 (5 e LLaR B A e PR, R AR 4R I B 3-6 T

N Wy A R FRIEN 0.015mg/kg, XU S W N 0.0015mg/kg I, WU Al

XUy F A S (FfEmMeLt (S/ND $9KF 3.00 FEAFFEF A 3 Fhoomy b &4 5 = PR

(LOQ) HIfEMELL (S/ND MR E 4 W3 3-5. Xy A FXW ) F € &R AE 0.050
mg/kg, M S &R AIA 0.0050 mg/kg.

— @ XIC from 20251224 wifi2 (sample 38) - std-1, -MRM (9 transitions): FERA 1(227.1/212.1)
@ XIC from 20251224.wiff2 (sample 38) - std-1, -MRM (S transitions): FLERA 2 (227.1/123.1)

Pesk Time: 413 min
4000 4 213! Pesk Width st 50%: 0.04 min
39% Points Across Peak at 50%: 2
Peak width at Base: 0.24 min
3500 4 Points Across Pesk at Base: 15
Peak Ares: 1228528
3000 4 Subtracted Height: 4106.00 cps
Signal/Moise (3 sigms): 292
g 2500 Peak-to-Peak S/N: 342
2z
% 2000
1500
1000

474

558 553 ggo
2 6.43

Time, min
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— @ XIC from 20251224 _wiff2 (sample 38) - std-1_ -MRM (3 transitions): W&} F 1 (199.1/93.0)
@ XIC from 20251224 wiff2 (sample 38) - std-1, -MRM (9 transitions): ZLEFF 2 (199.1/105.0)

356 [ 5p Peak Time: 3.50 min
2500 376 Peak width st 50%: 0.05 min
Points Across Pesk at 50%: 3
Peak Width st Base: 0.09 min
2000 Points Across Pesk at Base: &
Peak fres: £200.32
g Subtracted Height: 222428 cps
; 1500 4 Signal/Noise (3 sigma): 6.5
@ 3.90 Peak-to-Peak S/N: 6.0
g 5.84 593
= 414 439488 511 555
1000 1 - \ :
-o0 3041 330
167 208 9575 :
L
0 Dottt e bt A e P e e,
20 25 30 35 40 45 5.0 55
Time, min

— i XIC from 20251224 wiff2 (sample 38) - std-1. -MRM (9 transitions): (&35 1(249.0/108.0)
@ XIC from 20251224 wiff2 (sample 38) - std-1, -MRM (9 transitions): L&} S 2 (245.0/ 155.9)

Peak Time: 2.29 min
273 Pesk ‘width at 50%: 0.05 min
Points Across Pezk at 50%: 3
250004 Pesk 'wfidth at Base: 0.38 min
Points Across Pesk at Base: 24
Peak Area: 9.33%4
20000 4 T
Subtracted Height: 28787.94 cps
a8 Signal/Moise (3 sigma): 2233
; 15000 Peak-to-Peak SIN: 1653
W
5
~ 10000
5000 -
» :
1 2 4 5 6 7 8
Time, min

3-6 JRAEYRIRAG I PRENE

= 3-5 EARERT 3 MUEBMANEMEER (LOQ) HEMELE (SIN) X HHE

o - 5iH SEMERELE SN
1 2 3 4 5 6 7 8
) 483 LOQ 57.7 78.7 71.7 55.3 53.9 67.9 68.2 57.7
A A FTER4R (0.050mg/kg) 141.6 77.8 101.6 77.8 96.4 99.1 76.5 141.6
4K LOQ 513 45.6 42.8 443 48.4 64.1 69.4 513
A E FTER4R (0.050mg/kg) 61.7 63.9 74.6 79 102.4 82.6 84.3 61.7
— i LOQ 67.3 45.8 48.6 55 50.7 61.6 82.7 67.3
FTENLL (0.0050mg/kg) / / / / / / / /

VE": STENARAEAEO S A, TCHEER S T ENAE Y S s R IR e LA
2225 &R
BURAE AR BATERE S, IO — € EFRHEDI BTG, RIS S RS R IE 3-6.
A LR AR AR FIUCER R 78.4%~117.4%, H& % BN 2.0%~9.3%, i/ GB/T 27417-2017
# 3-6 LC-MS/MS MAREI R FHEZ FE LER

it JRALRK

Pk WAAE Cug/L) E% | RSD
et - -
(ug/L) 1 | 2 | 3 | 4 | 5 | 6 | 7 (%) (%)
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333 3.08 3.49 3.71 3.39 3.05 391 3.27 91.6~117.4 9.3
Ay A 6.67 6.31 6.42 6.99 7.43 6.33 6.49 6.93 94.6~111.4 6.3
333 29.88 32.09 30.83 28.44 31.81 31.69 29.88 89.7~96.4 4.3
333 3.04 297 3.01 3.08 3.12 3.15 3.05 89.2~94.6 2.0
X F 6.67 5.72 5.97 5.8 5.79 6.27 5.96 5.94 85.8~94.0 3.1
333 28.56 27.5 29.87 28.63 27.37 26.12 26.91 78.4~89.7 4.5
0.33 0.31 0.33 0.33 0.32 0.33 0.32 0.31 92.5~99.4 2.6
B S 0.67 0.64 0.61 0.65 0.65 0.63 0.63 0.65 91.0~97.8 2.5
333 2.87 3.01 3.01 2.88 2.88 2.93 3.01 86.1~90.5 23

FAEATENARRE S CEXE S) , IAN—EmbpEY IR, FEARE, SR
Ko 45 B W36 3-7. A WATENZRIRICR N 74.5%~110.9%, &N 3.1%~10.8%, %

JE GB/T 27417-2017 Z:K.
%= 3-7 LC-MS/MS MAREIERMBEZELER

FEF: FTERAR

o TAR B R E (ug/LD ELlES RSD
(pg/L) 1 2 3 4 5 6 7 (%) (%)

3.33 2.85 2.61 2.79 3.26 2.48 2.48 2.74 74.5~97.9 10.8

Xy A 6.67 6.92 6.7 5.44 6.23 7.4 6.09 6.46 81.6~110.9 10.7
333 29.52 30.32 27.13 29.55 29.46 29.89 30.11 81.5~91.1 3.6

3.33 3.16 3.47 2.76 2.69 3.12 2.76 2.95 80.8~104.2 9.4

Xy F 6.67 6.43 6.75 6.43 6.34 6.41 7.08 5.03 75.4~106.1 10.0
333 28.64 28.86 27.7 28.05 26.34 27.34 27.25 79.1~86.7 3.1

X S 333 3.2 3.02 2.63 2.74 3.59 3.29 3.19 79.0~107.8 10.6

TE: HITEIARNEY S IR 0.33pg/L Al 0.67ug/L, /N T AR S &, AR IR ICE .

3 5 GB/T 34455-2017 HEEEE
AIRHEARE GB/T 34455-2017 (4%, 4WMRAACT: AR E WAHEEE) , 5

GB/T 34455-201 7L, FEH AT

a) BT XUy F AL X S FT il € 5

b) N T AR ik VUM - R T

ARUAEVT 191 BLAS A AL 3G I T U F ATy S IR 52 o 3 3 B B S 4R 5B 2
s I TBhFNEAR, BEF. XUESIE G ThRE-S WU AAHBLI & ARk 2% T 7E G 40
b r A R B AR AT R, R XU ARSI TGV A U 7 A R R RIS IR
B RESAT I OIS XTI 5 B I 5, [ G 40T ks 5
P (ARSI A v 4% 7= R R s St B 5 A . FEHR Y28 B3 I 17 30AH £
JRVE/ R EAE A 57— Fha] (e B A 5 i o VROAR E -SSR S v LA e MRS . R
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B BUTHRBR LSS, W SEDUR & R A FEEATIN, IRAh T B A AR
WRERTIN . P BN R, B Z R NFRE, A BRI AR R, SRS [F R
Yyt SR ER o MU UAET Je b T ARAT W XU A0 S DR bR AR AR & CAT b
H 5RO TR HEANRE AR T G0 B4, 4T T ARHERE A e i S EAR R
BEE, RV RV E . PR, AR 2 TR R

=, RWIHEMST. GRS, HAKFICHE, TENEFYE. HaYEMES
M Eh

1 W

T EIEE

2 FH VAR G e S R R 6 0 SRR B AT R, FE ML LS FTENAR, JRAEARHR .
Bk, SRR, PSR s AR E R, 4R WAR4-1, AR, WCRARA LS
HLF 18 B OB A o

1.1

#* 4-1 KhreEmililgs

WEER (mgkg)
LA=RY BE 1 FE 2 Fed 3 BEdh 4 BE S BEdh 6
GTENSE) AR CHABID Ol ARt (Huf B Fizd) | GRERBEZR)
Xy A — — 2.5 2.8 3.8 —
Wy F — — — — — —
W S — — — — — —
1.2 REBE-FRIE/ REE

I FE VR €0 1 - o B/ o e v e T ER AR JRAE AR L A4 TR 4K . A4 S AGHTRE I,
gER N FRA-2, FTENLRAIALE T35 40K H XUy AFISUEYS,  {HFT ERAR A XUy ARG H AR A
TEER, NES%, A49TB400 H A

#® 4-2 SEhRAEmMit SR

Mg (mg/kg)

wan B 1 BEdh 2 B 3 Bl 4
HTERSR) RS (A4 TETHL) (A4 B4

Xy A 0.027* — 23 1.2

XU F — — _ _

X S 0.018 — 0.34 —

T WS E.

2 FHARE M. oW EmMESME
(4%, ARBMECR SRS YIRINE ) BB 590, KL 2 05 R RAE
.o Ut b, W s s R 1 KRBT, i atAl = st 4 g — kil
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AR, PRI AR PRSI 5] K IR Zh R L . IRIS RIS, I8/ flh & FR S A
BEARARML & 5 B2 5 A OT R INAR 2R, AT AR AT ik B A 75 SR R £ 07 1%,
BRARAX S 5IRAITH S, SRR 525 as, HESR I B8 I8 s RCR L Bh J73& 408)
ARV KA/ TE B R MR B, S i 480 B DB SR, BT bR 56 4
71, wAPER TR . AT, eI AR R, B F A S,
JRTIN T AR AT\ IR AT M BOR GE T, NI E T TSR LR R PR, & H| 25
o5 XU A 5 PR 2R S RN T, 8 3 AP AT 56 S PR B R B A AR B 22 4
PR R, IR I AR R Rt U SR BT R BE AR R I R
JRVS XU BRI Sl XU 28 75 Gebidh NI AR A 77 7K, B/ AR R B8 2R 3
73, B JpiE AT LS Gl 51 AT MR S R CR B ARB R, Nt 48 b A fIC R
AR B . ATRFEER SR (AR P U A, B I 4RAT I “ XUk ” 5AEASIMR HARSEI, HE
BN EIEAUR JE -
M. S5EFR. ESEEIRERARRNSHXTLER, & SMREMER. HHINEX
HARFTELIE R

AFRELE GB/T 34455-2017 J&aili EBEAT VBT, 780508 T 5 EANFEZRARME R EOR
PR, FRAEKTIA S E P St K.
B UERRRAEAERERERR, UAREEENS|I A& RAEREIMRE, FHitA
AR A E Rt R R E
AARHEAR DA brbr it Ay B a5, PRl o 51 A EeR 1 Br A o
5B/XEE (TBUEMMEXFERN X R
ANHE ST IR EFA R G M B AR B MR .
+. EXFEERNLEL TR

AR HELE S B P R I R A R
I\ B REFEE XA

AARAEATE BRI o ABRUE R AT B AR L R BOR B 515 DT E .
N EHEERENER, URALER. SRS, SEAFISHE B AR E I EE
=il

SARERAT G, SRR S SRS PR S, UCRA S 6 A H 92ii. bR
HENBIThRUE, FRUESZHESS, GB/T 344652017 (4%, 4UHRANLLH 22-— (4-FRIEFIL)
HkE ORIy A FIIIE AR TR IE.

\l,
-
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+. Hft N iR RRRY S
NPEFHEL W, SHEERRETLER (A TEFHEER) B, A&
Wi 117 37 56 S I A A o

P BN
2026 &3 H
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