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mif

ERILERY. SRENALHRERRIBNARN (BIN=X&,

BEEE 0-3 ZAEMEEHR, M-THREGR (EPA) F1=+=
BAGER (DHA)) MONERGER, HETEARERE R
HZRFks. EHERKE, XEGERSEMELTRMGIMRL
REA (BFR) KIMBIEAN, Bk, I 2004 &£ 8 AERKEE (EU)
PRI THESEST 01% RIRBERE (pentaBDE) F1/URBER
Bt (octaBDE) HAREWHER, E£2008 E 7 A, ZBENi#
—$REESHTREEE (decaBDE) KBS SHF=R (1, 2.

AFXETENHE, TiLEL TESEASRBERERA
BFal AR ERYE BFR, ENTH—L4EHHIM 1,2-W
(2.4.6-Z1REXRE)Z)% (BTBPE) ELEMERHKE [3], B,

FE-MEE. RE. KEE. SRENIWHE, EBEERN

F1. BHEAY. BRI (SUR) FIESIRER (SS) FIF%

ERKEXREFTENEE, NEBEHRRTEIHEMRRIA
FHHEFZZ % (Rapid Alert System for Food and Feed, RASFF)
IR ERE [4].

SRS

ERTER

ERFERTERHIGEUTYRMEESR: BDE 28-203. HBB.
PBT. PBEB #1 BTBPE, RJIiREH 0.05. 0.1, 05, 1. 5. 10,
50. 100 #1 500 ng/mL; BDE 206, 207. 209 #1 OBIND, %3l
WKEX 025, 05. 1. 5. 10, 50. 100. 500 %1 1,000 ng/mL.
FMERUEERRIIN RFRA RSB E KR EmR BDE
37 ARk SRS BDE77 #1 13C-BDE 209, EfIKIRES A
10. 5 %150 ng/mL.

%®E S CAS &

BDE 28 2,44 -=RBCRE 41318-75-6
BDE 37 (SUR) 3.4.4'-ZiRECRE 147217-81-0
BDE 47 2,2 4,4 - MR R 5436-43-1
BDE 49 2,2' 45 - MR BB 243982-82-3
BDE 66 2,344 - MR BB 189084-61-5
BDE 77 (SS) 3.3 ,4,4'- T REAFEE 93703-48-1
BDE 85 2,2',3,4,4 - RIRBARE 182346-21-0
BDE 99 2,2'4.4' 5- RSB 60348-60-9
BDE 100 2.2' 4.4 6-FIRB AR 189084-64-8
BDE 153 2.2' 4,4'5,5- N REEFE 68631-49-2
BDE 154 2.2 4,4'5,6'- 7 REKE 207122-15-4
BDE 183 2,234,455 B-tiREE A 207122-16-5
BDE 196 2,233 4,4 ,6,6'-/REXHRE N/A

BDE 197 2,233 .4,4',6,6'-/REXHEE N/A

BDE 203 2.2' 34,455 6-)\REAFR N/A

BDE 206 2,2'3,3 4,455 6-NIREEHE N/A

BDE 207 2,233 4,4'5,6,6'- FLIREAFES N/A

BDE 209 TIRBFE 1163-19-5
13C-BDE 209 (SS) 1301 iREX A AR N/A

BTBPE 1,2-W(2.4,6-ZRFEE) 2% 37853-59-1
HBB NIRE 87-82-1
PBEB HRZHF 85-22-3

PBT TRARK 87-83-2
0BIND JUR=REREHH N/A



L= mfnsel
- B (EEZ % SupraSolv &, HEERE)

- B¥ER (EEZT SupraSolv R, HEERE)
- CHBZER (EEREBRAEEFSHERBMER, SRERE)
« FTKFiERSH (7 Penta Chrudim, BE%HKRE)

BT KTHERSATE 600 °C THRH 7 h, fEFHETEEPER. Mt
FREZEENRERNELEA—1 A,

- FERT (0.063-0.200 mm) (EER%, HFE%HRE)

BRERCTE 180 °C THIHGEN 5 h, AKEBITRM 2% HEEFK
HRIE ShTkiE, BEGFTTESFT 160 £H, NEARHE
EAFHEREREA 14 X,

- WilstE (EEERBRERS, SRERE)

o S{tsm (R Lach-ner, {AEHKRE)

- WER (EEER, JR%ERE)

- 50 mL BAREE GEE Merci, BRERE)

« 230 mm KEEBRBRE D812 (#E Poulten and Graf
GmbH, HE%HKRE)

VE

- AAMREN, WEFKHAF (#E Haan)

- HIKRMEZIEEZ KX Buchi Rotavapor R-114 #1 R-200
(BLHHmEEEREN)

- BiHl Rotina 35R ({EEIGH=FE M)

HomaieE

HB10g BEALRSR (ABRIFERBDE37-10ngBRK) BT
BEREBLOED, mMomL EIBKRES, REM10mL ZEZEER
FURIE 1 min, BEFE, 4 4 g RERSEHN 2 g SWIMIMNEEYIH.

HERIE 1 min, B0 (5 min, 11000 rpm) , KENEHER
ﬂ 5mL %ﬁﬁ—t*io E%*ﬂE"]:Fhﬁ_\.l)luT/J\'L"?g:Flﬁ?u

BEEXEVRDYAE 1 mL ECREFAE, BRFLHASNE
Bk, ARYEE (KA P R A & 2T AR AN E FNRER AR R
“HERERRBETHEA (5], SRR KAEZEEEZ N
DEE, BREERNBENEZENNTRESKATEES, BREE
AT 05 mL R¥ER, FERPESHERETSHRERN BDE 77
(5 ng/mL) %1 13C BDE 209 (50 ng/mL).

e RE
Rfeem__, 10 g BHENAHES
+5mLH,0+10mLEtOAc

l #R¥Z (1 min)

SE
#n 4 g MgS0, +2 g NaCl

#RIZ (1 min)
Bl (5 min, 11000 rpm)
5mL ZEZERE N

Bt
FERS (1 g) HE
i&H: 6 mLHex:DCM (3:1, v/v) 14 mL Hex
L1 mL Hex E#%
BERE: 10 mL Hex:DCM (3:1, v/v)

BDE 77, '3C-BDE 209 BHAEHARRT 05 mL RFK
EHSTEE
GC-MS/MS (El)

B 1. #EE N NARIERSE SR (Hex— ECK, DCM - —SH
W%, EtOAc - ZBZEE)

e

Fﬁ“ﬁ’—ﬁlﬁﬂ%)ﬁ LI %E Agilent 7890A SHBIEN (EEMFIE
THERUATRECRELARA) MEFRE E) EXH

Agllent70008 ZEMRFREN (REAREAR) LiEfT. 8]

HEERSAEE Agilent 7693A BaI#HR (REARHEAR)

“EUBASHHSEXFED (MMI), ATHITHE, XAT

DB-XLB EEH (15m x 0.18 mm, 0.07 pm EE; REFARH

2F) . ZRUHSHEEEINREIITE 2.



£2. HHBSHEEEIEM Agilent 7890 SHEZFH

Agilent 7890 S#HBERH

BikH

Elbizea-
biz=d

HEOHE
HRREEER

id s
HEREBK M ES

M il
EaROMRARE
5

HRRE

A d

HRERF

B1THR ]

15m x 0.18 mm, 0.07 ym DB-XLB (EflI&iLH,

TEES)
Agilent 7693A B Ehi{i#EsE

2 L AR TR, RAZEARSHSERH
BO (MMI)

2mm BEMOLERE (R4S 5190-2296)
80 °C (0.20 min), W 600 °C/min F+Z 285 °C
REKMASR

50 psi

1.5 min

1.0 min B 50 mL/min

i

1.5 mL/min (11 min), KL 15 mL/min #ZE

3 mL/min

110 °C (1.5 min), 1L 30 °C/min #Z 320 °C
(3.5 min)

12 min

7000B ZEMRAFSREER A MS/MS BFBRE (El) #0117,
EREN TR transitions BB R MR (MRM)
B/ BT, BELE 3. RRE. BFE. MR
5~ MARATHYIBE S 504 300 °C. 280 °C. 150 °C #1150 °C,
EHSEAERS (1.5 mL/min) FEX (2.25 mL/min). BFEE
88 (EM) HEHETTR 3. — ZHFEMNSWETH 1.2 amu #
#E£%E, RES HERONFESFHEEERREEEAR
20-80 ms, WASEHEH) 5 MAKEI (Hz),

MassHunter EE 254 (FRZA B.04.04) (REFR/RHAA)
RFERLE,

£3  MS/MS FiEMt L &4

taman RAEF —FREMWE  EHEF “HRESHE  HiEEE REMETD (min) BFEEREHE

405.8 ki 246 = 20 0.3 10
BDE 28

4078 ki 248.1 = 22 0.3 10

406.7 ki 325.8 = 16 0.3 10
PBT

406.7 ki 246.8 = 24 0.3 10

499.7 ki 484.6 = 19 0.3 10
PBEB

499.7 ki 4205 = 1 0.3 10

405.8 ki 246.0 = 20 0.3 10
BDE 37

407.8 kA 248.1 E 22 03 10

485.7 A 326.1 kA 28 03 10
BDE 49

483.7 = 324.1 k3 32 03 10

551.7 = 4725 k3 26 03 10
HBB

551.7 = 3915 k3 34 03 10

485.7 = 326.0 k3 28 03 10
BDE 47

483.7 = 324.1 E 32 03 10

485.7 = 326.0 k3 28 03 10
BDE 66

483.7 = 324.1 k3 32 03 10

485.7 = 326.0 k3 28 03 10
BDE 77

403.8 = 269.9 kA 35 03 10




3. MS/MS IRt k& (%)

taymain RFET —fREiEnwE BT “HRiESE SRR REHEED (min) HBFEEESERE

565.7 % 405.8 ko 28 03 10
BDE 100

403.8 = 269.9 = 35 03 10

565.7 % 405.8 - 28 03 10
BDE 99

403.8 = 269.9 = 35 03 10

565.7 = 405.8 - 28 03 10
BDE 85

403.8 = 269.9 3 35 03 10

643.6 = 483.8 ko 20 03 10
BDE 154

483.7 = 3749 = 40 0.3 10

643.6 3 483.8 Ed 20 03 10
BDE 153

483.7 ki 3749 ko 40 0.3 10

561.7 ki 454.9 Ed 45 0.3 100
BDE 183

721.6 3 561.8 ki 17 03 100

356.8 ki 2778 = 13 03 100
BTBPE

356.8 ki 328.6 3 1 03 100

801.7 ki 6415 ki 14 0.3 100
BDE 197

641.7 ki 5345 = 47 0.3 100

801.7 ki 6415 = 14 0.3 100
BDE 203

641.7 ki 5345 ki 47 0.3 100

801.7 ki 6415 ki 14 0.3 100
BDE 196

641.7 ki 5345 = 47 0.3 100

719.6 ki 559.6 ki 49 0.3 100
BDE 207

879.8 ki 719.6 ki 9 0.3 100

719.6 ki 559.6 ki 49 0.3 100
BDE 206

879.8 ki 719.6 = 9 0.3 100

406.7 ki 3277 = 25 0.3 100
OBIND

852.7 ki 7.7 = 14 0.3 100

651.5 ki 543.6 ki 34 0.3 100
13C- BDE 209

811.8 A 651.4 k3 44 03 100

799.4 kA 639.5 k3 44 03 100
BDE 209

639.6 A 530.7 k3 36 03 100



GRS

FBFFANSBSRRIRIEREHE 7890 SR
7000B ZEMNHASREBERBRGIEANE LW AL, TUASH
21 MRFMH BFR. BRTHEMNERZEBRMETENRZE
Z4H (EFSA CONTAM panel) [6,7] 1457 BFR o MATI4E A
8 MEEX{EH PBDE 4 (BDE 28. 47. 99. 100. 153,
154, 183 %1 209) 4, HATENE T 54> 8 ¥ PBDE F%H
(BDE 49. 66. 85. 96. 197. 203. 206 #1207) WK 5 #& K4
BFR (PBEB. PBT. HBB. BTBPE #1 0BIND) .

BitoE

4494 PBDE B, AMUFEZEERAMYNSE, ELREE
S5EIFEFUAMHBERRL, BAITERNRAERE
REXFERT, ATXLER, BEEA 30 m KMEAEH.
W, HAMaHTE ERE AR SWEIM BDE 209 R,
BEZERAKE (1015 m) MEEHE, Eit, EXHERTHE

x 102

MR ER T RS B, HESh, RARUFEER (NCI) R
RNEEX (m/z79 %0 81) B, EftiRUMATRESTHEFH,

1R, ElM&=EREERN [M]* #1[M-Br,]* BF, FA'SC
WNCHIREM R A AR TARER, Bk NC EEREBESS

—ﬂ:ho

WNE 2 FE 3 FrR, RAMTEMME 21 MBRBFRRI¥E12S
SRBESE, MAELZT. EREMRT NCIEXNSEEL
BITUEE 17.5 min: 7890 AL 70008 ZEMRAT RS,
Agilent DB-XLB E4EH (15m x 0.18 mm, 0.07 ym), EI &K,
WA WA E AT EFIGE IR T DB-XLB #40 EI-MRM iB1TH#
A TH=ENRFRENNEIBHE, EXBAT. TUER
SIEEEEEFIYEFE PBOE SEMRKYSE. WE 2
FrIl. PBEB #1BDE 37 Miti ¥ AT L@ EA AR/ MS/MS
(El) BFXMESMIE. AW, HER GC/MS (NCI) RgR N
Foik4 E BDE 28 71 PBT RILF MY (B 4)

1.1+ 28 203
PBT BTBPE
8 HBB 47 noo OBIND
, J 154 183 207 (206
197 196
09 PBEB
R . I
q 85
07 ko 153
= 06 \/ 66
2 o051
04 SUR
R 37
02 n
04 L lLJu .. LJL L | LA ] .:\I\M,\IJ
-0.1
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
54 56 58 6 6.2 64 66 68 7 72 74 76 78 8 8.2 8.4 86 88 9 9.2 9.4 9.6 9.8 10 10.210.410.610.8 11 11.211.4 11.6 11.8

SFERE (min)

B 2. 5pg/kg MERHIE GRAL AR E IR (GC-EI-MS/MS) = H)



47
334 45 56 67 78 8J9 910

SUR

37
100

MRz

28

SS
a 77

154 |153
- 49 i
| a JL| __1L A

L& A P . onile laana

12 13 14

o fodelle Sa P A A

B T
52 54 56 58 6

T T S S
6.2 6.4 66 68 7 72 74 76 78 8

T T
8.2 84 86 88 9

T T T T T T T T T
9.2 94 96 9.8 10 10.210.410.610.8 11 11.211.411.6 11.8

KERE (min)

B3 BHRIER TSR R AELRN EEE (GC-EI-MS/MS) 1Hl

x 10°
7.5+
7,
6.5
6,
5.5
5,
4.5+
g 4
3.5+
3/
2.5
2,
1.54
‘I,
0.5+

0—

28 + PBT
12 203 34 45 56 67 78

PBEB 99

100

49 8
HBB | 66

a7

SUR
SS
37 77

W ¥

54 BB153

8 1)12

BTBPE
J 197 203 1

&/J/gs 207206

183
153

OBIND

209
. .J L,_L

I
12.2 12.6

8.6 94 98 102 106 11 114 N8

13 134 138 142 146 15 154 158 16.2 16.6 17

FEME (min)

B 4. 5pug/kg MERRIE GRAL LRI EIEE (GC-NCI-MS) 6]

FiEt e

FlHRLE GC/MS/MS IRE, BATRERNAEENRLEY
HRAR R MR T ET M, SBARREH 100 ng/mL (48
4T 10 pg/kg BEAAAEL) . GC/MS/MS XtFTE BiF L&Y
R R E T B AR AERZE (RSD, %) ®R, BEHA 1%-7%.

RNERIIHR DTN TIRATFAKE SR “LEHH” =1
FREmEAE A EFE LR GC/MS/MS ST tE, WiT HiR

MBS (REEWE, EHE. TR (LOQ) fLkE) W% 4.
ATEIEBNIRF ., BEENAALNERRNAHKEK
F (175 pg/kg) WIFTE BIRAITIENR, AEHTRERN
ot TSR, YENTEFZASE (B, MERFLE
EAERKKRERNER) . ERE (%) HEALERE (TR
BERRERVEREHITEE) , MERY (%) WERTAHE
FEIRE (RSD). MR (%) #1 RSD (%) HISEE S 5H 78%-115%
1 2%—14%.,



HEFERETEIMERERN GC/MS/MS MFUELER, &k
BLPELRHIEERR A 0.005 pg/kg, HHF 0.05ng/mL (HERL
# BFR £B2E5HE) .

EFHeafAN BRI EENEREEE, BLEFER
EEH TIEARERRB AR E 0.05-500 ng/mL (3t BDE 2086.

207, 209 #1 OBIND TS 4 0.25-1000 ng/mL) . fERMMLER
3 (17x), TERERZREIRRE (R?), RAEMENKEEEA
TEREZERFROES (500 ng/mL 3 1000 ng/mL) , XL
KH, FEERSTYEHE LA EEENNEYE, BRRY
(R?) &F 0.99.

F4. XHEBELEREMZMLUR GC/MS/MS SRR 5T A I SR

e, 1pg/kg 5 pg/kg TEEMR St
EHE (%) RSD (%) REC (%) RSD (%) (ng/kg) (R2)*

BDE 28 89 2 92 6 0.005 0.9990
BDE 47 78 7 83 5 0.005 0.9983
BDE 49 100 6 97 4 0.005 0.9993
BDE 66 100 6 96 5 0.005 0.9989
BDE 85 107 7 106 6 0.005 0.9984
BDE 99 106 8 100 5 0.005 0.9982
BDE 100 102 8 98 5 0.005 0.9981
BDE 153 107 10 101 7 0.05 0.9985
BDE 154 99 10 93 6 0.005 0.9984
BDE 183 100 8 104 10 0.05 0.9936
BDE 196 83 14 81 8 0.1 0.9964
BDE 197 86 12 93 12 0.1 0.9990
BDE 203 79 12 81 12 0.1 0.9929
BDE 206 79 10 86 13 1 0.9987
BDE 207 85 12 89 14 05 0.9963
BDE 209 81 8 79 " 1 0.9985
PBT 115 10 114 5 0.05 0.9994
PBEB 105 7 105 4 0.01 0.9959
HBB 102 12 103 3 0.05 0.9969
BTBPE 113 13 113 12 0.01 0.9973
0BIND 104 " 107 10 1 0.9929

“HETNEEREZRSKAS (500 ng/mL =50 ug/kg, WAREE BDE 206, 207. 209 #1 OBIND & 1000 ng/mlL = 100 ug/kg) SEEMAEMLHMEIIZE (RY)



Fik

ETCRCE KR RBFROMARET SPE BERBUEFLT
FRENAETEEREXRENE; ENTRRER, BAZ
FEFREERREMENSFUEARETILNG, MiZFET
HEAREN MR RAESIE 6 MER, B, HERXHITHRE
mibET R, REVAFIMAEBEUMERD, BEiZAER
(VATEABEAR A A IR RE R BRI DT A

EXREAER “FEBS EVRIRRNERATCE R E RS
MR UH GC/MS/MS 25K HS SANCO X145 12495/
2011 [8] HATIA—E, HERMGITEHMRES N, BEEHE
BTFEMBENERSEINIT (BIKEEE 70%-120%, E;
HINF 20%) . TR BARS MR EINEERE A 78%-115%, B
Bt (MUBEMRERERT, RSD) FiBid 14%, EEAERIRH
MFRKETh2ME, ZERLE GC/MS/MS (El) £4T, T2
BR 0.005 pg/kg (SERLE BFR 2BEESHE) .

ZENRITRE B RXREMNENEFFEAENERZE,
ATMERES m/z KEMAEEFHEIET, AAETHE
b RYEEF. ERARAE, BEEMTREKEN BFR 2
(ERRRRPHITTROMETERLE) BRTITH. AXiZ
MR H—F AR A SERIERRMEBTHLI (9],

SE

1. EC: Directive 2003/11/EC of 6 February 2003 amending
for the 24th time Council Directive 76/769/EEC relating
to restrictions on the marketing and use of certain dan-
gerous substances and preparations (pentabro-
modiphenyl ether, octabromodiphenyl ether).

2. BSEF. Bromine Science and Environmental Forum; 2012.
http://www.bsef.com (accessed June 26, 2012).
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5. K. Kalachova, J. Pulkrabova, L. Drabova, T. Cajka,
V. Kocourek, J. Hajslova, Anal. Chim. Acta. 707 (2011),
84-91.

6. EFSA, Advice of the scientific panel on contaminants in
the food chain on a request from the commission related
to relevant chemical compounds in the group of bromi-
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Request for data on Brominated Flame Retardants Levels
in Foodstuffs, EFSA Journal. 328 (2006), 1-4.

7. EFSA, Scientific Opinion on Polybrominated Diphenyl
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9. K.Kalachova, T. Cajka, C. Sandy, J. Hajslova,
J. Pulkrabova, Talanta 105 (2013), 109-116.

EZER
BRI SHRSHERES,

www.agilent.com/chem/cn,

BHERHI M



www.agilent.com/chem/cn

RRENAZHTREFANFRAETRE. RTRERARRMERNBERETREE
ARME.

AAMTHER. RAFERIALE, BARSITEA,

© RERF (FE) BRAF, 2013
R E EN

20131 A7H

5991-0887CHCN

Agilent Technologies




