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LM 2,2°,4,4” - PUIR B BE (BDE-47) P38 2 H & o7 ik, HR b Ae T - b %
C15H9O3B1"3j"75'£jﬁ)§w /ﬁ\:é’ % ﬁj/l:g%j'\j :

(1) FRHL 1201. 2mg (mmol) HIEELEE £/ = ZEE T 250ml 4 I, I\ 10m1THE, % i
A 280mg SEALHN, TEUK 25 TH P sl VY. 20min ;

(2) FREL 3- VR —4— B IE TR 3. 24g (16mmol) , FFFREN 2, 4— —IRZEM) 4g, (16mmol) ¥ T
20ml — F3E AW, Y 2h

(3) FREL IR 3- 1R —4- (2, 4- R ) KHEE 2000mg (4. 6mmol) , 55 _FIDIRYA
WL JE R A WHEAT O 3-4h

(4) FEHX 1570mg (37. 5mmol) ) LiOH « H20 A 1,4~ 4 /NSRS K FITR A 50ml (4
BUL 1 00D WA R KRR 24h 52 B4 S A5 3 A B AR FEPUR Cislle0,Br;.

2. —Fh2,27,4,4" - VYR BEZEEE (BDE-47) 2305 J HoA 7 v, HORAEAE T ik 3%
C11H13O3NBT2?"7$?ILLJ§V /ﬁ;% % 51/':3%?"7 :

(1) #% HU 3,5- = ¥ —2- 2 J& it #¢ 200mg (0. 79mmol), f A 6- R . B & B
52. 53mg (1. 58mmo1) LA JIE & IEIK K05, VR AT 2mL — L A EE 1, 100°C R &MY 5h 5

(2) FFHY 1570mg (37. 5Bmmo1) ¥ LiOH « H,0 SO 1,4 48 S S5/K VR A 50ml (&
W1 0 D) o RA A BUK R 24h

(3) 4y B aih J513 2R AR RS REPUR € H50,NBr,.

3. —Fh2,27,4,4 - VIR BEZREE (BDE-47) KPR XA o7k, R EET U
C1sHs05B15 5 BSA K, €, H,,0:NBr, 5 OVA {HIAF B AL R, A BB A -

(1) C,Ho0,Brs—BSA [ & i « B 2F #i J5 C,.H,0Br, 0.50mmol (0. 239g) % T 10ml N,
N- R R B s HON- R R 3R E BE O % 0. 50mmol (0. 0584g) , N, N” — — 3 4 fik
0. 55mmo1 (0. 1035g) , ¥ T 10ml N, N- ZHELFFEERL b, TEREDidt N &R EEA iR
[#) N, N- L R b, Sl e O 8h, 4°Cit 4

(2) ¥ =LA 9000r/min B0y 15min, b 295 WO 6 RS

(3) F4iE B 14 N5 8 R T pH R 9. 6 IR TR 3h 22 vy IC 1 B 15me/mL [RIVA TR
10mL ;4 CHFE T, B 10mL v PEREZAZ HOF NN 10mL (¥ 8 S, REEhidE 4h

(4) NG IR 0. 9% A B b AGENT 5d DB NT 5B BUG , B G B MR TG
75T -20C.

(5) Cy,H,50,NBr,—OVA [R5 B B £ L8 OF 1 e B 4, AP IR S S B & A A] o

4. —Fl 2,27 ,4,47 - PU IR BE 2K Bk (BDE-47) () T I 3% K 0 4%, HOERHEAE T - LA
Ci5Hy05Brs—BSA 5 Ay G I, G 22K A A S X 5, AT 2 IR e, S T7R

(1) BRI —, fi BER G R A7 B PIhIETE =2 K B R S se vt %, AR B 2R /K ke
T& A IR CysHo05Br,—BSA, 44 S iz I v 5 90 G 58 e FINVR A, A Sz I 78 73 FLAL

(2) BB I 5E e A FLAL 5 1 S SR VO e~ 1EAT B2 RS, T T 5 R e A
A5k G 8 R 78 53 WL, 3 H B2 T Ry L 2R AL

(3) FEES 3 RN S 2 i, 208 5 A E S kit 50457 o 6] 1) B B b1 » R ) )
0, A A BB F DK R A, AR I EN/N LS HLE 2 ~ 3mL 1L, 8 20 i » H B35 O B
A HUMTE AT RN . BN A BT IS, 7E S sh kR4 T KRR

x 1 NLHURAEY) Pz Sl T %
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HIERW (D e LI PEAE (ug) HEFIZER I ERAL
0 RREH i8R 0.5~1mL BitEIfE B
1 B IR 500 B REH HE. TR
15 — IR INaR S 500 HRFEEVER T, DU
29 ZIRINGR S 250 FRATRER HE. O
35 AN TR KSR 137 2~3mL B
36 ZRINE G 250 RS HE. O
43 09 R 0 S s 250 FBRATEREN . WK
50 BN TR AR (L7 2~3mL HAB
57 i 250 I RA T2 R
63 i K

5. — P A)HE T 43 H] EL1SA £ 30 BDE-47 J7V g, FRFEAE T S BCR) 223K 1.2.3,
4 PTIR [) BDE-AT 3L B RN Tz o i, BAR TR -

(1) LA €y H ,0,NBr,~OVA 7 KA 4% J1, LLBEAL 100 1 L 1) 5 1 g/mL (AL 4% 5 R B R 40k 96
FLEEFRMR, 4 CEE A

(2) ¥ PR, I BFFLIIA 350 1 L PRV, B0 Imin, W2 WES, ILDIRE R 3
Ve

(3) ARRAL 200 w L 5 PABCEEAT £ A1, 37T°CHRG LT 30min J&, R dt PR, an bk
3R

(4) IO\ 50 1w LBDE-47 brift 2 413K B (0, 0. 025,0. 05,0. 1,0. 25,0. 5, 1,5, 10, 20,
50,100, 200,500, 1000ug/L, ) F1 50 1 L HLIMIEE R, Z¥% 30s J5,37 CIRBILE 60min ;

(5) fn B3P fEHEE, I 100 v L 2EH1% 1gG-HRP ¥, 37 CHR IR T 60min ;

(6) w1 b3 JE PSS TN 100 w L W, 37°CRDLIRGZIRE 15min ;

(7) N 50 1 L [ 2mol /L AR BRI, 24 1b Y

(8) BEFRNAE 450nm YA T Il 25 AR AL s i O

6. — PP FARCR) R 5 Fp 38 7 (RS U 5 v AT S BrRE (A o [B] Wi s 56 1 7 v, FLREAE
TET JEFEK e Aty 8 1 A = R AT St E AT A I (B0 23 B, B8 TR 45 5 - i) EL1SA
KRR S8 GCMS AT 25 3, BAR T E T

(1) /KFEZLL 0. 7um [ Watman GF/F BYIEAT4Epe 4Eil v& )5, IiN 50% ({AFAEL ) B
B 5 AR VS S LA 10min, #E 30min, B0 5 B F RIS, 54T EL1SA R0 0 ;

(2) e (farE) kw0 ke S KmiR 1 - L2(RER) B0R
G IMAGE A IE Ok S @ BRAGHH (V/V=2 1 1), BAZE 30min, TR AL
PRI s R AR SR 2 BUA A G HIE CRe /B s ), IF RO R 24k 2 o th s 7 e 4l
BT EET ImL (8 B 3E4T ELTSA 630 o
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— i T 0 R B 2 B R I A B B EK S 5 R B 4 AR 77 0%

W N
[0001] A BH J—Fim] H T BDE-47 BRI 1 EL1SA J7v%, J& T S A 2 sk B 41
BT RS 06 R ARATIR,, T8 7 116 ()48 2% 4 30051 EL1SA #0757 v 7] UL AR5 BDE—47 4o 5% 58 )3,

A

HEREAR

[0002] ZIRELZERE (polybrominateddiphenyl ethers, PBDEs), & —REWRIR 15
WAL G, JE TR ZR BRI, FAL 238 50 C ol - g Br o — 100, MRS E IR 51 BV H
MEACRL B RIASE, w5324 10 DNASFEIAL S5, oA 209 Ff (A 544 . BDE-47 28K 2,27, 4,4 - Y
TRIBEASTRE , Ay 22 JRIBE A< Ik P AT R B8 A s ok ) 2 IR R e 73k C,HeBr,0, 73 F
A 485. 79, J4 i —107°C, Wb i 98-99°C o A A S5 ML A M AR e , SR ARG K AR i, B
YR R

[0003] 22 VRIBCASTRE 22 FH T BEBRSRI AR A2, J8 TR AR I —Fb, #) 2 N H T e
# IR K EEME A T AU . Tiidy EIAT AL A %) PBDEs 1 FH BRI 3= 22 0] 43 4 =
Bl TR R BEVR A4 )RR BRIR G 9 UL A IR B R E, BDE-47 =B ] T TuyR KR
Tk, o A R A AT B R O IR AL G 78 2 VR ZRBE 1 A 7 A A A AL B i
TP 2 R B Rl AS [RIRE B v G, MR B AT O BIAH ST ST, PBDES 230 A A& A2 i
B, FARIREEEE, shast, ARG FME T IMREE. 2 BIBCR B ™ B a5 i
AL S RN E BEE AN, 56 B I Z K S5 4 PR G A 7 RS, Rk 06 2 3t ST P
A R AR 43 B 77325, DA DR FA B 22 A RN oA e

[0004]  BDE-47 ¥l i 5 i K FH I A2 SR 3 — Pl e VS . AR BB 38 T 15 A A BE 2%
F R R ANE S IR, 117 ELTSA HAT R 5y WP A S s, e 5 1 20 (S 3t )
AT B L, 5% F T30 PR S R R S5 o ) RO i

RIAAE

[0005] A% B H A2 AL —F0 F T BDE-47 )45 55 -3 EL1SA BRIER I .

[o006] A BHIEA T EMIAUITT

[0007]  —#iH T BDE-47 s kSl (1) [a) 452 5 -0k EL1SA J5ik, AP IRMT -

[0008] 1. PP A K

[0009]  *PHiJR CosHy0Bryff) A i FREL 1201, 2mg (Bmmol) FIBEEEEE 48 = LR T 250m1 4k
JEIE, N 10mITHE, J3 A0 280mg SA0HY, TEVKIG 2% P 93N [ Y. 20min sFRHL 3— VR —4- JR
% 3. 24g (16mmol) , FERREL 2,4— —JRZE®Y 4g, (16mmol) 35T 20ml — FEEZWE T, [ W
2h sFREX LIS 3— ¥R —4-(2,4- TR ) ZXF ¥ 2000mg (4. 6mmol) , 5 FPBRA 1L
S RS WEAT OV 3—4h sFEEL 1570mg (37. bmmol) ¥ LiOH « H,0 MIA 1,4- —5/NH 5K
VRA W 50mL (AARRLEE 1 0 1) KA B TR AR 24h 5 5r B 440 5 19 3 A GRS bt
J5i €, Ho0sBrsky 573mg, P2 H 61% .
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[0010] %18 C, H,,0,NBr, 1 & A% : R EX 3,5— — ¥] —2— F2 Lk g 200mg (0. 79mmol) , il
A 6- IR R 45 352. 53mg (1. 58mmol) L K2 i & o 7K K,CO5, V& 3 T 2ml — FF 2 A B fi
1, 100°C F MY 5h s #FEL 1570mg (37. 5bmmol) ) LiOH « H,0 JnA 1,4- —5/NH S5K RS
W 50ml (ARBILL 10 1) o, KA s UK AR 24h 543 B 4iAL J5 15 3% 7 6 i AR A 2 R
C,,H,;0,NBr, 4 138mg, =% K 93% .

[0011] 2. &PURE K

[0012] 4% 355 Jii C sHoO4Br;—BSA ) & hl « B 2 B i Cj5H04Br;0. 50mmo (0. 239g) B T-# T
10ml N, N- — FIZE FERE H N- B 28R HIME VI % 0. 50mmol (0. 0584g) , N, N — 3 Uk
0. 55mmo10. 1035g) , % T 10m1 N, N- — FI L BERE , 7ERE D B HE T B I 2% A PR
(¥ N, N- — L B b, S OV 8h, 4°C I s MWL 9000r /min B> 15min,
EIEEOAIETERR SRS A S AR ST pH b 9. 6 BIBRIR Eh 82 MR B IR 15me/
mL ¥V 10mL ;4 CHiFE T, B 10mL 35 PE RSS2 12t i 10mL (%) 85 %, 4k S+
4h 5 | NS i 0. 9% AL R /KOEAT 5d sHENT E UG » ¥ 8 S IE T A R T8 G PR A
T -20C.,

[0013] A4 iR C, H,,0sNBr,—OVA 5 A < B 8 A FH BR B ER B 91, P3RS ez SR & RAH ]
[0014] 3. HLIMLIH A K

[0015]  TEHUAZ I —, i HEIRIG R4 i 8T 1 220K 3 e B R S e it 5, FH AR B 2R 7K H
Tl 1 9% JiR C,sHy0B5—BSA, FR 2 IR v 5 96 IR S8 A VR &5 A3 f e it 78 70 FLAK « HL
3 [ 58 TR FLAL T 1 G e SRRSO B 30 AT R S VRS, VE B R SR e S e A AT i SR
R W, E A B T SRR AL . AEES 3 DN S J , 30 S E S bk B R A7 S [
(RGBT PEBR R, A0 0 B 74, ff ik e I, AR )/ O JF BLZY 2 ~ 3wl ML,
B A, BCETEWA GRS BT ) XTI B dAT SR . Fr R 2
WO, fES B kAT K& KA.

[oo16] & 1 AN THUJR A=W Sz SEiti )7 5

[0017]

HEEHH (D Y PURAE (ug) it G FAL
0 SIS CSE 0.5~1mL 11 i ¥ B
1 HIKSE 500 SRR HE. UK
15 — K INaE S 500 PR SERER . POf%
29 ZIRINSR G 250 HBERATERES I, K
35 A wk KSR LI 2~3mL BB
36 ZIRINGE SR 250 BRATERESN HE. UK
43 VY KRS E 250 BERAEEAR . WO
50 MM TR ‘ KR M3 2~3mL HE -
57 i e 250 R EAEH) B
63 R FHRK
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[oo18] 4. [AJEEFLA+HH] ELISA &0l BDE-47 J5 1% 13 7.

[0019]  DAfEAL 100w L ¥ 51 g/mL ()40 4% I 7 B i 4 96 FLEB AR, 4 CHEFE LA 544
ALRARE, FIBREFLIIN 350 1 L BRI 32308 Imin, W R PRIRIR, BP IR E R 3 K LIAEAL
200 v L B PVEIATE A, 3T CHR IR E 30min &, F 3 HIBUAR, 0 by 3 4K s 50 u
LBDE-47 ¥R ¥ £ 41 ¥ FE ¥ (0, 0. 025,0. 05,0. 1,0. 25,0. 5, 1,5, 10, 20,50, 100, 200, 500,
1000ug/L,) 150 u L HLIMIGHE, B 30s J7, 3T CIRZIL T 60min ;41 b3 G HEE, A
100 v L =P 1gG-HRP ¥, 37 CIRZGIL A 60min ;40 b3 S BEES, IO 100 u L A
ST CEICIRGIET 15min ;I 50 u L (1) 2mol/L [IBR BRI, 21k RN sBEAR{XAE 450nm 3
KNI E SR AL P E IO E

[0020] A BHIRAA 2 R < [R5 4H) ELTSA T BDE—47 (RIS IN 77 2 H A 482 i 1 R B
P, T ik SR b bR (R 23 A » TA) 42 55 4 4] ELTSA J7 32 3R HH 45 iy A e PE RS 1A R
EITEA LA G AR — BRI (GC-MS) J7VEAH bE B fj s pid

Ff B 152 BF

[0021] & 1 FHTJ5 CHo0,Bry & it £k
[0022] Bl 2 2R Cy H,,0,NBr, 5 22
[0023]  [&] 3 o 35 Jo A5 FiE 45

[0024] & 4 0 R 4 Rl 5

BAEXLHEAR

[0025] DA A S il 451450 1 S 4ty B A i B, ABL AN PR GE AR R B o I 3R i i f37) 1 S 5K
T332 WG R UG B, S8 I TR IR S o) vb By FH ) S 8L, nJee sk B, 35T
M FIAT 2 =) g SRS 2

[0026]  [RJ4:5% 4Nk ELLSA Kol 77 v (0 2 37 5 v A%

[0027]  — . J7VEM REEE

[0028] % 2 KI1-BSA $ilfiLiF EL1SA vl %€ BDE-47 brkefi

[0029]
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C(ug/L) Auso(n=4) B/Bo(%)(n=4) RSD(%)
Mean "SD . Mean SD

1000 0.051 0.019 3.87 1.44 37.3
500 0.379 0.025 28.73 1.89 6.6
200 0.538 0.018 40.79 1.35 3.3
100 0.742 0.020 56.25 1.52 2.7
50 0.879 0.149 66.64. 11.33 17.0
20 1.012 0.236 76.72 17.88 23.3
10 1.113 0.042 84.38 3.21 3.8
5 1.241 '0.189 94.09 14.30 15.2

1 1.398 0.100 105.99 7.53 7.1
0.5 1.247 0.228 94.54 17.30 18.3
0.25 1.156 0.017 87.64 1.32 1.5
0.1 1.326 0.171 100.53 12.97 12.9
0.05 1.256 0.505 95.22 38.28 40.2
0.025 1.321 0.323 100.15 24.54 24.5
0 1.319 0.179 100.00 13.60 13.6

[0030]  DAfEAL 100w L ) 51 g/mL ()40 4% i F B i 4 96 FLEBARAR, 4 CHEFE A 544
BRI, FEEFL NN 350 1 L PRI, =298 Imin, W2 PRI, BB R E R 3 K ; LIEEL
200 v L 3 AT R, 3T CHR IR B 30min 5, #3F PHBARI, 4 EPedk 3K s MA 500 L
[¥) BDE-47 KRk AWK (0,0. 025,0. 05,0. 1,0. 25,0.5,1,5, 10, 20,50, 100, 200, 500,
1000ug/L,) F150 v L JLIMTEEE, =¥ 30s Ji, 37T CHRGZEE 60min s an _F 3 HEHES, A
100 v L =P f 1gG-HRP ¥, 37 CIRZIL T 60min ;40 b3 IS PEES, IO 100 u L )
3T CHEICIRGILT 15min ;I 50 u L (¥ 2mol/L B BRVAR , 21k N sBEEAR{XAE 450nm I
KR E AL T EB RO R . TR AR R S 4] ELTSA A BDE-47 1 1C,f5 4
0. 108mg/L, ¥ Hi FR 4 0. 01mg/L, & EFR K 0. 023mg/L, 7F 0. 01 ~ 0. 5mg/L 0 [F P A8 ) 25 5
HEHA

[0031] = SEFRAFE SN 0 R

[0032]  TEFEIK e A5 A8 UL P =M R R AT A I (Rl 2 B, B A TR) B B -
EL1SA #r WAL 4 GC-MS Kl &5 3R o AR ATACBE R an R /KAELRIL 0. 7 u m ) Watman GF/
F R A ps 40 38 )5, I 50% (ARFALL ) 1) AR Jo 70 M A dhds B 10min, §fE
30min, B0 E L EETE R AT 3T ELISA &5l Ve (faFf ) 2eud 7T RS it fo
KR 1 2 1L 2(JE) mRE s IMASELARIE Okt S A PR A% (v/
V=21 1), 8A%H 30min, EEARPIK ; mAR T2 BOE A G IE CPES B
), F R R AL 2 et s P Al B SR TR T InL 1) AR g AT EL1SA 4347
[0033] 3K 3 ELISA J7iZAsr il & MFR G 4F it BDE-47

[0034]
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PE K MR (ug/L) FATIRE  FIIEKE (%) SD (%)  RSD(%)
10 5 66.20 7.80 11.78

KEE 20 5 74.12 - 6.80 9.17

50 5 88.57 4.20 4.74

10 4 7832 12.20 15.57

T 20 4 84.15 | 3.40 4.04

50 4 80.26 4.90 6.10

10 4 75.23 6.20 8.24

fifi £ 20 4 78.15 4.10 5.24
50 4 80.20 3.00 3.74

[0035] 7K AE e A B g0 UL A AR S dEAT ~PAT AR R HL (n = 4) L a4k F 43 7, 25040 b
THGE R LK 3, AKFEMIAE A FRVE R 224 4.8 ~ 11. 8%, JEC YR AH NI ARUE M 22 45 5L 4 4. 04 ~
15.57%, fFEN 3. 74 ~ 8.24 % A 75 5 vh 2 FF & s 91 36 4k 73 31 75 66. 20 ~
88.57%,78. 32~ 84. 15%,75. 23 ~ 80. 20 % , FEA W L £ X T R I P i 2 o IR & H
PR IR EL SR, IF B % 5 v B BT i v B AR e P, ] DAY R X B S IR B R
1 PBDEs (A ZLK
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OH CH (o)
O
Br F
NaCO \
¥ DMAC
Br
Br Br Br
N\ g+ LioH (CpHs0;) POCH,COO(;Hs
- -«--
K1
2 OHB (CH)COOC,Hs  LiOH N_ ~O(CH;)sCOOH
T +
/&I oo o - [
K,CO3, DMF
B Br 2LU3 5 \ "
K 2
Br Br O\
0 DCC
" HO_N> —— Hapter COO—N
O/ =
Br COOH
r
Protein-NH:2
e —
Br /\CONH—Protem
Kl 3
(6]
O(CH,)sCOOH XN Do
_ l + HO—=N ——— Haptem COO—N
N
Br Br / >

N O(CH,)sCONH-Protein
’d
Protein-NH: |
_—.—’, \ -
Br Br

K 4
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TRAFROE) — ¥ A T R B B R AS M B9 BE B 5 B U B 0 4 5 5%
DN (E)S CN105884609A N (E)H 2016-08-24
HiES CN201410630814.3 HiEH 2014-11-06

FRIRE(FFR)A(E) BFKRZE
RF(EFR)AGE) mFFRZE

HAREEIR)AGE) BFRE

[#RI &8 A NI T

X5

KEZE
KEBA FINAB'S

g =

KEZIE
IPCH%E C07C59/68 C07C51/09 CO7D213/64 CO7K14/765 CO7K14/77 CO7K1/107 GO1N33/53
SAEBEE Espacenet  SIPO
EESC) WERW @ WWWT  ARNE o EARE BN
RERRNFFT 52,2, 4, 4-WREKEE (BDE-47) 1 BBk R &M 75 — :
%, WEBDE-47% F4H , RIT S ¥HHEC15H9Br303H 0 e Wkos-inl FmE  BH
C11H13Br203N , 2354 MEREH. IWEAEABREIREEREN 1 LRl 500 AREAEA A, Wi
BRE, NFEZAARBIT7TRAEREIMEERMERMBE. ELISAEN 15 S BEEAEN  HE. WE

E;ﬁﬂki&ﬁrﬂm:moqoo , ﬁH:.'I‘E?UO.Mmg\/L , EEPR}0.023mg/L , " Vel % RETSAEN  HE. IR
IC5050.108mg/L. FIEIKIXIBDE-47H R EFSLHHIELISAT % , B . - -
BRE. WE BEEBRSRS, ENARABERGETOEmEY O o “
BERS , TRERSLENTARE , BELEURA , HNEFRNRME o ZhEERR m RRFRRER WE. OR
BRUSE. s Mhhmi#ss 250 RRAZRER L K
00 R EmgmL BB
51 Hitifs 20 REFERER B
63 Fi ik
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