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LC-MS/MS EME KT mB NIRRT+
Y F0 P9 7R XN ER A

LCMSMS-901

WE: CASEBSHREEE - ZENRITRIBKARAEL TUEKTRPNRE+ 2R IGRNER A &
EMDHEE. KFFmETBREHE QUEChERS JA#TRIALIE, £A C18 BiEEH{ToBE, ABFIREARE, &
E 2R MEVRERXS BRCEMHTNE, ERRE: ERRREEE, 7NRWH+ZRMIDEINE A 7£ 1.0 pg/L
~100.0 po/L IRESEEIRNLM R, FrSRUERMZEMAERXRETE 0.999 LI E, BREREMETE 86.5%~114.7%

Zia, EREEEMIMAREIRELRE R BT,
EHE . SEORITEIE kER SRR+ TR
AR :

< —EHHE R DK m 7RI+ A R INED A;
* NRF+ZRN=1TR2 RWEII TRFHSE.

7URH+ kT (HBCDs) FIMYRINER A (TBBPA)
EEHAER FERAESRANRBRNERT, BFE
MNEBERAMES . AREMEFENS, B ZNA
FeEFm. REMENRRERMIIREZETILS,

HBCDs TR EE TR MHMEEM, T5(E
HERESM. FFRSMHEESMURA; M TBBPA X
EMHENESHAE. ERME. s, KEBERS
BIBAARKRBHEAE, BERNDMRRMETRE
A4, AT HBCDs K TBBPA #{THMFIREX
AT EZRIERIEE,

BHal, *7F HBCDs #1 TBBPA M54, £ &
BESEGIE - RIZKAA. REEE - FEEKRE
%, XASEEE - RIERKAENENRKT T2,

W LHEED

IRENES
57# LCMS-8045 =BT RRIEKAR R . EAEEN:
Rz HEE . CBM-20A
W R & : LC-30ADx2
H B F : CTO-20AC

®iE T{Euh : LabSolutions Ver. 5.113

PR INED A

GEAARENDE, mlEMRNE A NEZHT
PTEHMLIRSRBE, BIEZB, M LC-MS/MS X
FRAREERSESETENSITHUEMAER
HWESHEREEREMR, ELZBAT HBCD BM1A
% TBBPA f9#&lch

ANEFEEESHREEE - ZFURITEE
BAEA, Sk RBERBTRIG, BE2TE
HAf4b, 3T B8N E HBCDs A1 TBBPA # i iR
RIRAF B ENBRRIEEIE - BURHRBEKRIL
%o ZFETTE 10 min B58AK a-HBCD. B-HBCD.
y-HBCD #[ TBBPA 4 f A MEMEEDHT, TIT
HBCDs #1 TBBPA RPIREMFIFIRIR ., RE. F
BA 47

E;ﬁ /_:\v H‘I.l . DGU_ZOASR
Bahi#FEEE © SIL-30AC
¥ W 2§ : LCMS-8045
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1.2 D

RS LS
B & # : Shim-pack Velox SP-C18 (100 mmx2.1 mm I.D., 1.8 um,
5% (L8) LRRMBRAT, P/N: 227-32001-03)
mow A At -4K; B -8
i & 0.20 mL/min
HAEMAKIR ¢ Sl
= m o 40°C
BRI o BERE, BEVBIREN30%, NEaEFLE 1,
=1 BERBRER
Time Module Command Value
2.00 R B.Conc 70
3.00 £ B.Conc 80
4.00 R B.Conc 80
7.00 R B.Conc 85
7.50 R B.Conc 85
7.60 £ B.Conc 30
10.00 EnalE Stop
FRiE M4
BFMHERX . ESI- B OEE : 300C
¥BO8 E: 40kv DL & E : 150°C
EHUSERE : &53.0L/min MmARBLIEE : 400°C
MBSRE © =5 10L/min T B E : 30ms
FRERZE : &5 10L/min A#EE& . ZRNEN(MRM)
W # 5 : @|S230kPa MRM & # : %2

1.3 HFmBIatB 5 E

LCMSMS-901

HEFRTIREY 2 g (FBTRZE 0.001 g) HMERESHERHERZE 50 mL BAOE, MNA 100 uL (1000 ug/L) BEMIEN
RREAR, HIXMASmLKR 10 mL 28, FEREZRIN10 min. MALRITH (4 g TKRERIHF 1 g 8K
) , FERES 2 min, 6000 r/min B/ 10 min, BX 1.5 mL EE®&RZE 10 mL %&%F 150 mg TT/KIREREE . 100 mg
C18 & 150 mg PLS-A B2k Ed, FERIRS 2 min, 6000 r/min B4 10 min, BX 0.8 mL EBEREWEET,

A 0.4mLNBPERRER, IERES 2min, & 0.22 um MFLIRERERFN

1.4 RERZRIH &

BEUEEMRWED A(TBBPA) FrEMZBRM7NRH 1 kK (HBCDs) tnEMEBART 5 mLB=#R, MA
SZIE, RflRIIRES 59 1.00 ug/L. 2.00 ug/L.

100 L (1000 ug/L) BAfUEAIRNES AR, AREEERE
5.00 pg/L. 20.0 ug/L. 50.0 ug/L. 100 pug/L BBEINET/ERR, HFRIRKRERN 20.0 ug/L.



|~:j' B
il /=

SHIMADZU
Excellence in Science /

LCMSMS-901

% 2 TBBPA fl HBCDs RERfIEAIRE MRM KES%

L EMEZFR RIS T FYIEF Q1 PreBais (V) CE(V) Q3 Pre Bais (V)

417.80* 20 45 38

1 TBBPA 542.9
79.00 16 50 24
; 428.85* 16 44 38

2 C,,-TBBPA 554.9
430.80 16 46 36
79.00* 18 41 28

3 a-HBCD 640.75
81.10 16 17 30
- 79.00* 24 30 26

4 C,,-a-HBCD 652.75
81.10 16 16 28
79.00* 18 41 28

5 B-HBCD 640.75
81.10 16 17 30
79.00* 24 30 26

6 BC,,-p-HBCD 652.75
81.10 16 16 28
79.00* 18 41 28

7 v-HBCD 640.75
81.10 16 17 30
. 79.00* 24 30 26

8 Ci,-y-HBCD 652.75
81.10 16 16 28

I RIAEEETH
HER5TE
2.1 FREHERB MRM &1 E

B EIEEIEREM, c-HBCD .B-HBCD.y-HBCD B4 B M{AEE TR FM S E , H a-HBCD .B-HBCD.
y-HBCD #1 TBBPA 4 #4A47£ 10 min Ao, BEAERIE 1 f1E 2,

(x1,000)

11:TBBPA 542.90>417.80(-) CE: 45

2 5-3:HBCD-0640.75>79.00(-) CE: 41.
~J5:HBCD-B 640.75>79.00(-) CE: 41.

17:HBCD-y 640.75>79.00(-) CE: 41.

2.0

.0
0
0

TBBPA

0

a-HBCD
B-HBCD

15

V-HBCD

1.0

0.5+

L
0.0 j \__}

0.0 1.0 20 3.0 4.0 5.0 7.0 8.0 9.0 min

1 TBBPA 1 HBCDs(2.0 ug/L) B9 MRM EliZ
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2.2 AR £

R EE 4 B9 1.00 pg/L. 2.00 pg/L. 5.00 pg/L. 20.0 pg/L.

(x10,000)
"2:TBBPA-IS 554.90>428.85(-) CE: 44.0 < a
3.574'HBCD-0-1S 652.75>79.00(-) CE: 30.0 & a0
“6:HBCD-p-IS 652.75>79.00(-) CE: 30.0 @ o2 a
3.0-8:HBCD-y-IS 652.75>79.00(-) CE: 30.0 & TZ 2
] = 5 a
: 45 L
25 pa{ &
g2 o
20 - 3
15
1.04 U
05 L L
0.0
1.0 2.0 3.0 40 5.0 6.0 7.0 8.0 9.0 min

2 TBBPA #1 HBCDs EIfiZ= W #x (20.0 pg/L) B MRM EE

LCMSMS-901

50.0 pg/L. 100 pg/L 7 [ 3R EE #9 TBBPA #1

HBCDs BEIETIER, 1.2 PRSI HTNE, ERAREEE. UBRIKES XN ARRERNL
BErESts, BRYOEERS YN ARNETRICEN LR, SHROEMLZMNE 3 PR, PERIERZLN
XRERY, LEREREXREAE 3,

Area Ratio

4| TBBPA
4.5 -|y=0.04576243x-0.01069469
4|R?=0.9994249 R=0.9997124

4.0 < curve Fit: Default (Linear)
2 Weighting: Default (1/C)

3.5 - Zero: Default (Not Forced)
304
254
204
15
10
05
06—
0 20 40 60 80 100
Conc.Ratio
Area Ratio
5| B-HBCD
4 y=0.04908363x-0.01842920
] R?=0.9980843 R =0.9990417
-| Curve Fit: Default (Linear)
4 -| Weighting: Default (1/C)
: Zero: Default (Not Forced)
0 20 40 60 80 100
Conc.Ratio

Area Ratio

J o-HBCD
4.5 -|y=0.04663202x - 0.01598311
JR?2=0.9991634 R=0.9995816
4.0 | Curve Fit: Default (Linear)
| Weighting: Default (1/C)
| Zero: Default (Not Forced)

0 20 40 60 80 100
Conc.Ratio

Area Ratio

4.5 -] y-HBCD

7| y=0.04349924x-0.02139904
4.0 R?=0.9993910 R=0.9996954
7| Curve Fit: Default (Linear)

3.5 <] Weighting: Default (1/C)

Zero: Default (Not Forced)

——
80 100
Conc.Ratio

3 TBBPA #1 HBCDs ®fE £
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*3 REHMEER

HamAIR RO BXRHR HERRZR (%)
1 TBBPA Y = (0.0457624)X + (-0.0106947) 0.9997 94.2~114.7
2 a-HBCD Y = (0.0466320)X + (-0.0159831) 0.9995 90.2~111.9
3 B-HBCD Y = (0.0490498)X + (-0.0170506) 0.9990 86.5~114.4
4 y-HBCD Y = (0.0434992)X + (-0.0213990) 0.9996 92.4~110.6

23HREEEMR

T HBAERTPIMA 200 ug/L FREIRERR 10 uL, #ZER 1.3 #ITHERRGIEE, RRBERE (S/N) =3
BY 3 MBI ANARAKEIE IR, A S/N=10 B XS NAIANARKFAEE TR, H TBBPA # HBCDs FUtGHIR S EER
MELRLE 4.

F4 RURSEERER

No. wEMBIR PR (ug/kg) EEZMR (ug/kg)
1 TBBPA 0.02 0.07
2 a-HBCD 0.30 0.99
3 3-HBCD 0.13 0.44
4 y-HBCD 0.08 0.26

24 RBEELR

X 5 pg/L # 50 ug/L REIRER TBBPA 5 HBCDs iBatmE LIEARELNE 6 IR, ERMNBUBEZE, K
B EMEEmRMNEEMERINEK S Fix. £RExR: TBBPA 5 HBCDs MR B EAMIEEmRANITERERS
F 0.12% 1 7.50%, BN FRBEZERIT.

x5 RENEDMEMRESEMER (n=6)

famen Sl g
R.T. RSD/% Aera RSD/% R.T. RSD/% Aera RSD/%
1 TBBPA 0.12 4.87 0.08 2.06
2 a-HBCD 0.06 7.50 0.05 2.28
3 B-HBCD 0.08 415 0.05 1.96
4 y-HBCD 0.10 3.81 0.04 1.84
2.5 hOAREIR LG

ENE RS, INAES TBBPAFIHBCDs B atnEmE &R, R IRINRE S 12.5 ug/kg FFTLEIMD,
REB 13RI ERBGIEE ENSHT, SUE TBBPA 1 HBCDs RIEHEIINE KA ERZE (RSD%)
EZH AT IMFREIRRE RTE 88.9% ~ 98.5% ZiE (WEK6) .
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& 6 TBBPA #1 HBCDs M#REINERLE R (n=3)

LEmAR FHEIRE (%) BEXiRERE (RSD%)

1 TBBPA 91.7 3.36
2 a-HBCD 90.6 6.63
3 B-HBCD 98.5 3.53
4 y-HBCD 88.9 0.74

H %Eie

AXERSEESMUREEIEN LC-30A F1=FWRITFRIEN LCMS-8045 BXA R AR 7 /KR IRAHE
MFI7VRA+ ZIRAIRNE A TRBEMNEN A, HEb o-HBCD . B-HBCD. y-HBCD A4 BMABEI TR
Fi45E, H a-HBCD. B-HBCD. y-HBCD #1 TBBPA 4 #H S 7E 10 min RENT RO . ZFEREBES.
BEREN. £RER, BTHS, INBFAKTRIPANRFR+ 2R KIRNE A 208 B KNS,

SENAET

52eWER (PE) FRAE -2 PO

Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel:86(21)34193983 http://www.shimadzu.com.cn





