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LC-MS/MS EMEKIRKP 7RI+ e
AP9RIXER A

LCMSMS-839

BE . EESEEERREEE - ZENRITRIEHBRARY 7TUEEKP/IRF+ ZRAIGRINE A 7%
BEHIDIT SR, KEEREI—SRRFN, EREEFIESNE, £/ 18 eti#ToE., XAAETF
BRAHTEE, BIZRNBENVERNIEMEEMETNE, EREP: FANREEE, /NIRRT 2REFMR
SNER A 7E 1.0 pg/L ~ 100.0 ug/L SRESEEINL M BIF, FERAEMLLMRXRITE 0.999 UL, RHAESER

ETE 86.5%~114.7% 2z 8, BEfFZEMAREREKFAOMREIIRTNERRIF,

FEHE . SERTEIE KBEK EFR+ TR
AR :

< —HHEERN DK PR ZRAMRINE A;
* NRF+ ZRN=1TR2 RWEIH TRFHSE.

7URM ATk (HBCDs) FIFYRXNER A (TBBPA)
EEHIER EFERESRANHEBRAEMRT, BF
EMNEEREMANES. RREUETFEMR, B Z
MAFBRER. ZH. BR. HRE. BREIEHE
BEREEFHE. HBCD ERETEFTBEHNE
S, UslEEBEAESM. FFRSHESHRN;
i TBBPA S EMAENEFHAM . BERME. a5,
KM BARKRNERLKE, BERNDW
RANTRRRS . XMEYMRETHRBLLIER,
BHEBBERZBEN_BEMKkE, B, *7F
HBCDs #1 TBBPA #MIMN5%, EEBFESHEEBIE -
FRIBEXFE  RIEEIE - FIBBKRERSRREBIE -
BERIEES ., XRASEEIE - RIEKAENERR

W LIEED

PR INED A

B+, FEARRENEA, mmillErRNE A
NBEBHRTHEMUIRSRHE.

EER, BESYRREEIE - BEARIE (LC-
MS/MS) EARRELE, LC-MS/MS BRI
PRENMENSRYMEAENENERSE. XX
ETHEBESWRIEGIE - ZE R RIZEAAH
R, R BKEER, BIDWEHMRL, B
T BB E HBCDs #1 TBBPA MR HRF S &
MNESIRBEIE - BURBBRBEKRIEE, Z5ED
#£ 10 min AW 58 B a-HBCD. B-HBCD. y-HBCD #1
TBBPA 4 fABASMNEMEE ST, LTI T HBCDs #
TBBPA AR FEMAFI AR VR E . BB S 17,

E;ﬁ /_:\v H‘I.l . DGU_20A5R
Bahi#FEEE © SIL-30AC
¥ W 2§ : LCMS-8045

1.1 1488
5iE LCMS-8045 —ZEMRITRRIEKAE RS, EAEENRN:
Rz HEE . CBM-20A
W R & : LC-30ADx2
H B F : CTO-20AC
&g T{Euh : LabSolutions Ver. 5.113
1.2 D&M
LRSS
B E &

Shim-pack Velox SP-C18 (100 mm»2.1 mm [.D., 1.8 um,

52 (b8) LWRMERAT, P/N: 227-32001-03)
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B 8 . AMB-4iK; BHE-ZE

i & : 0.20 mL/min

o KRR . 5L

= m o 40°C

B A I 0 BEWEE, BHEWBIREN30%, NEEFELE 1.

x1 BEXBRER

i

et
=

Time Module Command Value
2.00 R B.Conc 70
3.00 R B.Conc 80
4.00 = B.Conc 80
7.00 £t B.Conc 85
7.50 R B.Conc 85
7.60 R B.Conc 30
10.00 =Hlzs Stop
R4
BrHERX : ES- # 0 & E : 300C
B O 8B K : 40kv DL & E : 150C
EHSERE : &53.0L/min m#RRIEE © 400°C
mMHESERZER . = 10L/min i B B E : 30ms
FHRERE : &510L/min 17 o#EE X SRNEY(MRM)
i #E S : ®|S230kPa MRM 2 # : W%*2

1.3 HFRBIIERE

EEL500 mL K#E, BTKE pHER 3.9, MABERIMNESRRE, SAZERESD, A 309 LW,
RIEAMRE, BMA30mL ZSP )k, RIEZEE S5min, 58 10min, ZENES KBRS B, IKEBNAE,
FEFER1 R, GHENHE. BNELKTKRRWE K, RELBZEECKkE, SHEREBZEEBUNE, £H
10mL SR RSECKRECEBRZFEBUME, #R EHFE, B10mL ZE8 Bk - ECRBEBRI (V/V, 2/1) Hit,
FRRBIRGEEIET, A1 mL BEE, BS. & 0.22 pm IREEE £ LC-MS/MS 547 o
1.4 R £ A5 &

BEUE 2 RN E A(TBBPA) tr/EM &R RMNRX+ 4% (HBCDs) tnEMEZARTRER, MAEER
BARRER, BRPEESEZESmL, BHIRFIKRESH/91.00 ug/L « 2.00 ug/L. 5.00 pg/L. 20.0 pyg/L. 50.0 ug/L.
100 pg/L R ENET/ERKR, EPRIRREN 20.0 pg/L.

% 2 TBBPA #1 HBCDs REBMEAIRN MRM XES

No. L& MEFR BIAEF FYET Q1 Pre Bais (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 3C,,~TBBPA 554.9

430.80 16 46 36
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3 a-HBCD
4 "*C,,-a-HBCD
5 B-HBCD
6 "*C,,-B-HBCD
7 y-HBCD
8 C,,-y-HBCD

640.75

652.75

640.75

652.75

640.75

652.75

79.00*
81.10
79.00*
81.10
79.00*
81.10
79.00*
81.10
79.00*
81.10
79.00*
81.10

18
16
24
16
18
16
24
16
18
16
24
16

41
17
30
16
41
17
30
16
41
17
30
16

LCMSMS-839

28
30
26
28
28
30
26
28
28
30
26
28

x P RTEEBTXY

B EZR57iE
2.1 iRfERE R E MRM &5 E

B RE eI, a-HBCD p-HBCD.y-HBCD Eﬁa\

WEBE TREFHSE

, B a-HBCD .B-HBCD.

y-HBCD #1 TBBPA 4 fh4HSTE 10 min BT, BEARERLE 1 F1E 2,
(x1,000)
1:TBBPA 542.90>417.80(-) CE: 45.0 <
2 513:HBCD-a 640.75>79.00(-) CE: 41.0 o
" 5:HBCD-B 640.75>79.00(-) CE: 41.0 @
{7:HBCD-y 640.75>79.00(-) CE: 41.0
2.0+ ala
ol
] it Q
1.5+ Sl g
1 T
7 >
1.0+ ﬂ
05 ]
0.0 J
ey e e e e
0.0 1.0 2.0 3.0 40 5.0 6.0 7.0 8.0 9.0 min
TBBPA #1 HBCDs(2.0 pg/L) 8 MRM E3&
(x10,000)
"2:TBBPA-IS 554.90>428.85(-) CE: 44.0 I a
3.574:HBCD-0-I1S 652.75>79.00(- )CE 30 0 o Ao
“6:HBCD-B-IS 652.75>79.00(-) CE: 30.0 o Qf a
3.0-8:HBCD-y-IS 652.75>79.00(-) CE: 30.0 I I& Q
T T
1 NG >
25 p{ &
] Qe o
200 \ 3
15 ﬂ
1.0- b
051
0.0~
T T ' T [ L H N B T T 1
1.0 2.0 3.0 40 5.0 6.0 7.0 8.0 9.0 min

2 TBBPA #1 HBCDs B Z 4% (20.0 ug/L) K9 MRM i
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2.2 %G HE

BIRED5 1.0 ug/L . 2.0 ug/L. 5.0 ug/L. 20.0 ug/L. 50.0 ug/L 1 100.0 ug/L AERER TBBPA I
HBCDs BEtmELEAR, & 1.2 PN HREHTUE, FRARIREEE. LERMRES NN ARREN
tbERERR, BIEERS SN AARIEERCEN LR, LHIREMLZLNE 3 Fin. FiSRERLZE
SHXARY, &MARERBXAHINE 3.

. Area Ratio
Area Ratio N
r ] a-HBCD
7| TBBPA 4.5 |y = 0.04663202x -0.01598311

4.5 Z|y=0.04576243x-0.01069469
{R2=0.9994249 R=09997124

JR?2=0.9991634 R=0.9995816

401

Curve Fit: Default (Linear)

40 - Curve Fit: Default (Linear)
-| Weighting: Default (1/C)

| Weighting: Default (1/C)
3.5 -| Zero: Default (Not Forced)

35 ] Zero: Default (Not Forced)

30-

30
2.5-; 2,5.;
20 2.o-§
1.5_2 1.5-;
1.0-? 1.0-;
0.5-5 053
00 e 0'Oo "0 40 60 80 100
0 20 40 60 80 100 :
Conc.Ratio Conc.Ratio
Area Ratio Area Ratio
4.5 -|y-HBCD
e, o RS R,

- Curve Fit: Default (Linear) 7| Curve Fit: Default (Linear)

4 | Weighting: Default (1/C) 3.5 [ Weighting: Default (1/Q)
] Zero: Default (Not Forced)

*| Zero: Default (Not Forced)

S S S— — S— . 00 3 S R I B LR R B
0 20 40 60 80 100 0 20 40 60 80 100
Conc.Ratio

Conc.Ratio

3 TBBPA f1 HBCDs R AE# £

*3 IREMZER

HamaiR RO BEXRHR

HERER (%)

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
23HREEER

2% H) 168-2020 frEP = ALK E BFRYIRE ERNESZE, LL1.00 pg/L {ERIEHRUEMRE,
BEMNE 7R UNELERTEERERES, NFHRIDL = $x3.143, L4 B HIRHBE BRI RN EER.
TBBPA #1 HBCDs MG HIR S EERMELE R K 4.
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x4 RURSEERER

HEMEIR ERZE (S) LR (ug/L)

1 TBBPA 0.065 0.20 0.82
2 a-HBCD 0.088 0.28 1.11
3 B-HBCD 0.077 0.24 0.97
4 y-HBCD 0.068 0.21 0.85

23 BEEILR

34 5 ug/L. 20 pg/L # 50 ug/L RERER TBBPA 5 HBCDs B & tRET/EBRRELNE 6 (X, BEUHE
NEZE, RBNEMERRNEEMHERINKS in. ERER: TBBPA 5 HBCDs MR BB B FIEE IR
SHIMEREARST 0.12% 1 7.86%, ERNEBREERYT .

x5 RBNENEEREEMLER (n=6)
5ug/L 20 pg/L 50 pg/L

HEMBIR
R.T. RSD/%  AeraRSD/% R.T. RSD/%  AeraRSD/% R.T. RSD/%  AeraRSD/%
1 TBBPA 0.12 4.87 0.08 3.08 0.08 2.06
2 a-HBCD 0.06 7.86 0.06 2.38 0.05 2.28
3 B-HBCD 0.08 4.15 0.05 2.73 0.05 1.96
4 y-HBCD 0.10 3.81 0.04 2.31 0.04 1.84
2.4 IntREIL =LY

EXZ= HKEE, IIAJEE TBBPA #1 HRBCDs B &R EMMERIBIR, FAKERFRIREADBA 10 ng/L 1
40 ng/L, FIT 3 1. R 1.3 HRETMIESEATHAIER Lo, ME TBBPA #1 HBCDs B9 INE W,
B A INAREIIRRERTE 77.3% ~ 93.9% ZiE (B&E6) .

£ 6 TBBPA #1 HBCDs MAR[EIKEER (n=3)

IR E K EEMR (ug/L)
famER :
= . 10 ng/L 40 ng/L
1 TBBPA 91.7% 77.3%
2 a-HBCD 88.4% 81.2%
3 B-HBCD 93.9% 78.5%
4 y-HBCD 88.9% 77.7%

W %t
AXERBEBSMREEIEMN LC-30A FI=EMYRFFRIZEN LCMS-8045 BAB R A E M 7 M EKIRK PR
PRI 7RI+ e PR NEY A BB E/M AL, Ho o-HBCD . B-HBCD. y-HBCD E9 RMWKREE] TR

b7ith53 %, B a-HBCD . B-HBCD. y-HBCD # TBBPA 4 #£A537£ 10 min BN TR 3477 SEREE

i

ZHERPES. BREF. SRER, BERETINS, INBTKRKERNEEENS 7, =

52eVERE (PE) FRAE -2H 0

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

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





