4 Y 2 RHREOLC-MS/MSH M4

HPLC:
Instrument UltiMate 3000 LC Systems (Thermo Fisher Scientific Inc.)
Column Kinetex C18 50 mm x ¢2.1 mm, 1.3 pm (Phenomenex)
Mobile phase Solvent A: water
Solvent B: 20% acetonitrile/methanol
Flow rate 0.3 mL/mmn
Column oven temperature 50°C
Injection volume S5uL or 10 pL
Gradient Time (min) B (%)
0 50

1.0 50

2.0 60

5.0 70

6.0 100

11.0 100

11.5 50

15 50

MS/MS:

Instrument TSQ Endura (Thermo Fisher Scientific Inc.)
Tonization mode APCI Positive ESI Positive
Sheath Gas (Arbtrary unit) 50 50
AUX Gas (Arbtrary unit) 15 15
Sweep Gas (Arbtrary unit) 0 0
Ion Transfer Tube Temp 250°C 250°C
Vaporizer Temp 300°C 400°C
Pos Ion Discharge Current 4 pA -
Neg Ion Discharge Current 4 uA -
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#5 LC-MSMSIZBIT 2 EBFBRIMRKN D1 A Ak By —1F >

B3R R MR ESI APCI
mode | Precursor | Productl | Product2 mode | Precursor | Product] | Product2
24.6-TBPh Negative 328.7 79.2 81.1 Negative 330.7 79.2 81.1
TBBPA Negative 542.7 445.7 447.8 Negative 542.7 79.0 81.0
HBCD Negative 640.4 79.0 81.0 Negative 640.5 79.0 81.2
HBBz - Negative 488.5 79.1 81.1
PBPh - Negative 488.5 78.9 81.1
DBDPE - Negative 906.1 79.0 81.0
TBBPA-BDBPE - Negative 975.3 79.2 81.1
TBBPA-BAE - Negative 209.8 79.2 81.2
TTBP-TAZ — Negative 753.4 79.2 81.1
TDBP-TAZTO Negative 7215 79.0 81.0 Negative 727.5 79.2 81.1
4'-PeBPOBDE208 — Negative 1301.8 1141.8 1143.9
TEBP-Anh — Negative 398.6 79.0 81.0
TTBNPP — Negative 1051.2 79.2 81.2
DBE-DBCH - —
TBCO - -
BTBPE - Negative 328.6 79.2 81.1
PBB-Acr — Negative 492.6 71.3 412.6
EBTEBPI - Negative 838.3 461.6 463.6
&6 LC-MSMSIZBITD Y REMAN DA F AMGEE TS —1F >
U R EERA ESI APCI
mode | Precursor | Productl | Product2 mode | Precursor | Productl | Product2
TMP Positive 141.1 79.0 109.0 Positive 141.0 79.2 109.1
TEP Positive 183.1 99.0 127.0 Positive 183.1 81.1 99.1
TPP Positive 225.1 99.1 141.0 Positive 225.1 81.2 99.1
TBP Positive 267.1 81.2 99.1 Positive 267.2 81.2 99.1
TIBP Positive 267.2 81.1 99.1 Positive 267.2 81.2 99.1
TEHP Positive 435.3 71.3 99.1 Positive 435.3 81.1 99.1
TBOEP Positive 399.3 57.4 99.1 Positive 399.2 99.1 143.1
TPhP Positive 327.1 152.1 215.0 Positive 327.1 215.2 251.0
CsDPhP Positive 341.1 152.1 229.0 Positive 341.1 152.1 229.0
EHDPHP Positive 363.2 77.2 251.0 Positive 363.2 77.2 251.0
TCsP Positive 369.1 165.1 166.1 Positive 369.1 165.1 243.0
TCEP Positive 286.9 99.1 125.0 Positive 287.0 99.1 125.1
TCPP Positive 327.0 99.0 174.8 Positive 327.0 81.1 99.1
TDCPP Positive 430.9 81.1 99.1 Positive 430.9 81.2 99.1
TPhPO Positive 279.1 77.2 201.0 Positive 279.1 77.2 201.0
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TEBP-Anh:398.7 >327.7

RT: 3.21
MA: 1081

RT: 0.00-10.03
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TBBPA:542.7 > 445.7

RT: 0.00-10.01
RT: 4.48

AA: 11266
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Z I (LC-MS/MS. APCD
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PBB-Acr:492.6 > 71.3

RT: 0.00 - 10.01
RT: 6.80
AA: 21469
100
90
80
70

Relative Aburdarce
2 o
s 38

@
S

n
-]

o

0 e e e e o
6.0 65 7.0 75 8.0 85 9.0 9.5 10.0

0.0 0.5 1.0 1.5 20 25 3.0 35 4.0 45 5.0 55
Time (min)

EBTEBPI: 888.3 > 461.6 RT: .57

RT: 0.00-10.03
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Relative Aburdarce
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TTBNPP: 1051.2 > 970.4 RT: 679

RT: 0.00 - 10.02

100
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RT: 0.00 - 10.00
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K1 HENRELUERBZBRHERA OO N7 Z L (LC-MS/MS, APCI)
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RT: 7.28
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’ TBBPA-BDBPE: 975.3>81.1
RT: 0.00 - 10.03 —
AAATTE
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DBDPE:906.1 > 746.2
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B1 HiERNSEUERERHEBREH O/ O N7 T A (LC-MS/MS. APCD
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TMP:141.0 > 109.1

RT:0.00 - 10.01
RT: 0.30
AA: 1029800

@
=3

Relative Aburdance
P
s o

@
S

)
=3

=3

0

QLN R O A L L L L LN I St e

T
0.0 0.5 1.0 15 2.0 25 3.0 3.5 4.0 4.5 5.0 5.5 6.0 8.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0
Time (min)
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TPhPO:279.2 >201.0
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TDCPP:430.9 > 99.1

RT:0.00-10.02
RT: 4.27

100 MA: 73978
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P o
o i=3

L AR AR R R A SR R R R AR AR SN S AR S RN RN E AR A R R

0.0 05 1.0 15 2.0 2.5 3.0 3.5 4.0 4.5 5.0 55 6.0 6.5 7.0 75 8.0 8.5 9.0 9.5 10.0
Time (min)

TPhP: 327.1 > 215.2

RT: 0.00-10.00

RT: 4.57
100 AA: 418779
90
80
70

-
=3

Relative Aburdarce
ot
S

40
30
20
10
L
0.0 0. 1.0 1.5 2.0 0 .5 10.0
Time (min)
TIBP: 267.1 >99.0
RT:0.00-10.04
RT: 6.41
100 AA: 812104
90
80
70
60 RT: 5.23
AA: 437291

Relative Aburdance
o
S

40

30

20

10

N | R AL N N UL AL LA SR LA AL AL AL N LR R LN LR N BRI UL AL LRI UL AL LI PR LN )
0.0 0.5 1.0 1.5 2.0 25 3.0 3.5 4.0 4.5 5.0 5.5 6.0 8.5 7.0 7.5 8.0 8.5 9.0 9.5 10.0

Time (min)

2 BIERRELEY CRERFIOr O M S A (LC-MS/MS, APCI)
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CsDPhP: 341.1 > 152.1

RT: D.00 - 10.05
RT:5.45
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TCsP:369.1 > 243.0

RT:0.00 - 10.03
RT:6.76

AA:
100 A: 389125
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%7 LC-MSMS BLNGC-MSIZL DY 2 FRMPRA O R H T BRAE

LC-MS/MS  GC-MS

APCIi ElVZ%:

(pg) (pg)
TMP Ui Y AFI 6.0 3900
TEP U N T FI 5.2 1600
TPP DRy 7o)l 3.0 440
TBP UEBNYTFIV 4.2 97
TIBP 2B RNUAY TFIV 8.9 310
TEHP U2 RY ZQ-ZFILANF ) 9.8 9.4
TBOEP U @KU ZAQ-T M+ ITFI) 56 160
TPhP BN 7o)l 7.8 11
CsDPhP U B LIV T7 =)V 15 810
EHDPhP Y VEE2-ZFIAF I T =)l 5.1 34
TCsP g )22 L2 7.3 200
TCEP UMY X027 00IF)) 2.8 1500
TCPP UCEERNYZ@zoo4Y 7OE) 2.7 380
TDCPP VU YE MU ZA3-Y7oo2-7ot)l) 534 16
TPhPO MU T ZIVEAT A VAFUR 2.2 -

32



K8 H—T HOHBRAETHE (/e (Vb EFRMLE

Curtain 10 Curtain12 Curtain 19

Phosphorous = TDCPP 49.6 4.40 0.685
TPhP ND 1.21 2.67

TPhPO 0.778 15.7 6.24

TCsP ND ND 217

Brominated TDBP-TAZTO 409 565 1040
DeBDE ND ND ND

9 H—THOHEHRFEERE (ng/o (BFEMFHHHE

Curtain 10 Curtain12  Curtain 19

Phosphorous  TDCPP 3620 267 302
TPhP 123 128 113

TPhPO 505 1560 368

TCsP ND ND 4490

Brominated TDBP-TAZTO 9380 7040 16000
DeBDE ND ND ND
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Figure 1. Body weights and food consumption of male and female SD rats treated with TBC for 10 days. (A) body weights (B) food consumption.
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Figure 2. Body weights and food consumption of male and female SD rats treated with TBC for 28 days and 14 days recovery period. (A) body weights

(B) food consumption.
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Table 1. Final body weight and organ weight data for SD rats treated with TBC for 10 days.

Item Male Female
Control 1.0% 25% 5.0% Control 1.0% 2.5% 5.0%
Final body weights (g) 265+ 5° 288 £ 15 ** 270 = 10 276 + 10 180 = 16 180 + 12 175+9 178 £ 6
Organ weights
Absolute weights (g)
Lungs 1.05 & 0.07 1.09 + 0.05 1.08 + 0.09 1.12 £ 0.09 0.91 = 0.06 0.92 + 0.08 0.87 £0.04 0.89 + 0.05
Heart 0.86 + 0.06 1.01 £ 0.13* 0.91 + 0.04 0.98 + 0.08 0.64 £ 0.03 0.72 = 0.11 0.60 £ 0.04 0.72 = 0.06
Spleen 0.51 £ 0.05 0.64 £ 0.10% 0.57 £ 0.07 0.54 £ 0.04 0.41 £ 0.07 0.37 = 0.09 0.40 £ 0.05 0.39 = 0.04
Liver 7.15 + 0.14 945+ 0.75**  8.53 £ 0.10**  8.68 + 0.59** 5.20 £ 0.52 5.68 + 0.61 5.69 +£0.33 5.68 + 0.31
Kidneys 1.70 + 0.08 1.99 + 0.14* 1.87 £ 0.10 1.82 £ 0.16 1.30 + 0.06 1.33 £ 0.15 1.28 £0.10 1.32 £0.10
Relative weights (g/100g bw)
Lungs 0.40 + 0.03 0.38 + 0.01 0.40 + 0.02 0.41 £ 0.03 0.51 £ 0.03 0.51 £ 0.04 0.50 = 0.01 0.50 £ 0.03
Heart 0.33 + 0.02 0.35 + 0.03 0.34 + 0.02 0.36 + 0.03 0.36 + 0.03 0.40 £ 0.04 0.34 £0.02 0.41 = 0.03*
Spleen 0.19 £ 0.02 0.22 + 0.03 0.21 £ 0.02 0.19 £ 0.01 0.23 £ 0.02 0.20 £ 0.04 0.23£0.02 0.22 £0.02
Liver 2.70 + 0.10 3.28 £ 0.15%* 3,17 £ 0.13%*%  3.14 + 0.14** 2.88 = 0.11 3.15 £ 0.14* 3.24 £0.04 %% 3,19 & 0.21%*
Kidneys 0.64 + 0.03 0.69 £ 0.03 0.70 & 0.03 0.66 + 0.04 0.72 + 0.04 0.74 £ 0.04 0.73 £0.03 0.74 = 0.07

2 Data represent mean + SD.
* **Significantly different from the control at p < 0.05, 0.01, respectively (Dunnett’s test).
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Table 2. Serum biochemical data for SD rats treated with TBC for 10 days.

Male Female
Control 1.0% 2.5% 5.0% Control 1.0% 25% 5.0%

TP (g/dL) 57+02°% 54+10 59+£02 57+02 6.1 £ 0.1 6.5 £ 0.2%* 6.3 &£ 0.2% 6.2 +02
ALB  (g/dL) 4.1+0.1 42£02 4101 40+ 0.1 45 £0.1 47 +02 46+02 44 +02
Glu (mg/dL) 112+ 8 125 £ 8 116 £ 26 106 + 15 106 = 11 101 £ 5 103 £ 11 98 + 3
TG (mg/dL) 46 + 12 48 + 10 41 + 10 44 £ 17 34 £ 10 63 + 18* 46 £ 9 63 + 26*
T-Cho (mg/dL) 63 7 637 66 + 11 68 + 12 96 + 19 103 £ 10 96 + 11 91 + 11
BUN  (mg/dL) 22.0£22 225+ 3.1 20.6 £ 2.7 202 £ 2.0 20.2 £ 1.7 20.5+3.0 187+14 182 2.2
CRN  (mg/dL) 0.28 + 0.02 0.26 = 0.01 0.27 £ 0.01 0.28 + 0.03 0.28 £ 0.04 0.29 = 0.02 0.26 + 0.02 0.26 + 0.01
AST  (IU/L) 109 + 20 88 + 14 99 + 23 101 + 21 107 £ 24 125 + 20 97 + 21 90 + 4
ALT  (IU/L) 47 £ 5 35 £ 5** 35 & 6 ** 40+ 5 42 + 10 45 £ 7 34+ 10 35+4
ALP  (IU/L) 1048 = 179 1102 + 216 949 + 108 1030 £ 301 803 + 156 574 £ 95* 592 & 122 * 561 + 126*

4 Data represent mean + SD.
*, **Sjonificantly different from the control at p < 0.05, 0.01, respectively (Dunnett’s test).



