LSC Area Percent Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\

Data File : BF094604.D

Aca On - 25 Apr 2017 14:52 Instrument :
Operator : SJ/MA BNA_F

Sample - 12808-02 ClientSampleld :
Misc - IM-TS-EME-10
ALS Vial : 9 Sample Multiplier: 1

Intearation Parameters: rteint.p
Intearator: RTE

Smoothing : ON Filtering: 5

Sampling : 1 Min Area: 3 % of largest Peak
Start Thrs: 0.2 Max Peaks: 100

Stop Thrs - O Peak Location: TOP

IT leading or trailing edge < 100 prefer < Baseline drop else tangent >
Peak separation: 5

Method = Z:\HPCHEM1I\BNA F\METHODS\8270-BF041717 .M

Title - ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Signal > TIC
peak R.T. first max last PK peak corr. corr. % of

# min scan scan scan TY heiaht area % max. total
1 3.907 331 335 345 rBV 270194 333074 10.51% 0.952%
2 4.301 398 402 413 rBVY 2891381 2729137 86.15% 7.798%
3 5.378 580 585 588 rBY 2674159 2746442 86.70% 7.848%
4 5.501 602 606 610 rBY 2933783 2891918 91.29% 8.263%
5 5.748 645 648 652 rBV 820524 721945 22.79% 2.063%
6 5.931 674 679 682 rBY 2299238 2273569 71.77% 6.497%
7 6.401 754 759 762 rBVY 1895906 1789552 56.49% 5.113%
8 7.242 898 902 906 rBVY 1113267 981609 30.99% 2.805%
9 8.566 1122 1127 1131 rBV 3129469 3167800 100.00% 9.052%
10 9.066 1209 1212 1217 rBV 281882 262801 8.30% 0.751%
11 9.378 1258 1265 1272 rBVvV2 1104000 1063345 33.57% 3.038%
12 9.978 1364 1367 1371 rVB 56805 50760 1.60% 0.145%
13 10.248 1406 1413 1416 rBvV3 22718 37787 1.19% 0.108%

14 10.354 1426 1431 1437 rBV 1581754 1696169 53.54% 4.847%
15 10.560 1462 1466 1474 rBV 96059 120930 3.82% 0.346%

16 10.719 1489 1493 1496 rBV 30878 34564 1.09% 0.099%
17 11.113 1557 1560 1564 rBV 69964 61457 1.94% 0.176%
18 11.195 1570 1574 1583 rVB 933129 1010778 31.91% 2.888%
19 11.342 1596 1599 1604 rVB 56391 57513 1.82% 0.164%
20 11.448 1614 1617 1622 rVB 29588 32513 1.03% 0.093%
21 11.642 1647 1650 1656 rVB2 31289 34671 1.09% 0.099%
22 11.942 1696 1701 1711 rBV 384670 458708 14.48% 1.311%
23 12.689 1823 1828 1835 rVB 48814 62406 1.97% 0.178%
24 12.907 1861 1865 1871 rBV 207268 261178 8.24% 0.746%
25 12.966 1871 1875 1878 rVB 23937 34652 1.09% 0.099%
26 13.177 1906 1911 1915 rVB 2198717 2315947 73.11% 6.618%
27 13.489 1959 1964 1968 rBV7 19015 33056 1.04% 0.094%
28 13.771 2009 2012 2014 rBV 45470 43006 1.36% 0.123%
29 13.807 2016 2018 2024 rVB 29529 37352 1.18% 0.107%
30 13.907 2032 2035 2040 rBV2 24369 33094 1.04% 0.095%

31 14.342 2104 2109 2115 rBV3 156094 248155 7.83% 0.709%
32 14.448 2122 2127 2134 rBV 718858 781424 24_.67% 2.233%
33 15.130 2239 2243 2248 rBV 137990 182467 5.76% 0.521%
34 15.560 2313 2316 2322 rVB 130682 143448 4_.53% 0.410%

8270-BF041717_.M Wed Apr 26 17:50:04 2017 Page: 1



LSC Area Percent Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\

Data File : BF094604.D

Aca On - 25 Apr 2017 14:52 Instrument :
Operator : SJ/MA BNA_F

Sample - 12808-02 ClientSampleld :
Misc - IM-TS-EME-10
ALS Vial : 9 Sample Multiplier: 1

Intearation Parameters: rteint.p
Intearator: RTE

Smoothing : ON Filtering: 5

Sampling : 1 Min Area: 3 % of largest Peak
Start Thrs: 0.2 Max Peaks: 100

Stop Thrs - O Peak Location: TOP

IT leading or trailing edge < 100 prefer < Baseline drop else tangent >
Peak separation: 5

Method > Z:\HPCHEM1I\BNA F\METHODS\8270-BF041717_M
Title = ASP BNA STANDARDS FOR 5 POINT CALIBRATION
35 15.642 2326 2330 2333 rBvV 78032 90518 2.86% 0.259%
36 15.701 2338 2340 2348 rVV9 39553 65722 2.07% 0.188%
37 15.777 2350 2353 2357 rVB5 32947 43738 1.38% 0.125%

38 15.842 2360 2364 2371 rBV 183932 245089 7.74% 0.700%
39 16.071 2397 2403 2409 rBV 650268 807353 25.49% 2.307%
40 16.360 2448 2452 2454 rBVY 122905 148559 4.69% 0.424%

41 16.448 2463 2467 2476 rVB2 152251 238504 7.53% 0.682%
42 16.571 2484 2488 2491 rBVY 84887 118538 3.74% 0.339%
43 16.607 2491 2494 2498 rVV3 60127 80783 2.55% 0.231%
44 16.648 2498 2501 2507 rVv7 35732 68693 2.17% 0.196%
45 16.771 2518 2522 2529 rVV 218040 343655 10.85% 0.982%

46 16.848 2532 2535 2544 rVBS8 71808 150387 4._75% 0.430%
47 17.242 2597 2602 2608 rVB 101577 169264 5.34% 0.484%
48 17.424 2629 2633 2640 rVB3 51640 99585 3.14% 0.285%
49 17.859 2700 2707 2719 rBV4 349703 1056353 33.35% 3.018%
50 18.012 2729 2733 2739 rVB3 118312 201008 6.35% 0.574%

51 18.106 2744 2749 2757 rVV5 137398 290288 9.16% 0.829%
52 18.306 2777 2783 2792 rVB5 279633 761113 24.03% 2.175%
53 18.501 2811 2816 2818 rBV5 101638 175308 5.53% 0.501%
54 18.624 2832 2837 2844 rVB5 100803 208108 6.57% 0.595%
55 18.706 2844 2851 2862 rVB2 271415 667016 21.06% 1.906%

56 19.406 2959 2970 2981 rBV3 702482 2233920 70.52% 6.383%

Sum of corrected areas: 34996729
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Data Path :
Data File :
Aca On :
Operator :
Sample :
Misc :
ALS Vial :
Quant Method
Quant Title

TIC Library
TIC Integrat

LSC Report - Integrated Chromatogram

Z:\HPCHEMI\BNA F\DATA\BF042517\

BF094604.D

25 Apr 2017 14:52

SJ/MA

12808-02

9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

- C:\DATABASE\NIST11.L
ion Parameters: LSCINT.P

Abundance
3000000

2500000

2000000

1500000

1000000

500000

TIC: BF094604.D
5.50

5.38

4.30

5.93

6.40

7.24
5.75

3.91

ul

0%
Time--> 2.00

T
2.50

T
3.00

T
3.50

T
4.00

5.50

T
6.00

T
6.50

T
7.00

T T
4.50 5.00 7.50

Abundance
3000000

2500000

2000000

1500000

1000000

500000

0

TIC: BF094604.D
57

13.18

10.35

9.38
11.20

11.94

| . |
9.98 1Q-EL o7z 11 1184451 64 12.69 J[\g.gﬂ

12.91

| 1349

Time-->

13.50

9.50 10.00 10.50 11.00 11.50 12.00 12.50 13.00

Abundance
3000000

2500000

2000000

1500000

1000000

500000

0

Do
T T T

TIC: BF094604.D

19.4:

17.86 1831 1871

18.%8.6

Time-->

14.00

14.50 15.00 15.50 16.00 16.50 17.00
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 1 2-Pentanone, 4-hydroxy-4-me... Concentration Rank 7

R.T. EstConc Area Relative to ISTD R.T.

3.91 9.23 ng 333074 1,4-Dichlorobenzene-d4 5.75
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 2-Pentanone. 4-hvdroxv-4-methvl- 116 C6H1202 000123-42-2 56
2 Acetic acid. cvano-. 1.1-dimethy... 141 C7H11NO2 001116-98-9 23
3 1.8-Nonanediol. 8-methvl- 174 C10H2202 054725-73-4 23
4 5-Hexen-2-one 98 C6H100 000109-49-9 9
5 Morpholine, 4-methyl- 101 C5H11NO 000109-02-4 9

Abundance Scan 335 (3.907 min): BF094604.D (-331) (-) m/z 43.00 100.00%
43.0
59.0
5000
101.0 IR SR AR NN LR
[ 83.0 | 3.60 3.80 4.00 4.20
0”W”“P”W”“m”W”LP”W””P”W“”P”W“”P”'””P”W””P”' m/z 59.00 58.98%
m/z--> 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160
Abundance #8185: 2-Pentanone, 4-hydroxy-4-methyl-
43.0
5000 L I L UL
59.0 360 3.80 4.00 420
150 1010 m/z 101.00 20.92%
28. 83.0
A A AL A RS AR AL AR R AR AR LA UMM AR LA A
m/z--> 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160
Abundance
59.0
360 380 4.00 4.20
5000 41.0 m/z 58.00 15.22%
o 73.0 126.0 1420
m/z--> 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160
Abundance #40911: 1,8-Nonanediol, 8-methy!l- S AR mans Ry
59.0 3.60 3.80 4.00 4.20
m/z 41.10 9.42%
5000
43.0
0 ., 80 980 1230 1410 159.0
m/z--> 10 20 30 4'0 50 60 70 80 90 100 110 150 130 140 150 160 3.60 3.80 4.00 4.20
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 2 unknown5.50 Concentration Rank 1

R.T. EstConc Area Relative to ISTD R.T.

5.50 80.11 ng 2891920 1,4-Dichlorobenzene-d4 5.75
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 (EY)-3-Chloro-2-methvl-2-pentenal 132 C6H9CIO 031357-76-3 27
2 3-Chloro-6-fluoro-pvrazine 132 C4H2CIFN2 1000146-10-7 16
3 5-Aminoindole 132 C8H8N2 005192-03-0 12
4 Tranvlcvoromine-propionvl 189 C12H15NO 1000123-86-3 10
5 2H-Cyclopenta[d]pyridazine, 2-me... 132 C8H8N2 022291-85-6 9

Abundance Scan 606 (5.501 min): BF094604.D (-602) (-) m/z 132.00 100.00%
13%.0
5000 68.1
01 540 || g %l'o - 520 540 560 580
o T A N .- B £ I | N m/z 68.10 40.09%
m/z--> 10 20 30 40 50 60 70 80 90 100 110 120 130 140
Abundance #14409: (E)-3-Chloro-2-methyl-2-pentenal
132.0
5000 i T e e e
10 550 %0 70 m/z 134.00 32.41%
‘ 79.0 :
0 |||||||||||||||||‘||‘||||‘||‘||||‘|‘=l‘|||‘|‘|‘|‘|||||||‘|||||||||||‘|||||||‘ ‘... -
m/z--> 10 20 30 40 50 60 70 80 90 100 110 120 130 140
Abundance
132.0
9.0 1000 TSk ko k0 5w
5000 ' m/z 66.00 24 .02%
31.0 51.0
m/z--> 10 20 30 40 50 60 70 80 90 100 110 120 130 140
Abundance #14491: 5-Aminoindole LI L L B L B |
132.0 520 5.40 5.60 5.80
m/z 69.10 15.99%
5000
104.0
ol 140 270 390 510 00770 g90 || 150 ||
miz-> 10 20 30 40 50 60 70 80 90 100 110 120 130 140 520 540 560 580
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 4 n-Hexadecanoic acid Concentration Rank 8
R.T. EstConc Area Relative to ISTD R.T.
11.94 9.08 ng 458708 Phenanthrene-d10 11.20
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 n-Hexadecanoic acid 256 C16H3202 000057-10-3 99
2 Tridecanoic acid 214 C13H2602 000638-53-9 95
3 Tetradecanoic acid 228 C14H2802 000544-63-8 91
4 Pentadecanoic acid 242 C15H3002 001002-84-2 90
5 Oxalic acid, dodecyl propyl ester 300 C17H3204 1000309-26-5 18
Abundance Scan 1701 (11.942 min): BF094604.D (-1696) (-) m/z 73.00 100.00%
431 730 q
5000
129.1
97.1 A BARSE RARSR AR RARRE S
LM 1571 1851 2132 256.2 1160 1180 12.00 12.20
o} m/z 43.10 84.82%
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260
Abundance #107549: n-Hexadecanoic acid
60.0
41,0
5000 129.0 AR U A SRR
83.0 11. 60 11. 80 12. oo 12.20
‘ 1570 1gso 2130 2560 | M/Z 60.00  80.72%
0 AR I‘ﬂ' Al .‘l‘.‘.
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260
Abundance
73.0
43.0 11'60 11.80 12.00 12.20
5000 129.0 m/z 41.05 70.57%
171.0
97.0 214.0
o 152.0
miz-> 20 40 60 80 100 120 140 160 180 200 220 240 260
Abundance #84453: Tetradecanoic acid T T
73.0 11.60 11.80 12.00 12.20
43.0 m/z 57.05 67.48%
5000 129.0
185.0 228.0
N |
Ol II‘I\III‘H‘I\‘HIII‘HI\ M‘\ Imlwllllllllle:e:lol ||||‘||||||||||||||| O e T T
miz--> 20 80 100 120 140 160 180 200 220 240 260 11.60 11.80 12.00 12.20
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 5 Octadecanoic acid Concentration Rank 11
R.T. EstConc Area Relative to ISTD R.T.
12.91 6.68 ng 261178 Chrysene-di12 14.45
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Octadecanoic acid 284 C18H3602 000057-11-4 99
2 Pentadecanoic acid 242 C15H3002 001002-84-2 91
3 Tetradecanoic acid 228 C14H2802 000544-63-8 72
4 n-Hexadecanoic acid 256 C16H3202 000057-10-3 58
5 Oxalic acid, allyl octadecyl ester 382 C23H4204 1000309-24-5 18
Abundance Scan 1866 (12.913 min): BF094604.D (-1861) (-) m/z 73.00 100.00%
43.0 730
5000 1291
12.60 12.80 13.00 13.20
0 m/z 43.05 93.21%
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #131261: Octadecanoic acid
43.0 | 73.0
5000 129.0 U SR UL B SR BURRR
nmnmmmmw
241.0 284.0 m/z 57.05 83.39%
207.0
0‘
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance
43.0 73.0
12.60 12.80 13.00 13.20
5000 129.0 m/z 59.95 76.54Y%
970 199.0 242.0
157.0
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #84453: Tetradecanoic acid
73.0 12.60 12.80 13.00 13.20
43.0 m/z 55.10 64 .70%
5000 1290
185.0 228.0
NN By |
o,.L..U.mML”‘ ML.M‘ MH...wu??79n“ N S AN St
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280 1260 1280 1300 13.20
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 6 1-Heneicosanol Concentration Rank 12
R.T. EstConc Area Relative to ISTD R.T.
14.34 6.35 ng 248155 Chrysene-di12 14 .45
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 1-Heneicosanol 312 C21H440 015594-90-8 95
2 n-Nonadecanol-1 284 C19H400 001454-84-8 95
3 n-Tetracosanol-1 354 C24H500 000506-51-4 93
4 Trifluoroacetoxy hexadecane 338 C18H33F302 006222-03-3 93
5 Behenic alcohol 326 C22H460 000661-19-8 93
Abundance Scan 2109 (14.342 min): BF094604.D (-2104) (-) m/z 83.10 100.00%
43.1 .
5000 N“,NNNWNMMVVv«ﬁ\RWLMNNxAH/xDV
"B 14.00 14.20 1440 1460
Obrrrrrrrrdfher - m/z 43.10 98.42%
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Abundance #155046: 1-Heneicosanol
55.0 83.0
5000 U B SR B SRR
Mmmmmmmm
29.0 m/z 55.05 93.39Y%
ol Lol 167.0 196.0  238.0 266.0 294.0
m/z--> 2'0 4'0 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Abundance
55.0 83.0
14.00 14.20 1440 1460
5000 111.0 m/z 57.00 91.41%
29.0
o 1390 168.0106.0 238.0266.0
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Abundance #186968: n-Tetracosanol-1  E BAmas s
57.0 83.0 14.00 14.20 14.40 14.60
m/z 97.10 86.93%
B N\L
29.0
oo, ‘ "~ 167.0 195.0222.0 250.0 280.0 308.0336.0
m/z--> 2'0 4'0 6|O 8|0 100 120 140 160 180 200 220 240 260 280 300 320 340 14. oo 14. 20 14. 40 14. 60 '
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 7 Hexatriacontyl pentafluorop... Concentration Rank 17
R.T. EstConc Area Relative to ISTD R.T.
15.13 4.67 ng 182467 Chrysene-di12 14.45
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Hexatriacontvl pentafluoropropio... 669 C39H73F502 1000351-89-0 91
2 Octatriacontvl pentafluoropropio... 697 C41H77F502 1000351-89-1 91
3 Oxalic acid. isobutvl hexadecvl ... 370 C22H4204 1000309-38-1 91
4 Tetratriacontvl heptafluorobutvrate 691 C38H69F702 1000351-84-1 91
5 Dotriacontyl heptafluorobutyrate 662 C36H65F702 1000351-84-2 90
Abundance Scan 2243 (15.130 min): BF094604.D (-2239) (-) m/z 57.10 100.00%
57.1
TTll UL A BRI BRI B
169 1 14.80 15.00 15.20 15.40
Ofrerdd b L o et || Mz 43.10  72.35%
m/z--> 0 50 100 150 200 250 300 350 400 450 500 550 600 650
Abundance #242465: Hexatriacontyl pentafluoropropionate
57.0
5000 R DU UL BULL BN
10 14.80 15.00 15.20 15.40
m/z 71.05 60.98%
0 ‘L‘\ \M“ﬂ670222027803340391044605040 650.0
miz-> 0 50 100 150 200 250 300 350 400 450 500 550 600 650 |
Abundance
57.0
14:80 15.00 15.20 15.40
5000 m/z 55.05 50.51%
111.0
ol 167.0 225.0 281.0 341.0 401.0 460.0 532.0 678.0
m/z--> 0 50 100 150 200 250 300 350 400 450 500 550 600 650
Abundance #196922: Oxalic acid, isobutyl hexadecy! ester A REEREEEEE
57.0 14.80 15.00 15.20 15.40
m/z 83.05 42 .52%
h M\,\hu
1.0
269.0
0 'J'I'Hﬁﬂ}““ R AN AN BN RN LRSS LRSS AR A B UL R SO BRI B
m/z--> 0 50 100 150 200 250 300 350 400 450 500 550 600 650 14.80 15.00 15.20 15.40
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 8 2-methyloctacosane Concentration Rank 13
R.T. EstConc Area Relative to ISTD R.T.
15.84 6.07 ng 245089 Perylene-d12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 2-methvloctacosane 408 C29H60 1000376-72-8 91
2 Heptadecane. 2.6.10.15-tetramethvl- 296 C21H44 054833-48-6 86
3 Hexadecane. 1-iodo- 352 C16H33l1 000544-77-4 86
4 Heptadecane 240 C17H36 000629-78-7 80
5 Dodecane, l1l-iodo- 296 C12H251 004292-19-7 80
Abundance Scan 2364 (15.842 min): BF094604.D (-2360) (-) m/z 57.10 100.00%
57.1
>0 */b/\/\_fL%—J\—A
s 1560 15.80 16.00 16.20
141.1 197.2 : : : :
ol AL || Ll 2890 2881 m/z 71.10 71.65%
m/z--> 50 100 150 200 250 300 350
Abundance #215181: 2-methyloctacosane
57.0
5000 LRI IS B SULRUL I
15.60 15.80 16.00 16.20
99.0 m/z 43.10 64 .46%
o 28,0 h h | H | 1410 1830 2250 267.0 309.0  365.0304.0
m/z--> 50 100 150 200 250 300 350
Abundance
57.0
1560 15.80 16.00 16.20
5000 m/z 85.05 54_.11%
99.0
o 141.0 183.0 239.0 296.0
m/z--> 50 100 150 200 250 300 350
Abundance #184946: Hexadecane, 1-iodo- LI B L BN LB B
57.0 15.60 15.80 16.00 16.20
m/z 55.05 22 .35%
5000
99.0 225.0
J270] UL 1410 g5 352.0
m/z--> 50 100 150 200 250 300 350 ' 15.60 15.80 16.00 16.20

8270-BF041717 .M Wed Apr 26 17:50:14 2017

Page: 10



Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 9 _gamma.-Tocopherol Concentration Rank 14
R.T. EstConc Area Relative to ISTD R.T.
16.45 5.91 ng 238504 Perylene-di12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 _.agamma.-Tocopherol 416 C28H4802 007616-22-0 95
2 Benzenepropanenitrile., 3.4-dimet... 191 C11H13NO2 049621-56-9 64
3 3.4-Dihvdro-3.5.8-trimethvl-3-(4... 458 C30H5003 1000105-71-9 64
4 4H-1.3.2-Dioxaborin. 6-ethenvl-2... 208 C12H21B02 074630-05-0 42
5 5-Methyl-tetrazolo(l1,5-c)pyrimid... 151 C5H5N50 006628-20-2 37
Abundance Scan 2467 (16.448 min): BF094604.D (-2463) (-) m/z 151.10 100.00%
15{.1
5000
431 1911 e "% 1514 1660 160
107.1 : : : :
ol .I|,". g gt | o deloell A m/z 150.05 23.82%
m/z--> 50 100 150 200 250 300 350 400 450
Abundance #218064: .gamma.-Tocopherol
151.0
416.0
5000
16.20 16.40 16.60 16.80
43.0 191.0 m/z 416.35 22.26%
o |y, W70 231.0 274.0 330.0 374.0
m/z--> 50 100 150 200 250 300 350 400 450
Abundance
151.0
1620 16.40 16,60 16.80_
m/z 191.10 17.67%
5000 191.0 o
310 650 107.0
mz-> 50 100 150 200 250 300 350 400 450
Abundance #228918: 3,4-Dihydro-3,5,8-trimethyl-3-(4,8,12-trimethylr... A Emam s B
151.0 16.20 16.40 16.60 16.80
m/z 152.05 17.07%
5000
103.0 416.0
57.0
0 |y 1070 | ﬂ 233.0 275.0 3310 458.0
m/z--> 50 100 150 200 250 300 350 400 450 16.20 16.40 16.60 16.80

8270-BF041717 .M Wed Apr 26 17:50:15 2017 Page: 11



Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 10 dl-_alpha.-Tocopherol Concentration Rank 9
R.T. EstConc Area Relative to ISTD R.T.
16.77 8.51 ng 343655 Perylene-di12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 dI-.alpha.-Tocopherol 430 C29H5002 010191-41-0 99
2 Vitamin E 430 C29H5002 000059-02-9 95
3 (+)-_aamma.-Tocopherol. O-methvl- 430 C29H5002 1000374-72-2 95
4 _.alpha.-Tocopherol-_beta.-D-mann... 592 C35H6007 1000156-68-2 90
5 4-Amino-3-methoxypyrazolo[3,4-d]... 165 C6H7N50 111375-22-5 59
Abundance Scan 2522 (16.771 min): BF094604.D (-2518) (-) m/z 165.10 100.00%
165.1
5000
3 430.5 IS S
© 831 1211 205.1 16.40 16.60 16.80 17.00
ol B2 5 M o 2sd8tt | Tn/z 164.05  31.33%
m/z--> 50 100 150 200 250 300 350 400
Abundance #222353: dI-.alpha.-Tocopherol
165.0
5000
16.40 16.60 16.80 17.00
430 _ 43001 Tm/z 430.50 22.54%
oL |1 8L0 121.0 | 246.0 288.0 344.0
m/z--> 50 100 150 200 250 300 350 400
Abundance
165.0
430.0
16.40 16.60 16.80 17.00
5000 m/z 43.05 13.41%
43.0 205.0
o 810 121.0 246.0 288.0  344.0 386.0
m/z--> 50 100 150 200 250 300 350 400
Abundance #222360: (+)-.gamma.-Tocopherol, O-methyl- R B
165.0 16.40 16.60 16.80 17.00
430.0 m/z 166.05  11.99%
5000
43.0 205.0
0 | 4 79.0 1210 ‘ | 247.0 288.0 344.0 387.0
m/z--> 50 100 150 200 250 300 350 400 16.40 16.60 16.80 17.00

8270-BF041717 .M Wed Apr 26 17:50:15 2017 Page: 12



Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 11 Squalene Concentration Rank 20

R.T. EstConc Area Relative to ISTD R.T.
16.85 3.73ng 150387  perylene-d12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
‘1 saualene 410 C30HS0 000111-02-4 78

2 1.4-Methanonaphthalene. 6.7-diet... 206 C15H26

3 2-Cvclohexen-1-one. 5-bromo-4.4-... 202 C8H11BrO
4 Cvclopentene. 1-isopropvl-2.3-di... 138 C10H18

5 2-Fluorobenzoic acid, hex-4-yn-3... 220 C13H13FO02

016539-02-9 41
1000327-26-6 38
007712-73-4 30
1000299-16-4 27

Abundance Scan 2535 (16.848 mm) BF094604.D (-2532) (-) m/z 95.10 100.00%
. 205.
5000
16.60 16.80 17.00 17.20
o m/z 205.15 96 .49%
m/z--> 50 100 150 200 250 300 350 400
Abundance #215935: Squalene
69.0
5000 123.0 L
16.60 16.80 17. OO 17.20
‘ 1770 m/z 123.10 79 .45%
39,0 ‘ ‘ ‘} 231.0
3 S M‘M‘ﬂ \”H\ poll g g 2710 ..%4}?.. ,,ﬁl??
m/z--> 50 200 250 300 350 400
Abundance
95.0
A B S
41.0 16.60 16.80 17.00 17.20
177.0
5000 137.0 m/z 69.10 75.98%
207.0
oAt d g, o
m/z--> 50 100 150 200 250 300 350 400
Abundance #62956: 2-Cyclohexen-1-one, 5-bromo-4,4-dimethyl- R mEEEE RS S
95.0 16.60 16.80 17.00 17.20
m/z 109.10 65 .04%
5000
41.0
‘ 202.0
0 ..Hmw“.ﬂ . — —
m/z--> 50 100 150 200 250 300 350 400 16 60 16. 80 17. OO 17. 20

8270-BF041717 .M Wed Apr 26 17:50:16 2017
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 12 Oxirane, heptadecyl- Concentration Rank 19

R.T. EstConc Area Relative to ISTD R.T.
17.24 4.19 ng 169264 Perylene-d12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Oxirane. heptadecvl- 282 C19H380 067860-04-2 94
2 1.16-Hexadecanediol 258 C16H3402 007735-42-4 50
3 Benzocvclodecene. tetradecahvdro- 194 C14H26 061142-06-1 50
4 Hexadecanal 240 C16H320 000629-80-1 49
5 Heptadecanal 254 C17H340 1000376-70-0 43

Abundance Scan 2602 (17.242 min): BF094604.D (-2597) (-) m/z 57.05 100.00%
51.0
82.1
5000
181 1660 271 yai  gein | | 1700 1720 1740 1760
01 m/z 43.05 85.67%
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #129467: Oxirane, heptadecyl-
43.0 82.0
5000 LR AU SR B
17.00 17.20 17.40 17.60
110.0 m/z 82.10 76.66%
oIl 1380 1660 19040  236.0 264.0
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance
55.0 82.0
17,00 17.20 17.40 17.60
5000 m/z 55.00 62.00%
31.0
109.0
o 138.0 166.0 194.0 222.0
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #56501: Benzocyclodecene, tetradecahydro- L e .
96.0 17.00 17.20 17.40 17.60
m/z 96.05 57.00%
55.0
5000
29.0
0 124.0 1520 194.0
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280 1700 17.20 17.40 17.60

8270-BF041717 .M Wed Apr 26 17:50:17 2017

Page: 14



Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 13 _.beta.-Sitosterol Concentration Rank 4
R.T. EstConc Area Relative to ISTD R.T.
17.86 26.17 ng 1056350 Perylene-di12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 .beta.-Sitosterol 414 C29H500 000083-46-5 89
2 .aamma.-Sitosterol 414 C29H500 000083-47-6 87
3 Isocholestervl methvl ether 400 C28H480 029944-53-4 43
4 Eraost-5-en-3-ol. (3.beta.)- 400 C28H480 004651-51-8 40
5 Campesterol 400 C28H480 000474-62-4 38
Abundance Scan 2707 (17.859 min): BF094604.D (-2700) (-) m/z 43.05 100.00%
43.0
107.1 145.1
5000
381.4414.4 L LI BN BUURILE B
112 17.60 17.80 18.00 18.20
ol——thll m/z 55.10 68.08%
m/z--> 50 100 150 200 250 300 350 400
Abundance #217432: .beta.-Sitosterol
43.0
5000 '17.60 17.80 18.00 18.20
107.0
‘ ‘ 145.0 1 o 3030 41401 Tn77 107.10 66.08%
7 V255, .
ob——k I\ ‘: m I?II ‘\‘\ \‘Nﬂ\m “H\ \H’l\‘\ﬂ HH h L hl MI ; | ‘: I\‘w T I\‘ - :%41 0 3I81 0‘\ “ :
m/z--> 50 100 1 200 250 300 350 400
Abundance
43.0
'17.60 17.80 18.00 18.20
5000 81.0 m/z 145.10 65.86%
145.0 414.0
213.0 303.0
178.0 255.0 381.0
0 115.0 ‘ 342.0
m/z--> 55 160 1%0 200 250 300 3%0 460
Abundance #212393: Isocholesteryl methyl ether e R R ma
43.0 17.60 17.80 18.00 18.20
m/z 105.00 57 .86%
5000 3680
145.0 400.0
0... }MM e ——
m/z--> ﬂmﬂmmmmm

8270-BF041717.M Wed Apr 26 17:50:18 2017 Page: 15



Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 14 4,4,9,9-Tetramethyl-4,9-dis... Concentration Rank 16
R.T. EstConc Area Relative to ISTD R.T.
18.01 4.98 ng 201008 Perylene-d12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 4.4.9.9-Tetramethvl-4.9-disilatr... 218 C12H18Si2 1000280-67-7 64
2 3-Methoxv-6.7.8.9-tetrahvdro-dib... 218 C13H1403 1000186-57-9 64
3 HH-Oxazolol3.2-alpvridine-8-carb... 218 C12H14N202 1000337-58-3 58
4 4-Allvl-5-pvridin-3-vl-2.4-dihvd... 218 C10H10N4S 1000300-40-5 58
5 5-(1-Naphthyl)tricyclo[4.1.0.0(2... 218 C17H14 107729-05-5 49
Abundance Scan 2733 (18.012 min): BF094604.D (-2729) (-) m/z 218.25 100.00%
218.3
5000
550 930 1351
% ‘f l 257.2 4244 | 17.60 17.80 18.00 18.20 18.40
ol P PN R IS o m/z 203.15 86.51%
m/z--> 50 100 150 200 250 300 350 400
Abundance #75659: 4,4,9,9-Tetramethyl-4,9-disilatricyclo[6.2.0.0(3,6...
203.0
5000 AR SR BN UM B
17.60 17.80 18.00 18.20 18.40
m/z 93.00 23.37%
43.0 83.0 1190 159.0
O e B o A T
m/z--> 50 100 150 200 250 300 350 400
Abundance
218.0
17.60 17.80 18.00 18.20 18.40
5000 m/z 189.15 22.60%
175.0
69.0
01270 1090 1440
nm/z--> 50 100 150 200 250 300 350 400
Abundance #75645: 5H-Oxazolo[3,2-a]pyridine-8-carbonitrile, 6-ethyl-... L EAE T B
208.0 17.60 17.80 18.00 18.20 18.40
m/z 105.10 22.26%
5000
0
oL 70 1180 1639
m/z--> 50 100 150 200 250 300 350 400 17.60 17.80 18.00 18.20 18.40

8270-BF041717.M Wed Apr 26 17:50:18 2017 Page: 16



Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 15 2H-Cyclopentacyclooctene, 4... Concentration Rank 10
R.T. EstConc Area Relative to ISTD R.T.
18.11 7.19 ng 290288 Perylene-d12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 2H-Cvclopentacvclooctene. 4.5.6.... 204 Cl15H24 1000221-85-8 64
2 1.4-Dimethvl-8-isopropvlidenetri... 204 C15H24 1000140-07-7 43
3 1.2.4.8-Tetramethvlbicvclol6.3.0... 204 C15H24 137235-51-9 38
4 2.5.5.8a-Tetramethvl-6.7.8.8a-te... 204 C14H200 124957-09-1 35
5 3H-3a,7-Methanoazulene, 2,4,5,6,... 204 C15H24 002387-78-2 25
Abundance Scan 2750 (18.112 mm) BF094604.D (-2744) (-) m/z 204.20 100.00%
5000 ] 287.3
411.4 17.80 18.00 18.20 18.40
0 e m/z 135.10 76.89%
m/z--> 50 100 150 200 250 300 350 400
Abundance #64452: 2H-Cyclopentacyclooctene, 4,5,6,7,8,9-hexahydro-1,...
204.0
133.0
41.0
5000 LB SRR UL UL R UL
91.0 25 17.80 18.00 18.20 18.40
: m/z 133.10 73.12%
0! !...l....l.... —— T
m/z--> 50 100 150 200 250 300 350 400
Abundance
204.0
17.80 18.00 18.20 18.40
5000 m/z 69.05 55.18%
95.0 161.0
41.0
o 131.0
m/z--> 50 100 150 200 250 300 350 400
Abundance #64400: 1,2,4,8-TetramethyIbicyclo[6.3.0]undeca-2,4-diene R I RERREEEE RS RSy
204.0 17.80 18.00 18.20 18.40
m/z 121.10 47 .28%
108.0
5000 161.0
0! Jhul:hu\uuu ———T —— —— T A RS AR
m/z--> 50 100 150 200 250 300 350 400 17.80 18.00 18.20 18.40

8270-BF041717.M Wed Apr 26 17:50:19 2017 Page: 17



Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 16 unknownl18.31 Concentration Rank 5
R.T. EstConc Area Relative to ISTD R.T.
18.31 18.85 ng 761113 Perylene-d12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 1-(2-Pvridv)piperazine 163 C9H13N3 034803-66-2 35
2 6.beta.Bicvclol4.3.01nonane. 5.b... 332 C15H25I 1000195-85-9 27
3 D-Norandrostane-16-carboxvlic ac... 304 C20H3202 054411-59-5 22
4 2-T(2-Hvdroxvcvclohexvlmethvlam... 222 C12H18N202 1000185-39-5 22
5 3,6-Octadien-1-ol, 3,7-dimethyl-._.. 154 C10H180 005944-20-7 22
Abundance Scan 2784 (18.312 min): BF094604.D (-2777) (-) m/z 218.20 100.00%
218.2
81.0
21.1
5000 411 611
2g1.1313.1 424.4 18.00 18.20 18.40 18.60
(o} m/z 81.05 72.57%
m/z--> 50 100 150 200 250 300 350 400
Abundance #33112: 1-(2-Pyridyl)piperazine
121.0
5000 79.0 163.0 18.00 18.20 18.40 18.60
28.0 m/z 205.20 71.21%
0 .‘.“‘l‘.‘“i”““.“.l‘.““l‘.“ﬂ.‘.|.‘...|....|....|....|... R
m/z--> 50 100 150 200 250 300 350 400
Abundance
109.0
41.0 USRNSSR BUNRA SRR
149.0 18.00 18.20 18.40 18.60
0
5000 205.0 m/z 109.10 70.00%
77.0
ob—rte it Wb o Lyl 2760 3820
m/z--> 50 100 150 200 250 300 350 400
Abundance #148262: D-Norandrostane-16-carboxylic acid, methyl ester,... R e B EEmEEm
218.0 18.00 18.20 18.40 18.60
m/z 95.05 63.25%
5000
289.0
255.0
0! T
m/z--> 50 100 150 200 250 300 350 400 18.00 18.20 18.40 18.60
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 17 Hop-22(29)-en-3.beta.-ol Concentration Rank 18

R.T. EstConc Area Relative to ISTD R.T.
18.50 4.34 ng 175308 Perylene-di12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual

1 Hop-22(29)-en-3.beta.-ol 426 C30H500 058801-23-3 70
2 4.6.6-Trimethvl-2-(3-methvlbuta-... 218 C15H220
3 6.10-Dimethvl-3-(1-methvlethvlid... 206 C15H26 069239-71-0 50
4 2
5L

.6.10-Cvcloundecatrien-1-one. 2... 218 C15H220 000471-05-6 42

1000190-22-2 55

ongifolenaldehyde 220 C15H240 019890-84-7 38
Abundance Scan 2816 (18.501 min): BF094604.D (-2811) (-) m/z 95.10 100.00%
95.1 1351  189.2
41.1
5000
315.2 IIIIIIIIIIIIIIIIIIIIIII
: | 426.3 18.20 18.40 18.60 18.80
0 N T m/z 189.15  97.55%
m/z--> 50 100 150 200 250 300 350 400
Abundance #221200: Hop-22(29)-en-3.beta.-ol
189.0
95.0
5000 135.0 LI L L |
18.20 18.40 18.60 18.80
m/z 135.10 93.47%
L e o suogmsen
04— e L B o o e e L
m/z--> 200 250 300 350 400
Abundance
41.0 107.0
)
18.20 18.40 18.60 18.80
5000 218.0 m/z 81.00 92.03%
161.0
76.0
T S o T o ST
m/z--> 50 100 150 200 250 300 350 400
Abundance #66220: 6,10-Dimethyl-3-(1-methylethylidene)-1-cyclodecene T
41.0 82.0 18.20 18.40 18.60 18.80
m/z 121.10 90.03%
121.0
5000
. Sl
L e e
m/z--> 100 150 200 250 300 350 400 18 20 18 40 18. 60 18 80
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 18 D-Homoandrostane, (5.alpha.... Concentration Rank 15
R.T. EstConc Area Relative to ISTD R.T.
18.62 5.16 ng 208108 Perylene-di12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 D-Homoandrostane. (5.alpha..l13.a... 274 C20H34 054482-31-4 53
2 Androstan-12-one. (5.alpha.)- 274 C19H300 003676-09-3 35
3 10H-Phenoxaphosphine. 2-ethvl-10... 274 C15H1503P 036360-91-5 15
4 2-Decvne 138 C10H18 002384-70-5 14
5 1-[p-Nitrophenyl]-3-[2-pyrimidyl... 259 C11H9N503 023656-31-7 14
Abundance Scan 2836 (18.618 min): BF094604.D (-2832) (-) m/z 134.10 100.00%
1 :
55.0 81.1
5000
| 1840 18,60 18.80 19.00
ot m/z 259.20 86.21%
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Abundance #122979: D-Homoandrostane, (5.alpha.,13.alpha.)-
55.0 95.0 259.0
5000
21.0 149.0 217.0 18.40 18.60 18.80 19.00
‘ 177.0 ' m/z 109.10 77 .92%
OIHII”H Iul“”‘w‘l‘l“ ||||||||||||| ‘” \‘\ |‘||| ”” Eaan ””‘”” AR RaaRaEAEI IR
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Abundance
41.0
67.0 IR BRI B BN B
18.40 18.60 18.80 19.00
5000 m/z 95.00 68.29%
93.0
0 175.0 '
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Abundance #122575: 10H-Phenoxaphosphine, 2-ethyl-10-hydroxy-8-methyl... R B R ARama
259.0 18.40 18.60 18.80 19.00
m/z 55.00 66.11%
5000
105.0
152.0 1950
O e e e e e R B
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 1840 18.60 18.80 19.00
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 19 Testosterone Concentration Rank 6
R.T. EstConc Area Relative to ISTD R.T.
18.71 16.52 ng 667016 Perylene-d12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Testosterone 288 C19H2802 000058-22-0 78
2 Stiamast-4-en-3-one 412 C29H480 001058-61-3 70
3 Androst-4-en-3-one. 17-hvdroxv-.... 288 C19H2802 000604-39-7 64
4 2-Chloro-4-fluorobenzyvlamide 159 C7H7CIFN 1000343-00-9 38
5 m-Guaiacol 124 C7H802 000150-19-6 35
Abundance Scan 2852 (18.712 min): BF094604.D (-2844) (-) m/z 124.05 100.00%
124.1
50007 43.1 299.2 ﬂ\
- ) 293 47, 3704 4124 | 1640 18,60 1680 1900
(o} m/z 43.10 45 .90%
m/z--> 50 100 150 200 250 300 350 400
Abundance #134630: Testosterone
124.0
288.0
5000 2460 LA L L L L L L LB LB |
410 79.0 18.40 18.60 18.80 19.00
203.0 m/z 229.20 37.61%
165.0
o HH\H\M\ ”.l“.“.“..l.l‘..|....|....|..
m/z--> 50 100 150 200 250 300 350 400
Abundance
124.0
43.0 18.40 18.60 18.80 19.00
5000 m/z 55.05 29.57%
412.0
81.0 = 289.0
o 161.0191 o 3270 3700
miz-> 50 100 150 200 250 300 350 400
Abundance #134675: Androst-4-en-3-one, 17-hydroxy-, (10.alpha.,17.be... A E
124.0 18.40 18.60 18.80 19.00
m/z 147.10 22 .21%
5000
910 288.0
640 2030 2460 ‘
o’ e ﬁniw.,.w.t,....,....,.. B RS REAEE =
m/z--> 50 100 150 200 250 300 350 400 18.40 18.60 18.80 19.00
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF042517\
Data File : BF094604.D

Aca On = 25 Apr 2017 14:52

Operator : SJ/MA

Sample : 12808-02

Misc :

ALS Vial : 9 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF041717_M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 20 4-Isopropenyl-4,7-dimethyl-__._. Concentration Rank 3
R.T. EstConc Area Relative to ISTD R.T.
19.41 55.34 ng 2233920 Perylene-d12 16.07
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 4-1sopropenvl-4_.7-dimethvl-1-oxa... 180 C12H200 1000187-81-7 64
2 5-Bromo-4-0x0-4.5.6.7-tetrahvdro... 216 C6H5BrN202 300574-36-1 59
3 2.4a.8.8-Tetramethvldecahvdrocvc... 206 C15H26 074022-04-1 53
4 Bicvclol2.2.11heptane-2.5-dione.... 166 C10H1402 004230-32-4 50
5 2-(4a,8-Dimethyl-6-0x0-1,2,3,4,4... 234 C15H2202 1000190-21-8 47
Abundance Scan 2971 (19.412 min): BF094604.D (-2959) (-) m/z 95.05 100.00%
55.0
5000
231.2 USSR SRS
2753 413.4 19.0019.1019.2019.3019.40
Obr—tpllet m/z 96.05 94 .00%
m/z--> 50 100 150 200 250 300 350 400
Abundance #45640: 4-1sopropenyl-4,7-dimethyl-1-oxaspiro[2.5]octane
5
107.0
5000 165.0 T T T T T T
19.0019.1019.2019.3019.40
m/z 109.10 90.16%
0 NJW“"'l""l""|""|""|"
m/z--> 50 100 150 200 250 300 350 400
Abundance
109.0
450 J5o 190019 1010/2016/3019.40
5000 8.0 m/z 69.10 86.40%
’ 160.0
0"'I""I""I"" T T N
m/z--> 50 100 150 200 250 300 350 400
Abundance #66222: 2,4a,8,8-Tetramethyldecahydrocyclopropa[d]naphthalene B R e R RERERARE
81.0 123.0 19.0019.1019.2019.3019.40
41.0 m/z 81.10 72.02%
5000 191.0 ANmf\Mvvﬁ“\Afﬁw_~/J/A\\\
0 “11540\ \... e
m/z--> 50 100 150 200 250 300 350 400 19.0019.1019.2019.3019.40

8270-BF041717 .M Wed Apr 26 17:50:23 2017 Page: 22



Tentatively ldentified Compound (LSC) summary

Data Path : Z:\HPCHEMI1\BNA_F\DATA\BF042517\

Data File : BF094604.D

Acqg On : 25 Apr 2017 14:52 Instrument :
Operator : SJ/MA BNA_F

Sample - 12808-02 ClientSampleld :
Misc - IM-TS-EME-10
ALS Vial : 9 Sample Multiplier: 1

Quant Method
Quant Title

Z:\HPCHEM1\BNA_F\METHODS\8270-BF041717 .M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

|--Internal Standard---|

TIC Top Hit name RT EstConc Units Response |# RT Resp Conc]
2-Pentanone, 4-hy... 3.91 9.2 ng 333074 1 5.75 721945 20.0
unknown5 .50 5.50 80.1 ng 2891920 1 5.75 721945 20.0
n-Hexadecanoic acid 11.94 9.1 ng 458708 4 11.20 1010780 20.0
Octadecanoic acid 12.91 6.7 ng 261178 5 14.45 781424 20.0
1-Heneicosanol 14 .34 6.3 ng 248155 5 14.45 781424 20.0
Hexatriacontyl pe... 15.13 4.7 ng 182467 5 14.45 781424 20.0
2-methyloctacosane 15.84 6.1 ng 245089 6 16.07 807353 20.0
-gamma.-Tocopherol 16.45 5.9 ng 238504 6 16.07 807353 20.0
dl-_.alpha.-Tocoph... 16.77 8.5 ng 343655 6 16.07 807353 20.0
Squalene 16.85 3.7 ng 150387 6 16.07 807353 20.0
Oxirane, heptadecyl- 17.24 4.2 ng 169264 6 16.07 807353 20.0
-beta.-Sitosterol 17.86 26.2 ng 1056350 6 16.07 807353 20.0
4,4,9,9-Tetrameth... 18.01 5.0 ng 201008 6 16.07 807353 20.0
2H-Cyclopentacycl ... 18.11 7.2 ng 290288 6 16.07 807353 20.0
unknown18.31 18.31 18.9 ng 761113 6 16.07 807353 20.0
Hop-22(29)-en-3.b... 18.50 4.3 ng 175308 6 16.07 807353 20.0
D-Homoandrostane,... 18.62 5.2 ng 208108 6 16.07 807353 20.0
Testosterone 18.71 16.5 ng 667016 6 16.07 807353 20.0
4-1sopropenyl-4,7... 19.41 55.3 ng 2233920 6 16.07 807353 20.0
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