Figure 5-ESI. Stability data for the HDI TRIG up to a year from the date of original analysis. Sample age varied from one to five months in the first re-run and from five to twelve months in the second re-run. Almost identical results were found for the HDI monomer. One sample was not analyzed in re-run 2.
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re-analyzed 1,2

		Seq. # rerun 000128		IOM Sample #		Calibration curve (beta)		Volume mL		HDI FLD area		HDI UV area		RATIO FLD/UV		FLD HDI Normality		nG-HDI/sample		HDI monomer LOD=0; Quantif =1		HDI-oligomer UV area		Uv calibration curve		Oligomer Normality		uG-HDI OLIGOMER		LOD=0; Quantif =1		IPDI-oligomer UV area		Normality		uG-IPDI (equiv.)OLIGOMER		LOD=0; Quantif =1		Total oligomer		COMMENTS

		990903		0201		2.79E+09		1.004		nd		nd		0.0		0.00E+00		8		0		2109		9.54E+07		2.21E-05		1.867		1						10.000		0				some visible changes in profile

		990903		0202		2.79E+09		1.004		4330				0.0		1.55E-06		131		1		18211		9.54E+07		1.91E-04		16.118		1						10.000		0				No changes in chromatogram

		990903		0203				1.00		nd		nd		0.0		0.00E+00		8		0		2421				2.54E-05		2.134										0				No changes in chromatogram

		990903		0221				1.00		2886		89.8		32.1		1.03E-06		87				13366				1.40E-04		11.783				8349		1.17E-04		12.9789		1				No changes in chromatogram

		990903		0227				1.00		200		51		3.9		7.17E-08		6				1144				1.20E-05		1.008				224		0.0000031329		0.3482181818		1				Very minor  differences

		990903		0234				1.00		nd		nd		0.0		0.00E+00		8		0		400				4.19E-06		0.353				80		0.0000011189		0.1243636364		1				No changes in chromatogram

		990929-1		0241				1.00		425		17.7		24.0		1.52E-07		13				1043				1.09E-05		0.919														No changes in chromatogram

		990929-1		0242				1.00		1036		37		28.0		3.71E-07		31				3475				3.64E-05		3.063														No changes in chromatogram

		990929-1		0243				1.00		1011		26		38.9		3.62E-07		30				4280				4.49E-05		3.773														No changes in chromatogram

		990929-1		0249				1.00		3354		94.4		35.5		1.20E-06		101				13473				1.41E-04		11.877														No changes in chromatogram

		991124		P4-1				2.00		25363		1061		23.9		9.09E-06		1528				2327				2.44E-05		4.099														No changes in chromatogram

		991124		P5-1				2.00		16697		600		27.8		5.98E-06		1006				1940				2.03E-05		3.417														No changes in chromatogram

		991124		P6-1				2.00		7436		266		28.0		2.67E-06		448				544				5.70E-06		0.959														No changes in chromatogram

		991124		P6-2				2.01		17365		668		26.0		6.22E-06		1049				1568				1.64E-05		2.771														No changes in chromatogram

		991108		T1-3				1.00		21065		744		28.3		7.55E-06		635				432				4.53E-06		0.381														No changes in chromatogram

		991108		0184				1.00		1988						7.13E-07		60				2422				2.54E-05		2.139														No changes in chromatogram

		000930		0201		2.81E+09		1.004		nd		nd		0.0				8				2324		1.05E+08		2.21E-05		1.869

		000930		0202		2.81E+09		1.004		5542		177		31.3		1.97E-06		167				20914		1.05E+08		1.99E-04		16.818														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		0203				1.00		nd		nd		0.0		0.00E+00		8				2800				2.67E-05		2.243														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		0221				1.00		5360		394		13.6		1.91E-06		160				14588				1.39E-04		11.684				9178		1.05E+08		8.74E-05		7.351				No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		0227				1.00		nd		nd		0.0		0.00E+00		8				1243				1.18E-05		0.996				309		1.05E+08		2.94E-06		0.247				No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		0234				1.00		317		7		45.3		1.13E-07		9				540				5.14E-06		0.433				83		1.05E+08		7.90E-07		0.066				No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		0241				1.00		542		14		38.7		1.93E-07		16				1276				1.22E-05		1.022														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		0242				1.00		1708		51		33.5		6.08E-07		51				4101				3.91E-05		3.285														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		0243				1.00		1420		50		28.4		5.05E-07		42				4785				4.56E-05		3.833														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		0249				1.00		4022		153		26.3		1.43E-06		120				15734				1.50E-04		12.602														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		P4-1		UV response		2.00		off-scale		1166		0.0		1.11E-05		1866				2478				2.36E-05		3.966														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		P5-1				2.00		17027		663		25.7		6.06E-06		1018				2132				2.03E-05		3.412														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		P6-1				2.00		8512		285		29.9		3.03E-06		510				358				3.41E-06		0.573														No obvious changes in chromatogram except RT and resolution due to column aging.

		000930		P6-2				2.01		18251		739		24.7		6.50E-06		1095				1524				1.45E-05		2.447														No obvious changes in chromatogram except RT and resolution due to column aging.





HDI Monomer-stat 

		

		SUMMARY OUTPUT				HDI monomer all data

		Regression Statistics

		Multiple R		0.992231642

		R Square		0.9845236315

		Adjusted R Square		0.91309506

		Standard Error		61.3342505761

		Observations		15

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		3350358.22061364		3350358.22061364		890.6049775551		0

		Residual		14		52666.4641122446		3761.8902937318

		Total		15		3403024.68472588

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		0.9482851523		0.0259600696		36.5286059779		0		0.8926062911		1.0039640134		0.8926062911		1.0039640134

		SUMMARY OUTPUT						HDI MONOMER SEQ 990903 -5 MONTHS SOLD

		Regression Statistics

		Multiple R		0.9557331817

		R Square		0.9134259145

		Adjusted R Square		0.7134259145

		Standard Error		9.7234933748

		Observations		6

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		4987.6970373355		4987.6970373355		52.75400309		0.001908349

		Residual		5		472.7316170515		94.5463234103

		Total		6		5460.4286543869

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		0.8049558734		0.0807965947		9.9627450399		0.0001740345		0.597261954		1.0126497928		0.597261954		1.0126497928

		SUMMARY OUTPUT						HDI MONOMER SEQ 990929-1 - 4 MONTHS SOLD

		Regression Statistics

		Multiple R		0.9833458396

		R Square		0.9669690403

		Adjusted R Square		0.633635707

		Standard Error		7.1006472568

		Observations		4

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		4428.0091407154		4428.0091407154		87.8238823761		0.011195567

		Residual		3		151.2575743949		50.419191465

		Total		4		4579.2667151103

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		0.9209947301		0.0593578445		15.5159733003		0.0005816708		0.7320914		1.1098980602		0.7320914		1.1098980602

		SUMMARY OUTPUT						HDI MONOMER SEQ 991124 - 2 MONTHS SOLD

		Regression Statistics

		Multiple R		0.9987697124

		R Square		0.9975409383

		Adjusted R Square		0.664207605

		Standard Error		21.8960973364

		Observations		4

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		583466.589991327		583466.589991327		1216.9775391242		0.0008206964

		Residual		3		1438.3172356934		479.4390785645

		Total		4		584904.90722702

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		0.9307698057		0.0094556477		98.4353304354		0.0000023113		0.9006776864		0.960861925		0.9006776864		0.960861925

		t-Test: Paired Two Sample for Means								t-Test: Paired Two Sample for Means

		for HDI monomer all data								only seq 990903 - 5months old

				reanalyzed		original value						original data		reanalyzed

		Mean		333.5944561649		346.3333333333				Mean		33.5		27.0697252091

		Variance		243073.191766134		270204.095238095				Variance		1549.9		1092.0857308774

		Observations		15		15				Observations		6		6

		Pearson Correlation		0.9923193027						Pearson Correlation		0.9557447355

		Hypothesized Mean Difference		0						Hypothesized Mean Difference		0

		df		14						df		5

		t Stat		-0.723180422						t Stat		1.264647468

		P(T<=t) one-tail		0.2407387835						P(T<=t) one-tail		0.130869396

		t Critical one-tail		1.7613092496						t Critical one-tail		2.0150491764

		P(T<=t) two-tail		0.481477567						P(T<=t) two-tail		0.2617387919

		t Critical two-tail		2.1447885956						t Critical two-tail		2.5705776352

				hdi monomer all						oldest

				Mean		-9.2616016717				Mean		-13.0769100805

				Standard Error		5.1455471537				Standard Error		7.6767024353

				Median		-8.0803416288				Median		-2.2012288786

				Mode		0				Mode		0

				Standard Deviation		19.9286184332				Standard Deviation		18.8040038736

				Sample Variance		397.1498326573				Sample Variance		353.5905616775

				Kurtosis		3.4666527667				Kurtosis		-1.4170677399

				Skewness		1.1441195655				Skewness		-1.0124749247

				Range		86.3463434608				Range		41.0442675604

				Minimum		-41.0442675604				Minimum		-41.0442675604

				Maximum		45.3020759004				Maximum		0

				Sum		-138.9240250759				Sum		-78.461460483

				Count		15				Count		6





Oligomer-stat 

		

		SUMMARY OUTPUT

								TOTAL OLIGOMER ALL DATA

		Regression Statistics

		Multiple R		0.998180327

		R Square		0.9963639652

		Adjusted R Square		0.9296972985

		Standard Error		0.2859823973

		Observations		16

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		336.1706871146		336.1706871146		4110.3730259973		1.08934129395674E-18

		Residual		15		1.2267889739		0.0817859316

		Total		16		337.3974760884

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		1.0059775411		0.0116111215		86.6391364474		1.1363556621165E-21		0.9812290062		1.030726076		0.9812290062		1.030726076

		SUMMARY OUTPUT						TOTAL OLIGOMER SEQ 990903  THE OLDEST-5 MONTHS OLD

		Regression Statistics

		Multiple R		0.9994380965

		R Square		0.9988765088

		Adjusted R Square		0.7988765088

		Standard Error		0.2240512845

		Observations		6

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		223.1552017413		223.1552017413		4445.4132367261		0.0000003032

		Residual		5		0.2509948905		0.0501989781

		Total		6		223.4061966319

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		1.0215441964		0.0113372913		90.1047854907		0.0000000032		0.992400809		1.0506875837		0.992400809		1.0506875837

		SUMMARY OUTPUT						TOTAL OLIGOMER SEQ. 990929-1 4 MONTHS OLD

		Regression Statistics

		Multiple R		0.9995997169

		R Square		0.999199594

		Adjusted R Square		0.6658662607

		Standard Error		0.1358462034

		Observations		4

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		69.1127542567		69.1127542567		3745.0980301961		0.0002669088

		Residual		3		0.0553625729		0.018454191

		Total		4		69.1681168296

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		0.962773498		0.0101672423		94.693670981		0.0000025962		0.930416765		0.9951302311		0.930416765		0.9951302311

		SUMMARY OUTPUT						TOTAL OLIGOMER SEQ 991124- 2 MONTHS OLD

		Regression Statistics

		Multiple R		0.967996971

		R Square		0.9370181358

		Adjusted R Square		0.6036848024

		Standard Error		0.3384494022

		Observations		4

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		5.1125932555		5.1125932555		44.632759635		0.021679145

		Residual		3		0.3436439936		0.1145479979

		Total		4		5.4562372491

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		1.0480386667		0.0585260203		17.9072258983		0.0003797795		0.8617825748		1.2342947585		0.8617825748		1.2342947585

		SUMMARY OUTPUT						IPDI total OLIGOMER - 5 months old seq 990903

		Regression Statistics

		Multiple R		0.9999763258

		R Square		0.9999526523

		Adjusted R Square		0.4999526523

		Standard Error		0.0506288027

		Observations		3

		ANOVA

				df		SS		MS		F		Significance F

		Regression		1		108.2693198399		108.2693198399		42238.6563151034		0.0030975737

		Residual		2		0.0051265513		0.0025632757

		Total		3		108.2744463912

				Coefficients		Standard Error		t Stat		P-value		Lower 95%		Upper 95%		Lower 95.0%		Upper 95.0%

		Intercept		0

		X Variable 1		0.9404119228		0.0036669782		256.4541903689		0.0000152044		0.9246341781		0.9561896675		0.9246341781		0.9561896675

		t-Test: Paired Two Sample for Means										t-Test: Paired Two Sample for Means

		total oligomer all data together										Total oligomer the oldest-5 months old

				original data		reanalyzed								Variable 1		Variable 2

		Mean		4.1332498651		4.1664007226						Mean		5.4438997725		5.5438238085

		Variance		22.2199227828		22.4931650726						Variance		42.5466791922		44.6812393264

		Observations		16		16						Observations		6		6

		Pearson Correlation		0.9981834098								Pearson Correlation		0.9994455307

		Hypothesized Mean Difference		0								Hypothesized Mean Difference		0

		df		15								df		5

		t Stat		-0.4629054921								t Stat		-0.8969097555

		P(T<=t) one-tail		0.3250383235								P(T<=t) one-tail		0.2054343412

		t Critical one-tail		1.7530510377								t Critical one-tail		2.0150491764

		P(T<=t) two-tail		0.650076647								P(T<=t) two-tail		0.4108686824

		t Critical two-tail		2.1314508558								t Critical two-tail		2.5705776352

		oligomer all mean %

		Mean		3.4415092131

		Standard Error		5.3381792209

		Median		-1.0216109778

		Mode

		Standard Deviation		21.3527168834

		Sample Variance		455.9385183044

		Kurtosis		4.2097963582

		Skewness		1.2110853586

		Range		101.4197914827

		Minimum		-37.4663072776

		Maximum		63.9534842051

		Sum		55.0641474103

		Count		16





rerun-1 comparison

		original sequence vs 000128		IOM Sample #		rerun 000128   nG-HDI monomer /sample		original nG HDI monomer / sample		% difference for HDI monomer		reanalyzed uG HDI mon.  eq. oligomer / sample		original uG HDI mon. eq. oligomer / sample		% difference for HDI oligomer		Reanalyzed uG IPDI mon. eq.oligomer / sample		original uG IPDI mon. eq.oligomer / sample

		000128		0201		8		8		0.0		1.867		2.167		-13.9

		990903		0202		45.4		77		-41.0		16.118		15.659		2.9

		990903		0203		8.0		8		0.0		2.134		1.797		18.8

		990903		0221		87.0		91		-4.4		11.783		11.671		1.0		12.9789		13.803

		990903		0227		6.0		9		-33.0		1.008		1.062		-5.0		0.3482181818		0.295

		990903		0234		8.0		8		0.0		0.353		0.308		14.5		0.1243636364		0.121

		990929-1		0241		12.8		16		-19.9		0.919		0.972		-5.4

		990929-1		0242		31.2		42		-25.6		3.063		3.245		-5.6

		990929-1		0243		30.5		41		-25.7		3.773		4.136		-8.8

		990929-1		0249		101.1		103		-1.8		11.877		12.245		-3.0

		991124		P4-1		1527.5		1614		-5.4		4.099		3.933		4.2

		991124		P5-1		1005.6		1094		-8.1		3.417		3.526		-3.1

		991124		P6-1		448.3		504		-11.1		0.959		0.585		64.0

		991124		P6-2		1049.5		1143		-8.2		2.771		2.280		21.6

		991108		T1-3		635.0		437		45.3		0.381		0.609		-37.5

		991108		0184								2.139		1.938		10.4





Summary 3 rounds

		IOM Sample #		Original Run on		Re-run 1 on		Re-run 2 on		ng HDI monomer run 0		ng HDI monomer Re-run 1		ng HDI monomer Re-run 2				ug HDI oligomer (as monomer eq.) run 0		ug HDI oligomer (as monomer eq.)  Re-run 1		ug HDI oligomer (as monomer eq.)  Re-run 2				ug IPDI oligomer (as monomer eq.) run 0		ug IPDI oligomer (as monomer eq.)   Re-run 1		% difference round 2 monomer		% difference round 2 Oligomer

		0201		990903		000128		000930		8		8		8				2.17		1.87		1.87								0.0		-3.7

		0202		990903		000128		000930		77		131		167				15.66		16.12		16.82								116.3		0.9

		0203		990903		000128		000930		8		8		8				1.80		2.13		2.24								0.0		5.6

		0221		990903		000128		000930		91		87		160				11.67		11.78		11.68				13.80		12.98		75.8		0.0

		0227		990903		000128		000930		9		6		8				1.06		1.01		1.00				0.30		0.35		-11.1		-1.1

		0234		990903		000128		000930		8		8		9				0.31		0.35		0.43				0.12		0.12		18.6		1.6

		0241		990929-1		000128		000930		16		13		16				0.97		0.92		1.02								1.4		0.4

		0242		990929-1		000128		000930		42		31		51				3.25		3.06		3.28								21.7		0.1

		0243		990929-1		000128		000930		41		30		42				4.14		3.77		3.83								3.7		-1.0

		0249		990929-1		000128		000930		103		101		120				12.25		11.88		12.60								16.9		0.4

		P4-1		991124		000128		000930		1614		1528		1866				3.93		4.10		3.97								15.6		0.0

		P5-1		991124		000128		000930		1094		1006		1018				3.53		3.42		3.41								-6.9		-0.0

		P6-1		991124		000128		000930		504		448		510				0.59		0.96		0.57								1.1		-0.0

		P6-2		991124		000128		000930		1143		1049		1095				2.28		2.77		2.45

		T1-3		991108		000128		000930		437		635		NR				0.61		0.38		NR								HDI monomer % difference rund 2								% difference Oligomer as 100*[round 2 -original ] / original

																														Mean		19.4590903717						Mean		0.3642921527

																														Standard Error		10.0890414245						Standard Error		0.5917277567

																														Median		3.6559326447						Median		0.0156618745

																														Mode		0						Mode

																														Standard Deviation		36.3765561763						Standard Deviation		2.133504768

																														Sample Variance		1323.2538392468						Sample Variance		4.5518425952

																														Kurtosis		3.9366202233						Kurtosis		3.0411570155

																														Skewness		2.0637233333						Skewness		0.8011390969

																														Range		127.3825576148						Range		9.295141798

																														Minimum		-11.1111111111						Minimum		-3.7251704079

																														Maximum		116.2714465037						Maximum		5.5699713901

																														Sum		252.9681748326						Sum		4.7357979847

																														Count		13						Count		13

		t-Test: Paired Two Sample for Means								t-Test: Paired Two Sample for Means								t-Test: Paired Two Sample for Means								t-Test: Paired Two Sample for Means

		HDI MONOMER rerun-1								HDI MONOMER rerun-2								HDI Oilgomer		original		rerun 1				HDI Oilgomer		original

				Original		rerun-1						Original		rerun 2						2.1668726193		1.8666285912						2.1668726193

		Mean		346.3333333333		333.5944561649				Mean		365.3846153846		403.7099817195				Mean		4.4305089444		4.4754568097				Mean		4.7244711709

		Variance		270204.095238095		243073.191766134				Variance		304620.756410256		334111.347532199				Variance		24.8750768351		25.1278863743				Variance		25.6373907472

		Observations		15		15				Observations		13		13				Observations		14		14				Observations		13

		Pearson Correlation		0.9923193027						Pearson Correlation		0.9861894989						Pearson Correlation		0.9983367407						Pearson Correlation		0.9985747277

		Hypothesized Mean Difference		0						Hypothesized Mean Difference		0						Hypothesized Mean Difference		0						Hypothesized Mean Difference		0

		df		14						df		12						df		13						df		12

		t Stat		0.723180422						t Stat		-1.4182639539						t Stat		-0.5809459583						t Stat		-1.4610413901

		P(T<=t) one-tail		0.2407387835						P(T<=t) one-tail		0.0907788723						P(T<=t) one-tail		0.285605867						P(T<=t) one-tail		0.0848445751

		t Critical one-tail		1.7613092496						t Critical one-tail		1.7822867449						t Critical one-tail		1.7709317035						t Critical one-tail		1.7822867449

		P(T<=t) two-tail		0.481477567						P(T<=t) two-tail		0.1815577446						P(T<=t) two-tail		0.5712117341						P(T<=t) two-tail		0.1696891502

		t Critical two-tail		2.1447885956						t Critical two-tail		2.1788127924						t Critical two-tail		2.1603682399						t Critical two-tail		2.1788127924
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Summary 3 rounds
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Re-run 1

Re-run 2

Original analysis (ng/ sample)

Re-analysis (ng/sample)

Stability data for the HDI Monomer
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Re-run 1

Re-run 2

Original analysis (ug/ sample)

Re-analysis (ug/sample)

Stability data for the HDI TRIG
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round 1: monomer value not different from original
round 2: monomer value not different from original

Oligomer values are statistically NOT different from original even 1 year later. No major differences in chromatograms other than RT and some loss in resolution due to column aging was noticed.

Monome rfor sample 202 not reliable due to Rt variation for stds. Original value most likely off.


