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in the nylon under low pH conditions, and R=X groups 
capable of forming covalent bonds with the amine groups in 
the nylon under alkaline conditions when heat is applied. 

Other types of fiber reactive dyes, Such as 
chloropyrimidines, chloro- and bromoacetyls, and quinoxa 
lines are available and may be useful in the present inven 
tion. 

The end use to which a walk-off mat will be put dictates 
the colorfastneSS requirements which control dye Selection. 
Dyes used with the present technique must have acceptable 
washfastness at 160 F., wet and dry crockfastness, and 
resistance to ultraViolet fading. The latter is thought to be a 
function of the chromogens used to impart color to the 
individual dyestuff. These are mostly azo or anthraquinone 
Systems. The azo band is very Susceptible to attack by 
ultraViolet light, So Strongly anthraquinone base dyes are 
thought to give the best lightfastness. Since dye structures 
are not generally available from dye manufacturers, and are 
not given in the literature, the best way to determine 
Satisfactory lightfastness is to apply the candidate dye to the 
nylon Substrate and expose the Sample in a Xenon fadeom 
eter. 

Dyes which have been tested and are considered Satis 
factory for the present purposes are the following: 

Remalan Yellow C-3G 
Fourtex Yellow 2GR 
Fourtex Orange GR 
Fourtex Orange RA 
Lanasol Scarlet 3G 
Fourtex Red 3B 
Fourtex Red 6BN 
Fourtex Br. Blue KR 150% 
Remalan Blue CRB 
Lansol Black 2R 
It is expected that further tests will result in the identi 

fication of dyes which can be added to this list. 
Fiber reactive dyes may be applied to the nylon yarn with 

or without previnylization. Previnylization is a proceSS 
developed to increase the charge on fiber reactive dyes to 
enhance their reactivity with nylon. Previnylization of the 
dye is important if the nylon walk-off mat Substrate to be 
dyed is tufted of light dye or cationic dyeable nylon. It is 
not essential if the Substrate is formed of regular or deep 
dyeable nylon. ESSentially, the number of amine equivalents 
available in the nylon for reaction with the dye stuff should 
determine whether previnylization of the dye is necessary. 

The pH of the dye solution is critical. In order to achieve 
heavy, fully developed shades, the pH must be between 0.5 
and 2.5. As the pH increases above 2.5, the color yield 
correspondingly decreases. Useful light shades can be devel 
oped at pH values up to 7.0, but only with considerable dye 
waste. Sulfamic acid has been found to be ideal for pH 
adjustment of the dye Solution, but any mineral or organic 
acid will perform with varying degrees of Satisaction. 

Coloring of the nylon yarns can be accomplished in a 
number of ways. Nylon yarns can be tufted, prior to dyeing, 
into the desired width mat material, conventionally 3 feet to 
5 feet, and batch or continuous dyed to Solid shades. If 
desired, the Solid shade mats can then be over printed with 
designs, Such as by Screen printing or computerized Spray 
design printing. Alternatively, prior to tufting, nylon yarns 
can be continuously dyed to Solid shades while, for example, 
in warp, coil, or knit tubing form. The yarns may also be 
Space dyed with random multicolor effects, Such as by 
Spraying, dripping, or printing designs on the yarns. The 
Space printing may be carried out “wet-on-Wet' or “wet-on 
dry'. Such predyed yarns are then tufted into mat material 
and are ready for the application of a rubber-like backing 
compound. 
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4 
Regardless of the dyeing method employed, the mat 

material or yarns are processed, according to the invention, 
using the following general dye Solution formulations: 

For Solid shades: 
xg/L (grams per liter) preselected fiber reactive dye, 

which may or may not be previnylized 
2.0 to 4.0 g/L thiodiglychol (dye solubilizer) 
10.0 to 15.0 g/L Lanawet 690 (non-ionic wetting agent) 
xg/L thickener (optional) 
xg/L Sulfamic acid to adjust pH to 0.5-2.5 
For printed or overprint shades (preselected pattern or 

random): 
xg/L preselected fiber reactive dyes, which may or may 

not be previnylized 
2.0 to 5.0 g/L thiodiglychol 
xg/L defoamer 
xg/L thickener (to desired Viscosity) 
xg/L Sulfamic acid to adjust pH to 0.5-2.5 
In general, the method of the present invention is carried 

out in the following Sequence of Steps: 
A Solid shade of dye is applied to the yarn, either before 

or after tufting into mat material. If dyeing is accomplished 
by beck or batch dyeing, the yarn should remain in the dye 
solution for 30 to 45 minutes at a temperature of about 200 
F. If the yarn is continuously dyed, Such as by Spray, pad, or 
cascade dyeing, the yarn should be nipped So that the dye 
remains on the yarn at about 80 to 100% wet pick up. If 
desired, the yarn may also be over printed with Shades 
differing from the solid shade. 

Heat is then applied to the yarn to produce a preliminary 
fixation of the dye. The heat may be provided by steam, in 
which case the temperature will be 212 F. If dry heat is 
employed, the temperature will be considerably higher. The 
heat treatment should last from about one minute, for yarn 
in warp or coil form, to about 8 minutes for yarn in knitted 
form. The yarn should be subjected to the heat treatment for 
the maximum permissible time. 

Thereafter, the yarn is washed, Such as by Spraying or in 
a wash box. 

The yarn is then treated with an alkaline solution. Tri 
sodium phosphate (TSP) has been found to be admirably 
Suitable for this purpose, although many other alkalis will 
also perform the function. The alkaline solution will have a 
pH of about 10.5, and may be sprayed on the yarn or applied 
to the yarn in the last wash box. 

Finally, the dye is fixed in the yarn by the application of 
heat. A dry atmosphere at about 260 F. can be effective, but 
a temperature of 310 F. to 325 F. is preferred. This heat 
treatment, Subsequent to the alkali application, causes the 
dye to form covalent bonds with the amine groups in the 
nylon. 

Dry heat in an oven is the preferred method of dye 
fixation in the present method, but other heat fixation 
methods will also work. Good results have been obtained by 
steaming and drying at 260 F. Alternatively, if pre-tufted 
yarns are being processed, they may be autoclaved at about 
275 F. for a normal cycle with good results. 
A backing of rubber, Vinyl, or like material is applied to 

the rear Surface of the mat material for comfort and non-Slip 
purposes. In applying the back coating, the mat and coating 
material are typically Subjected to dry heat temperatures of 
325 F. to 350 F. This heating step can also serve as the heat 
treatment Step following alkaline application to the yarn So 
as to fix the dye by formation of covalent bonds. However, 
even if the yarn is Subjected to Some heat treatment prior to 
the back coating Step, the heat associated with application of 
the back coating Serves as an additional dye fixation heating 
Step. 
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The following examples further illustrate the present 
invention: 

EXAMPLE 1. 

3.0 g/L of Fourtex Red 3B was dissolved in water at 190° 
F. After thorough dissolution, 0.90 g/L of TSP was added 
and the dye was previnylized by mixing for 10 minutes. The 
pH of the dye solution was 9.8. The following chemicals 
were added with agitation: 

6.0 g/L guar thickener 
2.0 g/L thiodiglychol 
13.2 g/L Lanawet 690 
12.5 g/L Sulfamic acid to pH=1.5 
A piece of mat material which had been tufted with 1140 

denier 2-ply, heat-set Monsanto type DB-9 (regular dyeable 
Type 66) nylon was obtained. The thickened dye solution 
was padded onto the mat material and nipped through a roll 
at 40 psi pressure. The material was then steamed for 8 
minutes, washed in clean water at 140 F. and nipped. The 
damp material was then soaked in a TSP solution at pH of 
10.5 for 30 seconds. The material was again nipped through 
squeeze rolls and dried for 15 minutes at 320 F. The dried 
material was dyed to a clear bright bluish-red shade. 
A 5.0 gram Sample of the dyed material was cut and 

attached to a 5.0 gram Sample of undyed mat material. The 
Samples were placed in a 500 cc beaker containing a test 
Solution as follows: 

2.5 g/L Orvus WOB (AATCC standard test detergent) 
2.0 g/L TSP 
0.5 g/L Soda ash 

The samples were washed with agitation at 160 F. for 45 
minutes. They were then rinsed and dried. The tested sample 
showed no color change versus an unwashed piece and the 
sample of undyed material that was washed with the dyed 
Sample showed no stain from washed out dyes. 

EXAMPLE 2 

The procedure of Example 1 was repeated except that the 
dye was not previnylized. The chemicals were added direly 
to the dissolved dyestuff and the pH was adjusted to 1.5. 

The dyed sample showed color yield similar to that 
obtained in Example 1. The test Sample showed no color 
change in the 160 F. Orvus WOB test and the undyed 
Sample showed no stain. 

EXAMPLE 3 

A quantity of knit tubing was prepared by knitting 1099 
denier, 2-ply heat set BASF (regular dye Type 6) nylon. A 
Section of this knitted yarn was dyed continuously by 
padding through the following dye paste: 

13.2 g/l Lanawet 690 
2.0 g/L thiodiglychol 
6.0 g/L guar thickener 
35.0 g/L Sulfamic acid 
2.4 g/L Fourtex Yellow 2CR 
14.4 g/L Fourtex Orange RA 
6.6 g/L Fourtex Red 6BN 

The dyes were previnylized, by adding TSP, at a pH of 9.5 
before mixing with the chemicals, at which point the dyes 
had a pH of 1.0. The dyed knit tubing was nipped to a wet 
pick-up of 100%. 

The Solid dyed tubing was then overprinted into a bar 
pattern by applying the following print pastes at about 30% 
coverage each: 
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Paste if 1: 
0.04 lbs/gallon thiodiglychol 
0.05 lbs/gallon guar thickener 
0.03 lbs/gallon antifoam 
0.29 lbs/gallon sulfamic acid 
0.042 lbs/gallon Fourtex Red 6BN 
0.11 lbs/gallon Fourtex Orange RA 
0.004 lbs/gallon Lanasol Black R 
Paste i2: 
0.04 lbs/gallon thiodiglychol 
0.05 lbs/gallon guar thickener 
0.03 lbs/gallon antifoam 
0.29 lbs/gallon sulfamic acid 
0.05 lbs/gallon Fourtex Red 6BN 
0.065 lbs/gallon Lanasol Black R 
Each print paste had a pH of 1.0. After the overprint colors 

were applied, the tubing was Steamed for 8 minutes, rinsed 
in clear water at 140 F. for 5 minutes, dipped into a TSP 
solution for 30 seconds, Squeezed at 60 psi and dried for 20 
minutes at 320 F. The kit tubing was then deknitted and the 
1099 2-ply yarn was wound on a tube. 
The finished yarn was space dyed to a bright red shade 

with random spots which were maroon and black. This yarn 
was subjected to the 160 F. Orvus WOB test as outlined in 
Example 1. After washing, the dyed yarn showed no loss of 
color and the undyed yarn washed with it showed no Stain. 

EXAMPLE 4 

A production dye lot of 1140 denier, 2-ply, heat Set 
Monsanto Type DB-9 nylon was knitted into tubing. A 
quantity of 10,000 pounds was prepared. 
The following dyed Solutions were prepared: 
Solid dye: 
0.04 lbs/gallon guar thickener 
0.016 lbs/gallon thiodiglychol 
0.15 lbs/gallon Lanawet 690 
0.29 lbs/gallon sulfamic acid 

and the following previnylized fiber reactive dyes: 
0.006 lbs/gallon Fourtex Yellow 20R 
0.015 lbs/gallon Fourtex Red 6BN 
0.0155 lbs/gallon Fourtex Orange RA 
The dye Solution, at a pH of 1.0, was applied continuously 

to the knit tubing by passing the tubing through a cascading 
Spray. The tubing was then nipped through a roll at 40 psi 
preSSure. 

After nipping, the knit tubing was passed through a Series 
of engraved Space dye rolls which printed random designs at 
about 65% total coverage. The following dye pastes were 
applied by the rolls; all dyes were previnylized before 
application, and applied at a pH of 1.0: 

Rolls C and D: 
0.05 lbs/gallon guar thickener 
0.04 lbs/gallon thiodiglychol 
0.27 lbs/gallon defoamer 
0.29 lbs/gallon sulfamic acid 
0.084 lbs/gallon Fourtex Red 6BN 
0.188 lbs/gallon Fourtex Orange RA 
0.012 lbs/gallon Lanasol Black R 
Rolls E and F: 
0.05 lbs/gallon guar thickener 
0.04 lbs/gallon thiodiglychol 
0.27 lbs/gallon defoamer 
0.29 lbs/gallon sulfamic acid 
0.052 lbs/gallon Fourtex Red 6BN 
0.034 lbs/gallon Fourtex Orange RA 
After printing, the knit tubing passed directly into a 

continuous apron atmospheric Steamer and Steamed for 8 
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minutes. It then was rinsed under a Series of Sprayheads 
which saturated it with clear water at 140 F. The tubing was 
nipped and run through a wash box containing 0.166 lbs/ 
gallon of TSP. 

The tubing was again nipped and passed into a drum dryer 
which had been preset at 315 F. The dried tubing was 
deknitted into yarn packages and the final yarn was colored 
bright red with random dark red and black designs. 

The dyed yarns were tufted into 5-foot-wide mat material 
which was vinyl back coated at 330 F. This material was cut 
into various size walk-off mats. Several of these mats were 
tested. They were washed in the 160°F. Orvus WOB test up 
to twenty cycles with no color change worse than a 4-5 
rating on the AATCC gray Scale and with Zero Stain on the 
undyed material washed at the same time. They also showed 
a 5 rating (no fade) upon exposure to 80 hours of Xenon 
lightfastness testing. 

EXAMPLE 5 

The same yarn and Same dye formulation were applied on 
a continuous coil dye line except that the thickener was 
omitted and the dyes were applied in a computerized Spray 
configuration. This coiled yarn was Steamed for two minutes 
and the TSP solution was applied by spray. Dye fixation was 
obtained by autoclaving the yarn at 275 F. for 25 minutes. 
The resultant shade on the yarn was slightly weaker than 
obtained in Example 4 but was still Space dyed to an 
acceptable bright red/dark red/black Shade. 

EXAMPLE 6 

A roll of tufted mat material, 60 inches widex120 feet, 
was obtained. This consisted of undyed 1325 denier, 2-ply, 
heat set Type DB-9 Monsanto nylon, tufted into a woven 
polypropylene primary backing. 

The following dye paste was prepared: 
0.072 lbs/gallon Fourtex Yellow 20R 
0.025 lbs/gallon Fourtex Red 6BN 
0.158 lbs/gallon Lanasol Black R 
The dyes were previnylized by the addition of TSP to a pH 

of 9.5 for 10 minutes and the following chemicals were 
added: 

0.05 lbs/gallon guar thickener 
0.04 lbs/gallon thiodiglychol 
0.11 lbs/gallon Nylowet RY 
0.25 lbs/gallon Sulfamic acid 
The pH of the thoroughly mixed paste was 1.0 and the 

viscosity was 300 cps. 
The dye paste was applied continuously by cascade to the 

tufted nylon mat material and the dye permeated material 
was nipped at 50 psi. The material was then Steamed for Six 
minutes in a continuous apron Steamer. The material was 
washed at 160 F. through a Series of Spray applicators and 
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wash boxes. TSP was applied at a pH of 10.5 in the last wash 
box and the material was nipped at 50 psi. The material then 
passed into a drum dryer which had been preset at 210 F. 
for drying. 
The dried material was then backed continuously with a 

rubber backing and passed though an oven at 325 F. This 
heat exposure caused the backing to adhere to the mat 
material and caused covalent bonding to occur between the 
fiber reactive dyes and the nylon face fiber. 
The end result was a dark charcoal gray dyed mat material 

which was cut up into the desired size finished mats. One of 
these mats was subjected to 20 washings using the 160 F. 
OrVuS procedure outlined in Example 1. After 20 washings, 
the mat showed virtually no loss of color and did not stain 
undyed mat material in any of the 20 washings. 

The invention has been shown and described in preferred 
form only, and by way of example, and many variations may 
be made in the invention which will still be comprised 
within its spirit. It is understood, therefore, that the invention 
is not limited to any Specific form or embodiment except 
insofar as Such limitations are included in the appended 
claims. 
We claim: 
1. A method of making a dyed nylon walk-off mat having 

improved washfastness comprising the Steps of: 
(a) providing a fiber reactive dye Solution having a pH in 

the range of about 0.5 to about 2.5, 
(b) applying the dye to light, regular Or deep dyeable 

nylon yarn to color the latter, 
(c) heating the yarn to a temperature above 200 F., 
(d) contacting the yarn with an alkaline Solution, 
(e) tufting the yarn into a walk-off mat either before of 

Or after performing steps (b)-(d), 
(f) applying a heat-responsive, rubber-like backing to the 

mat, and 
(g) Subjecting the mat and backing to an elevated dry heat 

temperature, Said temperature being high enough to 
cause the backing to adhere to the mat and also to cause 
fixation of the fiber reactive dye to the nylon yarn of the 
mat. 

2. A method as defined in claim 1 including the Step of 
washing the yarn after the heating Step (c). 

3. A method as defined in claim 1 including the Step of 
drying the yarn after contacting the yarn with an alkaline 
Solution. 

4. A method as defined in claim 1 wherein the dry heat 
temperature of step (g) is in the range of 260 F. to 350 F. 

5. A method as defined in claim 1 wherein dye fixation is 
produced by formation of covalent bonds between the fiber 
reactive dye and the nylon yarn. 

6. A method as defined in claim 1 wherein the heating Step 
(c) is accomplished by Steaming the yarn. 
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